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NPEAHUCJAOBHUE ABTOPOB

OcHoBHAsl ILesb 3TOH KHHIM — CUCTEMATH4YeCKOe M MpejlesIbHO
KpaTKOE H3J10XKEeHHEe aHaJHTHUECKHX U [IPenapaTHBHbIX METO/LOB Bblje-
JIeHHS] U WAEHTH(QHKALHK BEULeCTB, T. €. TeéX METOAOB, KOTOpble IMpH-
MEHSIIOTCH Ha MPAKTHKe B XMMHUYECKHX H CMEXKHBIX 10 npoduito aado-
paTopHusXx.

Knura npuspaHa noMoub HaUMHAIOIKM HCCIE0BATE/AM B BbINOJ-
HeHWH IKCMepHMEHTOB M aHaju3e IO/YUYeHHBIX peaynbraToB. PasHo-
o6pasHblil MaTepuaJ, npejacTaB/IenHbiid B Hell, CIOCOGCTBYET NPaBHJib-
HOMY BbIGOPY METOJHK MNpH pelIeHHH KOHKPETHbIX 3ajlay aHa/uTH-
YECKOro HWJIH OpenapaTHBHOrO Xapakrepa. B KHMTY BRJIOUYEHbl MCTOADI,
XOPOLLO NPOBEPEHHbIe HA NPAKTHKE. :

[Ipu HanucaHWW KHUIH aBTOPbl HCMOJb30BAJH CBOH MHOTOJETHH
MeJ1arorMueckiil ONbIT NPOBEJEHHS MPAKTHUECKMX 3AHSITHH H KYPCOB
JeKUHH /s CTYACHTOB U MOJOABIX crienHanicto. OHa npeacrasser
co60# pacliMpeHHbIH Kype JeKUHA U APYTHX YueOHbIX METOAMUYECKHX
MaTepHa/oB; TEOPETHUECKHe OCHOBbI M3JaraloTcsi 3ieck B o0beme,
OrpaHHYeHHOM, HO OCTaTOYHOM /il OCMBICJIEHHOTO PUMEHEHUA 1IPH-
BefleHHBIX MeTo10B. COoOTBeTCTBYOLHE pa3ienbl MOTYT GbITh NMOJE3HbI
NpH MOATOTOBKE K KOJNJIOKBHYMaMm, ceMHHapam, sk3ameHaM. Kuura,
M0-BUAMMOMY, GYJA€T noJsie3HbIM y4eOHbIM 110cO0ueM He TOJEKO OJ4
CTYJAEHTOB HauajbHbIX KypCOB, HO M /sl JAHIVIOMHHKOB, MOJIOABIX
CTIeLHMAaNHCTOB, AacnUPAaHTOB; JJsI CHELUajJuCcTOB, paboTaiuux B
CMEXKHBIX C XHMHEH 06,1acTsIX, MOKET CAYXKHTb COOPHHKOM METOAHK
fI0JIYUeHHS] YMCTBIX BELIEeCTB.

ABTOpbl BBIpAXKAIOT NpH3HATeAbHOCTL mpod. [ Xeduuurepy,
B. Pyugenwo, K. ledduepy (Two6uuren) u nokr. I'. Bepry (CrsH-
¢dopa, CIUIA) 3a penakTHpoBaHHe OT/EJIbHBIX [J14B H LICHHbIE 3aMe-
yauusi. ABTOpbl TakxKe OJarogapaT U3AATEJbCTBO 38 MOALCPIKKY TIPH

_opOpMJEHHH U M3JaHHH HacTosilled KHurk. Kputuueckue sameuaHust
¥ NPENoXKeHHs] TIPHHHMaTesa ¢ 61arofapHocTbIo.

Tw6nuren K. E. Tekkeaep, X. Ixkwrain

1. OBIUME METOA bl BbIAEJEHHUSA
MU OYUCTKH BELLECTB

1.1. KPUCTAJITHU3ALLUA

KRMCTaJlnu3allneﬁ HasblBaeTcs rpouecc 06pasoBaHUs KPUCTAJIH-
UECKOH ynopsaouenHoi ¢asbl (KpHCTAMJIOB) M3 pacTBOpa, pacijasa
MK ra3soBoH dasbl.

Kpucraniel — Teepabie  Tesa, XapaKTepH3yOlLMecss HepUOIH-
UCCKMM 32KOHOMEDHbIM Pacno/IoXKeHHeM YacTHIl (MOJIeKyJ, aTOMOB,
HOHOB) B TPOCTPAHCTBE,

HauGosee npoctbiM 3JeMEHTOM KpPHCTAAIMUECKOH PeILeTKH siB-
JSIeTCsl 3JIeMeHTapHas suelka, KOTOpasi ONHCLIBAETCS 3JeMeHTaMu
CHMMETDHH H SAIBJSIETCS XapAKTEPHCTHKOH KPHCTaJIHYECKOH (hOpMbl
TOTO HJH WHOTO BelllecTBa. K sneMeHTam CHMMETDHH OTHOCATCH OCH
CHMMETPHH, NJIOCKOCTH CHMMETPHH U Jp. [lo coBoKynHoCTH 3nemeH-
TOB CHMMETPHH KDHCTAJLIbl [OAPasAesIlOTCsT HA IIeCTb CHCTEM:
TPUK/IHHHYIO, MOHOKJIHHHYIO, POMOHUECKYIO, TETPArOHAIbLHYIO, reKca-
FOHaJbHYIO H KyOuueckyw. O1HAKO Ha MPAaKTHKe KPHCTaA/Ibl 4acTo
H43bIBAIOT 110 BHEIIHEMY BHAY: JMCTOYKH, HIJIbl, NMPU3MbI, KyOHKH,
najouyKH, napasjenenunens 0 T. 0.

Kprucrannusauus — ofMd M3 BaKHEHLIMX METOLOB [MOJYUEHHS
uncThiX Beulects. [Ipoliecc OuMCTKH KpHcTasin3auueil M3 pacTsopa
HA3BIBAETCS NEPeKpUcTannn3auned (cm. pasa. 1.1.1), us pacnaa —
30HHOH naaBko# (cM. pasa. 1.1.3), u3 rasosoll ¢asbl — BO3TOHKOM

(em. pasx. 1.1.2). daszoBble nepexoibl MKy Pa3iMUHBLIMU arperar-
HBIMH COCTOSIHMSIMH TPHBEJEHBI HA CXeMe:

fazoBas
@wasa

fnabnenue

JamBepdebarue

BUBJIMOTPAGHUUYECKHUHN CITHUCOK

D’Ans/Lax, Taschenbuch fdr Chemiker und Physiker, Bd. 1—3 i idel-
berg 10641963 y , . , Springer, Heidel
5982 Weast (Hrsg.), Handbook of Chemistry and Physics, CRC Press, Cleveland
H. U. Vogel (Hrsg.), Chemiker-Kalender, Springer, Heidelberg 1966

The Merck Index, 10th Ed., Merck Co., Rahwagy 1984 ¢



B yka3saHHbIX HCTOYHHKaX MPHBOAATCH TabsnuHble JdaHHbIe, B
YACTHOCTH TaKHe MapaMeTpbl BEUIECTB, Kak TeMnepaTypa MjiaBJeHus,
pacTBOPHMOCTb W [p., XapakKTepH3YlOliHe yCJOBHSI MPOBELEHHUS
KPHCTaNAH3alIHH.

1.1.1. MEPEKPHCTAJIJIH3ALIUSA

IMepekprcTaniusaiei Ha3biBAeTCs MPOLECC OYHCTKH U pasjele-
HHSl BEILEeCTB, NMPH KOTOPOM BElIeCTBO BHauajie pPacTBOPSIOT MpH
HaTpPeBaHHH B NOAXOAAILEM PACTBOPUTEJE, 3aTeM PACTBOP OXJaXAaloT
H BelllecTBA BBIKPHCTAJJH30BLIBAIOTCH B UHCTOM BHJIE.

PuanuecKkue OCHOBBI MeTOAA

OuucTKa BelIEeCTB NMepeKpHCTaiM3anyei OCHOBaHA Ha pasHHIle
B PACTBOPHMOCTH LEJEBOrO BEUIECTBA H NPHMECEH B HMCIIOJb3yeMOM
pacrsoputese. ONTHMaJbHbIM DACTBOPHTE/EM CUHTAETCS TAKOH, B
KOTOPOM BELIECTBO MMEET MaKCHMaJbHYI0 DACTBOPHMOCTb IIpH TeM-
nepaType KHNEHHS W MHHHMaJbHyIO — Ha xoJgonxy (puc. 1.1.1/1).
CyulecTBeHHbBIM (DAKTOPOM TIPH MEPEKPHUCTAJIIH3AUMH SIBJIAETCS Ha-
JIHude LEeHTPOB KPHCTAJIN3ALHNH, B OTCYTCTBHE KOTOPHIX NIPH OXJaX-
JIeHHH MOTYT 06pa30BbIBATBLCS [epechlllieHHble pacTBOPhl. Takumu
HeHTPaMH KPUCTANAH3ALHH MOTYT CJYXXHWTb, HalpUMep, KPHCTaJibl
LleIeBOr0 BELeCTBA, WJIH MeXaHHYeckHe NPHMeCH. B HekoTopbIX ciTy-
YasiX KpUCTaJJIH3aLUI0 HHULHHPYIOT IyTeM HCIapeHUst PacTBOPHTENS,
TOrAA [IPH OXJIaX{[eHHH HACBHIIIEHHOTO PAaCcTBOPA BhbilaJlaeT AOMOJIHH-
TeJbHOe KOJMYeCTBO KPHCTAJJIOB YMCTOTO BEILECTBA.

Ilpu npoBeseHHM MEPEKPHCTAJIM3AUHK OUEHb BaXKHO MPABU/ABHO
BbIOpAaTh PacTBOPHUTED. . )

PactBopuTenb A0JKeH UMETh HanboJee BbICOKHH TeMIlepaTypHbli
rpagueHT pPacTBOPHMOCTH.

PacTBopuMOCTb LleN€BOro BelecTBa B BbIODAaHHOM PacTBODUTENE
JOJXKHA 3aMETHO YyBEJHYMBATbCS C POCTOM TEMIEpPaTyphi.

Touka KHIIEHHS pacTBOPUTEJSA AOJKHA ObITb HHXKE TEMIIepPaTypbl
IJ1aBJEHHS 1leleBOr0 BellecTBa (B NMPOTHBHOM cJydae pacTBOPH1eJb
He cJelyeT HarpeBaTb A0 TOUKH KHIEHHsI), HHAUe BellecTso Oynaer
MJIABUTbCS, @ He PACTBOPATbCSI B HArDETOM PACTBOPHTEJE, H BMECTO
KpHCTaNJIH3aUUH TIPH OXJaxXK[AeHHH OyaeT HabJI0AaThCst 3aCThiBaHHe
paclJiaba.

‘ ! Puc. 1.1.1/1. 3aBHCHMOCTb PacTBOPHMOCTH Belle-
CTBa B pPAa3/JHUHbIX DacTBOPHTEJNSIX OT Temnepa-
TYpHI:
2

! ~~ pacTBOPHMOCTDL BELLECTBA CHIBHO 3ABHCHT OT TEM-
nepatypsl pacTBOpUTENsi; 2 — PaCcTBOPHMOCTb BeileCTBa
cna6o 3aBHCHT OT TEMIepaTyphl pacTBopuTens (a1
NepekpHCTaNIU3alnl  CeldyeT HCIOJMb30BaTh MNepBbl
T ' pPacTBOPHTE/b)

Tabauya 1.1.1/1. Psao noasiprocru pacrsopuresei (cm. pasd. 4.1)

[Moasipuocts Pactsopurean MMoaspHocTh Pacrsopureau

Huskas nonspuocte  Tletponeiinbiit 3hup  YwmepedHas noasip- Awueron

Toayon HOCTb
YmepeHnast nossp- JIM3THIOBbLIH adup Beicokass noasip-  3taunoa
HOCTb HOCThb Bona

Temnepatypa KuneHusi pacTBOPUTENS AOJKHA OBITb MO BO3MOMNK-
HOCTH HH3KOH, TaK KaK B 3TOM C/ydae KPHCTA/JIbL Jerye BBICYLUHTD.

PactBoputens naxe npu Ttemneparype KHMeHHS AOJIKeH GbiTb
HHEPTHBIM [0 OTHOLIEHHIO K LEJNEBOMY BEIECTBY.

Eciu npeacrout nepexkpucrannnsoBaTh HeM3BECTHOE BELLECTBO,
KOTOpOE HEBO3MOXKHO OTHECTH K KAKOMY-1HGO Ollpe/leleHHOMY KJaccy,
IPHXONMTCS 1€HCTBOBATL IMIUPHUECKHM NyTeM. B Tex cayuasix, koraa
¢opmyJia BellecTBA H3BECTHA WJH €0 MOXKHO OTHECTH K H3BECTHOMY
KJacey, 1eHCTBYIOT 10 onpeneneHHoil cxeme. ITpexe Bcero no CTPYK-
TYPHO# (pOpMYyJie BEILECTBA AENAIOT BBIBO O €10 FHAPO(UIIBHOCTH HIH
ruapopoGuocti  (Henosisipusle  rpynnbi: —CHs, —CeHs ap.;
nonspuble rpynne: —OH, —NH,;, —COOH u ap.), Ha stom ocHosa-
HHH BBIGHPAIOT HauGoJsiee MoAXOAS LK pactsopuresn (taba. 1.1.1/1).
[lonpoGuniit nepeuenn pactBopureseil nam B [Tpuaoxkennn (cM.
pasa. 4.1).

[Tono6ublit moaxoa Moxer GuiTh NPOHJIIIOCTPHPOBAH Ha NpHMepe

AudeHnnkap6utona:
OO
OH

Hapsiny ¢ nsyms rugpodoGubimu (beHHIBHBIMH TpynmaMH B
MOJIeKy.e 1H(peHUIKapOHHOIa TIPHCYTCTBYET TMAPODHIbHAS rpynmna
OH™; B uenom rtakasi mosekysa obaamaer CpelHe!d TMOoJSIPHOCTHIO,
[I0OSTOMY €€ MepEeKPHCTA/NIM30BBIBAIOT M3 DPACTBOPHTENeH BBICOKOH
NOMAPHOCTH. [IpH HaNMUHK TONBKO (DEHHABHBIX TPYII BEIIECTBO OT-
HOCHAIOCh 6bl K HENOJISIDHBIM H €ro CJ1eI0BAaS0 KPHCTALIH30BATh U3
HeTOJISIPHOH CMecH neTposielHbld spup — TOJIYOuI.

[TonoGublit ogXx0A NPUMEHSAIOT AT 061Ul OUEHKH C Te€M, UTOGHI
COKDATHTDL HYHCJ0 BO3MOXHBIX BADHAHTOB CMecH pacTBopuTesedi. [Ipu
9TOM TaKH€ NapaMmeTphl PacTBOPHTE/eH, Kak AHMOJbHbIH MOMEHT,
AMSJIEKTPHYECKAS IPOHHILAEMOCTD, COJbBATHPYIOLLHE CBOHCTBA M JIp.,
He y4HTbIBatoTCA. OHAKO B KOHEUHOM CUETe B OCHOBE BCeX pEKOMEeH-
AAUMi JIeXKAT Pe3yJbTaThl 3KCHepUMeHTa. Jlasi MHOTHX COeHHEeHHH
COCTaBJIEHbI TAG/HIbI PACTBOPHMOCTH B PA3JIMUHbIX PACTBOPHUTESX H
PH pasHUHbIX Temieparypax (cm. GHOSHOrpaduuyeckKHil CNHCOK K
pasn. 1.1).

Eciu ve yaaercst 1o6utbest xopoueii ounctku NPpH MOMOUIH OZHOTO
PacTBOPUTEIA, TO MOJOKHTEILHOIO 3((eKTa NOCTHIAIOT, HCHOJb3YS *
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napy pacTBOpHTENel, B KOTOPBIX PACTBOPHMOCTDL 11€J€BOTO BEILLCTBE
MOZKeT ObITb Bblllle WJH HHXKe:

neTponel bl 3bup — AUSTHAOBBIH 3dHD 3TaHOM — aleToH

TOAYOJ — NeTPoseHHbIH 3up 3TaHo.1 — BOJa

x10podopM —- neTposelHbiit 3¢pHup METAHO — AHITHIOBbIH
3¢pup

X710podhOPM — UETHIPEXXJAOPHCTBIA  yrite-

poa METAHOM -~ AHXAOPMETEH

3TaHoON — TeTposelHbl 3dup BOJLA — alleToH

ITAHOJ - JIU3THIOBLIN 9(1)}/[[) BOA4 — yKCycHasg KucjaoTa
Kpome TOro, H3BecTHbI ClelHa/bHble BHAbI NMePEKPUCTAIH3ELHH.
Hpobras kpucrasiuzayus. Bo3MOXKHOCTb TAKOTO pasje/ieHus

06bsICHSIETCS] HEOAUHAKOBOH PAcTBOPHMOCTBIO BEHIECTB MPH Pasiny-

HbIX Temmepatypax. [Ipu HEKOTOpOH omnpeeNeHHOR TeMmmeparype

pacTBOp GYAeT HACHILLEHHBIM B OTHOLICHHH OJHOTrO ¥ HEHACHIIEHHbLIM

B OTHOILIEHHH JPYroro BellecTBa. ECTECTBEHHO, YTO B TO BpeMs,

KOT/la NIePBOE BELIECTBO CTAHET MPH OXJIAXKAEHHH BblIaAaTh B 0CA0K,

BTOpOE ele GYaeT MOJHOCTbIO HAXOAHTbCA B PacTBOpE.

Ocasdenue 3amenoii 00no20 pacreopurean dpyeum. ITOT ClIO-
co6 TpHMeHsIeTCs B TOM CJyuyae, KOrja BellecTBO .crocobHo pasna-
ratbest NPU HATPEBAHHHM WM M3MeHsITb cBo# cocras. Crtocob 3akiio-
yaercsl B TOM, UTO K KOHLEHTPUPOBAHHOMY pacTBOpY BElleCTBa [0-
6aBJAIOT BTOPOH pacTBOPHTENb, B KOTOPOM LEJIEBOE BEULECTBO
NpakTHUECKH HepacTBOPHMO. Jlasee BblAEpKUBAIOT PACTBOP NPH KOM-
HaTHOH TeMnepaType WM B XOJIO/IMJbHHKE JIO 3aBepLUeHHf KpHCTaJ-
JIU3aLHH.

Mpudopni

[lis npoBejeHNs TepPeKpPHCTaNAH3ALKH Udllle BCEro HCIO/b3YIOT
KPYIVIOAOHHYIO KOOV ¢ OODATHbIM XOJOZHJIbHHKOM (puc. 1.1.1/2)
WM, B PEIKHX caydasix, Kojaby Dpiaenmeitepa.

[na mepekpUCTaNlIM3alHl MHKPOKOJIHMYECTB WK NPOOHBIX 3KC-
NepUMEHTOB — OObIUHbIE NMPOGHPKH.

Jlist uarpeBaHusi TOJB3YIOTCS KoJGoHarpesaTtenem Hau Ganedl.

Mopsigox paborbi

[Tpu noaGope pacTBOpHTENst HEOGXOAMMO Mpexje Bcero obpa-
THUTbCA K CHELHAJbHOH JIUTEpAaType WM HCIO0Jb30BaTh TalJH4HDbIE
JaHHble; B KpaiiHem cJjyyae NpPOBOAAT NpEABAPUTE/bHbIE ONBITHL.

HeGoabimyio mopuuio BeitectBa (30--50 Mr) cmewivBaloT B Mpo-
Gupke ¢ 5—10 KanassMH pacTBOpHTENs (HEOGXOAMMO HMCHBITATH MO
KpaifiHe#l mepe TPH PacTBOPUTES Pa3/HUHON MOJFPHOCTH) U PACTBOP
JAOBOASIT [0 KuneHusi. EcjM BellecTBO NMOJHOCTbIO He pacTBOpsiercs,
106aBASIOT PACTBOPUTENb A0 TMOJHOTO pacTBOpeHHsa npobbl. [lpu
OXJIaXKAeHHH PACTBOPA JOJI2KHO BBINACTb HO BO3MOXKHOCTH HAHGOb-
[lee KOJHYECTBO KPHUCTaJLIM4eCKOTO OCalKa.
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Puc. 1.1.1/2. Cranpapruas annaparypa aast nepekpHCTalIM3aliHu:

a—c KOJTﬁ(?'HaFPEBaTeJIeM: ! — xJopKanbuMeBas Tpybka; 2 -- kaneabuas BOPOHKA C OTBO,

HOU TPYOKO#l 1A BHIpABHMBAHHA [aB/CHHS, 3 - 00paTHuIN XOJOAHABHUK JlHMpoTa; 4ﬂ—
KpYrI0AOHHAS KOJI6a ¢ pacTBOPOM; 5 —— KoaGoHarpeBaTe. b Pone:
Ganed; [ - Tepmomerp as Gauu; 2 — maruur: 3 — BOZIHHaVH
. HATHAA MeLaJKa ¢ HarpesoM

6 — ¢ BOASIHOH WJIH MacasHOR
HJIH MacasHas 6aua; 4 — wmar-

[Tocae 3aBepwenus NPEIBAPHTE/ILHBIX OIBITOB NPHCTYNAIOT K Npo-
BEACHHIO OCHOBHOTO 3KcnepuMeHTa. BewecTBo nomemaior s KDYTJ10-
AOHHYIO KO0y NOAXOASLLIEr0 06beMa M 106aBJSIOT npuMepHo 809
HEOOXO[MMOro M0 TeOPeTHUECKOH HIIH KCMEePHMEHTANbHOH oueHKg
KOJIHYECTBA. pACTBOPHTEIST, IPHUEM KOG 10JKHA GbITh 340/ HEeHA He
0oJlee ueM HanoMOBUHY (cM. puc. 1.1.1/2). |
pbl)ﬂl(;cne }10638JI€HHH6 KHISITHIBHUKOB (KYCOUKH (hasiHca, Kanu/ds-

HCOEIHHSAIOT O z
o Kmpeﬂm.ﬂ PATHbIH XOJOAHNBHUK W PAaCTBOP HArpeBaioT

Hepes X00AHIBHHK HEGOJbILIMMH MOPUHSIMH NPHOABAAT 40O -
HHTCJIBbHOE KOJMYECTBO DACTBOPHTENS] 10 MOJIHOTO paCTBopeH;m
BellecTBa. B uensix 6esonacHocTH M TounocTH pabotbl pekomenayeres
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106aBisiTh PAcTBOPHTE/b Yepe3 KanejbHylo BOpoHKy. Hanuuue xe-
pacTBOPUMbIX NpHMeced He J[O/IKHO CMyllaTbh: HX OTAIAIOT NpH
nocJenyomneM (UJIbTPOBAHHH.

B ciyuae, ecin pacTBOp HENpo3paueH HJd OKpalleH, 106aBsior
AKTHBHBIH YroJIb M 3aTeM rOpsiuHil pacTBop PUALTPYIOT (HEOGXOAHMO
nepes AoGaBieHHeM YIS COAEPXKHMOE KO0JOGbl HEMHOTO OXJIALHTb,
TaK KaK NpH A06aBJeHuH yIJIsi B HATPETHIA PACTBOP MOXKET IPOH30MTH
BCKHMMIAHHE WJH BCII€HHBAHHE). ,

Korsa BellecTBo NOJHOCTBIO PACTBOPHUTCH, HArpeB OTK/OUAIOT H
pacTBOp MEJIEHHO OX/1aKAaeTCs 0 KOMHATHOH TeMIepaTyphl. B 6o4b-
IIMHCTBE CJAY4aeB 3TOTO BIOJIHE AOCTATOYHO, HO WHOrJAa AJIA MOBhILIE-
HHS BbIXOAd KPHCTAJNJIMUYECKOro BellecTBa PacTBOP BhIAEPXKHBAKOT B
XOJIOAMJIbHUKE.

B saTpyAHHMTesSbHBIX CJaydasx pellaioliee 3HavyeHde npuoGperaer
hakTop BpeMeHH. ITO CBA3AHO € TE€M, UTO CKOPOCTDH MOHHKEHHS TEM-
nmepaTyphbl pacTBOpa BJHSET HA pa3Mepbl KpucTaaios. Ecau pacrsop
oxJaxKaaeTcss MeLJeHHO, To o6pa3yolliHecss KpHCTaJbl TOCTENeHHO
pacTyT W MOTYT [OCTHIHYTb MHOTA@ OuyeHb GOJBHIMX Pa3sMeposB, H,
HAa060pOT, NPH GLICTPOM OXJ1aXKAEHHH 00PA3YIOTCS MeJIKHE KPHCTaJLIIbL.
TTpu nepekpHCTANIH3AUKMH CTAPAIOTCS MOJTYYaTh KPHCTAJIbI IPOMEKY -
TOUHBIX pa3MepoB. BeipaulnBaHHe KPHCTaJI0B 4acTo TpebyeT Teprne-
HHS: 3TOT MPOLECC MOXKET JUIMThCH HECKOABKO [AHEH, Helledb HIH Jaxe
mecsineB. OHako B GOJIBIIMHCTBE CJY4aeB XODOLIHE BbIXOABl J0-
CTHratTCsl 38 HECKOJIbKO YaCOB.

Boinapiiee npd KPUCTAMIH3aUHH BELIECTBO OTAEJSIOT OT MaTou-
HOrO pacTBOpa nyTeM (GUALTPOBAHHSA MO BaKyymMoMm (cM. pasa. 1.2).

MaTouHbIll PacTBOP COXPAHSIOT AAS nociaedyioied o6paboTku
(pacTBOpHTE/b YACTHUHO OTTOHSAIOT B BaKyyMe M MOBTOPAIOT CTALHIO
OXJAXK/ICHHS, HJH [OJHOCTbIO YIApPHBAKT pPAacTBOP M MOBTOPAIOT
KPUCTAMIU3ALHIO) .

Hcxonnbie fanHbie, pe3yabTaThl 3KCNIEPUMEHTA H YCJAOBUS €ro Ipo-
BE/IEHMS 3alMCBIBAIOT B paboueM XKypHalje.

[pu npoBeneHHH KPUCTAMJIH3aLNKH HHOTAA BO3HHKAIOT 3aTPYIHe-
HHsl, KOTOpble€ TPeoA0/eBalT MpPH MOMOLIK CHEHNHANbHBIX TPHEMOB.
Ecau npumecs HepacTBOPHUMbI Ha XOJOAY WJIH [PH HArpeBaHuH, HX
OTAeJsAT (puabTpoBaHHeM. Ecsan npumecu xopoulo pactBOPHMBL, TO
NpH KPUCTAJTH3ALHH OCHOBHOTO BEI{€CTBA OHH OCTAIOTCS B pacTBOpe.
[1pu HaMuKK OKpPALIEHHbIX TIPUMECEH WM ONajleCLeHIHH K pacTBopy
106aBJSI0T TPaHYJIMPOBAHHbBI HJIM NOPOIIKOOOPA3HBIA aKTHBHbIH
yroab (1—29% B pacuere Ha pacTBOPEHHOE BELIECTBO) M HarpesaioT
pacTBOp, He JOBOIS A0 KHIIEHHUS, B TeYeHHE 10—15 MuH. 3aTem PHIBT-
PYIOT HArpeTbifi pacTBOp NPH HOPMAJbHBIX YCJIOBHAX HJIH NOL
BAKYYMOM, TpHUeM HCNOJAb3YIOT JBOHHOH CJAOH (HABTPOBAIBHOH
fymard WM crietuanbHylo 6ymary, npeiHasHaueHHyio 11 OTAeJeHHs
AKTHBHOTO yrast. B ciyuae HenoJspHbIX pacTBOpHTEJNEd BMECTO
AKTHBHOFO YIJSI HCIOJb3YIOT aKTHBUPOBAHHBIH OKCHI aJIOMHHMA.
Ilpu 3TOM He cJieiyeT NMPUMEHSATb GOJbLIOE KOJIHYECTBO ancopbenTa,
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TdF Kaxk MOryT [IPOHCXOIMTH 110TE€pPH OCHOBHOIO BELIECTBA 3a CYET
ancopbumnu. OnagecueHumio o6eluH0 yAaeTess YCTPAHHTD ¢ NOMOILBIO
KH3eabrypa. Bo Bcex ykasauHbix cayuasix nepejl BHECEHHEM ancopben-
Ta pacTBOp CICAYET OXJAMHTH 10 TeMNepPaTypbl HHIKE TOYKH KHIIeHHS
(o xpaitneit Mepe, ua 10 °C, uto6bi H36€KaTh OYpHOTrO BCKHNAHHSA.

Muxpokpucrarausayus

KpHCTaJIJIHSjiLLHH HeGOAbIIMX KosiuuecTB BewlecTB (10 100 wmr)
obuiajaer cpoeil crnenudpukoir. O6pasen nomewawr B HEBOJIbLLYIO
Jla6opaToPHyio HIH LEHTPUGDYKHYIO NTPOGHPKY, A06aBJSIOT COOTBET-
CTBYIOIHH PACTBOpHTENb H HarpepaioT. [locse oxaaxkieHHs 110
KOMHATHOH TeMIepaTypbl NpoOHPKY MOMEIAIOT B JeAsiHYI0 GaHIO H
MATOUHbIH PACTBOP OTGHPAIOT NMUNETKOH, NPH TOM KOHYHMK IHIETKH
BBOAAT NOL CJ0OH KpHCTaanos (puc. 1.1.1/3). AnasordudbiM cro-
COGOM NPOBOAAT H NPOMbIBAHHE KPHCTAJLIOB. 3aTeM NpoSUPKY
NOMELIAIOT B BAKYYM-3KCHKATOD JAJIA BbICYUIMBAHHA BELIECTBA. DTH
onepaurn (OTAEJIECHHE MATOUHHKA H NIPOMBIBAHHE) MOMKHO NPOBOJHTH
yTeM HEHTPUPYTHPOBAHUS M JACKAHTALIMH.

Orcyrersue kpucrariuzayuu

Ecan kpucranan BooGile He o6pasyiotest, T0 pacTBOp lepeoxJax-
JAaloT 10 TeMneparypol 0T 44 10 — 18 °C B 3aBHCUMOCTH OT TeMilepa-
TYPbl NJaBJeHHUs BELLECTBA M pacTBOPHTEJsi. 3aTeM MeNJEHHO Ha-
FPEBAIOT PACTBOP M BHOCAT 3aTPABOYHBIH KpHcTasa (no BO3-
MOXHOCTH OJMH) (cM. Takxe pasi. «MacaooGpazoBanues)

Macaovobpasosanue

Ecan npu nepexpucranausanun smecto KPHCTaJJIOB Liene-
BOTO BeILECTBA O0PA3YIOTCH KAILM «<Mac/aa», 310 CBH/LETENbCTBY-
€T O HaJHYHH NPUMeCEi, KOTOPble NPENsiTCTBYIOT KPHCTANIH3A-
LHH, NPpHYEM [PUMECH MOTYT pacTBOPSIThCS B «Macje» U 3a-
TPYARATH fajsbHelIyo ouHeTky. Takoe sSIBAEHHUE YaCTO HAGIIO-
AACTCA TIPH OUMCTKE HM3KOMIIABKMX BellecTs. B stom ciyuae ||
110J1€3HO: i

HCIOMB30BATL GOJblIee KOJHUECTBO PACTBOPHTEIS H OBTO- f
PHTb OYHCTKY;

N00aBHTb aKTHBHBIH yroJdb, BHICYLIHTb HAl cyabdaTtom mar-
HHSL, OTQUILTPOBATL, PACTBOPHTEb YNAPHTh B BaKyyMme, 0CTa-
TOK CHOBA NEPEKPHCTANIH3OBATD),

A0GABHUTbL KPHCTAT TOTO K€ HAM CXOIHO KPHCTANJIH3YIoLLe-

FOCS BEINECTBA B PACTBOP, 4 elle Jydule -—— B nepechilleHHblH
pacTBop; A

Puc. Li1/3 ﬂp‘m’m.p Aasi MUKpoKpHcranausaunn [Freser L. F. Williamson K
Organiv Experiments, Heath, Lexington/MA 1979, p. 40] ;




rMoTepeTh CTEKASIHHOMN NaJOUYKOM N0 cTeHKaM Ko/IGbl WM 106aBHTh
KUISATHIbHHK;

OTIENUTb «MacJj0» H IePeKPHCTANNN30BAThL U3 APYrOro pacTBOPH-
TeJjisl, B KOHIIE KOHLOB HECKOJbKO pa3 3aMeHHTb PACTBODHTEJNb,

BCTPSIXMBATb HEKOTOPOE BPEMS PACTBODP HPH MOMOLIH CTIELHANbHOM
anmnaparypsl U1y 06paboTaTh Y/JAbTPA3BYKOM;

NPOBECTH OCa){Je€HHe BEILeCTBA 3aMEHOH OJHOro PacTBOPHTEJS
JpyTUM.

[Tpu paGoTe ¢ NETKOOKUCJSIOUIMMHUCH BelleCTBAMH HCIOJb3YIOT
cTaHaapTHeie NpUOOPH!, KOTOPBiE NPOAYBAOT HHEPTHBIM [a30M, HJH
creuManbHyl annapatypy, Hanpumep TpyOku [llnenka.

HUCTOYHHKH OWHGOK

H36biTOK pacTBOpUTENsl (3TO BeleT K CHHXKEHHIO BbIXOAAa WJH OT-
CYTCTBHIO KPUCTAJIMIM3alNH ) . PeKOMeHalluu: yMEHbLIUTD 06'bEM PACT-
BOpPUTEJISt NyTeM YIapHBaHUA B POTODHOM HCNapHTeJe.

KpHcTanansauus nIoxo pacTBOPUMbIX TpPHMeceHd BMecTe C leJe-
BbIM BellecTBOM. PexoMeHAaliMH: PACTBOPATb BeLLeCTBO He I0J-
HOCTbIO M (HUJBLTPOBATH PACTBOP TOPHAYMM; HCMOJb30BaTh Jpyrue
pPacTBOPHTEJH.

CavikoM GbICTPOE OXJaXKAeHHe (CHOCOBCTBYET COOCa KAEHHIO HIH
ajacopOunu npHMeced). ,

Cwmeliannast KPUCTANIM3alHsl IPH HAJHYMH B PACTBOPE HECKOJIb-
KHX BELIECTB. .

CJaHLIKOM JUIMTENBHOE HarpeBaHue ¢ OOPaTHbIM XOJOAHJIbHHKOM
(BBI3bIBAET XMMHUECKHE H3MEHEHHS L[eeBOr0o BEILeCTBa).

HegocraTounblit AJs1 MOJHOH KPUCTaNIM3aUHH MEPHOA BDEMEHH.

3arpsiaHeHHe BaKyyMHOH cMaskoH pacTBopa (npemsiTCTByeT
KpucTadnu3aluui). PeKkoMeHnalKH: HCIONB30BATh HEBOJIBILOE KOJIM-
YeCTBO CMaskH.

Odopmaenne peayabTaros

HaumeHoBaHhe pacTBOpHUTEJNed  [IJAs  NePeKPHCTa/Ju3a1LHH
06bIYHO YKA3blBAIOT B OMHCAHHH PabOThl WIH AAIOT B CKOOGKax mnocsme
JaHHBIX O TeMIeparype IJIaBJeHHS HCC/IeLyeMOro  BelllecTBa
(cM. pasa. 3.1.1). Hanpumep: Tu, 117 °C (31anon); Tax 145 °C (371a-
Hon — Bojaa; 1:1).

O6aacTb NpHMeHEHHS

QuucTKa HEOPraHHUeCKUX W TJIaBHBIM 00pa3oM OpraHHYecKMX
BellecTB. PeaysbTaThl OYHCTKH KOHTPOJHMPYIOT CJAENYIOUHMH Me-
TOJAMH: TOHKOCJOHHOK xpomarorpadgueil, cnekrpockonued SIMP,
onpejeseHHeM TOUKH MJ1aBJIEHHA.

Paspenenne BeleCTB, HMEIOUIMX PA3JHUHYIO pPACTBOPUMOCTD,
METOAOM APOGHOH KPUCTALIH3aIHH.

TTosyueHHe BelleCcTB B KPHCTaNJHUECKOM BHJE.
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PpakuHOHHPOBaHHE NOJHMEPOB Mo MOJIEKYASPHOH Macce.
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1.1.2. BO3TOHKA

HPOILECC nepexona BellecTBa H3 TBEPJIOTO COCTOSAHHSA Henocpes-

CTBEHHO B ra3oo0pasHoe, MHHYS XKHAKYIO (asy, Ha3biBaeTcsi BO3-
TOHKO1.

Puauueckue ocHOBH MeToaa

Pa30Boe COCTOSHHE CHCTEMBl 3aBHCHT ONpPENE]CHHBIM obpasom
OT OCHOBHBIX MapaMeTPOB COCTOSIHHS — TEMNEPaTyphl, 1aBJEHHUS,
o6bema. ®aszopas AMArpaMma OJHOKOMIOHEHTHBIX CHCTeM OGbIYHO
CTPOHTCS B KOOpJMHATaX HaBJjeHHe — Temneparypa (puc. 1.1.2/1).
Ecan narpesath TBepmoe Bewiectso mpw aTMOocGhEepHOM JaBJIEHHH
Parw (TOUKa A), TO OHO pacnyaBHTCS B TOuke B (Temnepatypa naas-
JIeHHs1) ¥ NPH JanbHeflleM HarpeBaHHH A0 TeMIepaTyphl KUNEHHS
Tinn (TOuka C) nepeiifier B razoo6pasHoe COCTOSIHHE (npsimast ABC).
Ecan s1o BewiectBo narpesath npu paGouem napienunu Ps, KOTOpOE
MEHbIlIe 1aBJIeHHs B TPOWHO¥# TouKe T, TO, MHHYS CTaHIO nJaBJaeHud,
OHO mepenaer B rasoobpasHoe coctosiHHe (npsivass DE).

B npunHuune Bo3rousiTbes cnoco6HEl npakTHUECKH Bee BellecTBa,
OLHAKO B GOJIbLIMHCTBE C/1Y4aeB 3TOT MPOLECC WIET JHIb NIPH KpaiHe
HH3KOM [JaBJIEHWH. K3 opraHHuecKHX BellecTB TOJIBKO OTHOCHTEIbHO
HEMHOTHe COCAHHEHHs CNOCOGHBI BO3TOHATLCS NPH HOPMAAbHOM [1aB-
JICHHH, HANIpUMEp KaM(opa U HEKOTOpble COeAUHEHHsT aPOMAaTHUECKO-
ro pana (ra6u. 1.1.2/1). YcaoBuem npumMmeHeHUsi BO3TOHKM KaK MeTO/LA
BBIACJICHHS M OYMCTKH, MOMHMO BbICOKOIO JaBJIEHHSI MApPOB 1leJEBOTO
COCHHEHUS, SIBJISICTCS 10CTATOUHO GOMbIIOE PA3JIHYHE MEXKIY daBie-
HHEM NapOB HCCJEAYeMOro BelleCTBAa M NMpUMeceil.

P 1 2
A 5 ¢/
amm
Puc. 1.1.2/1. dasoBas anarpamma: {
Parw — aTMOcdepHoe naBieHde; p, — 1aBaeHUe |
8 sKcnepumenrte;, T — TpofiHaa Touka; T, — T |3
TOUYKa KHIEeHUs, 1 — TBEPAOE BCILECTBO, 2 — '
KUAKOCTD; 3 — ra3006pa31-loe BeLIECTBO ,D E I
,us |
|
!
]
T T



Tabauya 1.1.2/1. CeoticTéa AeeK080320nseMbLY BEULECTS

JlaBnenue

rﬁ?)zge }|{1P[I)?4 napos npw
TemMnepaType ’ - Ter:yr;ﬁge):ﬁpe

CoeuHeHHe Té‘&"' C”é KANEeHUs CoenmnHenue o oC

’ MM kila .MNET
xlMa | pper. pr. CT.

9 1 4,80 36

204 179 49,32 370 Dbenson 7
Il/(l(a)z(bopa 185 114 11,98 90 Hadranun 218 82 0,93 7

AnTtpaueH 340 218 5,46 41 benaoiHan 132 122 0,80 6
P KHCJI0TA

TTpUHUMI BO3TOHKH B BaKyyMe UCIO/Ib3YeTCs TakxKe MpH JIHO(DH-
Au3auud (cM. pasn. 1.8), 01HAKO KOHEUHBIM MPOAYKTOM B 3TOM CJlydae
siBAseTcA He cy6nuMaTt, a CyXoH OCTaToK.

TpuGopnl

JIisi BO3TOHKH MPHMEHSIOT KOMNAEKTHble Npubopbl HA WAUPpax
(MJIH CaMOCTOSITEJIBHO M3TOTOBJEHHBIA NPHOOp) u3 08YX CTEKAAHHbLX
npobupok ¢ oreodamu (puc. 1.1.2/2). ;

g ﬂ,Jl,:I NPOBENEHHS] NPENBAPHTE/bHBIX OIBITOB [PHMEHSIOT deel
npobupKL  pa3AudHbLX  PA3MEPO8 WIH 084  4ACOBbLX  (TEKAQ

(puc. 1.1.2/3).

Puc. 1.1.2/2. [Tpu6op 415 BO3rOHKH €O HUIHGOM (a) H Ge3 warpa (6):

. mec b3
{ — nogaua XoJ0AHOH BOAb; 2 — K BaKyyMHOMY Hacocy; 3 — mpobupka C(\J ;MQ;L‘;}: ’d71]1
W Boap; 4 — obpazeu; 5 — cy6aumar; 6 — GaHs C MarHuTOM AAs NEPEMCILUBAHNMA,

MarHuTHas Meutanka
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Of 3
%
Puc. 1.1.2/3. TlpnGopsi anst Bosronku mony- 12 TRy
MHKPOKOJHUYECTB: 4/,/4 S
[ — npoBHpkH; 2 — cMech abla H BOIH; 3 — cy6- ;/2 W/ 6‘:
aumar; 4 — ofpasen; 5 — uacoBoe CTeKNO;, 6 — < 5

nepdopHpoBaHHas NAacTHHKA

%

Mopsnok pa6orb

Tonkousmenbuennblii 06pasell BelecTBa MOMEUIAIOT BO BHELUHHH
cocya (B nabopatopun 06bIYHO PaGoTAIOT ¢ MOPLHAMH BellecTBa
menee | r).

Brimioualor BakyymHbli Hacoc u nojauy Boabl, co3naIOT BaKyyM
B CHCTeMe.

Mepnenno narpesalor obpasel [0 NMOSIBJIEHHS NepBbIX KpHCTal-
JIHKOB cy6/uMara.

[To saBepuwenun Bo3ronku oTkMOYalOT Harpes, BAKyyM H OXJla-
AEHHE, COCAMHSIOT OXJaXK[1aeMYl0 NMPOGHPKY M CYHILAIOT CyBaumar.

HMnoraa nepex nayamom paGorsr NPOBEPSIIOT CNOCOBGHOCThL Belle-
CTBA K BO3rouKe. [lis 3Toro o6pasew HarpesawT B NpHGOpe AJsi ornpe-
ACJICHHsT TEMIEPATyphl MJaB/iedusi (cm. pasa. 3.1.1). Ecau Beutectso
BOSTOHARTCA JIErKO, Ha BEePXHEH OXJaXKNeHHOH 4YacTH KanuJsipa
HabJaioaaerca nosiBiaciiHe cybanMaTa. ’

Ilomumo BO3rOHKI B BaKyyme CyIlecTBYeT crnoco6 BO3IOHKH B
TOKE HHEPTHOIO rasa WJIM BO3ayXa. :

Hcrounnkn ownbok

Oxnaxaemas OBEPXHOCTh CJMIIKOM MaJja AJIS B3STOTO KOJIH-
yecrtBa o6pasia. _

CaMLKOM 60JbLIOE -PACCTOSHHE Me/n1y OXAaMKA3eMO noBepXx-
HOCTbIO H 06pasuom (ONTHMaJbHOE paccTosiiHe He Gosee | cM).

CJMLIKOM MejsieHHBIH Harpes.

Beuecrso HexocraTouno uaMesbyeHo.

Odopmaenne pesyabraros

Csenenust 06 yc/oBHsiX BO3FOHKH BEILECTBA NPHBOISATCS BMECTE ¢
LAHHBIMH 06 ONpENeJIeHUH TeMIepaTyphbl MJABJCHHS, HATPHMED:
ny =87 °C (B03r.). JT0 03HAUAET, UTO BeIIECTBO BOBLOHSIETCS MpH

87 °C u pasnennn 1,3 klla (npumepno 10 MM pr. cT.). .
O6aacts npumeHeHns

Bosronka ABJISAETCS YHUBEPCAJIbLHBIM METOJL0M OUHUCTKH HeﬁOJIbLUI/IX
KOJIHUECTB BeIleCTBa, cojepkKatiuero HEJEeTYyUHe MPHMECH. Eciu xe
BellecTBa MHOTO, TO NPEeANOUYTUTEbHEE HCII0Jb30BATH nepekpucraJ-
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JIK3auuio HJAH xpomaTorpa(pnquKne MeToabl. Bo3ronka M03BOJIACT
noJiydyatb BellecTBa BBICOKOH CTENeHH YUCTOTHI. '

BUBJIMOTPA®HUECKHH CITMCOK

1. T. Davies, Sublimation, MacMillan, New York 1948

R. Tipson, in: A. Weissberger, Technique of Organic Chemistry, Vol. 1V/9,
Interscience, New York 1965

Cwm. Gu6ruorpaduueckuii crnucok K pasa. LI

1.1.3. 30HHAS MJIABKA

30HHAst TJIaBKa — METOJ OYMCTKH TBEDABIX TEPMOCTOHKHX Be-
LIeCTB, OCHOBAHHBIA Ha Mepepacrnpeje/eHUHd KOMIIOHEHTOB CMeCH B
pacnaase.

PU3HYECKHE OCHOBH METOAA

[pu pacnuiaBieHHH He6OJILWIOro yuyacTka TBEPAOrO BELLECTBA
MPOMCXOJUT [epepacipesie/leHHe KOMIIOHEHTOB CMeCH MEexXJy COIpH-
KacaloIMMHCS KUIAKOH M TBepHod (azamH. MeTo] 30HHOH MJIaBKH
3aK/I04aeTcsl B MeAJIeHHOM NepeMeleHHH 30HbI PacijiaBa BAo/b ¢Hop-
MHPOBAHHOTO B BH[I€ LHJHHADA TBEPAOro BellecTBa (PHC. 1.1.3/1).
Harpes ajs co31aHusi pacrjiaBjieHHblX 30H NPOU3BOAAT PaA3/IHIHBIMH
croco6aMu: 3JEKTPOHATPEBATENSIMH, TOKAMM  BBICOKOH 4acTOTBI,
3JIeKTPOHHOH 60MOapAHPOBKOM.

Ha puc. 1.1.3/2 npeactasiiedsl g1arpaMMbl [J1aBJeHAsT BELIECTBA,:
OUMIIIEHHOTO MeTOAOM 30HHOH msaBku. [lmarpaMma a COOTBETCTBYET
cJIyyalo, KOrja INpPUMeCH B BH/€ KDPHCTAJJIOB CKOHUEHTPHPOBAHB! Ha
OJIHOM KOHILE LUMJHHApPa W 06pa3yloT ¢ KPUCTaJiaM{ LeJeBOro Belle-
CTBA 3IBTEKTHUYECKYIO CMeCb. DBTEKTHKA — 3TO MHUKpOTeTepOreHHasi
cMech KPUCTaJNIMYEeCKHX TBePAbIX (a3, OIHOBPEMEHHO BbLACSIOINXCS
NMPH TAaK HA3bIBAEMOM 3BTEKTHUECKOH TeMrepaType W3 XHAKOH (pasbl,
¢ KOTOpOH OHa coBmajaer no cocrapy. [luarpamma 6 COOTBETCTBYeT
cJyualo, Koraa NpHMecH NPUCYTCTBYIOT B YHCTOM BELLECTBE B BHJE
CMeIlaHHbIX KpucraanoB. [Inarpamma 8 COOTBETCTBYET COYETAHHIO
BAapHaHTOB a ¥ 6, AMarpaMma e — CJy4alo, KOrjia CMecb He yaaercs
pa3jesiuTh METOOM 30HHOM MJ1aBKH, TAK KaK OHa NpeJcTaB/eHa B BUE
3BTEKTHYECKOH CMECH.

YcnoBuem HpHMeHeHHH MeToaa 30HHOHM MJAaBKH ABJsETCH TEPMO-.

cTabuJibHOCTb BeLLECTBA npu temneparype nJaBJeHus, a TakxXe ero
cnocoGHOCTh K KpHCTaJJlJu3alluH. DTOT MeTO He Tpe6.yeT [IpUMEHEHHS]

" Puc. 1.1.3/1. Cxema mpouecca 30HHOH
NJaBKH:
] — oxJaxjaawuluil sjgeMeHT; 2 — 30Ha pac-
niaBa; 3 — uHCTOE BellecTBo; 4 — Harpepa-
TeJbHbIH 31€MeHT; § — o6pasel
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Puc. 1.1.3/2. luarpamma nnap/enusi sellecTBa NpH 30HHOH NaBKe:

gKaRS(():};qaeC:)‘{;HuéleiH;)gSa us:l:ﬁl()el;lOHoingg;g:(;tOSO:eam l'Ipl/lMEiHbIX KOMINIOHEHTOB (3BT€KTH‘<Ie_
a7 €CTBa 30Ha CMeEWIaHHbIX KpHCTan H
36Ta]::;7ﬂa O‘-Il»’{lllGEHHOFO glemecraa%-’aoua IBTEKTHKH +30Ha CMEHIaHHbIX KpHCTapJIJIOB J(lg(l)s‘
€ cJaydaeB a H 5), ¢ -~ 30Ha LEeNEeBOTO BeILECTBa& HJAM 3IBTEKTHUECKOH CMecH ( as-
[ReJieHHe MEeTONOM 30}1}{01‘/’[ [J1aBKH HEBO3MO)KHO); IfO‘lPILU.eHHOe HeJsieBOE BEUIECTBO; %—
KOHLUEHTPAT TNpPHMECEH; J — cMmewannble KpHCTaAJIBl I1ke1€eBOr0  BeuiecTBa M ﬂpHM‘CCHle
KOMUOHEHTOB; 4 — 3BTEKTHYECKAH CMeChb '

pactBopHuTeasi, H, CJI€10BaTEJNbHO, 31eCh HCKJIIUYAITCA NMOTEpH Be-
ecrBa 3a cuer OT6paCbIBaHHH MAaTOYHOro pacTtBopa.

HpuGopu

Hnsi npoBeieHus 30HHOH MJABKH, Kak NPaBUJIO, HCIOJNb3YIOT
CTaHAapTHbie NPHBOPDLI, KOTOPBIE COCTOSIT U3 CTEKJSHHOM TpyOKH C 06-
pasilom, 3aNasiHHOM ¢ 06euX CTOPOH, 610Ka HArPeBa U 6J0Ka 0XJ1a XK 1e-
HHA, a Takxe sJjekrpomoropa (puc. 1.1.3/3). B 3aBUCHMOCTH OT
THNA NPHGOPa NMOABHKHBIMU ABIAIOTCS JHG0 Teub /s HarpeBaHus
Jan6o tpybka ¢ obpasuoMm. Jlasi nosbiuienus 3((HEKTHBHOCTH pa3-’
AeJleHHst GOPMHUPYIOT 6OJIbILIOe YHCAO 30H MJAaBACHUS (mo 50).

NMopsanok padorb

DKCNEPUMEHT MOXKHO NPOBOAHTH Ha
YPOBHE MHKDOKOJIHYECTB (MI) H B MakKpo-
maciirabe (npumepuo 30 r); B 3aBHCHMOCTH
OT Macchl BeUIECTBA: MPOLOJKHTENbHOCTh
SKCIIEpHMEHTAa MEHSIETCS OT HECKOJbKHX ya- 4
COB [I0 HECKOJIBKHX CYTOK. s

Beutectso nomewator B sanasunyio ¢ ox-
HOr0 KOHLLA TPYGKY COOTBETCTBYIOLIETO pas-

Mepa, mnocje 4Yero TPYGKY 3aHaHBAIOT 2—
C IpYroro KoHua.

Puc. 1.1.3/3. TlpuGop ans 30HuON nnaBku:

/-~ 1pybka ¢ o0pa3uoM; 2 - HarpeBaTeqbHbii 6J0K: 3 —

nollaya XOJOAHOH BOAbI, 4 — NPUBOAHAA RHTh; 5—: 610K N

OXA&MKACHHUA; 6 — peryasTop warpesa (Desaga GmbH I
Heidelberg) '

]
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B ciyuae NOBBIILIEHHOTO COJAEpXKaHWs B obpasle MpHMeEced pf,l-
KOMEHAYeTCsl MPOBECTH MPEABAPHTEbHYIO OUMCTKY MyTEM MEPeKp

cranmusauuu (cm. pasa. 1.1.1).
[Ipu pa6oTe ¢ MHKPOKOJHMUECTBAMH BELLECTB HCNOJb3YIOT TOHKHE

Tpy6Ky (Kanujasipbl). OaHaKo 34amOJHHTh WX TBEPAbIM BELLIECTBOM
3aTPyAHUTENBHO, MO3TOMY BELIECTBO pACHJIaBAAT B omegbméx
cocyle M 3aMOJHAIOT Kanujjsip, NMOrpyxas ero B pacnjas. Sart

10T.
Kanu/Jisp OXJa)KAaloT ¥ 3ananBa

TpybKy nau Kanuaasp MOMELLAoT B NPUGOp U TaM (PUKCHDYIOT.
[Tocse okoHuaHHst ONbiTa TPYOKY OTKPBHIBAIOT H H3BJIEKAIOT OTIE/b

Hbie (QPAKUHUK BellecTBA. _
Hqc))cne aAHAAN3a KaXA0H hpakiHH 0TOpachIBAIOT T€ W3 HHUX, KOTO

pble coaepxar npnmecn.
HcToynuku ownHoK

BeHJ,eCTBO He}lOéTaTOqHO TOMOTE€HHO.

OGpa3sel CHMIUKOM 3arpA3HeH.

B TpyGke MMeeTcsi BO3AYLIHbIH IIy3bIpb.
O6aacTs NpHMEHEHHSst

[TonyueHne B HeGOJNbIUMX KOJHYECTBAX 0c0o60 UMCTHIX BEIUECTB

i 7 aJJ10B) .
OPTAHUUECKHX COeJMHEHHH, COJieH, MeT ) _
( pKOHueHTpMpOBaHHe M BblfeJeHHue [IEHHBIX IPHMeCceH, IPHCYTCTBYIO

wux B obpasue.
[Ipy HaW4WH COOTBETCTBYIOLIMX MPHOGOPOB METON NPHMEHUM K

KUAKHM o6pasuam. ccei
PasjieseHHe CJOXKHBIX a3€0TPONMHBIX CMeCeH.
OGpatnblil npouecc: TLLaTeNbHOE W PaBHOMEPHOE CMEUIMBAHHE

JBYX BeLIECTB.
Jlpo6Hasi nepeKpucTaNIu3aLHs JerKONIaBKHX BEILEeCTB.

BUBJIMOTPAGUUECKHH CITHUCOK-

i i York 1958
W. G. Pfann, Zone Melting, John Wiley SonsZ NeW. '
H. Schilcfiknecht, Zonenschmelzen, Verlag Chemie, Weinheim 1964

1.2. ®UJIbTPOBAHHE . H MUKPO®HJIbTPALLUA

(DPIJIprOBaHI/IEM Ha3bIBaeTCsl pasieJeHHe HEOJHOPOAHbIX CHCTEM
YKUJIKOCTb — TBe€pJble€ 4aCTHLbI HJ/IH ras — TBep/Abl€ YaCTHLLL NIPH 1O-

aTtepuaJoB.
MOUIH MOPUCTBIX (DHIALTPYIOLLHX M
MukpoduabTpauneil HasbiBaerTcst (UJAbTPOBAHHE (pasnenenue)

CyCrieH3HH Ha MOJYNpOHHIAaeMbix MeMOpaHax.
du3vueckne OCHOBB MeTOAA

JiBuKylLe#d cugoil npouecca (QUIBTPOBAHHSA ABMSETCS pgsuoczb
faBJenust o 06e CTOPOHBI (UAbTPYIOLLero MaTepuana. B nabopar
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Tabauya 1.2/1. Pasmepo. wactuy

~Hacruusl : Pa3mepsl, Mkm Yactuubl Pasmepnl, MKM
AcGecToBasi nbutb <5 YronbHas nbijab 1—70
AtmoctepHas neib <10 Mopckas nolib 0,03—0,3
Baxkrepuu 0,5—20 Metannuyeckas nelib 0,01—60
OPHTPOUHTEL 7.5 Bupycet <<0,05
Kpacurenn 0,t—7

pHH Haile BCEro npHMeHseTcsi o6blYHOe (DHUIBTPOBAHHUE, KOTLA KUI-
KOCTb NMPOXOJHT uyepe3 (GHJALTD NOA AaBJAeHHeM HeGoJIbIIOro croaéa
AKHIKOCTH, HAXONSILErocss Hal (HJBTPOM, HJIH (DHIbTPOBAHHE O]
BAKYyMOM, KOTd XHAKOCTb NPOXOAHT Yepe3 (GUJIbTP NMOMA AaBJAEHHEM
moutd B 1 arM. OuiabTpoBaHHE NOA BaKyyMOM XapakrepHusyercsi
BBICOKOH CKOPOCTBIO U 3y(peKTHBHOCTBIO. DUILTPOBAHHE MOA AaBJIe-
HHEM NPHMEHSIETCS pex<e, OJHAKO HMeeT ONpelesieHHble NMpeHMyllle-
CTBA, TaK KaK MO3BOJISIET IPOBOJUTL NPOLECC B aTMOC(Epe HHePTHOTO
rasa M MCMO/Ib30BATh PACTBOPHTE/IN C BHICOKCH JIETYUECTbIO.

B 3aBucumocTi OT pasmepoB oTaedsieMbix yacTHL' (Taba. 1.2/1),
a CJeNOBATEJBHO, M -0OT cnocoba ¢uabtposanus (puc. 1.2/1) npu-
MEHSIOT PHJIBTPI pa3HYHON MIOTHOCTH. B cayuae MHKPOQHUJ/IbTpaLHH
Auamerp nop cocrapasiet 0,01 —10 Mxm. MUKPODHUABLTPDI, B OTJIHUKE OT
MeMGpaHHbIX QHJIBLTPOB, NPEIHA3HAYEHHBIX /15 YABTPAPUABTPALHMY H
o6paTHOro ocMoca (cM. pasa. 1.5), HmeloT [Opbl NPaBUAbLHOH LH-
JHHAPHYECKOH (POpMBIL.

Tpubopu

B s1aGopartopun npumeHsioTcs TpH OCHOBHBIX THIIA BODOHOK
(puc. 1.2/2): soponku Broxnepa nnsi GOJbIIHX KOJHUECTB BEILECTB,
80pOHKU Xupuia 115 HEGOMBUIMX KOJHUECTB BELECTB H BOPOHKU €O
CTEKAAHRbILMU nopucToimu puastpamu (buastp Ilorra), moctoun-
CTBOM KOTODBIX SIBJSIOTCSI HE3HAUUTEJbHble NMOTEPH BellecTBa MpH
¢puabrpoBanun. BoporkH ¢ nopucThiMu (GUIBTPAMH MapKHUPYIOTCS B

_.*i
_-:2
5.

gpor  go1 o1 10 70,0
Auamemp vacmuy , MrM

3

Puc. 1.2/1. Pasauunble cnoco6ut GUIbTPOBAHHS B 3aBHCHMOCTH OT Pa3sMepOB YACTHI[
{Berghof-Membran technik GmbH, Tubingen):
! — mem6panuasn duabrpaumus; 2 — 3JIeKTpOAHANN3; 3 — aAnaaus;, 4 — MHKPOUIbTPALHA;
5 — ofbiiHoe duabTPORaHHE
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Puc. 1.2/2. Biabl BOPOHOK A5

(GUABTPOBAHHA:
a — soponka DBloxuepa; 6 — BO:-
ponka Xupuia, 8 — NOPHCTHIH

GuabTp (PUABLTP LoTTa)

a o §

COOTBETCTBHH ¢ COPTOM CTeKJa MopHcTofi maacturki (G — nenckoe
crekno, D — cTewjo THna Alopad, B -— xBapuesoe crekJo). He-
LOCTATKOM 3THX BOPOHOK SBJISIETCS HEIIPOUHOCTb NOPUCTOH MIACTHHKH,
N03TOMY PeKOMEHAYeTCs NPOMBIBATE WX CPa3y MOCJE HCNO/b3OBAHHA
(Tak Kak MPHCOXIIHe YaCTHLbI BEUleCTBA CYLIECTBEHHO 3aTPYAHSIOT
npoMbiBaHUe NOPUCTOH Tu1acTHHKH) . TIpoMbIBaRHe BEACTCA B IPOTHBO-
TOKEe WM MOJ AaBJEHHEM.

Venelusoe GUAbTPOBAHHE BO3MOXKHO JHUIb NPH MPABHILHOM Bbl-
Gope NJIOTHOCTH QuabTpa (Taba. 1.2/2).

[Ipu paGoTe ¢ MHKPOKOJMUYECTBAMH BEILUECTB MPUMEHAIOT CH€-
upasbHble BOPOHKH (puc. 1.2/3).

Jlns GUABTPOBAHUS TOPSUHX PACTBOPOB NPHMEHSIOT (UIBTPBL C
10I0FPEBOM; B MPOCTEHUIKX CAYHAsIX CTEKJIAHHYI0 BOPOHKY HOMELLAIOT.
B o6orpesaemblit koxyx (puc. 1.2/4).

Jlast GHALTPOBAHHMS PACTBOPOB BELIECTB, HM3MEHAIOLUIMXCA TOA
AeHCTBMEM BO31yXa, MPUMEHSIOT NPHOOP At QUIBTPOBAHHS B ATMO-
cdepe uneptHoro rasa (puc. 1.2/5).

Buifop ¢HIBTPYIOLIEr0 MaTtepHala 3aBHCHT Kak OT TpeGOBaHUH
K UKCTOTe pacTBOpa (BaxKHO, YTOGB! HILTP MOJHOCTBIO 3a1€PXKHBA
HepacTBOPHMbIE UACTHIBI), TaK U OT CBOHCTB CaMoOro ¢buabTpa.

Tabauya 1.2/2. Obaactu npumenenus QuabTpos
€ PA3AudHbIM OUAMETPOM NOp

Homep Makedmaib-
$ranTpa HBIL pasvep O6sacTh NpHMEHEHHs
nop, MK
0 200 Ynepxusanne Ha (uibTpe Hanb0Jee KPYyAHbIX 4aCTHLL
(nbliK, AbiMa), 6apGoTHPOBAHME 1a308 B €J0€ KHIKOCTH
1 150 YiaepuBande Ha (QUJAbTPE KPYNHOAHCNEPCHBIX OCAIKOB,
$ap0OoTHPOBAHHE TA30B B C/10€ XKHAKOCTH
2 80 TIpenapaTHBHOe GUABTPOBAHKHE KPHCTAJLTHUCCKAX OCATKOB
3 40 AHanuThueckoe W rpenapaTuBHOe ¢huabTPOBAHHE TOHKO-
JAUCNEPCHBIX OCaAKOB
4 14 Anaautuueckoe pUALTPOBAHNE TOHKOJAMCIEPCHBIX OCALKDB
B} 1,5 MuKpodHAbTPALHS KIETOUHbBIX CycneH3uit (CTepu/aH3YIo-

uasi puabTpauns)

’

Cmernaunas nopucmas

Puc.
1.2/3. Bopouka s (HABTPOBAHHA MHKDPOKOJIHUECTR
BEUIEeCTB

Kpyru % :

epapy " (E?;I;Tpo:?ﬂbHOH 6ymam AGJXKHbl COOTBETCTBOBATH pas-
M M (1) JI IOUEH MOBEPXH

RaTh. PXHOCTH BOPDOHKH M NMOJHOCTHIO ee 3aKpbl-

Ckna
CHOCOéOMﬂq}i;;Ie C();;Jé?pu MOTYT GbiThb M3rOTOBJIEHbI 1IPOMBILL/IEHHBIM
TOATENABHO M3 GHUABTPO §
o poBaJjibHOH Gymaru. U
;Lﬂesggo?bpna;ls:% HCHOBIIb3OBaTb TOFJla, KOT/a lleaeBLIM npoimeM ﬂBX
aTt. busarogapst 6oJbILOH -
[IOBEPXHOCTH CKJIAAYAT
(I)Hﬂ]\!/:"ll‘/lpKOBo ¢pHIbTPOBaHHE MpOTEKaeT AOCTATOUHO 6blCTpO. AT
@TOpSTH?Ie(}i{)HﬂprbI H3TOTABJHBAIOT U3 NONMKAp6OHATA, MOAHTETpa
, -
a (rednona) uau ApYTHX MOMHMEDPHBIX ‘MAaTepPHaJOB.

N Puc. 1.2/4. Bopouku aas TOpSAYero GUALTPOBAHUS:
POoHKaA ¢ pyBauikoi, oBorpess i .
: , eBaemMo# ropsiueci i;
CUHPANBIO a5t HAT . pena p BOJIOH, 6 — BOPOHKA ¢ meT 2CKO i
4aboratory{ldTechcrlllipEZ?18 (:1 ?()p(?HKd C KOXYXOM Ans 9J1(‘KTpOHa[‘pCpBaHl;H (IDN:'Z::(J};W;HE’(K(‘M
ques in Chemistry and Biocnemistry, Butterworths, London l()(}ii [ rts7]
s, 966, p. 52

a —

Puc. 1.2/5. [pu6op anst puibTpoBanus s armocdepe MHEPTHOro rasza:

[ — nojaua u 3a;
HEPTHOTO rasa; 2 — MOPHCTHIA ¢uabTp, 3 — K BaKVYMHOMY Hacocy

o
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[Tonvkap6oHaTHble (HUIBTPBI YCTOHUHMBbBI K AEHCTBHIO 60J1buull{vylll;cﬂTBi
OpraHH4ecKHX KHMCJOT W PAaCTBOPHTEJCH, OJIHAKO HeyCTOOP:3
1eHCTBUI0 OCHOBaHHH W TajJOre€HCOAEPKALIUX yrJ1eBOA0POLOB.

Mopsanok paGorht

B KkauecTBe NpHMepa pacCMOTPHM (HILTPOBAHHE MO BAKyyMOM
uc. 1.2/6). .
(P K0J16y/ B)yﬂseﬂa ¢ BOPOHKO#H U (PU/IBTPOM npncoen:;;g é(KiIl;nHﬂKx-:;e
3aKpenJieHHas TPeXT! .
Bysabtpa (HeGosbluasi HECTKO 3aK|  ckanmia).
oif 6ymard cmauyuBaloT
[ToBepxHOCTb (HALTPOBAJBH ) .
KO.HI/I'-leCTI;BOM pacTBOPHUTEJIs, KOTOPbI HCIOJb3YETCA AN pacTsop

Hs 1leJIeBOTO BeLIEeCTBA. ' -
" BLIK(JIlOl{alOT BAKYYM-HACOC M MPOBEPSIOT DIBHOMEPHOCTD lpHJera

‘ ouledl TIaCTHHKE.
Husl OUIbTpa K (QUIALTPY
C?CHCHSH!O nepequBalOT B BOPOHKY, mnnioxg;OBgigacgz?{lg;,
npu MOMOWM Tpe .
UCTEM asrepMeTH3HpYIOT (
¢ CBeI}ILeCRI‘BO If)la ¢unbTpe 3aMBAIOT  XOJIONHBIM pacmopme;xe:(v;
yepes HEKOTOPOE BpeMsi BHOBb BKJIIOYAIOT HACOC (npon;::gg:gsﬂz;uumﬁ
i cTaJMH MOXHO 3aMEHHTb
Ha ¢uabrpe). Ha artod ¢ ] oo
AWK ¢ GJH3KUMH MO P
aCTBOPHTENb HAa HH3KOKHI .
gBOﬁCTEI::aMH, 4To6Bl YCKOPHTbL TPOMbIBAHHE ocaulma;)&aK(()il)j[mlll;;p%onee
CTEKJISTHHOH NI
Ocanok Ha (uabTpe OTKHUMAT e
MOJIHOTO yAAaJeHHsi PACTBOpHTEJsi (OCTAaTOK Ha ¢unpTpe BCE el
.cofiepKHT He meHee 5—20% pPacTBOPHTEJIRA) . soamon. Mroraa
MHuKpohunbTPALHUS NPOBOAHTCH AHAJOTHYHBIM OOPA3OM. Hora
MpH 3TOM DEKOMEHAYeTCs MOMECTHTb Ha GUIBTP npempy;nbegma
CTEeKJOBOJIOKHA, UTOOBl YMEHbIIHTb BEPOATHOCTD noreypl): 1\?071;1:1{0 B,
KOB, KOTOpble BIIOCJIEACTB
JIsl OTAEJEHUS] TOHKHX OCaJKOB, il
ﬁzpmb NpHMEHSIIOT  Creluanbuble  copbupyouye  Marepual

¢ i nox Ba-
Puc. 1.2/6. Tlpu6op ¢ npeioXpaHHTEIbHON CKIASHKOH AJ# GUJAbTPOBAHHA MO :
o KYYMOM: -
i 3 — K MaHOMETpY,
'/ — npenoxpaHHTeNbHas ckasHka Bysaeda; 2—K BAKYYMHOMY ;:iocgéugogaﬂ npOK.}IaﬂiZ;
4 Tpexxouosoﬁ kpan; 5 — soponka bBioxnepa; 6 — (W“TbTP; b p 3iK0Ba7
o 8 — coepuuuTeabHBI ULanr; 9 — Kon6a Byusena; — & p
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KH3@JIbreJib, UeJITI0N03HbIA MOpowok. [IpH HEBO3MOXKHOCTH OTAC/CHHS
TOHKHX OCalKOB QHJbTPOBAHHEM cjefyeT MPHMEHSITh UeHTPUPYIH-
poBaHue.

Uctounnku omnbok
T

Pasmep ¢uabrpa ue COOTBETCTBYET pasMepaM BODPOHKH (caeayer
TINATeJILHO MOArOHATE (PUILTP, UHAUE BO3MOXKHBI MOTEPH BeLLEeCTBA) .

QuIbTp He NpHJIEraeT K Kpaio BOPOHKH, T. e. NPH NMPHCACBIBAHUH
¢HIbTPa K NOBEPXHOCTH BOPOHKH 06pasyoTcsl CKIaAKH. '

HenpaBuabho Bhi6pana miotHocTs ¢$unbTpa (OPOUCXOAMT 3a6HBa-
HHE MOp MJIH CyUIeCTBEHHOE 3amelJsieHHe Tpollecca).

O6nacts npumeHenus

PuibTpoBaHHe: BblieseHHe H pasiefeHHe BELLECTB; rPaBHMETPH-
UECKHH aHa/lu3; OYHCTKA BOLBl M BO3AyXa.

MUKPOQHIbTPALUS: NEra3alus KHIAKOCTH, KOHUEHTPHpOBaHHe
KNI€TOUHBIX CYCNEeH3UH, CTepHJIH3YIoulas GUALTPALHS.

BHUBJIMOTPAOUYECKHH CITHMCOK

Firmenschrift, Membranfilter, Fa, Berghof, Tﬁ'bingen 1980
Houben-Weyl, Methoden der organischen Chemie, Bd. 1/1, S. 135, Thieme,
Stuttgart 1958

A. Weissberger (Hrsg.), Technique of Organic Chemistry, Vol. III

, S. 485,
Interscience, New York 1950

1.3. MEPETOHKA
1.3.1. OBbIYHASI NEPEFOHKA

Ileperonka — npouecc pasgeneHusi u OUHCTKH BElECTB, MPH KO-
TOPOM JKMIKOE H/H pacnjaBieHHOe BeWeCTBO HcnapsieTcss npw
HOpMAJIbHOM A2BJEHHH M BHOBb KOHIEHCHPYETCH 'B IPHEMHHUKE,

b u3HUECKHE OCHOBBI MeToaa

Hapnenne mapa Haj KHAKOCTbIO BO3pacTaer MpH MOBbILIEHUH
TEMIEPATYPBI BCJACACTBUE YBENHUEHHS] KMHETHUECKOH SHEPTMH MOJe-
kyn. Korna paesenne napa Hajg »KHIKOCTbIO HOCTHIAeT 3HAYEHHS
aTMOC(EPHOTo JaBJEHHS, XKHIKOCTb 3aKUMAeT. 3aBUCHMOCTh Temnepa-
TYPBL KHIICHHS OT JaBJIeHHs OMUCbIBaeTcs ypaBHeHueMm Kiaysmyca —
Kaaneiipona (cm. pasa. 1.3.2). Tunuuuslii rpadrkK 3aBHCHMOCTH A4B-
JIEHHA Tapa OT Temneparypel npuBefen Ha puc. 1.3.1/1.

Touky kunenusi OGLIYHO yKA3bIBAIOT NMpH HOpMaJIbHOM aTmocdep-
HOM pdaBJjenuun (101,3 k[la, uaun 760 mm pT. ¢T., uau 1 artMm, cwm.
pasi. 3.1.2). Eciin MecTo npoBefieHus onbiTa HaXONUTCS He Ha ypoBHe
MOps, TO BBOAMTCSI TaK HasbiBaeMmasi GapoMmeTpuueckas MONpaBKa
(koppekuus). Kak npasuso, ouucTky seiecrs OCYIIECTBJASIOT TpH
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T v
Puc. 1.3.1/1. T'paduxk 3aBHCHMOCTH [IABJIEHHs NMapa OT TEMIEPATYphl

Puc. 1.3.1/2. Tleperonka 61HAPHON cMecH:

V — ob6beM AHCTHANATA; [ — HauaabHas QPaKUKa; 2 — dpax-

T — Temneparypa KHOEHHS
pakuusn B; 5 - koHeuHas QpakuHs

uusi A; 3 — npomexyToukas ¢pakuus; 4—0

MOMOILH TEePeroHKH NMpH aTMOCHEpPHOM JAABJICHHH. Ha puc. 1.3.1/2
npuBefeH FpadUK M3MEHEHHS TeMIeparypbl B NPOLECCE e PETOHKH.

HekoTopble CMecH He YIaeTcsl pasiesiuTh NMPH NOMOIIUH NEPEroHKH,
Jae ecM KOMIOHEHTH HMEIOT PasjMuHble TeMnepaTypbl KHICHHS.
DTO POKCXOAMT B TOM Cjyyae, KOrja nap H XuaKocTb HMEIOT OfiIMHA-
woBbiil cocran. Takasi cMech Ha3blBAETCS a3€OTPOIHON CMEChio WM
aseorponiom. Ona Bejer ce6si NpH NMEPEronke Kak rOMOreHHOE Belle-
CTBO M MeperoHsieTcsl NP MOCTOSIHHON TemIeparype. PaccmoTpuM,
HarnpUMep, AHarpaMMy KHIIEHHS CMECH 3TaHo/ — BO/la (puc. 1.3.1/3).
TIpu conepxaHHH B XHAKOH dase 50% stanosa ([) noJsi 3TaHoJa B
ra3oBoil (ase cyllecTBesHO Bbie (2). OnHAKO NpH COACPHKAHHA B
KUAKON (hase 99% sTaHosia B rasoBod Qase pbliie 10NA BOAbI 4),
XOTsl BOLA HMeeT 6oJiee BHICOKYIO TeMIlepatypy Kurenus. ToJbKo npu
KOHLEHTpAllHH 3TaHosa 96% (5) cocraB XHAKOH H razosoil ¢as
oavHakoB. C/eoBaTe/bHO, KOHAEHCAT HMeeT TOT XK€ COCTaB, HTO H
NeperoHsieMast XHAKOCTb; B 9TOM CIydae paszie/ieHne ABYX BELIECTB ¢
MOMOILUbIO NEPeroHKH HeBO3MOXHO. HesaBHCHMO OT TOTO, MpH KaKoH
KOHLIEHTPAIMU 3TAHOJId HAUNHAETCS NIePeroHKa, 3aKAHUHBARTCS OHA B
Touke azeorpona (5). [103TOMY ¢ MOMOILBIO NMEPETOHKH HENb3S M0y~
yuTb Ge3BOJHBIH 3TaHOJ. BeiencTBHe 3TOro 0ObIYHO HMET Aef0 HE

¢ abCcoIoTHBIM, a ¢ 96%-M 3TaHOJOM.

e 100

Puc. 1.3.1/3. Jinarpamma KHIeHHSI CMeCH

A 3TaHON — BOAA (CruloUIHAA JIMHUA — XUA-
KOCTb; NMYHKTHpHasi JUHUA — nap):
A — sravon  (100%); DB -— cmech 3tanona —

soaa, %; B — soaa (100%)

AL L a
100 96 -3 100

Tabau 5 C
ya 1.3.1/1. Conasvu TeMnepaTypa KUnenus OGUHApHbLX
U TPOUHbLY a3e0Tponos '

Temne- Temne
| parypa .
KauecTtsen- g:r}?}fa kuneHust | Kouu- Temne- PBT?’PH
HBIE cocTas | kunenus | CARAOIO | uecTaen- Kasecrsen- | parypa |08 o
aseoTpona |aseorpo- | <OMNO- | Hul co- Heiit cocran | wumenna | FETUIOTO | UAEIBEN
na opC Hewta | crap, Y || @3eorpona |aseorpo- KOMUO- | HEIT co-
’ azeOTpo- na, OC a:{:o‘?;o- cram 00
na, °C na, °C
Boaa 100 2
: . DTtaHoq
Hunxnopmeran 39 40 98 BeHzon 68 gg gg
Bona 100
5 3 Beuson
Xnopodopm 6 61 97 Bona 69 128 921)
Bona - 100
hona 56 00 é? Sravon 74 78 37
8 Bona 100 12
Sranon . -8 ; Toayoa 111 51
Xaopodopm 61 93 dranoa 78 78 96
Sravon 65 78 19 Bona 100 !
EeHIﬂOJI 80 74 Tonyon L
oxa 100 7 Boxa 8 %
100 20

. l . 1 I HBEII(‘HbI reMiepa bl K
H

Mpu6oput

Kocg{pitoﬁop 06/m 06biuHol nepeeonku (puc. 1.3.1/4) Briiodaer xua-
Konéyy Teé;%Mﬂe.Tpl.S.l/Q) HJIH 3JIEKTPHUECKYIO GaHH, KPYIJIOLOHHYIO
, , XOJIOJIMIBHHK ¢ DOPIITOCCOM H
OTBOJIOM H TIpUEM-
HYI0 KOJIOY (KOMIJIEKT MOMKEeT A
. BKJIIOY4Tb OTAEJBHYIO KO
KJIH}I;ISQHEI, XOJIONU/ILHHK W aJIOHK) . Y 0¥, wacanky
6OJIb;zc;{p;t;tétcu’scenﬁgg:;ﬂb égnc. 13.51/5) NPUTO/IEH AJ151 TEPErOHKH He-
: ord0mMrao5r
Goduit I HJIH /151 BBICOKOKHISILLHX XK HJL -
HAsodnas U-o6pasnan
Tpybka (puc. 1.3.1/6) npum
. 1.3 eHsier
OYMCTKH MHKpOKosHyecTB Bewects {10500 MI‘)) P e

Mopanox paGoru

n : .
qToébfp:éLKﬂ?;quaTnbongé OGBIYHOH TEPEroHKH BELIECTBO BLICYILHBAIOT
pasoBaHHe a3eoTpolna WJH TH ’
T 0JIH3 BelllecTBa
TpH MOBbILIEHHOH TeMMniepaType ( i
; cM. pasa. 4). Ocyiwun
TOHKOH OT(HILTPOBBIBAIOT. : YEHTEL TepeA tepe-
eMaI)BeLllllggzz?mnlgreKmafOT B KPYNIOLOHHYI0 KOaGy (He Goaee 2/3 06b-
, HIATUWIBHEKH (B cayvae Ha
IPeBAHUA KOJGbI
nom i
OIK GaHH) UJIH MAarHUT (B C1y4ae MarHUTHORH MEeLIaaKH) . Kammgﬁ

pil K
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Puc. 1.3.1/4. Crangaprapii npubop Ans OOBIYHOH TIEPETOHKH:

i ; — bl; 4 — XOJOLWJIb-
. d aisena; 3 W 8 — TepMOMETDD;
— s Konba. 2 — nacanka Ka ; . 4 xononub,
: l%pym;g.o;{]};ic' 6 -— npuemHasi Koa6a; 7 — MacasHaf WK BOAsHARA Gaust; 9 -~ «K
o wop " A MATHHT; [0 — NJMTKA WK MarHuTHas Mellajka

BraouaoT nojgady BOAbI B XOJOAUJIBHHK H Harpesa(})c():TTchr)IgQZ:
Peryaupyst Harpes, yCTaHaBJIHBAOT OHpElLB.HEH2HyIO cilopzmc_mm;m
FOHKH (HOpMaJ/bHasi CKOpOCTb neperonku |-—2 xana
’ ll%ibemm(y mpexpalaiT, Koraa B Kojbe elle SCT;EOTEHHZ?{I\:II:lggg
KHAKOCTH M TemIeparypa KUNeHHsi OCTaTka Ha 2—

_MpeBblLATh TeMAEPaTypy KHMEHHA NHCTHJIATA. 46 Gpaxun cobH-

HauanbHyio, OCHOBHYIO H §OJjiee BbICOKOKHITSILL paﬂe e
paloT B OT/E/bHbIE EMKOCTH H OTMEYAIOT B paBoueM XKYypH p
TeMnepaTypbl KHMEHHA KaXA0# (paklHu.

Tabauya 1.3.1/2. Obuenpunsrsle TeNAOHOCUTEAU
daa sanoanenusi baHos

. o
E as remnepatypa Gauu, °C
TenaoHOCHTRM b MakcumanbHas patyp

Bona 80—100
TPUITHICHTIUKOAb %ggi%gg

CHAHKOHOBOE Macao
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Puc. 1.3.1/5. PoropHblfi HenapuTedb:

{ — Tepmomerp; 2 — neperoxnas Kouba; 3 — peryasrop
TEMNEPATYPLI, 4 - HarpeBaTe/bHLIA JMeMEHT; 5 — npH-
eMHbIe KOAGbl; 6 - MoTop; 7 — K BAKYYMHOMY Hacocy

i
Aﬁ ’
5

3 4

Ilpy neperonke Bo BiakHOI aTMocepe Ha OTBOJ XOJOAHJbHHKA
(2JI0HXK) HaIeBAIOT XIOPKAJBLUHEBYIO TPYOKY.

Hepeeomca 8. POTOPHOM ucnapureae

Koaby 3anoausior »xuakoctbio 10 YPOBHSI OTBOAHOH TPYGKH co
chepuueckum’ wudom (npumepHo ' /3 00'beMa) M HarpesaloT HA BO3-
AywHo# Gaue. Tlpn 5ToM koa6y BpawlaoT MM MOKAYHBAIOT, 4YTOGHI
u3bexathb BCKHNAHus. B cayuae HeoGXonHMOCTH NeperoHKy BeAyT npu
[IOHH)XKEHHOM AaBJieHHH. BelllecTBa ¢ BbICOKHM naBiieHHeM napa Jyutue
BCEro neperoHsiTh NMpH HOPMAaJbHOM AaBJeHUH. JLHCTHIIAT cobupator
B KPYI/O[OHHbIEe KOGl (cM. paza. 1.3.2).

[Tepeconka e dsodinod U-06pasnoi TpYOKe

B nepeyo nermo U-o6pasHofi Tpy6ku mnomeriaior BELLECTBO,
floc/ie uero Konel TpyGkH 3anauBaior. [1eTsio ¢ BelecTBOM OXJ1ax-
AAl0T U B CHCTEME€ YCTAHABJMBAIOT BakyyM. OXJaxaaloT BTOPYIO
(NpHEMHYIO) NeT/O; MPH HarpeBaHHH NepBOH MeT/IH BELIeCTBO KOH-
ACHCHDpYETCA' B HUXKHEH YACTH BTOPOH MeTJH.

lepezonka aseorpona 8 npubope
¢ a08ywKol-cenaparopom

[lepen neperonkoit k uenesomy BELLeCTBY MNPHOABASAIT pact-
BOpHTeJb, 06pasyiowuit ¢ BoAol aseorpor. Aseotporn neperousiior B

-7
Puc. 1.3.1/6. U-o6pasnasn Tpy6ka:
! — Beuwlecto; 2 — pdcTHANAT, 3 — K Ba-
KYYMHOMY Hacocy
2
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Puc. 1.3.1/7. Tlpu6op AJsl NEPErOHKH
aseorpona ¢  JOBYLWKON-Cenaparopom
2 A (npumep: TOJAYOT — B0oAa):
;f%/l | — ofpatnpiil  XOJOAHAbHHK: 2 — nopaua

XONOAHOH BOABI, J — JOBYUIKA-CEnaparop;
4 — caoit BOABI;, & — MarHMTHas MemaJjka

npubope ¢ JOBYLIKOH-cenaparo-
pom (puc. 1.3.1/7), nocie yero
MeperoHsIIoT He coJepKallee Baa-
I'H 1e/eBOe BELLECTBO,

HcTounuku ownb6ok

BeutecTBo npeBapHTENbHO He
BBLICYIIEHO.

[lapuk TepmomeTpa pacnoso-
JKeH He TOYHO TpPOTHB BXOAa B
XOJIOAHIbHUK U BCJEACTBHE 3TOTO
He TOJIHOCTBIO OKPYXKEH napamu.
Bell(eCTBA, UTO TNPHUBOAUT K He-
BEPHOMY OINpeJe/IeHHI0 TeMnepa-
TYpPbl KHNEHHS.

Jlsist  BBICOKOKMISILIHX Be-
ILeCTB HCII0Jb3YETCA HE BOASTHOH,
a BOB/YLUHBA XONONMIbHHK.

TemnepaTypa neperoHkn Ha 3—4 °C orHuaercs OT ucmﬂz(}){g
TeMrepaTypbl KHIEHHsS BellecTBa. JTO yKasblBaeT HA HELOCTATO _
YHCTOE BEILeCTBO WM Ha NepPeroHky cMecH, 4to TpeGyer NOMOJHH
TeNbHOH OUMCTKM METOZOM pekTudukauun (cM. pasp. 1.3.3) uu
JI0GBIM JPYTUM METOJIOM.

OdopMierne pe3ysbTaros
Heo6X0AuMO yKa3aTb CNoco6 MNEpPEeroHKH H TemnepalTypr KHUIIe-
HUsi (MM MHTEpBAJ TEeMMepaTyp Kumenusi) (CM. pasi. 3.1.2).
O6aacTb NpUMEHEHHN

[Teperonka iBASIETCH BaXKHEAUAM METOOM Pa3N&ICHHS H OUHCTKH
MKHIKHX U CHIOCOBHBIX TIEPEroHAThCS NPH HOPMAJIbHOM ﬂa;ggegiém TBep
IbIX BEILeCTB C TEMMEepaTypoH KHMeHUst MPHMEPHO 10 .

BUBJIMOTPAGUUECKHUH CITMCOK

E. W. Berg, Physical and Chemical Methods of Separation, McGraw-Hill, New York
1963 -
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E. Krell, Handbook of Laboratory Distillation, Elsevier, New York 1963

A. Weissberger, Technique of Organic Chemistry, Bd. 4, 6, Wiley-Interscience,
New York 1971

M. van Winkle, Distillation, McGraw-Hill, New York 1968

1.3.2. NEPEFOHKA NPH MOHH)KEHHOM JABJIEHHMH
(BAKYYMHASI NEPETOHKA)

Pu3uyecKHe OCHOBHI MeToaa

3aBHCHMOCTb MeXIy AaBJeHHeM napa H TEeMNepaTypoil KHIeHust
BEIleCTBA ONHChIBaeTCA ypaBHeHHem Knaysuyca — Kaaneiipona u.
MpellcTaB/eHa B BHAE COOTBETCTBYIOILEH nnarpaMmel Ha puc. 1.3.2/1.
Ypasuenue Knaysuyca — Knaneiipoua:

dinp/dT=AH,/RT?.

I_IpeIJ,HO.HO)KI/IB, YTO MOJibHAA TeNnJaoTa HCapeHHd He 3aBHCHT OT

TeMneparypnl, mnocJje HHTEIrpUpOBaHUSA NNoJy4arnT cjaeayiouiee ypasn-
HEeHHe:

In p=(—AH,/RT) +C,

rie p — nasjaenue; AH, — mosbHas Temnota ucnapenus; R — yHHBepcaJbHasd raso-
Bas noctosiHHas; T — abcoqoTHas reMneparypa; C — KOHCTaHTa.

Hnsi OUEHKH TeMmmepaTyphl KHIEHHSI BellecTBa NpH onpenesieH-
HOM N1aBJICHHH MCMOJIb3YIOT HOMOIPAMMY 3aBHCHMOCTH TEMNepaTyphl
OT pamneHust (puc. 1.3.2/2 u 1.3.2/3). CHauana B KosoHKe-5 Bbi6H-
paloT IONEPEUYHBbIH LITPHX, COOTBETCTBYIOWMA TeMNepaType KHIIEHHS
BEILECTBA MPH HOPMA/IbHOM [aBJIEHHH, H HAXONAT TOYKY €ro mepece-
YCHH C TPOAOJLHOH JIHHHE!, COOTBETCTBYIOUIEH HOMepy Ipymibi
BelLIeCcTBA (PasJMuHble IPYMIlbl BELIECTB NPHBENEHb B Ta6l. 1.3.2/1).
Hepes nalifienHyio TOUKy NnepeceueHHs H TOUKY Ha opauHate A (nasJe-
HHE), COOTBETCTBYIOLLYIO MPEANONaraeMoMy paboueMy [aBJEHHIO,
IPOBOISIT NMPSAMYIO H IIPOAOJIKAIOT €e 0 MePECceYeHUsI C OPAMHATONH B
(remneparypa). Halinennast Touka cooTsercTByer TeMneparype Kure-
HHS1 BellecTBA NPH 3aJaHHOM paboyeMm JaBAEHHH.

TMpuGoput

IIpubop 0Oan nepeconku @ aarcyyﬁe (puc. 1.3.2/4) ananoruuen
NpuGopy Ansi 06bIHOM neperonkH (cM. puc. 1.3.1/4). [lononuutenn-

HbIMH 3JIEeMEHTaMHU B CJiyuae NneperoHky B BakyymMme ABJSIIOTCHA KaluJj-

gp

Puc. 1.3.2/1. Quarpamma nasnenne napa — tem-
neparypa

ur



5
xfla  mr pm.cm. 5
13331000 12345678 ~50
= 900 B
£ 3
- 700 ;
;—6‘00 k
14 - —40
53-§400 3
350 ]
-300 E
250 -30
26-+-200 ]
-20
i®
04 &
O E
H R
s RN
< 104 &
i R
N 13
204 &
30
404
TE
60
703
803
903
100
110 3
1203
130 3
E 1403
o13-=1 1503

Puc. 1.3.2/2. Homorpamma AaBjedue napa —— temnepatypa (cM. Tabi. 1.3.2/1):

A — pasaenue; b — HoMep TPylibl BeleCcTB4, B — temnepaTypa. [lpumep: Temneparypa KH-
neHust TPH HOPMAJbHOM JaBJEHHH (101 xIla, nau 760 mm pT. cr.) 200°C (xonoHKa b).
pabouee aasaeune 2,7 kIla, nian 20 MM pT. CT. {KOJOHKa A). [na ofnpeaenexus. remneparyphl
KHTEHUs TIpH STOM [1aBAEHHH HEOOXOAMMO Hepes COOTBETCTBYIOULHE 3THM BEAWYAHAM TOUKH
B KOJOHKAX A M B 1poBeCTH NpPAMYW N0 KONOHKH B; Touka nepecevenHs STOH npaMQi
¢ KOJIOHKOfl B coOTBeTcTBYET TEMTepaType KuneHus 90 °C npd 3apakHOM AasAeHHH {Lippin-
colt S. B., Lyman M. M, Ind. Eng. Chem. 38, 320 (1946))
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wfla  mm pm.cm. 6 : 8

13331000
E- 900 12345678 50
E-800 50 = E
700 E
E 500 ]
E-500 60
450 ' E
s3-F-400 E
=350 70
E-300 3
E-250 E
26200 80
3
150 90
134100 100
3 gg ]
=70 103
[ 60 Y
S F ]
S 6750 120 o
< 45 ] E
S =40 304 S
S B® -
E-30 o4
3225 1
3 1504 &
5—20 o~
3 160
15 170
1 3_2 10 183—;
5 g 1903
E-7 200 —;
-6 210 3
075 220
i 2303
35 240
E 3 2504
i 260
0325 270
E2) 260
2007
E 3003
E 5 0 310
.
0131 \ 3403
3503

Puc. 1.3.2/3. Howm "
. 1.3.2/3. orpamma JaeleHHe napa — TeMmn
epatypa AAS  BHCOKO
gelwuecTn: K

A.— nasnenne; B — Home :

o p rpynnu Beulectsa; B —
it B85 o P s, 8 oo, Ry gy
¢ "TBYET Temnepatype Khunewwsa 220 °C npu HOPMANBHOM M PT. CT. (xoaoHka A)
|Lippincolt S. B., Lyman M. M., Ind. Eng. Chem. 38 gzzﬁ?;l;:s)(]xonouxa B)

3*
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Tabauya 1.3.2/1. T'pynnei eewecrs (cm. puc. 1.3.2/2 u 1.3.2/3)

Ipynna 5
T'pynna [ I'pynna 3 . :
V BeH3uN0BbIH COHPT
: ry

AxTpaueH Auerasbleria e o
AHTpaxHHOH Aueron Peron X
Denantpen Amtiel [TponuoHoBast KHCAOTA
TpuxaopaTunex X7iopaHRIJIUH Tpynna 6

I'pynna 2 " CoioxHble 3¢HUpbI I)/’IKcycnbm aHTHAPHA \

30Mac/siHasi KHCAOT
Beusansaerua STHICHOKCHLL Bona
BeH30HHTpHI MypaBbHHAA KHCJIOTA Tpynna 7
Beunsogeton Hagron Beusoiinas kucaorta
Kamdopa Hutpobenson gAacnﬂHaﬁ lgjlcbnma
THAEHITHKOJ

Sdupbl npocTble Tpynna 4 Meraron

OreHoYTJ/1€BOAOPOAbI YKcycHasi Kucesota Tpynna 8

an y ynn:
Yraesonopoas AuerodeHoH AMHIOBBIA CTIMPT

J1

MeTHI3THIKeTOH Kpeson I?I?c‘)g;raﬂon
XHHOJHH STHNAMHH - Tlpanasion

Jfp, BaKyYMHbIﬁ Hacoc, NpefoXpaHHTeJbHadA CKIAAHKA HJH OXJaX-

jaemasi JIOBYLIKa, MaHOMeTp, Hacajka Aas orbopa (pakuui.

Kanuaasp — TOHKas cTek/siHHAst TPY6OUKa, YKPeIJeHHas B ro;:imf
neperoHHoN KoJiGbl, MPHMEHAETCS A/ PAaBHOMEPHOTO Kuneﬂng I)KHcI)Lﬁ
KOCTH B Bakyyme. OueHb TOHKHE KalH/ISIPEl BHITATHBAIOT H3 O6bIY of
cTeKIsiHHOM TPY6KH. TosMuKHa Kanuaaspa 10/KHa GbITb TAKOH, uTo

4Ny

Gl

Puc. 1.3.2/4. TIpuGop AJs NEpPEeroHKH B BaKyyMme
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Tabauya 1.3.2/2. Hasaenue s0danoo0 napa npu pasiutKeLx Temneparypax

Temnepatypa, Lannenne TemnepaTtypa, Lasaenne
°C °C
IMa MM DPT. CT. [Ta MM PT. CT.
0 532 4 20 2400 18
5 800 6 25 3200 24
10 1200 9 30 4266 32
15 1733 13 35 5600 42

fIpH NIpOYBAHHH BO3]yXa Yepes3 alleTOH NPOXOJMJH JIHILD OTde/bHbie
NY3bIPbKH. P

Bakyymnoui nacoc. Hau6onee mpoctsiM ¥ uamie Bcero HCIIOJb-
3YEMbIM YCTPOHCTBOM /ISl BAKYYMHPOBAHHS ABJISIETCA BOAOCTPYHHBI
Hacoc, KOTOpeli ofecneuuBaeT [aBieHHe IOPsiAKA 1,3—4,4 «ila
(10—33 MM pr. c1.) (caabwiit Bakyym). JlaBjenue, cozgaBaemoe
BOJIOCTPYHHBIM HACOCOM, COOTBETCTBYET AABJEHHIO NapoB BOABI NpH
TeMnepatype okpyxkaiouleit cpempl (tabn. 1.3.2/2). [Tpumenenue
BOJIOCTPYHHOTO HAacoca MNO3BOJISAET OTKA3aTbC OT HCIONb30OBAHHS
JOBYIUKH C OXJIaXKAEHHEM H [IPHMEHSTH NPEL0OXPaHUTENbHYIO CKJSTHKY
Byabda. Henocrarkamu BOJOCTPYHHOr0 Hacoca SIBASIOTCS GOJIbILON
PAacXOn BOJbI M HECTAGHJIBHOCTb CO3/laBAEMOT0 BAaKyyMa BCJENCTBHE
Kosie6aHHs [aBJIeHHSI B BOASIHOH CeTH. IIpumeneHue poraunonHoro
MacJsHOro Hacoca (pHc. 1.3.2/5) nospoasier yMeHbIUHTD faBleHHe ¢
400 10 0,133 Ia (3—10~3 mm pr. cT.) (cpennuit Bakyym). [laBnenne,
CO3/1aBaeMOe MAaC/AHbIM HAcOCOM, COOTBETCTBYET JaBJEHHIO napos
Macna. B ocobbix cayuasx NIPUMEHAIOT PTYTHBIA AHGMGDYIHOHHBIH
HACOC, KOTOPEIH MO3BOJSIET YMEHbIMHTb AABJEHHE 10 1,3-107° IIa
(1078 mm pr. c1.) (rry6okuit Bakyym). '

Puc. 1.3.2/5. Poraunounsiil macasuuii nacoc ¢ OXJIaXK4eMOR JIOBYIIKOI:

I — oxnaxpnaemas nosymka; 2 — cocyn Hbloapa; 3 — xaagoarent [Fieser L. F., William-
son K., Organic Experiments, Heath, Lexington/MA 1979, p. 382}

Puc. 1.3.2/6. O6wmas cxema BAKYYMHOH CHCTEMBI:

! — Kk npubopy (aas NEPErOHKH, JMODUIMBAUMH U T. 1.); 2 — oxaaaaemas JNOBYLIKA
(xuakui  asor, CYXO# Jep ¢ aueToHom); 3 — MaHoMerp Makaeosa; 4 — xpaH c6poca
BaKyyMa; 5 — K BakyyMHoMmy Hacocy
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Puc. 1.3.2/7. PoropHbiit HcnapuTeab:

| — Tpy6Ka C KepHOM AIR NePeroHHofl Koabbl;, 2 — neperounas konBa; 3, 5 — coelunu-
TeabHas Myodta; 4 — npuemHas Koa6a; 6 -— yIJNOTHHTENb; 7 — PEryJATOp BHICOTHL; 8 — kpaH
a5 c6poca Bakyyma; 9 -—— MOTOp ¢ peryastopom; [0 -- o6paTHbll XOMOAHABHHK

Oxaamcdaemasn nosyuwka. O6blYHO 1pH paboTe ¢ POTALHMOHHBIM
BAKYYMHBIM HAaCOCOM MDHMEHSIIOT OJHY HJH HECKOJDBKO JIOBYILEK,
OXJ12K1aeMbIX XKHAKHM a30TOM (HJIH CMECHIO alleTOHA C CYXHM JIbJOM)
(puc. 1.3.2/6). JloByluka npeaoxpaHsieT Macjo B HacOCe OT 3arpsi3He-
HHUS U pa36aBJjeHus] JeTYUHMH BEILEeCTBAMH, HAMPUMEpP PacTBOPHTES-
MH, H OJHOBPEMEHHO [peloTBpaillaeT KOPPO3HI0 MEeTaNTHYECKHX
yacrtell Hacoca. ’

Portopnoui ucnapureas. llpumensiercss s KOHUEHTPUPOBAHHSA
pacTsopa MyTeM HCIapeHHs B Bakyyme (pHC. 1.3.2/7). Tlpeumyie-
CTBO POTOPHOTO WUCTAPHTEJst 3aK/IOUaeTcsi B TOM, YTO GO/iblIas Mo-
BEPXHOCTb HMCMapeHHsi TNOBbIIIAeT CKOPOCTh yNapHBaHHs PaCTBODH-
Tes. Bpailenne KosnGbl MPENsITCTBYET BCKMMAHHMIO KUAKOCTH, BO3-
MOKHOCTb TMOJEPKAHHUSA HM3KOH TeMIepaTypbl KHIEHHs pacTBOpa
MCKJIOUaeT pasJioiKeHHe pacTBOpeHHoro peulectsa. [lomHmo 3TOTO
yMeeTcsi BO3MOXKHOCTb HEMPePLIBHOTO yllapHBaHUsA 60JibliHX 06beMOB
pacTBopa: 110 Mepe OTTOHKH DPAcTBOPHTEJISl HOBblE NOPLHH pacTsopa
NOJAI0T B NMEPEroHHy0 Koaby uepe3 crenuanbHylo TPyGKy.

Manomerp. Wcronbayercss TpPH NPOBEJEHUH BAKyyMHOH mepe-
FOHKH AJIs1 TOUHOH perucTpauuu gasaenus. O6biuHO B JaGopaTopuu
NMPHMEHSIIOT PTyTHble MaHoMeTpbl (cM. puc. 1.3.2/4) (paspsixkeHue
onpeeNsiioT MO Nepenajny BbICOTb PTYTHOTO CTOGHMKA B ABYX Nnapaij-
JeqbHbIX TpyO6Kax). Bakyym ¢ ocraTouHbM JaB/eHHEM MeHee 1—
2 MM PT. CT. M3MepsOT MaHoMeTpom Makiseona (pHc. 1.3.2/8). .

J1151 W3MepeHHs] MAHOMETP M3 HOPMAJbHOTO MOJOXKeHHs (pe3eps-
Hblil GAJIIOH PAcIONOXeH TOPH3OHTAJBHO H 3alOJHEH PTYThIO) Mepe-
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Puc. 1.3.2/8. Manomerp Makneona (B noioxeuus u3MepeHus):

1 — ocb MOBOPOTA; 2 — KAMMJJIAD € HAaHECEHHOH WKaNOH; 3 — pesepsHulil 6a10H; 4 — H3Me-
pUTeNbHEIA GaNA0H

BOJSIT B MOJOXKEHHE H3MepeHusi. [Iasi 3TOr0 MAHOMETP MEMJEHHO
nosopauuBalor Ha 90° no uacosod crtpesnke. [Ipu stom pryTh 3a-
NOJIHSIET M3MEPUTE/IbHBIH Ga/JIOH M NOAHUMAETCS MO KamMAsApY.
Haxomsiwmiics B kanuausipe ocTaTouHblil ras cxkMMaercsi 10 Tex
Nop, NoKa JaBjeHHE B KallWisApe He OyZeT ypaBHOBEIUEHO [AaBJe-
HHeM B 3BaKyupyemo# cucreme. JInsl YCTAHOBJIEHHS PABHOBECHS
JAOCTATOYHO HECKOJNBKHX MHHYT, H TOYHOE 3HAuYeHHE OCTATOUHOIO
A2BJIEHHs1 MOXKET GbiTh ONPE/ENEHO N0 TIPEABaPHTEIbHO MPOrpasyHpo-
BaHHOH llKaje, HAHECEHHOH Ha KalHJsipe.

Hfzcaarca 0as orbopa ¢paxyuii. TIpumensiercsi, Koraa HpH Baky-
YMHOH neperoHke HeoOGXoAMMO co6paTh HeCKOJAbKO (pakuuii. Ha-
cagka AHmona — Tuie — HeorpaHuyeHHOE — YHCJIO bpakuui
(puc. 1.3.2/9), nacaaka «Ilayk» nossossier co6patb 3—4 oTaeNbHbIE
¢pakuuu (puc. 1.3.2/10).

Puc. 1.3.2/9. Hacagka Aumnoua — Tuae

Puc. 1.3.2/10. Hacanka nis neperosku B Bakyyme
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Puc. 1.3.2/11. lpu6op 1AA NePeroHkH .B
BaKyyMe HeGO/ILLUIMX KOJHYECTB BElLeCTB:
I — xanuaaap; 2 — nojgaua XOJOJHOH BOAbL;
3 — K BaKyyMHOMy Hacocy [Fieser L. F.,
Williamson K., Organic Experiments, Heath,
Lexington/MA 1979, p. 381]

Mepeconka neb6orvuux koaudecrs (o1 10 Mr g0 2 r) ocylUecTB-
JsieTcsl B criennadbHOM npuGope. Ero nmpHmeHeHHe 1no3Bo/isieT yMeHb-
IIMTh MOTEPH BellecTBa NpH neperotke (puc. 1.3.2/11).

MopsaoK BHMONHEHHS ONepanuit
(Hanetb 3amuTHee OUKH!)

[Mepen Hawasom paGoThl NPOBEPSIIOT HAAEKHOCTb (FePMETHUHOCTD)
npubopa. .

BeuiectBo nomenaloT B KOGy U BCTABJSIOT KepH C KalHJJISPOM.

CucTeMy BaKyyMHPYIOT, HarpeBaloT, yOexK1alTcsl B CTaGHIbHOCTH
BAKYYMa Ha OCHOBAHHH TOKa3aHHi MaHOMeETpA.

[To oKOHYaHWM TEPEroHKH BBIKIIOUAIOT HArpes, AAlOT npuGopy
OCTBITb H MEJJIeHHO MOAAIOT BO3AYyX B TIpHOGOp.

[Tpu neperonke B atMocgepe HHEPTHOTO ra3a MPUGOP HECKOJIbKO
pa3 BaKyyMHpyIOT, a 3aTeM 3aNOJHAIOT ero HHepTHbIM rasom (aso-
TOM, aproHOM, [BYOKHCBIO yIJ€poja). '

Uctounnku ownbox

[TpuGop HerepMeTHUeH, TAK KaK LWIH(BL 3arpA3HeHbl WJH HENpa-
BHJbLHO CMa3aHbl (MOCJ€ HAHECEHHsI CMa3kKH WHG A0JKeH ObiTb
npospauvet).

TemnepaTypa KuneHHs BellleCTBa C/AMLIKOM HH3Kasi (Temmepartypa
KHMEHUs] BEllecTBA MPH HOPMAJbHOM [AaBJEHHHM [0JXKHA ObiTb He
uuxke 150 °C).
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Odopmaenue pesyantatos — cm. pasi. 3.1.2.
O6nacts npumeHenns

[leperonka BelIeCTB ¢ TeMmmepaTypoll Kunenus - Bbime 150 °C.
Ileperonka BeileCTB, pasjiaratollUXcsi NPH NPOCTOH NeperoHke.
Ileperonka B aTmoc(epe HHepPTHOro rasa.

BUBJIMOTPA®UYECKUI CITUCOK — cm. pasa. 1.3.1.
1.3.3. MEPEFOHKA B [TPOTHBOTOKE.
(PEKTHOHKALLHA)

PektH(}ukauneil HasbiBaeTcsl mpouecc NEPEroHKH, NMPH KOTOPOM
YacTb KOHJeHCATa HaXOAHTCA B [IOCTOSHHOM KOHTaKTe C Iapamu
BElIECTBA, B Pe3yJbTaTe YETO MEXKAY HHMH yCTAHABJIHBAETCS PABHO-

* BE€CHe. Hpu 3TOM YylaeTcsd pa3fiejiuTh BellleCTBA € OU€Hb 6JIU3KUMHU

TeMINnepaTypamMu KHIIEHHA.

PHU3HYECKHE OCHOBB!I METOAA

[TpuHUMD OpPOTHBOTOUHOW MEPEroHKW HATJsSAHO I[0Ka3aH Ha
auarpamme Kunesust (puc. 1.3.3/1) Ha npumepe cMeCH IIHKJIOTEKCAH —
Toayos. Tlo nuarpaMme MOXKHO ONpefesHTb TEMIEPATYPY KHIEHHS
CMecH 1. .1l060M COOTHOLIEHHH O6GOMX KoMMoHeHTOB. Hampuwmep,
cMech, cojep:kaiias 25% uMkaorekcana u 75% Tosayosa (aauml
MOJIbHbIE MPOUEHTHI), HMeeT TeMnepatypy kuneuus 100 °C (Touka A),
B TO BPEMS KaK Napbl 3TOH CMeCH MpH TOH e TeMneparype cojepKaT
57% uukaorekcaHa (Touka B). DT0 MakcMMaJbHOE pa3je/eHHe,
KOTOPOrO MOXHO JOCTHYb IPH MNOMOWIM OObIYHOH mneperoHkHd. [lis
NoJyueHUs] YHCTOrO LHKJIOreKcana tpeGyercss MHOTOKPATHOE MOBTOpe-
HHe neperoHkH. Ec/u Temepb CKoHieHCHpOBaTh napbl B Touke B, To
N0JIy4aloT XHAKOCTb coctaBa C, kortopasi kumut npu 90 °C. Ecam
IIEPETOHATh KOHAEHCAT cocTaBa C, TO B napoBoi (aze AOJIA LHUKJIO-
rekcaHa coerasHT 85% (Touka D). [TocsenosaTenbHOe MHOFOKpaTHOe
MOBTOpeHHe 3TOro npoitecca (Toukn F, F u T. 1.) oCyluecTBJSETCS B
peKTH(pHKAIMOHHON KoJIoHKe. [IpH paBHOBECHOH AHCTHJSIIMH

] / 7 Zd
Puc. 1.3.3/1. InarpamMa KHNEHHS CMecH 1
LHMKJIOTEKCAH — TOJYOJI: 100 100
I — naposas ¢dasa; 2 — xuikass (pasa; Ha ocu S |2
abclLHee B BepXxHeH CTPOKe — cO/lep KaHue UHKJIO- N
reKcaHa B CMeCH; B HHXKHeHl CTpoKe — conep- 90 7 90
XKauue Toayosaa B cMecu [Fieser [. F., William- (F
son K., Organic Experiments, Heath, Lexington/
MA 1979, p. 17] 0 80
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Puc. 1.3.3/2. Tpaduk nist onpejesieHHs YHCNa TEOPETHYECKHX TapPeaoK 7, HeoOXOIH-
MOTO LISl Pa3sfe/IeHHN BellecTB ¢ pasHbiMH AT

Puc. “1.3.3/3. Perucrpauusi fponecca peKTHOHKALHM XOPOLIO pasiedsiolleics
TpeXKOMnoneHTHon cMecH (m;— o6beM JHCTHIATA; CTYNEHH HA Tpaduke COOTBeT-
CTBYIOT TEMIEPAType KHIIEHHsI H TojyyaeMoMy 00bemy KaX0ro KOMIOHEHTa cMecH)

(cM. pasa. 1.3.1 u 1.3.2) mpoucXonAT TONbKO OXHOKPATHOE HCHape-
HHe W KOHJEeHCalMs BeulecTna.

¢ (PeKTHBHOCTb TaKHX KOJOHOK OMHCHIBAETCH YHCJIOM TEODETH-
YeCKHX Tape]OK W 3aBHCHT OT [WIOLIAJAHM KOHTAaKTa MeXAYy ABYMsI
¢azamu. UHCI0 TeOpeTHUYECKHX TapeJIOK MPHMEPHO COOTBETCTBYET
YHCAY TIPOCTHIX MEPEroHOK, HeoOXOAMMBIX S JOGCTHIXKEHHS TOrO Xe
a¢ddekta pa3fesieHus, KOTOPbIH NOCTHraeTcsl NEPErOHKOH Ha PeKTH-
(dhuKalMOHHOH KOJIOHKe. Y CJI0BHeM BHICOKOH 3(p(PeKTHBHOCTH PEKTHPH-
Kallud siBsgetcsi 6osiee HHTEHCHBHBIM Macco- U Te0o6MeH, 6Jaroaaps
KOTOPOMY MOJXeT JOCTHIraThCsi paBHOBECHE MeXAy NMapoBOH H XKHI-
Ko#t ¢dazamu. Hucno HeOGXOAMMBIX TEOPETHYECKHX TapesoK AJs [o-
Jy4YeHHsi IHCTHJJISITA C TIpEeJebHbIM colaep:KaHueM npumeced 1%
3aBHCHMOCTH OT Pa3HOCTH TOYEK KHINEHHS KOMIOHEHTOB MOXHO Ollpe-
neanTh 1o rpaguky (puc. 1.3.3/2). Fpacux na puc. 1.3.3/3 namoctpu-
pyeT cayuaid Xopollero pasjesneHHsi KOMIIOHEHTOB CMeCH.

Mpu6opn

Jasi npoBeneHusi npouecca peKTH(PHKALMH HCIOJb3yeTcsl CTaH-
dapTHblii npubop mns mneperoHku (cM. puc. 1.3.1/4 u 1.3.2/4),
ONHAKC MEXAY KPYIJIOZOHHOMH KoJIGOH H HacaiKoH MOMEIAOT peKTu-
Purayuonnyro korouky (puc. 1.3.3/4), Heo6XOAUMYIO ISl YBEJHUEHHUS
NOBEPXHOCTH KOHTAKTa MapPOB C XKHIKOCTHIO. '

B na6opaTopusix uallle BCEro UCHOJNB3YIOT KOJOHKY Burpe (cm.
puc. 1.3.3/4). Ona npexncraeaser co6o#l e/ouHblll nefierMaTop Bbl-
coroit 20—30 cM, noMelleHHbI! B CTEKJASAHHYIO TPYOKY («py6ailKys).
[TpocrpaHcTBO Mexty 06euMH Tpy6KaMH BaKyyMHPOBAHO, YTO CMOCOG-
CTBYET Jiyulllefi TErJOW30JsAUUH KOJNOHKH. PasjeneHde B KOJIOHKax
BEAYT B aAHabaTHYECKHX YCJIOBHSIX, MO3TOMY YacTO [OTOJHHTENLHO
«pyGalliky» H30JHDPYIOT TAKHMH MaTepHajaMM, KaK aJIoMHHHEBas

Qosnbra uau acbectosbifi wHyp. Kosonka Burpe npumensercss mnpu -
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Puc. 1.3.3/4. Craupaprusiii npu-
60p AJ  MpOBEAEHHA 1pouecca
pekTHHKALHH

Pa3HOCTH TeMIlepaTyp Kuile-
Hua 15-—20 °C. Tlpn mensn-
el pasHHIE TeMiieparyp
KHIEHUSI HCIOJAB3YIOT KO-
JOHKH CO CcHelHaJbHbIMH
HaMOJHUTEIAMH UJIH KOJIOH-
KU crelHaJsbHOH KOHCTPYK-
uuH. PassinyHble THIBL pek-
TH(PUKALHOHHBIX KOJOHOK U
HamnoJHuTeN el (TakuX, Ha-
npumep, kKak koJbla Pa-
imura)  u3ofpaKeHbl Ha
puc. 1.3.3/5. °

s peKTHdHKATIHH
TaKxXKe HCHOJIb3VIOT KOAOH-
KU cneyuaabHoll KOHCTpYK-
yuu (TaK HasblBaeMble KO-
JIOHKH C Bpamamieidcsa o6mMorkoit) (puc. 1.3.3/6), koTopbie: cocTOST
M3 JJIMHHBIX, BEPTHKAJbHO PacIONOXKEHHBIX TPYOOK, HUMEIUIHX MO
BCEH [JIMHE JIEHTOUHYIO OGMOTKY M3 CTaJH, IJIATHHBI WJIH TedJoHa.
Bo Bpemsi neperoHkM JseHTO4Has OGMOTKa GbicTpo Bpauaercst (o
3000 o6/mun). Takam nyTem NOCTHraercss nepeMelldBaHHe HapOB,
yTo obecrneunBaeT HHTEHCHBHBIH Macco- U TelJooOGMEH.

Mopsnok paGorh
KoJIoOHKY 3anoJHsIloT Hacafkol B BEepPTHKAJIbHOM IIOJIOXKEHHH.
PekTHdpuKaLHIO NPOBOAAT NPAKTHYECKH TaK e, KaK OOBIYHYIO
neperodky (cm. pasa. 1.3.1). Bo Bpems: neperoHku Hesb3st JONMycKaTh
CJAHIIKOM CHJBHOTO HarpeBa, 4ToObl H30eXaTh TaK HAa3bIBAEMOTO
«3axJe0blBAHHSA» KOJOHKH.

HUcTouHnkH omHbOK
HenpaBuiabHo BBIGpaH THN KOJOHKH.
TloBbilieHUE TeMnepaTypbl KHINEHHA H3-3a pasrepmemsauuu KO-
JIOHKH.
HQYIIOBJIETBOPHTeJleaﬂ H30JAHHUA KOJOHKH.
O6aacts NpUMEHEHHST

Pasnenenne u ouMcTKa BelIeCTB ¢ pasHUlled- B TeMmmeparypax
kuneHusa medee 40 °C.
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Puc. 1.3.3/5. Buabl pekrHdHKaULHOHHBIX KOJOHOK M HAacafok (KoJbua Pamura)
[Diamond P. S., Laboratory Techniques in Organic Chemistry, Butterworths,
London 1966, p. 81, 82]

HcnonbsaoBalne B Tex cayudasix, korpa o6bluHas neperodika He
NPHBOAHUT K YIAOBJNETBOPUTEJbHLIM pE3YyJIbTaTaM.

BUBJIMOTPAOHUUECKHUH CIHUCOK — cm. pasa. 1.3.1.
1.3.4. MEPEFOHKA C BOJASHBIM NAPOM

[Tpouecc ocyluecTBiasieTcs IyTeM MpPONYCKaHHs BOJASIHOrO mnapa
Yyepes HArpeTylo CYyCNeH3UI0 (3MYJIbCHIO) LieJeBOro BEUIECTBA B BOJE H
NpHMeEHsIeTCsl /151 eperoHKH HepacTBOPHMBIX B BOJE H BbICOKOKHIIS-
U(HX BEUIeCTB IIPH HOPMAaJbHOM [AaBJeHHH U TeMmmepatype He
poize 100 °C.

PH3HUECKHE OCHOBH MeTOAA

[leperoHka ¢ BOAsiHbIM MapoMm sBJfeTcs ocobbiM cjyyaeM nepe-
rOHKH a3zeorpona. MeTon OCHOBaH Ha CJIOXKEHHH [aBJEHHS Napos
KomioHeHToB. OOliee naB/jeHde p GUHADHOH CMecH NpeaCTaBJseT
co60 CyMMYy naBjieHH# NapoB O60HX KOMIIOHEHTOB — pi H pa:

p=pi+ps.

Cwmechb meperoHsercs NpH TeMIepaTtype, NPH KOTOPOH CyMMapHOE
JaBjesne 060HX KOMIOHEHTOB paBHO aTtMocdepHomy. Temneparypa
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Puc. 1.3.3/6. Cxema KOMOHKH ¢ Bpaliapileiics obmorkoit (Otto Tritz GmbH,
Hofheim): :
1 — Motop; 2 — repmoMmerp; § — BaKyyMupoBaHHam pybawka; 4 — ppaulamwwascs o6MoTKa
(redion); 5 — o6paTHBIH XOJNORHIBHHK;, 6 — 3aNMHPAIOIMKA KJAnaH; 7 — K BaKyyMHOMY
Hacocy; & — TPexxOROBOW KpaH; 9 — cCMeHHple NPHeMHHKH; [0 — neperonnasi Konba; [/ —
Kanwuisap
KHIIEHH A rereporeHHoﬁ CMECH JIEXKHT HHXKE TeMINepaTypbl KHIEHHS
OTlIEJIbeIX" KOMIIOHEHTOB, B TO BpeMs KaK TeMIlepaTtypa KHIIEHHHA
F'OMOT€HHOH CMECH HaXOIHTCH -MeXKIY TEMNEPATYPAMH KHIICHHUS OT-
JeJIbHbIX KOMMNOHEHTOB. TakHMm 06p330M BOJAOHEPACTBODHUMbBIC HJIH
CJIaﬁopaCTBOpPIMbIe B BOJE BellecTBa CTAaHOBATCH JETYYHUMH T[pH
TEMMepaTypax HHXKe HX TEMIIEPATYP KHNEHUA U MOTYT 6bITH BblI€JEHBI
[IpH TIOMOIUH MEPErOHKH C BOASAHLIM NAapOM.
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D heKTHBHOCTb METOJ1a MOKHO MPOAEMOHCTPUPOBATD HA IIPHUMeEpe
pasfesneHusl cMecH 2- M 4-HHTPO(EHOJIOB, KOTOpble HE YAaercst pas-
JeJUTh APYTHMH MeTOAAaMH. PasiuyHOe MoJoKeHHe THIAPOKCHIbHBIK
rpynn B 060MX H30Mepax BeldeT K pa3J/IHuMAM B HX CBOWCTBAX.

O6GpasoBanue BHYTPHMOJIEKYJSIPHOM  BOZOPOJHOH  CBSI3H B
OpTO-H30Mepe MOBBILIAET €ro JMeTyyecTh C BOASAHBIM APOM, TOTAA KAK
ofpa3oBaHHe MeXMOJEKYJISAPHBIX BOAOPOAHBIX CBSI3€H B napa-u3o-
Mepe yMeHblllaeT ero JieTyyecTb ¢ BOASIHBIM [apoM.

:0: :0;
e 1+
N\- . N O
SO ENeR
O/H H—0 )
2 -HuTpodieHos 4-HurpogeHos

OTHOleHHEe MOJIbHBIX JOJIEl KOMIOHEHTOB AMCTHJLISITA IIPOMNOP-
LLHOHAJIbHO OTHOIIEHHIO AaBJIEHHS MapoB OGOHX KOMIIOHEHTOB:

ni/ne=p/pa,

rue n; U flg — MOJIbHBIE JOJH KOMIMOHEHTOB [ u 2.

Ha npakTHke OYHCTKA BeLIECTB JaHHbIM MeToAOM Tpebyer 6oJb-
IIero KOJHYECTBA BOAbl [0 CPABHEHHIO € PACCUHTAHHBIM, TaK KaK

paBHOBECHE npeanoJaraer MNOoJHYI0 HeCMeUHBaceMOCTb 060HX KOM-

NOHEHTOB, a 3TOT CJAyudall BcTpeuaeTcsl KpaHHe pelKo.

BewecTBa, crnoco6Hble MEPEroHATbCS C MapaMu BOABI, NpHHAajJe-
XKaT, KaK NMPaBWIo, K CJAeLyOLUM KlaccaM: apOMaTHUeCKHEe M aJjiM-
dbatHuecKHe yrieBOAOPOIb, TajJoreHoyrJaeBoA0POAbl, CIIUPThI, AJIbje-
TUAbl, KETOHbI, HEHACHILUEHHBIE COeHHEHHSI.

Mpubopu

Tunuyebif 1puGOp /15l IEPErOHKHU C BOASIHbIM napom (pruc. 1.3.4/1)
COCTOHT M3 MaporeHepatopa ¢ MepHOH Tpy6KOH, OTBOAHOH TPyOKH
AJA mojauyd mapa u coO6cTBEHHO meperoHHoro annapara. Hacanka
TonKHHA CHMMKAeT BEPOSITHOCTb Mepefpoca B XOJOAMJIbHHK TBEDAbIX
BELECTB WM XHAKOH ¢hbasbl.

JlJisi neperoHKH NOJYyMHKPOKOJHYECTB BEILLeCTB MCIIOJNb3yeTCs cle-
uxanbHb# npuGop (puc. 1.3.4/2). '

TNopanok paGorni

[Tpexjae Bcero oONpenefsiior JeTy4yecTb BeIeCTBa C BOASHBIM
napoum. s storo 0,5—1 ma (uau r) o6pasua HarpeBawT 10 KUIIEHHS]
¢ 2—3 MJ1 BOIbl B NMPOGHpPKE C OXJIaXKAAEMbIM NaJblUeM (H/IH COeMH-
HEeHHOH cO BTOpPOH MNpo6HpKOH, oxsaaxaaeMol abiom). [TomyrHenug
KOHJEHCATa CBHAETENBCTBYET O JIETYYeCTH BeILeCTBA ¢ BOASIHBIM Na-
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Puc. 1.3.4/1. CranaapTrbti npu6op /A NEPEroHKH ¢ BOASAHBIM napom:

! — naporetepartop; 2 — Tpy6ka (IA% BbIPaBHHBAHMs AaBAeHHs); J — OGBOAHAS Tpy6Ka
(A1 H3MepeHHst ypoBHS BOAB); 4 — INIAHT C 32MKHMOM; 5 — nosywka lonkuua; 6 — nepe-
rOHHAA Konba; 7 — mpueMHas Koaba

pom. Jlyuuwie xe NOMBITaTbCA NPOBECTH NEPErOHKY B npubope pasi
NMOJYMHKPOKOIHYECTB (cM. pHe. 1.3.4/2).

BeutectBo nomemator B Koiby ¢ BOgoH (B COOTHOLIEHHH 1:1),
3anoJIHAA KOJI6y MPHMEPHO HAMOJIOBHHY.

Harpepaior naporenepartop u Koa6y; 1o JOCTHXKEHHH NOCTOSIHHOIO
NOTOKa Mapa NpeKkpaulalT HarpeB Koalbl, TaK KaK Tenja MOABOMH-
MOTO Hapa AOCTATOYHO AJISI NEepPEeroHKH. ‘

Ilo okoHUaHHH NMepPETOHKH OTCOeIHHAIOT NapOTeHepaTop OT KOJGHI,
NpeABApPHTEJbHO OTKIIOYHB HArpes.

ﬂPIC;FHJIJIHT NEPEHOCAT B [JE/IHTEJbHYIO BOPOHKY, pa3ieisior
BEPXHHH H HHXKHHH CJ/IOM; eCJIH BellecTBa CMELIMBAIOTCH ¢ BOLOH WJH
06pasyioT cTaGH/IbHbIE 3MYJIbCHH, TO HX BBLAEASIOT METOIOM 3KCTpak-
uvd (cM. pasnm. }.4), @ CyCHeH3HH OT(U/IbTPOBLIBAIOT HA BOpPOHKE.

Opranuuecknil C/10#, coaepxalluil LeeBol IPOAYKT, BLICYUIH-
BAIOT, paCTBOPHTE]b YNapHBAOT B Bakyyme (cM. pasa. 1.3.2).

O6aacte npumenenns

Bhuienenne, pasjesenne M OUHMCTKZ BewlecTB, MJAOXO pactBopi-
MBIX HJIH HEPACTBOPHMBIX B BOJIE, HO B TO JKe BPEMS JIETYUHX C NapaMH
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Puc. 1.3.4/2. Tlpu6op aas nepero;:!m
HOJYMHKPOKOJHYECTB BELLeCTB C BO-
AsHBIM Napom:
| — nopymka [onkuHa; 2 — ﬂpOG?)Ka
¢ Bopoit; 3 — mpo6upKa ¢ BEIIECTPOM;
4 — X0J04UNbHUK; 5 — NpHeMHas k@106a

BOJbl (OCOGEHHO MOJIe3HO B C/lyuae BhICOKOKHMSILIMX H TepMoJ1abHIb-

HBIX BELLECTB, HAarpumep 3PuUpHbIX Macen).
U3GupatennHas meperoHKka W3 cMecedl BellecTB, JIETyyux C na-

paMH BOJbI.

BUBJTUOTPAGUUECKHUH CITHCOK — cm. pasa. 1.3.1.
1.4. 3KCTPAKH HA

1.4.1. 3KCTPATHPOBAHHE TBEP/bIX BEMIECTB H )XHIAKOCTEH

DKcTpakuMedl Ha3plBaeTcsi NpPOLECC HM3BJICUEHHA NP MOMOLLH

PACTBOPUTENS OT/E/bHBIX KOMIIOHEHTOB CJIOXKHOH CMECH. [1pu pabote ¢
TBEpABIMH 06pa3lUaMi (TOHKOH3MEeNbUeHHbIM OPOIIKOM) HCNONb3YIOT
Pa3JHYHYIO0 PACTBOPHMOCTD OT/E/IbHbIX KOMIIOHEHTOB CMECH, NMPH IKCT-
paKUMH H3 pacTBOpa — Pa3/MYHOE pacrnpenejeHue KOMIOHEHTOB
CMecH B [IBYX HECMEIUHBAIOMMXCH XHUIKOCTAX.

P u3nuecKHe OCHOBB METOAA

PacnpeneJIeHHe BellleCTB B JBYX HECMELIHBAIOIKXCH KHIKOCTAX
ONHCbIBAETCHA 3aKOHOM pacnpeneeHus HepHCTai

C:/Cu=K,

rﬁe C, — KOHUEHTpalUMsA BellecTBa B BepxHeid (Gounee nerko#t) aze; C, — KOH-
ueHTpauusi BelllecTBa B HHXHell (Gosee Tsxkesoh) dase; K — xo3dpduunent pac-
npeneseHus. .
CoraacHo 3akoHy HepHcra, oTHOUIeHHe KOHUEHTpalthii BellecTsa,
pacTBOpPEHHOIo . B JABYX HeCMeLHHBaK)LU.HXCﬂ,U HO Haxoasiiiuxcd B
paBHOBECHHM XKHAKHX (aszax, NpH MOCTOSIHHOM Temmeparype He 3a-
BHCHT OT HMX abcCOJIOTHBbIX KOJHUYECTB H, CJA€L0BaTe/]bHO, SIBJIAAETCA
BeJIMUHHON MOCTOSIHHON (KO3 duuuesT pacnpeiesenuss K). ItoT
3aKOH co0JilofaeTcl TOJbKO B HA€aNbHbIX YCJA0OBHAX (HEBblCOKH’e
KOHLEHTpAallHH, OJIHHAKOBOE arperaTHoe COCTOSIHHE MOJIEKYJI BELLECTB
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o6eux ¢asax). Ha npakruke o phinoJiHsI€TCS JHILb C ONpejeJeH-
aoﬁ CTENEeHbI0 NPHUOJIHKEHHS.

OKcTpakuus nporekaer 6Ge3 ocjoHEHHH B TOM cjyvae, Korjia
lid/leBOoe BEIECTBO XOPOLUO PAcCTBOpPsiETCS B ONHOM pacTBOpHTene, a
CO[IYTCTBYIOLIHE IPUMECH PACTBOPSIIOTCS NPEHMYILECTBEHHO B APYTOM
pagrsopHuTese. B 3aBHCHMOCTH OT TOro, H3BJEKAETCS JIH BELIECTBO
U3 DKHIKOHM MM W3 TBepAOH ¢a3bl, pas3/iHuaioT ¥ CHOcoObl BHINOJHE-
HHs, 3kcTpakuuH. OObIUBYIO 3KCTPAKUMIO BELUECTBA H3 XKUIKOH (asbl
HCMDJIb3YIOT, Korjaa KoagduuueHT pacnpefenenus >>100. B stom
cillyfiae BeleCTBO' MPAKTHYECKH LEIHKOM MEpPeXONHT B 3KCTPAreHT B
pe3y/ibTaTe OJHOKPATHOH 3KCTpakuuu. 3[echb BMOJIHE TOAXOAHMT OIlle-
pauHsi «BCTpsiXHBaHHE» (B NEJHUTENbHON BOPOHKE WJH ammnapare AJs
BcrpAxuBaHus). Koraa xosdduuuedt pacnpenenenus K<< 100,
npocTas 3KCTPaKLUHA yKe HelloCTaTOUHO 3¢ (ekTHBHA, B 3TOM ciaydae
npouecc NpOBOAAT MHOIOKPATHO, HCMIOJb3Yysl Ka)KAblA pas 4uCThIH
skcTparedT. Ecau mpolecc 3KCTpakudd HeoO6XOAMMO MOBTOPHTH He-
CKOJIbKO pas, Le/secoo6pa3Ho HCHOJb30BaTh ChelidaJibHble npHGOpHI
IUISl HeNpepbiBHOH 3KCTPaKIHH.

Ha npakruke uamie Bcero NpHXOAMTCS MMETh A0 CO CMECSIMH,
KOMIIOHEHTbl KOTOPbIX HMEIOT OJHM3KYIl0 pacTBOPHMOCTb (6JH3KHe
KO3(ppHUHeHThl pacnpefeneHHsi). Yem wenbllle pasivuyanTcs HX
KO3(p(PHIHEHTHl pacrnpefeNeHHs], TeM TpylHee Da3jeJHTb 3TH Bellle-
CTBA MyTeM BBIMOJHEHUST OOBIYHOTO «BCTPSIXUBAHHSA», TAK KAK KaXKAbLH
pas OypeT MPOHCXOJAMTb JHULIb HeGOJblHOe o6oralleHHe 3KCTpaKra
OJlHUM BEILECTBOM MO OTHOLIEHHI0 K ApyroMy. BoamoxHOCTH pas-
JleJIeHHs1 JIBYX BellecTB onpejessercs pasinuueM Ko3pdHIHEeHTOB
pacnpenesneHusi. Mepoil BO3MOXKHOCTH paslieieHHst [BYX BELIECTRB
CJYXKHUT (PaKTop pasieseHus: .

B=K,/Ka,
rie scerda B=1.

JBa BellecTBa yIOB/IETBOPHTENBHO Pa3fiedslOTCs BCTPAXHBAHUHEM
TOJLKO B TOM cayudae, ecad f>=100. Has paspenenus cmeceil ¢
p<<100 HeO6XOAHMO MHOTOKpPaTHOE [OBTOPEHHE omepalnud (cM.
pasa. 1.4.2).

[1pu q060M criocoGe 3KCTPAKLMU MPOLeCC pacrpenesieHus Beile-
CTBAa NpOTeKaeT JHIIb Ha rpaHule ¢as, M, CAEN0BATEJNBHO, IIH
JOCTHXKEHHSI DPABHOBECHOFO COCTOSIHHSL Heo6XoAHMO 06ecneuyuTh
MaKCHMAaJbHYIO MJOWAAb KOHTAKTa. /51 3TOro xuikue ¢pasbl BCTPS-
XUBAIOT HJHM MPOMNYCKalOT 4epe3 MOPUCTYIO MJIACTHHKY, a TBepibie

.OﬁpaS[lbI nepen 3KCTpaKU.PIEIL;I H3MeJIbYal0T B TOHKHH [IOPOLUOK.

Bosabluas njomanb KoHTakta ABYX a3 xapakTepHa AJs pachpeje-
JUTeNbHOH xpomatorpacduu (cM. pasa. 2.1.2). OgHako 3TOT MeToj
NPUMEHSIOT YCNELWHO JHIUb AIST pasfeseHus] HeGOJbIIHX KOJHYECTH
BelllecTBa.
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Hpubopnl
3xcrpazuposanue Teepdbix 06pasyos

AkcTparupoBaHue NpoOBOAAT B annapare Cokcaera (puc. 1.4.1/1,a).
JKCTparnpoBaHHe BeNYT JETKOKHNAWHMMH paCTBOPHTENAMH ?Ha-
npumep; NeTpoJeiHbM 3QHPOM, AUXIOPMETAHOM, YeThIPEXXJOPHUTBIM
yIJIepoioM HJH aLeTOHOM), KOTOpbie Harpesaior B KPYTJIOLORHOH
Koa6e 10 KuneHHsl (s/ekTpuueckas Oausl, necuanas 6ansi). Ilapnl
NPOXOAAT uepe3 OTBOAHYIO TPYOKY / B XOJOAH/BHHK HOumpora rae
KoHJeHCHpYIoTcsi. KoHieHcaT cTeKaeT BO BKJIbIlLl — MAaTpoH H3
¢uabTpoBasibHOA Gymard (B anmnapare Cokcaiera) uJH Ha TOPHCTYIO
niacTHHKy (B Tpy6ke Tuse), rae HaxoaHuTCs 3KCTparupyembii
o6paseu. [1pn oMbiBaHHH 0Gpasla pacTBOPHTEEM ocyuiecTBasercs
cOGCTBEHHO SKCTPAKIHst PACTBOPHMbIX KOMIIOHeHTOB. [1pH 31OM 06beM
xuakoctv B annapate Cokciera yBeJHUHBaeTcsi 10 TeX NOp, TOoKa
BEpPXHHH ypOBEeHb He [OCTHraer neperu6a cJAHBHOA TPYOKH, mocae
Yero JKHAKOCTb C/AHBAETCsl W3 HAcalkH BMecTe C 3KCTparupyembiM
peiectBoM. Heo6xoauMo, 4To6b! BepXHHH YPOBEHb BK/a1bIIA (maTpo-
Ha) Ha HECKOJIbKO MHJJIMMETPOB NpeBbiilia neperu6 CJAHBHOH TPYOKY,
TaK KaK B MPOTHBHOM CJyyae BO3MOXHO BbIMbIBaHHE SKCTparupye-
Moro marepHana npu cause. Ha mpaktuke 3KCTparipoBaHue Tpo-
BOJSAT B NMEPHOJMUYECKOM pexuMe.

SKcTpakilks NJ10X0 paCTBOPHMBIX BEILECTB IPOBOAMTCSA B annapare
CokcJeTa CreldanbHOll KOHCTDYKUHM — annapare OAsl 20pA4ec0
skcrpazuposanus (cM. puc. 1.4.1/1). Ot amnapata Cokcaera OH
OTJHUAeTcs] HaJHUHeM TaK Ha3biBaeMoil «pyGallku», N0 KOTOPOH noj-
HUMAIOTCS Napbl pacTBOpUTes. Takum 06pasom, o6pasell BCE BpeMs
oMmbiBaeTcst mapamu pactBopute/isi. CpolicTBa BbIGPAHHONO PaCTBOPH-
TeJisl ONpeNeNsioT TeMIepaTypy, PH KOTOPOH MPOHCXOLHT SKCTPAKUAS.

HenpepbiBHoe 3KCTparMpoBaHue [POBOAAT B rpybre Tunre
(puc. 1.4.1/2). B xozme npouecca uepes JABYXMO3ULHOHHBIA KpaH
oT6HpaloT Npoby (HAanpHuMep, JJisi dHA/H3a WJH € LEIbIo COXpaHeHus
TepMOJAGUABHBIX BELLECTB).

Akcrpazuposanue sudkocrel

SKCTpardpoBaHue IPOBOAAT B 0eAUTeAbHOU BOPOHKE. Boponky
3aMOJHAIOT Ha 2/3 ee o6bema. [1pH 3TOM !/ 06'beMa XKUAKOCTH COCTAB-
asieT pacTBopuTenb — 3KcTparedt. Hanpumep, 200 mJa pactBOpa Be-
wectBa (06biuno B Bode) ¥ 100 ma pacrBoputesss — IKCTpareuTa,
coctapasioie B cymme 300 M, OJKHBI BCTPSAXHBATBCA B AEJH-
tefbHOR BOpoHKe o6beMom 500 mia. .

[Ipy HCTOAB30BAHHM JIETKONETYUHX H JIETKOBOCMH/IAMEHSIOUINXCH
pacTBOpHTesel NH3TUNOBOrO 3¢pupa, sTHIaNETATA, 6enzona BOIHM3H
MecTa HpoBejeHusi paboT He JO/KHbI HAXOAUTbCS FOPEJIKH ¢ OTKPBITHIM
[JlaMeHeM HJH BKJIOUEHHBle HarpeBaTe/bHble npubopbl. Tak Kak -He-
KOTOpble PacTBOPHTEJH K TOMY K€ TOKCHUHbI WJIH SIB/ISIOTCS KaHUEPO-
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Puc. 1.4.1/1. TIpuGopsl 411 3KCTPATHPOBAIILS TBEPABIX BELLECTR:

a — annapart ( Ta; — an a —
apar okcnera; 6 annapar AJasi 1opA4ero 3KCTPAardpoBaHUA; 8 annapar aas
IKCTPArupoBaHua HeBOJIbLUIMX KOJHYEeCTB BewecTs; | — o6BOjHAS pybka; 2 — cauBHas
y 5
Tpy6ka

Puc. 1.4.1/2. Tlpu6op aasa 3kcTpaknuu ¢ Tpy6koit Thie # pasnuuHBIMH BKJIAABILAMH:

a — TOPHUCTHIH CTEKJIAHHDIK q)HJIpr IJI TBEPAbIX BELLECTB,; 6 — BKJIAMLIIH AJIs1 3KCTpaKU KU
pacTtsopa GoJsiee NerkuM DACTBOPHUTENEM, 8 — BKJIAAbIWIH AJS 3KCTPAKLHU pactBopa 6oJiee
THAMXKEJNbIM pacTBOpUTeNEM

reHaMH, paboraTb HeOOXOAHMO MPH.BKJIOUYEHHOH BLITSXKHOH BEHTH-
JALHY B BBITSKHOM HKady.

Ecin kosd¢uumueHT pacnpeenenns nenesoro pewectsa K<<20
SKCTPAKUHIO NPOBOASAT B HENPEPLIBHOM pPeXKHME METOIOM 6ap60Ta>Ka,
B sTOM ciyuae ueseBoe BelECTBO MOKET ObITh npoaxmparnposand
HeGoMbIIMM 06beMOM pacTBOpHUTe/si. B 3aBHCHMOCTH OT NJIOTHOCTH
HCHOJ/Ib3YyeMbIX pacTBOpUTENeH NPUMEHSIOT 6apboTeps. Pa3NHUHOTO
tana (puc. 1.4.1/2,6 u 1.4.1/3). PactBoputesb HenpephiBHO
ucnapsiercsi B KPYTJIOLOHHOM. KoJIGe (3/1eKTpHYECKas MM TecuaHas
6aHs) u KOHIeHCHPYeTCsl B XOJ0AH/IbHHKe [lumpoTa. Konaencat npo-

4*
51



H

A\

a 7]

Puc. 1.4.1/3. Bap6orepbl sl 3KCTParupoBaHUsA:

;8 — MHKDO-
— Gonee JerkuM pacTBopuTeneM; 6 — Gojee TAXKeEJbM DPacTBOPHTENEM; 6 T:olg -raKF;Ke
ga gorep Kyuepa — llitefinens (An9 SKCTPAKLMUH JEFKHM PACTBODHTENEM, cyﬁl-i:aog’)
P 6ap6oTepbl AHANOTHHHON KOHCTPYKLUHMHM AJI SKCTPAKUHH GoJIbIUAX O

XO[HUT Yepe3 MOPHUCTYIO MJIACTHHKY, B BHJE MENKHX Kare/eK 6a§3g11”$—[
pyeT uepes SKCTparWpyemblii pactBop, oGoraimasck pacmopETC;I ’
KOMIIOHEHTaMH, H uepe3 CJIHBHYIO TPyOKy BHOBb BO3Bpallla

KOAGY. Nopapok paborn

Jkcrpasuposanue Teepdbix 06pasyos. Pa6ora c agn:ugi;%n;
CoxcjieTa HecJoXXHa H TpebyeT TOJBKO OCTOPOXKHOIO 00p
C SKCTPAKTOPOM NpH cOOpKe H pvas6op1<e annapara. wae sxcrpar-
kcTpaeuposanue acudkocreid. B mpocredwem ciy ta
poBaHHE W3 PacTBOpa NMPOBOAST B NEJIHTEJbHOH BOPOH écxoanuMH
KpaH genutesbHOH BOPOHKH HeoGX0JUMO CMa3aTbh H croTbKI
KaMIsIMH PacTBOPHTEJS [l 3KCTPAKLUHHK UK BOLBI, HO H .

CMaSKy P10)828 U.IJIHCDOB B JAHHOM CJlydae HCIOJb30BaTb HE PEKOMEH- -

JyeTcsi, TaK Kak OHa OyieT pacTBOPATLCH B opraﬂnqgc;;zﬁlegigz

BOpHTE/Ne M TEM CaMbiM 3arpsi3HfiTb PacTBOP LeJ€BOr uectpa.
TTocJe 3an0/HeHHs BOPOHKK BEpPXHee ropJio 3aKpbiBaioT ng OKoit 1

BOPOHKY Jierko BCTpsixuBaioT. [Ipu 5ToM 0GBIYHO B BOPOHKE BO3

h2

Puc. 1.4.1/4. BeicymnBanue OPTraHHYeCKUX pacTBOPHTeJEH
(GHABTPOBaHHEM uepe3 CiION ocyuiuTens

HeGOJIbIIOe H3GHITOUHOR JaBJEHHe MAapOB PacTBO-
putens. last ynaneHds napoB pacTBOPHTEJS
BOPOHKY TepPEeBOPAaYHBAIOT CJIHMBOM BBEPX H
ME/LIEHHO OTKPBIBAIOT KpaH, NpPH 3TOM BTOPOM
PYKO# YHepXKHBAIOT NPOO6Ky. Kpan sakpsiBaror,
BODOHKY BCTPAXHBAIOT B TeueHHE | MHR M BHOBb
MOBTOPAIOT ONEPALHIO yJaseHHs MapoB.

Hast paspenennst $has BCTaBASIOT BOPOHKY B
KOJIbLIO IUTATHBA, BBITACKHBAIOT NPOGKY H OCTaB-
JISIIOT BOPOHKY B MOKO€ [0 TNOJIHOTO Pacc/i0eHHs
¢pas. )

HuxHiolo dasy ocropoxno caupaor uepes
KpaH, BEPXHIOI (asy c/MBAIOT yepes ropjo BO-
POHKH. o

DKCTparupoBaHue MOBTOPSIOT TPHKIBL. 3aTeM
0GbelUHEHHbIE OPIraHHYECKHE IKCTPAKTH HE MEHee
TPeX pas npOMbIBAIOT BOAOH, KOHTPONHpPYsl 3Hauenne pH.

Opranuyeckyio $asy BhICYUIHBAIOT, MeJIEHHO nponyckasi uyepes
CJIOH Cy/nb(aTa HaTPHs MM APYrOro OCYLIMTENs, NOMEILLEHHOro B
BOPOHKY LJIsi 06bl4HOrO dunbTpoBanus (puc. 1.4.1/4). PactBop BHI-
TEKAET U3 3aKPLITOH CBEPXy AEJHTENbHOH BOPOHKH B 34MOJIHEHHbIH
ocywHTeneM GUABTD A0 TeX MOp, MoKa KOHEll BODOHKH He OKa3bi-
BAETCs HUXXE YPOBHS XHAKOCTH Ha (PHUIBTPE; B 3TOT MOMEHT PacTBOp
pEeKpaillaeT nocTynarb Ha GuIbTp. Kak TOIbKO ypoBeHb KHAKOCTH Ha
(HIBTPE NMOHM3NTCA W BO3AYX MONAmeT B LeJHTENbHYI0 BOPOHKY,
PacTBOp CHOBa HAYHHAET BbITEKATh Ha QUbLTP. [Tpouecc nosropsercs
NEPHONHUECKH, NMOKA BCS1 XKHAKOCTb HE OTQHJBTPYETCS M OJHOBPEMEH-
HO He BBICYWIHTCA. B KoHLe mnpouecca ocyuwuTesb 0653aTebHO
IPOMBIBAIOT HYMCTHIM OPraHHMYECKHM pacTBODHTENEM BO H36exaHHe
AOBOJLHO 3HAYHTE/IbHBIX NOTEPh 11eJ€BOr0 BellecTBa 3a CyeT aacop6-
LHH ero ocyuureneM. PacTBoputens ynapusaiot Ha poTopHOM Henapu-
TE€, OCTATOK OYMLIAIOT MYTeM MEPeroHKH, KPHUCTANIH3ALUK. WJH
xpomarorpagpuu.

Cnod
ocywumens

HcTounukn omnbok
ITpu skcrpazuposanuu
Beicokue norepu sewecrsa B npouecce BCTPSAXHBAHHA C PACTBOPH-
TeNsIMH. PexoMeHaauuu: MHOrokpaTHoe BCTPSIXUBaHHe ¢ HEGONbLIMMHU
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MOPUHSIMH PACTBOPHUTENS sddexTHBHEE, UeM OJIHOKpaTHas 3KCTPaK-
E
TBOPUTEJS ™.
Wsi GoJbIUAM OObEMOM pac ) _
" JlauTeNbHOE PACCAOCHHE MPH GJIU3KOH MJIOTHOCTH ¢das. Pekgnég:
JAllMK:; ecM opraHHyeckast ¢asa Jjierye Bolbl, B BOAHYIO a3y ﬂbl e
ASIIOT XJOPUI HaTpHsi, €cy opraxHueckas (asa TtaAKesee BOAbI,
4CTBOPHTEJEM. _
caeayer pa36aBHTh UMCTBIM P .
’ 110y6pagosaﬂue 5MyJbcuil. PexoMeHnjaluH: NENHTEIbHYIO ui%ﬁi?{lc()}e,
3aTeM €€ BbiAepXHBAWT A

OCTODOJKHO TOKa4yHuBaloT, a

BpeMpﬂ C LeJIbI0 JY4lIero paccjoenusi; HHOTIA ¢asbl paccianBawTCs

BCIO CMECh.
6hICcTpee, ecild OT(HILTPOBATH .
H%Bxilmenﬂoe H36bITOUHOE jaBjieHHe B JEJHTEJbHOH B%p(();;se.
Bosuukaet 3a cdeT Boiaejenus COo, ecau BO(ILHyK% Kl;?::%;?;])mamng
o H
HYIO lleJouHyo (Kap0bo
IPOMBITL COJOH  HJH BOL i
ngTBop) kucgoroii. Pekomenjaunu: BOPOHKY OCT(;I;?[)(})([:[[O(‘I;C‘T?I(?():(JIB
TOSIHMM H C OTKPBITBIM K s
BalOT B lIepEBEPHYTOM COC " AT
it He¥ JIOTbl (OCHOBAHUsA), y6eauB P

[OJIHOM HelTpaJu3aLUnH KHC :
iennu Boigesensi COq, KpaH 3aKphIBAIOT U MpOJOJKAIOT BCTPSAXHU

BaHHE.

Ipu 6apboruposanuu

[1pu 5KCTPAKIHH PAacTBOPHTEJNEM MEHblIed MJOTHOCTH ypo%iﬂub
HUKHEll (asbl JOJIKeH HAXOJHUTbCS HHAKE YPOBHS CMBHOM Tpé};emé
TaK Kak npu- HarpesaHud asbl yBeqMUMBAIOTCA B O |

uc. 1.4.1/4,a). )

(® Ipu SKCTPAKUMH PACTBOPHTENEM GObluel MIOTHOCTH gﬂa;:}gi
BHOCST OCTATOUHbIH O6BEM 3KCTparewta, a 3aTeM [pHOaB

3KcTparupyembiit pactsop (pHc. 1.4.1/4,6).

' O6aacTb NPHMEHEHHS

SKCTpaKU.I/IH BellecTs W3 TBEPAbIX OpFaHquCKI/lX U HEOpraHu-

YeCKUX CMECeH. ) o
DKCTPAKLHMs BEIIECTB W3 OPTraHHYecKHX JKUIKocTell BOJOH (HJH

nao6opot) npu o6paboTKe NPOAYKTOB CHHTE3A HJIM TIPH TIOJArOTOBKE
06pa3loB M1 KOJHUECTBEHHOr0 aHalusa.

BUBJIUOTPAGUYECKUN CIHCOK — cM. pasi. 1.4.2.

i aCTBOPH-

* [IpedMyLLECTBO MHOTOKDATHOH SKCTpaKUMH He6OAbLIHMH nopuvz)m:ngﬂ ! Bgﬂe

renst ObLACHAETCS CAELYIONIMM 00pa3oM: JONYCTAM, BEWECTBO pACTE 1% o
¢ KoHueHtpamueir 1 MOJb/J, a B OPraHHYECKOM pactBopuTesie — B p

SKClPaKLUlH /1000- Ecau

' aTHoi
aBUT '/io, MOCHAE TPEXKp U
P or0 MpobecTH « bIM 06bEMOM OpPraHHUeCKOH
BMECTO 3TOTO NMPOBECTH OJMH pa3 3KCTPaKUHIO q:gsgkg;i;; 1 obLewon BI()IeFO o
usl B BOJHOM 20 0
a3bl, TO KOHEUHasi KOHLEHTpaL o fu o
(El)cxozfnoﬁ M HbIMH CJIOBAMH, TPEXKPATHAs! SKCTPAKLMS HeGOJbUHMH MOPLH

cayuae 6biia 66l B 33 ‘pasza addekrunnee.
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. 1.4.2. MHOTOCTYMEHYATOE PACNPELEJIEHHE

MHorocTyneHuaTblM  pacrpegesieHHeM — Ha3blBAeTCsA. [MPOLECe
3KCTPaKLUHH C MHOTOKPATHOH M aBTOMaTHYecKOH 3ameHoi ¢a3. Hau-
Gonee H3BECTHBIM BAapHAHTOM MHOTOCTYEHUYATON 3KCTPAKIHH SIB-
JisieTcsl MPOTHBOTOYHOE pacnpepesenne no Kpefiry.

PH3HYECKHE OCHOBMH mMerona

OG6bluHast 3KCTPAKUHA MMeeT CMbICJ JHIUb B TOM cjyyae, eciu
le/1eBOe BELIeCTBO HAMHOrO Jydllle pacTBopsieTcsl B OAHOH (base
no cpasHenuio ¢ Apyroid. Ilpu stom HemocTarouno, uTo6Hl LegeBOE
BELIECTBO HMeJIO BbICOKHH KO3(¢pHuuHueHT pacnpegenenns. Kospou-
LHEeHTHl pacnpejeeHnst NpuMecei AO/KHBI 3HAUHTEIbHO OTJIHYATbCS
OT KO3(@HULIHEHTa pacnpefe/eHHs] LEJEBOTO BeILECTBA, MJS TOTO,
uroGbl  obecneyuBascs BBICOKHH (aktop pasaenedus p>10
(cM. pasg. 1.4.1).

Ecau <10, npo6aemy pasjesenusi pewaloT npu NOMOLIH MHOTO-
CTYNEHYaTOH SKCTPAKUHMH: OJHOKDPATHOE W3BJEYEHHE MOBTOPSIOT He-
CKOJIbKO' pa3 MOCPEACTBOM CMEILeHHs BepxHeH M HuxHed (as mpyr
OTHOCHTeNbHO Apyra. Buauase skcrpareHT (06GbuHO 3TO BepXHssi (a-
3a) KOHTAKTHPYeT ¢ HHXKHeH ¢a3oil (uacTHuHOE H3BJICUeHHE), TI0C]e
Uero MepeHOCHTCS BO BTOPYIO siueHKy, Fle BCTYNAeT B KOHTaKT CO
cBexeH nopuueid HuxHeH (asbl; COOTBETCTBEHHO HHXKHAA (asa B
MepBOH siuefike BCTyNaeT B KOHTAKT CO CBEXeH NOplHel BepxHei
¢asel. OnHOKpaTHAsSt IKCTPAKILHSI H MHOFOKDPATHOE pacrpeieseHue Ha-
XOJSITCHA, B TAKOM K€ COOTHOLLEHHH, KaK OOLIUHAs EPETOHKA W PEKTH-
bukauks B KosoHKax (cM. pasa. 1.3). -

Pa3paGorano MHOXeCTBO BapHAHTOB NPOTHBOTOUHOIO pacnpeje-
Jedns. OIHH M3 HHX OCHOBAaHBl Ha NpPHHLHNE CTYNEHYAaTOTO Mepe-
Hoca a3 («pacnpenenende no Kpeiiry»), apyrue — Ha npunuumne He-
npepuiBHOro nepexoca ¢as («pacnpesenenue no O’Kudy»). Hexoanasn
CMECh MOXKET MOJIHOCTBIO 3arpyXaTbCi B CHCTEMY B Haudaje IMpo-

; Hecca MM 106aBJASITLCA 110 YACTAM [IPH BBITIOJIHEHHH KaKJAOro LHKJIA.

Ha puc. 1.4.2/1 npeacrasiieHbl pe3ynbTaThl pacnpeneieHus sele-
CTBa foc/le 8 LHK/OB, MPHYEM PACTBOPHMOCTb BewlecTBa B BepXHeil
W HUXHeH ¢asax omuuakoa (K=1). [paduk pacnpesesnenus
CHMMETPHYEH, U NPH JOCTATOUHO GOJBLIOM HYHCJE LHKJIOB (n—>00)
OH NpuoGpeTaeT BHA rayccoBoit KpuBoi. PaccuuTanHble KpuBbie pac-
npeneneHnss nByx BewectB ¢ K=3 u K='/3 usobpaxenn Ha
puc. 1.4.2/2. DxcnepumenTalbHasi KpUBAsA paclpefencHHst COBNanaeT |
C CyMMapHOH KPHBOH, MONY4YEHHO!H NPH CIOXKEHHH 3THX ABYX rpadu-
KoB. B nannom cayyae B=9, 1. e. 06a BewecTBa A0CTATOUHO X0OpoLlo
pasfessiioTcsl Npu NpOBeLeHHH 8 LHKJIOB.

Pacuer pacnpenenenns no Kpeiiry menee Tpynoemok, uem pacuer
pacnpenesenns no O'Kudy. o naHHBIM 5KCepHMeHTANbHOH KpH-
BOH pacrpeie/ieHHsl MOXKHO BLIYHCJHTE KO3(hULHEHT pacnpeenenus
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Puc. 1.4.2/1. Tpaduk pacnpenesnenus peltecTBa (KOJHUECTBO BEIIECTBA

o K=1» n=8; rMaKC=4)

Puc. 1.4.2/2. Kpupble pacnpefeerns:
THPHAA JIHHAS — BELLECTBA C Ky;=3; cnJjouu-

1 B
= /3, OYHK
T Cwoct B Sonx e K /d‘ } yTeM CJIOXKEHHHA KPHBbBIX HHAMBHAYaJbHbIX

onyuaercs I
_ cmecu oboux BewtecTs (I
Has JHHHA A,

HTOB CMECH MO MpHOIHKeHHOH dopmy.e:
K= (rh|aKC+015)/(n’—rMaK(‘+075)1

HOMEP SUeiKd ¢ MaKCHMa/jbHOH

OTJA€eJbHbIX KOMIIOHE

eHHA, Tuakc —
rae K — x03dOUIHEHT pacrnpenen ;
KOHLEHTpAllHel BElUleCTBa; A — YHCAO UUKIOB.
: O:
B cayuae, ecid KO3 ULUHEHTDI pacrnpejeJieHus H3BeCTHble, ﬁ;}ggm
1) paccunTaTth MOJOXKEHHE MHKA [eseBOro BellecTBa noca

upc/ia LAK/IOB [0 MPUOTHKEHHOR popmyJe:
rMaKC=nK/(K+1);

2) mo tabauuam [2] onpede/nTb KOJHUYECTBA BEILECTBA icgilﬁiﬁ
syelike Npu JIIOObIX 3HAYEHHAX K 1ocje n UHKIOB, T. €. P
rpauk pacnpeieetns;
3) cpaBHHMTb pacCUMTaHH
npenenenusi. Ecau 06a rpa
HOCTb TOFO, UTO HCCTe0BaTE1b HME
HO, 4TOGBI ABa BellecTBa HMeH UACHTHHHbI
JleJIeHHs].

[lo nanHbiM TabJl.
06XOUMO BBIMOJNHHTb, 4TOObI TpH
pasjiesieHns B LOCTHYD, HANpHMED,

bili H 3KCMEPHMEHTaNbHbIH rpaguki pac-
d¥Ka TOUHO COBIIALAIOT, TO BEJIHKA BEPOAT-
eT uncToe BelllecTBO. MasoBeposT-
e Ko3((pHLMEeHTD! pacrpe-

1.4.2/1 MOXHO OLEHHTb, CKOJbKO LUKJOB He-
onpe/eJIeHHOM 3HaueHHH (paxropa
999%-ro usu 90%-ro pasaeneHus.

NpuGops

i Ha
Henpepuigroe - pacnpedesenue. [Tpu6op, nsoépamiﬁ:lélTu Ja
puc. 1.4.2/3, no3poJisieT BbIIOJIHATL KaK HeMpepbIBHYIO, Ta y
HIO.
yaTylo NPOTHBOTOUHYIO SKCTpakKLl )
}}I(OJIOpHKa s pacciauBanus a3 COCTOMT U3 MHO(})KeBCI;Ir)?(ibIOI\:H
NenbHbIX fueek. SluefikH OTAeNAIOTCA APYT OTQJﬂpy;anngémeHHbIe /
1 1. MewaJjiku U3 tedaona, ]
TedAOHOBBIMH NepPeropoikam >
Ka(fmyxo SueilKy, 3aKpeIlIeHbl Ha Bafly, POXoAsileMy BAOMb Bcedl K
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Tabauya 1.4.2/1. Baaumocsase mexdy paxropom pasderenusn P,
HUCAOM pABOHUX UUKAO8 U 8bLXO00M LEACBO2O B8eLiecTsa

Yucano paéo'mx UHKJIOB APH PA3AUUYHOM BBIXOJI¢ OUHILEHHOrO He1eB0ro BelllecTsa, %

p

99.7 99,0 97.5, 95,0 90,0 80,0 70,0 60,0 50,0
11,0 22
10,0 24
9, 27 21
8,0 30 24 21
7,0 35 28 24 21
6,0 49 33 28 25 21
5,0 53 42 36 32 27 22
4,5 61 48 41 - 36 31 25 . 21
4.0 72 57 49 43 37 29 25 21 .
3.5 89 70 60 53 45 36 31 26 22
3,0 116 92 79 70 59 48 40 34 29
2,7 143 113 97 86 73 59 49 42 36
2.4 185 146 126 111 94 76 64 55 46
2,2 229 181 155 137 17 94 79 67 57
2,0 292 230 198 175 149 120 101 86 72
1.9 346 274 236 208 177 142 119 102 87
1,8 413 326 281 248 211 169 143 121 103
1,7 508 401 345 305 259 208 175 149 127
1.6 649 512 441 389 331~ 266 224 191 162
1.5 872 689 593 523 445 357 301 256 218
1.4 1268 1096 867 760 - 646 520 436 372 317
1,3 2023 1804 1428 1253 1064 857 722 615 523
1.2 4286 3741 2961 2598 2206 1777 1495 1274 1083
11

15652 13700 10841 9509 8078 6504 5473 4662 3966

Jjouku. [Ipu nosoporte Baja neperopoikd OZHOBPEMEHHO NOBOpAuM-
BAlOTCsl H siyeHKH OTKphiBaloTcsl. Takum ob6pasom ocyulecTsasieTcs
nepeHoc ¢as. BeulecTBa MonaoTcs B KOMOHKY fIpH MOMOLUK MeMOpaH-
HOTO Hacoca.

Crynenuaroe pacnpedesenue no Kpetey. B siueiikax, u3o6paxen-
HbIX Ha puc. 1.4.2/4, BBINOAHAIOTCA YeTblpe paGouue onepaiuu: nepe-
‘MellMBaHHe (BCTPSIXHBaHHeE), yCTAHOBJEHHE PABHOBECHS, pacc/anBa-
Hue (a3, nepeHoc BepxHed (asbl. CekUHH siueeK COEJHHEHBl MEXKIY
co6oil ‘TepnoHOBLIM 1L1aHroM. Kakpasi siueiika umeeT npobKy co
ctepuueckHM mHdoM ¢ 3axumoM. Koraa siuefiky HaXosTCS B MOJO-
XKEHHH, H300paXKEeHHOM Ha PUCYHKe, BePXHSIl M HHXKHAS (asbl pac-
noJsaralTcsi B OCHOBHBIX (pafouux) Tpy6Kax H NepemeurnBaHuHe
OCYULECTBJISIETCS MOKAUHBAHUEM BOJb IPOAOJbHON OCH (HampaBJenue
ABHXKEHHS MOKasaHo cTpenkoi). [locne paspenenuss das Tpy6ku
NPHUBOJATCS B BEPTHKAJbHOE TOJIOXKEHHe, HHXKHAS (as3a NpU 3TOM
ocraercst B pabouedl TpyGke, a BepxHAsi (asa nepeHoOCHTCs B TNPoO-
MeXYTOUHyl0 TpyOKY. [Tocse Bo3BpalleHHss CHCTEMbl B TOPH3OHTAaJb-
HOe TOoJI0XKeHHe BepXHssi (hasa neperekaeT B COCEAHIOI SIYEHKY
(1a puc. 1.4.2/4 caeBa nanpaso).

B 3aBHCHMOCTH OT yHc/a siueek B MPUGOPE BO3MOMKHO NPOBEEHHE
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Puc. 1.4.2/4. Cexuua sueek AN NPOTHBOTOY-
noro pacnpenenenns {Labortec, Bubendori/
Schweiz):
| — HanpaBieHHe NepeMelleHns BepxHefl ¢assl “(nq
geny sueek); 2 — MPOMEXKYTOUHAA Kamepa AUEHKH,
3 — och Bpaiulenus; 4 — pafouasi Kamepa sueHkH

Puc. 1.4.2/3. TlpuGop mis HEMPepbiBHO# H CTyﬂquiiTOi'{ APOTHBOTOUHON ?KCTpa“l;ul;l(l:i
{ — rosomka aan paccamsnes ¢as 2 uenopanil BN Sy OO ResTn
or 70 no 280 uukaos. Yxcao pabouuX WHMK/IOB MOXKHO ysegx;:{:;z,
OTGHPAst TOJBKO BEPXHIOW a3y HiH paforasi B LHK/JIHYECKOM P o -
Pa6oTa B LMKJIHYECKOM PEXHMe [eecoo06pa3Ha B Tex ciaydasX, nmﬁu
pa3sjlefieHHIO TOJABEPraioTcsi BellecTsa C He6ONbILUMH 3Ha:e:1<ouo-
¢akTOpoB pasieseHus, NpU SToM AOCTHTaercs SHallPlTe.HbHaeﬁ o
MHSI PACTBOPHTE/ISl 0 CPABHEHHIO C METOOM .oT60opa ?Iepxéu . ac:
EwmkocTth npubopa ofpesienaercs Oé‘bel:'dOM siveek. Hau gn lopmm
NpoCTpaHeHbl Aueilki ¢ 06beMaMn BEPXHEH H HHKHEH (ba63 er:mM"cpa3
50 mai. B saGopaTopun OGBIUHO HCMOJBb3YIOT SUCHKH € OUH M e
no 2 mi. CoBpeMeHHble TPHOOPHI OCHALLEHB! ABYMSt psma]vg[ e .
KOTOpble MOTYT Pacnojaratbesi He TOJBKO Ipyr noj npy;i T(:ax(noﬁ
napaJ/JjieibHO Ha OJHOM YypOBHE. Takum 06pa3oMm, €MKOC

YCTAHOBKH YJBaUBACTCH.

HonroToBka 3KcnepuMenTa (BuGOp CHCTEMb ¢$a3)

OCHOBHBIM 'ycioBHeM 3(h(EKTHBHOTO pasie/eHus ﬂBJmeTcao;IIEli;
BUJbHbIH RHI60P CHCTeMbl pacTBopuTesieil. [IpHMEHsTh MOXKHO T bko
TaKMe paciBOPHTENH, KOTOpble IUIOXO CMEIIHBAIOTCH APYT c ﬁp);l ™
(cM. pasi.4). UacTo HCHOJb3YIOT MHOTOKOMNOHEHTHbIE cmeg I;HC?IO-
yem gobaBjeHre KHCAOT UK OCHOBAHHH (nanpumep, YKCyCHO Heno-
Thl WIH aMMHaKa) B 3HAUMTEJbHOH CTENEHH BJWSET HA PacTBOPH:

MOCTb HOHHBIX coefuHeHu#l B ofeux ¢asax.
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B npensaputesibHOM onbiTe He6OMBLINOE KOMMYECTBO BelECTBA
(Mr) BCTPAXMBAOT B MPOGHpKe ¢ BHIOPAHHBIMH PACTBOPUTENSMH
(mo 1 ma Kaxao# (asbl), mocse yero ONPeLENSAIOT KOHLEHTPaLHIO
BellecTBa B 06eMx ¢asax. [as 3TOro CylecTBYET HECKOJNbKO Me-
TOJOB: .

TOHKOCJIOHHas xpomartorpadus (cm. pasa. 2.2.2); MeTo] 0co6eHHO
NIPHTOEH NIPH aHaju3e cMeceil; .

noryioulenue B Y®-obaactu cnekrpa (cm. pasa. 3.4.1), onpenene-
HHE KO3 (HIHEHTa 3KCTHHKLUHH MPH XapaKTePHCTHUECKHX JJIHHAEX
BOJIH; O6/1aCTH IIOLJIOLUEHHST KOMIIOHEHTOB CMECH He AO0JKHbI 3aMeTHO
NepeKpbIBATbCH;

ynmapuBaHHe o6edx (a3; gaeT TOUHOE MpejacTaB/ieHHe 06 ofliem
KOJIHUeCTBE BeLUeCTBA B KaXA0H (ase, 0JHAKO He MO3BOJISAET MOJY-
YHTb HHMKAkOH HHGpOpMaUUH O pacOpeieseHHH OTAE/JbHbLIX KOMIIO-
HEHTOB.

Ha ocHoBaHHH MOJIyYeHHBIX AaHHBIX O KOHLEHTPALMH BEeLEeCTB B
Kaxao#d (ase paccyuTHIBAOT K03DDHLHEHT pacnpeneseHHs (cM.
pasn. 1.4.1). MsmeHenne cocraBa (a3 NpoBOAST, HCXOAS M3 JAHHBIX
3JII00TPOTIHOTO psiaa (cM. pasf. 4.1), a TakXke PYKOBOACTBYSCh CJle-
AYIOLUIUMH OOIHMH TMOJIOXKEHHAMMU: :

nofo06HOe pacTBoOpseTcs B NMOJAOGHOM, T. €. XOpOLIed pacTBOPH-
MOCTH cJielyeT O0XH[1aTh, KOTAa pacTBOPHUTEb H pasjiessieMble
BeltecTBa OJH3KH 110 CBOUM XHMHUECKHM CBOHCTBAM;

Gosiblliasi pasHMLA MJIOTHOCTEH BepxHel M HHXKHel (a3 crocob-
CTBYeT GbICTPOMY DACCJOEHHIO, UTO MO3BOJAET 3HAUMTENBHO. CIKOHO-
MHTb BpeMs;

He cjelyeT NPHMEHSTh CMeCH pacTBODUTeNEH, CKJAOHHBbIX K 06-
Pa30BAHHIO 3MYJbCHH;

HH3KHE TEMIIEPATYPbl KMIIEHUS] PACTBOPHTE/ el MO3BOJASIOT yrnapH-
BaTb pacTBOPhl B 60Jiee MATKHX YCJIOBHSX.

Mopsixok paorw

3anonHAT eMKOCTb WM CcKAsiHKy Mapuorra (puc. 1.4.2/5)
HHXKHed (a3oi. B aBTOMaTHuecKOM pexxHMe BHOCAT HUKHIOW (asy B
AYedKU npubopa, NpHYeM CKJIsIHKa MapuoTra AOJKHa ObITh IUIOTHO
3akpnita cBepxy. [locne Toro Kak uHcC/O LMKJIOB BIABOE [PEBLICHT
YHCJIO siYeeK, Bce siUeHKH OKa3blBAOTCS OAMHAKOBO 3aMNOJHEHHBIMH
HHXKHeH da3soil.

3ano/iHAIOT 3aNacHYI0 eMKOCTb BepXHeH (ha30il H NPOBOAAT OKOJI0
10 uMkja0OB pacnpejeneHus. '

PactsopsiioT uccnienyemyo cMecb B paBHOM 0o6beMe BepxHell H
HUXKHeR (a3 (caenyer u3beraTb CJAHIIKOM KOHUEHTPHPOBAHHBIX Pact-
BOPOB, TaK KaK B 3TOM CJy4ae MOXET H3MEHUTbCH OO6beMHOEe COOT-
HouleHHe ¢asl). .

Onopo:KHAIOT MNHMNETKOH HJAH BOLOCTPYHHBIM HACOCOM SIYEHKH
(nauuHas ¢ Ne 3), npegHasHaueHHble O/ BHECEHHS HCXOAHOMH
CMecCH.
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Puc. 1.4.2/5. Annapat ajsi npoTH-
BOTOYHOrO  pacnpejiesienns (1o
Kpeiiry):

1 — eMKOCTb AJSl BEPXHeH H HHXKHeH
$ha3 (MHOrza HCMOJNb3YETCR CKJSHKA
MapnotTa); 2 — cekuUHH siveex; I —
610K ynpasJjeHnsi. (BO B3pbiB06e30-
nacHoM MCToJHeHHH); 4 -— NOAIOH

[3i0Csi1 1 1yCIbic ueldKA paBHble O6beMbl BEepXHeHd M HHXKHeH
(a3 ¢ ucxonHOM cMechio. 1/l 3TOT0 MOXHO BOCIMOJb30BATLCHA CKISTH-
KOH ¢ Jo3upyloliell HacaiKoM. :

BhINOMHAIOT OAMH UMKJA BpyuHylo. [locse 3TOro ycraHaB/aHBAIOT
peXKuM paGoTbl: HHTEHCHBHOCTb Te€peMeUIHBaHus, MPOAO/IKHTE/b-
HOCTb [epeMeIUHBaHHsA, NPOLOKHTENbHOCTb PACCAAHBAHNS U BbINOJ-
HsioT 10 UMKJIOB B aBTOMATHUECKOM peXHMe. /

[Tocae ycnewnoro BbinoJHeHHsi 10 [UKJIOB . ompelesAoT pac-
npejeneHHe KOMIOHeHTOB cMecH. [lo Ha#djeHHBIM KOHLEHTpPaUHSM
pacCUMTHIBAIOT KO3 HULUKEHT pacnpe/eennst H GaKTopbl pasjie/eHus
1JIS1 OTAE/bHbIX KOMIOHeHToB. [10 naHubiM Ta6u. 1.4.2/1 onpeneasiior
Heo6GXOAHMOe YHCJIO LHKIOB. L

[locsie BLIMOJHEHHS] HaHJEHHOTO YHC/IAa UHMKIOB OTGHpAIOT U3
Kax 108 NsATOl SYelKM MUKpOLIOpHILeM NMpoly ¥ ONpPEAesoT COCTaB
cmecH. B nepBoii N0JI0BHHE siueeK OTGHPAIOT NPO0y W3 HUKHEH dasbl,
BO BTOPO# nosioBiHe — U3 BepxHel. [To/y4eHHBIX AaRHbIX, N0 6osbluelt
YacTH, OKa3blBaeTCs JOCTATOYHO [/isi MOCTPOEHHSi OTHOCHTEJIbHO
TOYHOrO rpacduka pacrnpeieneHus.

ConepXHMOe siueek, cojepiKallee OUHMIIEHHOE LieJeBoe BEeUIeCTBO,

OTGHPAIOT OOBLIYHbIM LIMPHLEM, CXOAHbe (pPaKUHK OGBEAHHAIOT H -

NoJBEPraioT AanbHeled o6paboTke.

[Mocsie 3amoJiHeHHs CBOGOIHBIX siueeK HHXKHeH (as3oil Hepasne-
JIMBIIMECS KOMIIOHEHTHl CMECH TOABEPTalOT Aa/bHeHeMy GppaKkUHOHH -
POBAHHIO B LUKJHYeCKOM pexxume. [1pu 5TOM BepxHsis pasa U3 NOCIEN-
Hell YeHKH BHOBb HalpaBJsieTCsl B NEPBYIO sUEHKY.

[To okonuanuu paGoThl anmapar MPOMbIBAIOT aBTOMATHUYECKH.
JInsi 3TOrO 3anacHyio CKJISHKY 3alOJHSIOT aleTOHOM, 3aTeM BOLOH
C JEeTepreHTOM, JIMCTHIIHPOBAHHON BOJOK M aueroHoM. KosuuyecTso
NPOMBIBHON KHAKOCTH JOJKHO ObITb LOCTaTOYHBIM AJIS MPOBEAEHHS
20 umkaoB (d4epe3 Kaxaylo fiyediky). Bo Bpemsi mpouecca O4YHCTKH
npu6Op HenpepbiBHO Bpalllaercd, uTo obecreunBaer Gojee MOJHOE
npoMbiBaHKe cHCTeMbl. B 3aKiouenne npu6op BHICYIKWBAIOT MPH MOHHU-
)KEHHOM NAaBJIEHHH (HampuMep, ¢ MOMOLIbIO BOAOCTPYHHOTO Hacoca).
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Hctounnkn owmn6ok

. ag:JIHHKa Mapuorra 3akpeita HemoTHO WK HEBEPHO BCTaBJIEHEI
p HI, H4TO BEIET K H3MEHEHHIO oGbeMa BepXHel WEEIN
bas 3€4;H:HggbzeMMILepaTbexq)npnBonm K YACTHYHOMY CMELIHBAHHIO
.. Ecs HXKHeH ¢dasbl BO BpeMs pasje

JIEHHS CJHLIKOM

BEJIHK, TO YacTb HEMOABHKHOH ( ¢ e

HHXKHel) ¢a3bl nepeHocHTCs Me
; XaHH-
;-{li(:fﬂ, H4TO CYLIECTBEHHO CHHXKaeT 5(eKT pasienenus. Pekomenna-
s .erPIFOTOBPITb BEPXHIOIO M HHXKHIOIO (pa3bl B PaBHOM 06beMe H He-
Bempmil:;::mg NEPENL pacnpenesieHHeM elle pas nmpoBecTH ypaBHo-
- D KpaHHeM ciyyae MOIKHO B Hec
1 KOJIbKHX MecTax Lenu
goxecmgb «IOBYIIKH» [J1s1 HHAKHEH (asbl, 4TOGL! HMETb BO3MOXKHOCTD
Hgégrgggﬂgggnggcm €peJ HavyaJoM npoliecca MPOM3BOLHTH or6op
‘beMa pactBoputens. Llenecoo6
C . a3HO TakxKe
nepﬁme AYCHKH 3aMOJIHATbL TOJNBKO BepXHel (paso'g. e
asoapu ONPE/EICHHON KOHLEHTPAUHH KOMMOHEHTOB BO3MOMKHO 06- -
ﬁepwggp;eBzxynbcI;m; ToC/Ie1HME Yallle Bcero o6pasyloTcsl Ha CTanHy
) Hs. PekoMeHgauuu: B HayaJe 3K

: CNEPHMEHTA HCIIOJNb30-
ga;r; 60;1ee HH3KHE KOHUEHTPALMH BELIECTB, A/ Yero BHOCHTS obpaser
pasy B HECKOJIBKO $1Y€eK; WHTEHCHBHOCTB BCTPSIXHBAHHS CJefyeT

. YMEHbIUHTH, a NMPOOOJI2KHUTEJNBHOCTD paccaanBanusa YBEJIUYHUTL; B He-

KO
TOPBIX C/Iyvasix Uenecoo6pasHO H3MEHHTD CHCTEMY pacTBOpHTesell

Odopmaenne peayabraron

llaHIl;I!fI))l: Ha/MYHH NOCTATOYHOIO KOJIHYECTBA 3KCHEPHUMEHTANbHbIX
S aTozomHo NOCTPOHTL rpaduK pacrnpenesenus (puc. 1.4.2/6).
oepn o BH:e;ch OPAHHAT MOTYT ObITb OTJIOMKEHH: KOHUEHTpalIHSI
HEH K HHXHeH (asax; KoHlen
u . TPAllHA BelUeCTB
B , o
€PXHEeH HJIH \memen ¢asax. Jlyuwe Bcero YKasbiBaTb HeGoJbilHe

K146

1 i Il 1y
20 40 60 80 100 120 140 160 180 200 n
Puc. 1.4.2/6. Tpaguk

. pacnpeneneHssi npoLyKTOB peakilMH

€ 2,4-IMHUTPOGTOPBEH3OOM B cHeTeme MEeTaHo g0;1 H. T}fll%ciuiﬂg::uﬁx L25;0 e

1 . popm (23:7:20:10): oper
 THpoUHMuH A; 2 — N-LAHATPODEHHATHPOUMAHH A: 3 —

g;,g;lﬁl:ec(nﬂﬂﬂrpo@)eﬂun)mpoumxuu A; reMube pr)K:H _,pe‘s;ynbiZTbTieﬂHaT:l?uuupoaalj; o

KPYXKH — pe3y/ibTaTht aHa/iusa BepxHelt Oasbi [Batterby A Rsa Héi)Kl:ieH e

J. Amer. Chem. Soc. 74, 4023 (1952)) F Crag LG
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3HAUEHWS KOHLEHTpAllMH: B TepBOi TOJOBMHE sUeeK onpenessith
KOHUEHTPALHIO BELECTB B nuxuell dase, a BO BTOPOH IMOJOBHHE
siueek — B BepxHe# ¢ase.

Oco6endocTd aHajgu3a ONHCbIBAlOTCA B COTMpPOBOAHTE/IBHOH
najanncu (Jierexze). :

Jlanee B paGoueM KypHaje yKasbiBaloTCH caenyloiie JaHHbIE:
cOCTAB HJH CIOCO6 MPUroToBJieHHst (as; o6beMm (as; KOJHUUECTBO
obpasua M 0GbeMbl pepXHell M HiuxHeidl (a3, HMCIOJb3yEMBIE aas
ero pacTBOPEHHs; UMC/O LKHKJIOB; TeMnepatypa, eciM Mmpoilecc npo-
BOJMJICS HEe TPH KOMHATHOH TeMmIeparype.

[pumep odopmJIeHUs pPe3yabTaToOB JKCcIepHUMeHTa MpHBENEH Ha

puc. 1.4.2/6.

O6aacTb NPHMEHEHHS:

Pasjenedne JaGu/ibHbIX BeLIECTB CJAEIYHOLIMX KJIACCOB: &JIKa-
JNOKAbl, AHTHOHOTHKH, XHWHOHBL, Nop(pUpPHHEI, TOPMOHbI, HEHACHILUEH-
Hble YIJIeBOLOPOJibl, HYK/EHHOBbIE KHCJOTHI, fIefITHbl W TPOTEUHHL,
CTepoMfbl, BHTaMHHBI, caxapa. ‘

Pasjefenie  JerkOM30MEpPHU3YIOUIMXCs  BELLECTB (apomaru3sa-
TOPOB).

PasjesieHie HEOPraHHYeCKHX MeTalIOKOMIUIEKCOB.

BUBJUOTPAGUUECKUM CITUCOK

A. Bittel, Fllssig-Flussig-Extraktion, Ulimanns Encyklopadie der _technischen
Chemie, 3. Aufl, Bd. II/1, S. 77 ff., Urban und Schwarzenberg, Munchen 1961
E. Hecker, Verteilungsverfahren im Laboratorium, Verlag Chemie, Weinheim 1955

1.5. MEMBPAHHAS ®UJIbTPALLUS

Mem6panHasi QUAbTpALHUs (cm. pasa. 1.2, puc. 1.2/1) — npo-
LleCC CeIeKTHBHOTO BbIJE/eHH s BELleCTB IPH [IOMOLLH TOHKOCTPYKTYPH-
poBaHHbIX MeMGpaH. C ToOMOLLbIO AaBJeHHs Wiad ciaboro Bakyyma
MOJKHO MPOBOMHTb NpoLECC B HENPEPLIBHOM (nnaduabTpauys) HIH
[epUOAHUECKOM (yJIpra(pn.anpauHﬂ) pexumax.

du3nuecKHe OCHOBbHI MeTolda

[pu nuaduabTpauuu obbem pacTBopad ocTaeTcsl NOCTOAHHBIM
BCJIECTBHE HEMPEPBIBHOM NMONauH PacTBOPUTENS, B TO BPEMA KaK MpH
yabTpaduiabTpauu o6bem pacTsopa yMeHbLIaeTCsA H TaKHM 06pasoM
JloCTHTaeTcsl KOHIeHTPHPOBaHHE pacTBOpa. Ias  auadguabTpalnuy

CYLLeCTBYET cjaeayouas 3aBHCHMOCTb MEXIAY KOHHEHTpauHEﬁ H

o6bemMoM:
In (Co/Cx) = Vi/ Vo,

rae Cq — HadajibHasi KOHUEHTPALNS, C. — koHeutas Konuesrpanus; Vi— KOHEYHBIH
06beM; Vo — HaualbHbil 06BeEM.
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B ciiyyae yabTpaduabTpalnm 3aBHCHMOCTD HMEET CACAYIOLIHI BHA:
, Ce=(Vo/V;)"Co,
rae V, — o6bem nocie pasGaBieHus. )

MewmGpannasi QUAbTPALSA MPOBOAMTCS NOJ AABJECHHEM, PHYEM B
60/IbIUMHCTBE CJyYaeB H30BITOYHOE [AaBJACHHE cocraBaser 0,2—
1,6 MIla. B npouecce puabrpaiuu pacTsop Xopoilo nepemeums;;lo'r
u4TOObl HCKJIOYHTH BEPOSITHOCTb BO3HHKHOBEHHSA KOHI.leHTan.HOHHOI'/’;
NOJIAPU3ALMH, T. €. 06PA30BAHHS HA NMOBEPXHOCTH (GHABTPA BTOPHY-
Houumemépaﬂu — MOTPAHHYHOrO CJ0A ¢ 6oJiee BBICOKOH KOHUEHTpa-
LHeH aHANH3HPYEMBIX BeIIECTB. O6pa3oBanue BTOPHYHO# MeMOpaHbI
BiedeT 3a co0off H3MeHeHHe INpefenoB NPONYCKAHHA W HaCTHYHBIH
NPOCKOK LeNIeBOr0 BELeCcTBa.

'ﬂpuﬁopu

Has mem6paHHO# QHIBTPAIIHH HCIOB3YIOT TPUGOPHI, PACCUHTAH-
Hble Ha pa3/HYHble 00beMbl pabouero pacteopa: siuedku c JHCKOBBIMH
MeMOpaHaMH H BCTPOEHHBIMH MellajkaMu oObemoM 10—1000 wma
(puc. 1.5/1 u puc. 1.5/2) u suefixu ¢ MeMOpaHaMH B BHAE NOJHI
BOJIOKOH, pacCUHTaHHbIX HA o0bembl Gonee 1| s (puc. 1.5/3) IIJI);{
H3TOTOBJICHHA siYeeK IIPHMEHSIIOT HHEPTHHE MJAaCTHKH (oprc:reKJlo
noJauKap6oHaT, TedJIOH H AP.) U YACTHYHO — HEPXKABELIYIO crab.

Mem6panHble GHJILTPBH NMPEACTABJISIOT COGOH TOHKHE IUIEHKH c
MHKDOTIOPUCTHIM PabounM cjioeM, MPOHULAEMBIM M MOJAEKYJL. Onpe-
HeNeHHbIX pa3mepoB. MemOpaHbl HMeOT TyGuatyio CprKfypy c
(5)6’bEM0M nycror go 60—809% (puc. 1.5/4). MemG6panbl TOJILHHON
0—250 MKM H3roTaBAMBAIOT U3 NPOU3BOAHBIX IUEJIOJNO3bI, MOJIH-
amyja, NONMBHHUIXJIOPHIAA, NOAHCYAbGOHA H TedioHa. L{am‘e BCETO
OHH [OCTPOEHbl AaCHMMETPHUHO H COCTOST H3 BBICOKOMOPHCTOH
MOJVIOXKKH, KOTOpasi HeceT Ha ce6Ge TOHKMH pabouuil ciaoit (50—
150 Hm). y%epmuaalomaﬂ CNOCOGHOCTh MeMOpaH XapaKTepulyercs
HOMHHAJIbHOH OTceKaeMoH MonabHOH Maccoli (HOMM) (sa npaxtuke

. HeoOXOMMO yKa3plBaTh pa3mep rJo6ySPHBIX YACTUIL, YAEPKHBAEMbIX

membpaHoit). MHorza 3Ty BenuuuHy omWHGOYHO OTOMKAECTBJSIOT C

<}

Puc. 1.5/1. Cxema npuGopa mas
Mem6pannoi - punabTpaunn  {Amicon |
GmbH, Witten):

] — auefixa A GHABTPAUHH, 2 —
$uabTpaT; 3 — MarHMTHas Mewanaka; 4 —
peaykTop 6aJjoHa; 5 — mepekJiodaTesb 7
pexuma paﬁonﬂ; 6 -— pesepByap ¢ pact- =

BOpHTENEM = T

o A
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Puc. 1.5/2. KoMnaexTHb# npH-
Gop st MemGpaHHO# dUAbTPAE-
ILHA

Puc. 1.5/3. Tlpubop ans MeM-

6pauHoit (uabTpalMu Ha 0O-

JXEIX Bostoknax (Amicon GmbH,
Witten)

HowmuHaJbHbIH pa3Mep osﬂaqaeT,}{'ron(-x);\I
9 3aH
MemGpaHe YAepXHBaeTcs JHWb. 90—98% Bemecmg OXKSIOJH:HOI;’I
monbHOi Maccnl. 3Hauenne HOMM 3aBucut He T(;JI(}# ety
sja MOJIeKYJ, a TaKXK )
macchl, Ho # oT GOpMB! H 3ap UHOHNLIX
CBOMCTB MeMGpaHbl T OTHOLIEHHMIO K LEJeBOMY BELIECTBY p

pasMepoM nop MeMOpaHbl.

Puc. 1.5/4. Mem6panHbiii (@) H OObIUHBLA
(2) ¢)H.}/1prbl (Schieicher und Schull,
Dassel)

Hanpabnerue | S S
@ S S nmomora S

Y =
& 5‘;@. v,‘\fi’f\f‘
P Sy
= LISy
S S & == f/ﬁlhl
—__ e e | s .. / © S /
| §
o
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Tabauya l.-5/1. Crenenp ydepmusanus eewecrs ¢ pasiuuroimu
MOAbHOLMU Maccamu va membpane UM-10 (Fa. Amicon) (HOMM = 10%)
: npu pabouem dasasenuu 380 kfla

Mouibuas Crenenn : Moanbhas Crenenb
Beuwectso Macca, yAEpXKHBA- Beuectso Mmacca, yAep KHBA-
r-mMo/p ! Hust, % r.moap~! Husi,. %
Anaunu 89 0 [oauBuuua- 10 000 80
Tpuntodan 204 0 IHPPONHAOH
Caxaposa 342 25 K15
Pad¢unosa 594 50 Hekcrpan T 10 10 000 90
Huynuu 5 000 60 Muorno6un 18 000 95
. Xumorpuncu- 245 000 98
HOTeH :
Anb6ymun 67 000 98

AHMble B Tabaulax 3Hadenuss HOMM XapaKTePH3YIOT TJIaBHbIM 06-
pasoM MoBejieHHe CEePHUECKHX He3apsKeHHbIX MOJeKys. Bemiectsa
paBHOH WM Gonbuiell MOMLHOR Macchl, MOJIEKY.JIbl KOTOPBIX BBITSHYThI
B LJIMHY HJIE HMEIOT (POPMY CTATHCTHYECKOrO KNy6Ka, T. €. SIBJSIOTCS
MeHee KOMNAKTHEIMH, MOTYT NPOHTH CKBO3b MeMOpaHy.

B ra6a. 1.5/1 nas psina BewecTs npuBeleHbl CTeMeHH VAEPKH-
BaHust Ha Mem6pane UM-10 (Fa. Amicon), HOMM = 10* r-monb~ .
B ;1aGopartopusix ucnonbayor mem6pansl ¢ MuraMaabsoli HOMM no-
panka 10°—10° r-moab~'. O6hiunble MeMOpanHbie GUABLTPBI YCTOM-
4uBbl NpH Temnepatypax 50—120 °C, a Takke B KHC/bIX U OCHOBHBIX
cpenax npu pH ot | go 13 (taba. 1.5/2). B 3aBucumocrth OT.yCJOBHH

Tabauya 1.5/2. Cosmectumocrs membpan pasiusnvix Tunos
C OBUENPURATHIMU PACTBOPUTEAAMY

(a — HATPOLE/LTION03a; 6 — AUeTHILEATION03a; 8 — pereHepHpoBaHHas L0034,
2 — monu (terpadropsTuiien) ’

Tun Tun
Pacrsopurenb mMeMGpathl PactBoputens MemOpansi
aléle[a alé,se

Popmanbaerus + - -+
AueroHutpun — ~— + + T[auuepun + 4+ + +
BonHoamMmuauHbLi pactgop, -+ + + <+ Tekcan + 4+ + 4+
M Enkuit uarp, 6 M - — - +
Beuszon + 4+ + + Hsonponanon + 4+ + +
H3o6yranon -+ -+ + Asornas kucnora, 25%-a - . + +
Xaopodopm 4+ — 4 + Pacrsops coseit + + + +
HuxnopMeran - — =4 + XnoposogopoaHas KHCJIO- + + + +
Hustnnoswit spup + - Ta.25%-n
Humernndopmamun — — + + Ueruipexxnopuetsiit  yrae- —+ + +
YkeycHaa kuciora, 10%-a -+ + 4 pon :
Ykcycnas kucjora, 100%-1 — — — Terparunpodypan — 4
drunauerar — — 1+ + Toayon + + + +
Sranon — + + TIlepokena Bomopona + + + +
YcioBHbie 0603Hauenus:
+ — coBMecTuMa; - - OorpaHHueHHO COBMECTHMA; — -— HECOBMECTHMA.
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Puc. 1.5/5. fluyeiika Ais QUAbTPALMH Ha IMOJbIX BO-
sokHax (Spectra Por, USA):

| — cTakaHuYHK; 2 — noJble BOJOKHA; 8 M 4 — BHIXOLHbE
Tpy6KH; § — LONOJHHTE/bHbE TPYOKH

SKCIIyaTallid MeMOpaHbl MOXHO HCIOJb-
3o0Bath 10—20 pa3 6e3 3aMeTHOro U3MEHEHHUs
BOCIPOM3BOAUMOCTH pe3y/ibTatoB. B Goib-
IIHHCTBE CJayuyaeB MeMOpaHHasi (QU/IbTpaUUs
NPOBOAMTCS B BOJHOH cpele; OLHAKO Cy-
1ecTBYIOT MeMOpaHbl AJsi paGoThl B opra-
HHYECKHX PaCcTBOPHTENSX.

MemG6paHel B BH/Ie TIOJIBIX BOJIOKOH Npe-
CTaBJSIOT cO60H MyuKH MOPHCTHIX Kanuaif-
poB ¢ BHYTpeHHHM auamerpom 0,2—I1 Mmm. OuHH XapakrepHayloTcs
60JbLIOH paGoueil MOBEPXHOCTBIO, YTO MO3BOJISAET GbICTPO o6pabarbl-
BaTb 6oabluue 06beMbl pabounx pacTBopos (cM. puc. 1.5/3). Pacrop
o6pasua (puc. 1.5/5) npu nposeneHHH IHadUAbTpallud NOMEIaT
B cTakaH I, JMCTHAJIHPOBAHHAS BOAA MJH Gydep NOAAIOTCA HACOCOM
B rosble BOJOKHA 2 B YKAa3aHHOM CTpeJKaMM HanpasieHdd (OT
undpel 3 k uncdpe 4). Ilpa yabrpa@uabTpalkd B NMOJBIX BOJIOKHAX
LHPKYJHpYyeT pabouuii pacTBop, a B CTakane co6upaeTcsl PHIbTPAT.
J1onoJiHHTEIbHBIE BBOABI 5 IpejHa3HaueHbl 1Jsi 0TGOpa ¢dunbTpara.
Ilns pa6otbi ¢ HeGOnbLIUMH OGbEMaMH PacTBOPOB MPHMEHAIOTCHA

MeMOpaHEl B (hOpMe KOHHYECKHX BK/IAJbIIER B LEHTPH(PYKHbIE NPO-

6UpKH.

C memGpaHHBIMH QUABTPAMH caeayeT o6paluaThcsi KpakHe oCTo-
POXKHO, TAK KaK paGo4uil CJIOH J1erko MOBPeXKAAEeTCs. PekomeHaauHu:
HCIOJIb30BATh MUHLETH ¢ TYNBIMH KPYTJIbIMH KOHLLAMH.

[Ipu ucnonb30BaHWH MeMOpaH cllelyeT PYKOBOACTBOBATBbCS pe-
KOMeHAaLHAMH (HUpMbl-u3rotoButens. O6liIHe PEKOMEHJALUHH: MeM-
6paHy cielyerT He Menee | 4 Bhilep:KHBaTbh B JHMCTHJIHPOBAaHHOH
BOJle, MOC/€ Yero HecKOJbKO pa3 MpoMbiTh BojoH B uaike IleTpa.

YcaoBus xpanenusi: B 109 -M 3TaHo/€, KOTOPBH C/IelyeT 3aMEHATD
Kaxaple 2—4 He[elH. ’

Crepunu3alysi: BbAEPKHUBAIOT B 5% -M GopMasHHe Ui B 75%-m
yTaHosie 24 4, 3aTeM HECKOJBKO Pa3 MPOMbIBAIOT JHCTH/IMPOBAHHOM
Bofoi. BblgepxuBaiorT B asTokiase npu 120 °C B Teuenune 30 MHH.

Mem6panbl COXPAHAIOT BJAXHBIMH, TaK KakK MpH- BbICHIXaHHH
OHH TOTHAC CaJATCA.

Mopanok pa6otul

[TpuroTaBauBalOT PacTBOP BelllECTBa (pekomenpyercst 5—10%-s
KOHIIeHTPALHsi) , 3aMOJHSAIOT HM siuelKy [JIsi QUIbTPALKH, YCTAHABIIH-
BaIOT MpeJOXPAHUTENbHbIA KJlaNaH.

HarseTaioT 1aBjeHHe B AUeiiKe # BKJAIOYAIOT MATHHTHYIO MEILAJKY.
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QuabTpauuio NMPOAOKAIT A0 AOCTHXKEHHS HEOGXOLMMOH CTereHH
KOHUEHTPHPOBAHHST WJIH e [0 MOJHOTO OTCYTCTBHSl B (uibTpare
HU3KOMOJIEKYJISAPHBIX KOMIIOHEHTOB.

CilefyeT cTpOro npuiep:KuBaThcsi CIEAYIOLIETO npaBuJaa: M0Opu
AHaUIbTPALHH 06beM GUALTPATA JOJKEH MO Kpa#kHe#i mepe B 10 pas
NpeBbllIaTh 06bEM HCXOHOTO pacTBOpa.

TTocae OKOHYaHHS (DHJIbTPAUHH OTKJIIOYAIOT MeWaJKy, CHUMAOT
AaBJ/IeHHe, KOHUEHTpaT oT6upalor nunetkoi. [Ipu Goabunx o6bemax
PeKOMEHAyeTcsi OTGHPATh LeaeBOH PacTBOP B KPYIVIOAOHHYIO KOJ6Y
C MOMOLUbIO BAKYyMHOFO Hacoca.

[pu xonnuecTBeHHON 06paboTke HEOGXOAHMO OfpeJie/INTh COAep-
’KaHWe BELIECTBA B KOHUEHTparte (NyT€M B3BELIHBAHHS CYXOTo
OcTaTKa, pedpaKTOMETPHUYECKH, CMIEKTPO(GOTOMETPHYECKH) .

Hcrounnkn ownbok

C/IMLIKOM HH3Kasi CKOPOCTb QMABLTPAIMH H3-38 BHICOKOH KOHIIEHT-
PallMK HCXOLHOrO pacTBOpa HJIM H3-3a Toro, yto HOMM mem6pannl
He COOTBETCTBYET MOJIEKYJNAPHOH Macce 1eqeBOro BellecTBa.

C/IHIIKOM HH3KOe NaBJIeHHe WJH BaKyyM.

dopMa u 3apsiti MOJIEKY/ LeJNeBOro BellecTBa OTpULATENBHO

CKa3bIBAIOTCSl HA MPOHHUAEMOCTH MeMGpa 7
i 1 Hbl ((dopmupyercs npou
IOTPAHUYHBIN CJIOH) . @ p{ > PORHIE

Odopmaenne pesyabratos

B pa6ouem xypHaa 7-
€ YKas3blBalOT KOJMYECTBO BellecTBa
KOHLLEHTpaTe B I/ Wik 9. °
ok . 0 4 o
M{))mmep. Beixod 4,2 1 (82%, M>10%, meMOpaHHbIi GuALTP XY).
. HO TaKXe yKasaTb pa3Mepbl mMeMGpaHbl, 06beM pacTBopa,
06beM (HIbTPATa, NPOAOJIKHUTENLHOCTD Mpolecca.

O6aacts npuMeHeHHs

Ouncrka 6Guonosumep
) OB M CHHTETHUECKHX MOJHM -
e €pOB OT TmpH
géeccom/ma}me pacTBopoB u 3aMeHa Gydepa (cm. pasx. 2.1.5).
OHLUEHTPHPOBaHHe (HauGoJiee MSATKHA M 3HeprocGeperamlluil
crnoco6 ynaneHust pacTBOpHTeNs ).
gpaK[lHOHHpOBaHI/Ie MaKpOMOJIEKYJl (KacKaiHblH (HHJIbTD).
PHMEHEHHE B KJIMHHKAX: NOATOTOBKA AHAJNH30B, KOHUEHTPHPO-
Ban;l(e M71a3Mbl, CbIBOPOTKH, MOUH, CYCTEH3HH BHPYCOB.
mﬂﬂgggn%aﬁ CTEpHJIH3aLMs (CTepUH3YyOIlasi GUAbTPaLKs): GOb-
[ aKTepui 3ajep:kKHBaercsi Ha MemO6pa
Hax c
nop 0,2 Mkm. P eameTpon
[lo cpaBHeHuio ¢ auaju3om NpeUMyllecTBoM MeMGpaHHOH
QuIbTPALMH SBAAIOTCH BLICOKAs CKOPOCTb H 3¢ (eKTHBHOCTb NPO-
liecca, HENOCTaTKOM — BLICOKAasi CTOHMOCTb annapaTypbl
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1.6. AMAJIU3 U SJNEKTPOIHAJIU3

Jlna/in30M Ha3bIBAETCsl MpOLeCC pasjiesieHus, OCHOBAHHbIA Ha
JM(GY3UH BEUIECTB PA3JMYHOM MOJIEKYJISPHOH Maccsl uyepes noJy-
npoHHIaeMble MEMOPaHbl. DJIEKTPOAHAIH3OM HA3bIBAETCS pasieIeHHe
3apsKEHHbIX YACTHIL MPH MPOXOXKJEGHHH HX 4epes HOHOOOMEHHbIEe
MeMO6paHbl N0/ AeHCTBHEM 3JEKTPHYECKOro HOJS.

du3nueckHe OCHOBbHI METORA

[Mpouecc pasjeseHus Npd [Haln3e ONUCHIBAETCS 3aKOHOM npoy-

3un Duka:
dm/dt= —Ddc/dX,

ri€ M — KOJHYecTBO BellecTBa, Lgd@yHAMpYOILEro B eMHHILY BpeMeHH; f — Bpems
npotiecca; D.— koappuupent Audy3HK; ¢ — KOHUEHTPALHHA, X — paccrosiHue.

Koapouunenr nuddysnd D 3aBHCHT OT TIOLIANH MeM6paHbl H
ee NpOHULAaeMOCTH JJ1s1 OIpeAesIEHHOI0 BellecTBa. KoanuectBo Belue-
cTBa, IudGyHaMpyolllee yepe3 MeMGpaHy B €lMHULY BPEMEHH, IPAMO

de
. g DI

0. © . *0 U,

c
. . T

* ° o z L
Puc. 1.6/1. Cxema pa3jeneHusi Ha NOJYNPOHHUAEMBIX MeMOpaHax

Puc. 1.6/2. Pacnpesenenude BelleCTBA NPH AHaJN3E:

€\ — KOHUEHTpauus B pacTsope 06pasua; ¢ — KOHUEHTPAUHA B AHANTU3ATE; Co, Cx ‘6 K0H~l
LEHTPALlHA B TIPHMEMODPAHHOM CJ0€ N0 O6eHM CTOPOHAM MeMGpaHbl; x — TOJLIHHA MeMOpaHb
¥ npumembpanroro cios; / — obpasel; 2 — o6aacTb memGpaHbl; 3 — nHaau3at
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MPONOPLUHOHANBHO MJIOIAAY MeMGpaHbl U KOHUEHTPALMOHHOMY Ipa-
auenty (puc. 1.6/1 u 1.6/2).

Mpu6opu

B snaGoparopun aMaju3 NpoBOAAT B JHA/JH3HBIX MeLIKAX pas-
JMYHBIX {A3MEPOB, TPHIOTOBJEHHBIX M3 IMIOCKHX MeMOpaH HJH
JHaNH3HBIX TPYOBOK.

HAunanusupie TPyOKH HMEIOT C/eyIollde HapameTphbi:

[upuna, mm 10—75
Huamerp, mm 6, 16, 20, 30, 50
Huiina, M 10, 25

ITpocrediunit ananusarop usobpaxen Ha puc. 1.6/3: sgech nepe-
MellHBaHHEe PacTBOPa OCYUIECTBVISETCH NPH MOMOIHH MATHUTHOH HJH
MeXaHHYeCKo# Mellasiki. Bosee cnoxkHast ycTaHoBKa npuBeseHa Ha
puc. 1.6/4: 3necb eMKOCTb [MaJM3HBIX MEIIKOB COCTaBJSEeT OT 2 J0
200 mJ1, a eMKocTb Kamepbl — g0 10 ..

Mem6paHnbl A1 AHA/IH3a NPENCTABAAIOT cOBGOH NJEHKH U3 MOJIH-
MEDHBIX MaTepHa/oB, MPOHHUAEEMbIE ISl HHU3KOMOJIEKYJSIPHBIX Be-
LlecTB (coJiefl, aMHHOKHCJIOT, caxapoB U Ap.). OBLIUHO 3TO MJEHKH H3
aleTHILEe/MTION03bl (HanpuMep, leaiodaH), H3TOTOBJEHHblE B BHIE
TpyGouek auamerpoM ot 3 1o 50 MM H npesHa3HadeHHbIe 415 06eCCon-
BaHHA BellecTB ¢ MoJAbHON Maccoit ot 10° 10 5-10* r-momb~'.

'DJIeKTPOAMAJH3 TIPOBOIAT B NPOTOUHOM PeKHMe B COOTBETCTBHH
CO CXeMOH, npuBeseHHO# Ha puc. 1.6/5. Cxema 1a6opaToOPHOTO MpH-
6opa LJist 3JeKTPOAHaIH3a IPHBeleHa Ha puc. 1.6/6. Pacrsop o6pasua
TOMELAIOT MeXAY ABYMSI 3JEKTPOLAMH, NPOCTPAHCTBO MEXIY KOTO-
pPbIMH pa3sjaesieHo HOHOOOMEHHbIMH MeMOpaHaMu JABYX THIOB. MeM-
OpaHbl, M3TOTOBJEHHbIE H3 NOJHMEPHBIX MATEPHAJIOB (MOMUI(HPHI,
MTOJIH3TU/IEH, TOJUBHHHIXJIODUA), HECYT YaCTHIbi CHALHOIO KATHOHHTA

.

Puc. 1.6/3. Tlpubop ans anannsa (auaausatop): ) ;

MATHHTHAS MetlaaKa: 2 — CTaKaH ¢ AMCTHINHPOBAHHON BOAOH: 3 — CTEKNSAHHAN KPbIILKa;
4 — MAarHuT; § — AHAJH3HBI MelW oK

/-

Puc. 1.6/4. lnanuzaTop aist OXHOBpeMeHHON 06paGOTKH MHOXKECTBA o6pa3uoB (cucrema
: MELJEHHO BpPALLAeTCsl MPH MOMOLUH MOTOPYHKA)
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7 1

TZ TZ TZ Puc. 1.6/5. Cxema HenpepeiBHOTo
alklalkla Tpollecca 3JeKTPOAHANH3A MHTBEBON
BOALI (C LENbIO MOJYYEHHS JCHOHH-

’@ "@ ® 30BAHHOH BOJbI):
G- |6

K

I"_'A K — kaTon; A — aHOR;, K — KaTHOHOOO-
meHHas MeMOpaHa, a — aHHOHOOOMeHHas

> - mem6pana; ! — KOHUEHTPHPOBAHHBIR pa-

g
cTBOp coJeil; 2 — NeHOHM3OBaHHasl BOAA;
T T T T T 3 — nuThbeBas BOAA

3

(xaTHoHoOGMeHHaa MemOpaHa) WJIH CHJIBHOTO aHHOHUTA {aHHMOHO-
o6MeHHasi Mem6paHa). B ominuve OT MOHOOGMEHHBIX CMOJ, TIpH-
MeHsieMbiX B Xpomartorpacduu, meMOpaHbl AJIsi 3/EKTPOAMANM3A HE
HYXK/Jal0TCsl B pereHepaund. MemOpaHbl XpaHAT BO BJIAKHOM CO-
CTOSIHHH.

[pu 3/MeKTpOAHANH3€e TPOLEecC HAET OYeHb HHTEHCHBHO, UTO M03-
BOJISIET 3a KOPOTKHIA CPOK 06eccouTb GoJibliHe 06beMbl pabouero
pacTBopa. '

Mopapok paborbl

Ilnanusayio TPpyOKy HeoOXOAMMO# [JHHbE 3aBfI3bIBAIOT C OHOH
CTOPOHBI Y3JIOM WM IepPeBsi3biBaloT HUTKOH. )

[Mepen HauaioOM [MasiK3a MEIIOK BbIAEPXKHUBAIOT HE MeHee 2uB
BOJe, TOC/J€ 4Yero TILATEJIbHO MPOMBIBAIOT (cTajusi HabyXxaHus
IJEHKH ¥ yaajeHus mracrudukaTopa).

Boaxblit pacTBOp LEJIEBOLO BeLleCTBA 3alHBalOT B JHaJU3HbIH
MellIOK ¥ BXOJHO€ OTBEepPCTHE 3aBA3LIBAIOT Y3JIOM HJH [€PeBA3bIBAIOT
HHTKOH.

[pu ‘pabGore ¢ HeGOJbIIMMH OOBeMaMH Uil yBeJMUYEHHS pa-
Goueil mJOLLAAM peKoMeHAyeTcss o6a KoHLUa TPYOKH 3aKpbiTh OMJaB-
JIEHHbIMH CTEKJSIHHBIMH [1aJ0YKaAMH.

ToToBLIA MELIOK MpPUBS3bIBAIOT HATKOM (AnuHOM 5—10 cm) K
CTEKJSIHHON Majouke W MOABELIMBAIOT B cTakaHe (06beMOM 1—5 o)
(cM. puc. 1.6/3). .

Uepe3 HEKOTOpOe BpeMsi (OT OJHOTO 0 HECKOJNbKHX 4acoB) s
yBesnuueHusi 3 PeKTHBHOCTH H COKpallleHHs BpeMeHM [uanu3a 3a-
MEHSIIOT BOLY B CTaKaHe.

Puc. 1.6/6. Cxema s1a6opaTopHoro npu6o-
pa AAs MPOTOYHOrO  3JEKTPOAHAIH3a
(Berghof GmbH, Tubingen):
| — naket sueek; 2 — paGouuit pactsop;
3 — Hacoc; 4 — HCTOYHHMK NUTaAHUSA

Iua 13 BEAYT IO MCUE3HOBEHHS! B [MANH3aT€ HU3KOMOJEKYJSIp-
HbIX KOMIIOHEHTOB HJIH J0 JMOCTH}KEHHS HeOOXOAUMOH cTeneHH
OYHCTKH_(0o6wWasi NPOAOJIKHTEJIbHOCTb MpPOLECca COCTABJSIET OT He-
CKOJIbKHX 4aC0B [0 HECKOJIbKUX CYTOK).

It KOHYeCTBEHHOH OlEHKH N0C/€e OKOHYaHHsl Npolecca CoAep-
’KaHHe BelleCTBa B JMAJNH3HOM MellKe ONPeAe/siiOT B3BeLIHBAHHEM,
CHEKTPOGOTOMETPHYECKH H T. 1.

Hcrounnkn omnbok

[ToBpexnenne MeMOpaHbl (LI€JOCTHOCTb MEMGpPAHbl NPOBEPAIOT C
NIOMOILBIO KPACHTEJIEH — KOHI0 KpPacCHOro, METHJIEHOBOTrO CHHEro,
HHJIBCKOTO CHHEr0).

OnuH M3 KOHLOB QMAJTH3HOIO MELIKA MJIOXO 3aBA3aH.

Henpasu/ibHo BEIGPAHB! AHaMeTpP TPYGKH H OPHCTOCTb MEMOPaHDL.

[Tnoxoe nepemeiinBanmue. o

HpOHoI/IU.aeMOCTb MeMOpaHbl CHABHO 3aBHCHT HE TOJbKO OT MOJIe-
KyJISIDHOH Macchl, HO H OT (POPMBI K 3apsila MOJEKYJI.

Odopmaenne pesyastaros

B pa6ouem xypHaJie NPUBOAST AaHHblE O KOJHYECTBE BelllecTBa
B o6pasiue no 3aBeplIeHHH AMaju3a B r/a U B % (1m0 pesy/ibratam
B3BEIIHBAHHUSA) .

[Tpumep: Bbixoa 4,2 r (82%, M>2.10°, nuanus, mem6pana XY).

O6aactb nprMeHerus

Huanu3: pasjeneHHe HU3KO- H BBICOKOMOJIEKYJSPHBIX BEILECTB;
o6ecco/iuBaHKue P3CTBOPOB MOJMMEPOB; OUHCTKA MOJHMEPOB (GesKOB,
CHHTETHYECKHX IIOJIMMEDOB H Ap.); H3yueHHe (papMaleBTHUECKHX
npenapaToB W GHOMNOJHMEPOB B MPOLECCE HX MOJyUYeHHS.

DJIeKTPOANANH3: YA A/NeHHe COJlell H HOHOB METaJ/lJIOB H3 PacTBOPOB
(HampHmep, M3 pacTBOPOB Ge/NKOB, MOPCKOH BOIbl); KOppPeKIHs
pH pacrBopoB; KOHLEHTPHPOBaHHE PACTBOPOB 3JEKTPOJHTOB.

BUBJIMOTPAGHUYECKHHA CITHUCOK X
Houben-Weyl, Methoden der organischen Chemi i
st o ganischen emie, Bd. 1/1, S. 657, 672, Thieme,

H. Strathmann, Trennung von molekularen Mischungen mit Hilf i
Membranen, Steinkopff, Darmstadt 1979 gen mit Hille synthetischer

z;lbrllf/elisssgerger, Technique of Organic Chemistry, Vol. 3, S. 313, Interscience, New

Firmenschriften, Membranfilter und Elektrodialyse, Fa. Berghof, Tiibingen 1980

1.7. IMODPUJIU3ALLUA

JInoduansauus — MeTol BbICYLIHBAHHS [VYGOKO 3aMOPOXKEHHbBIX
06pasloB MyTeM BO3rOHKH (cy6MMAalHH) BOAbl B BaKyyMe.
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dyanueckHe OCHOBB METOAA

[MpuHuun MeTofa JHOMUALHOH CYLIKH HJIOCTPHPYET ¢daszoBan
jMarpamMma, npuBefeHHas Ha puc. 1.7/1. Ilpu Temneparype Bhille
273,16 K (0,01 °C)* Boma MOxeT CYyLIeCTBOBATH OJHOBPEMEHHO
TOIBKO B MKHAKOM H ra3oo6pasHoM cOCTOsIHMAX. Pa30Bbli Nepexol
H3 JKMAKOTO COCTOSIHMSI B rasoofpa3Hoe HasbiBaeTCsl HCIApeHHEM.
pu Temneparype Huxe 273,16 K Bona cyuiecTsyer TONbKO B TBEPLOM
M ra3006pa3HOM COCTOSIHUU. Pa30BbIH MEpexoj U3 TBEPAOro COCTOS-
HUs B ra3006pa3Hoe HasbiBaeTcst cybaumauneis. OTpesok 220—273 K
Ha KpuBo# (cM. pHc. 1.7/1) cooTBeTCTBYeT HCTHHHOMY /J@BJ/ICHHIO N1apa
npu cy6aumaiii. Bee TpH $a3oBbIX COCTOAHHA MOTYT CyUIECTBOBATDH

O/\HOBPEMEHHO TOJIbKO TpH 273,16 K, mo3TOMy 3Ty TOUKY Ha3biBalOT

«TPOMHON TOUYKOH» (KPYXKOK Ha pHC. 1.7/1). daBnenne mapoB Han
MOBEPXHOCTBIO JIbAA CHHXKAETCS MPH MaJeHHH TeMnepaTypbl H IpH
253 K (—20°C) cocrasasier Bcero 100 Ila (cm. puc. 1.7/1). llpu
yJlaJleHHH apoB BOJbI H3 MPOCTPAHCTBA HAJl MOBEPXHOCTBIO JbAA HIH
3aMOPOIKEHHOTO PACTBOPA [IPOHCXOJHT HHTEHCHBHOE HCIApeHHe Jb/a.
DTOoT npollecc COMNPOBOXKAAETCsl [OTepeH 4YacTH SHEPrHH JbIAOM, B
peaysbTaTe 4ero TeMmeparypa JibJa CHHXKAeTCsl, M Ha MPOTAKEHUH
BCero neprojia BO3TOHKH (cy6iMmanuu) obpasell ocTaercs B riy60Ko
3aMOPOXXEHHOM COCTOstHMH. TemnepaTypa o6pasiia UpH 3TOM orpele-
JIsieTcs JaBJeHHEM Mapa Halo JbAoM. LISt OCYILeCTBIIEHHs THOdHIH-
3alldd BechMa Ba)KHO, uTOGbl Ha MPOTAXKEHUW BCero mnpouecca B
YCTaHOBKE MO/ePXUBANOCH HU3KOE AaBJEHHE.
Huskoe JaBJeHHe MNOJJEPKHBAIOT MPH MOMOIIH POTAUHOHHOIO
Mac/isiHOTO Hacoca. OJHAKO 3TOT MPOLECC IKOHOMUHECKH HepeHTalbe-
JleH, TaK Kak 06pa3ylouldics BO-
2 JASIHOH nap 3aHUMAaeT CJHILKOM
RESK5—H  Goabwoit . oObeM*¥. Huau60J1ee
3¢ (EeKTHBHOH JIOBYIIKOH TapoB
BOJbI CJYXKHUT KOHIEHCATOP JIba,
MMEIOLIHI Pa3BHTYIO, CHJIBHO OX-
JIa)KAaeMyio NOBEPXHOCThb. B 3TOM
ciydyae KOHAEHCAUHsl BOJSHBIX

10*
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7 Puc. 1.7/1. ®asosas aMarpaMma CHCTeMbl
4 Jejl — BOja — BOASHOW nap:

240 260 290 310 | — tBepnan ¢asa; 2 — kuakas dasa; 3 —
20 zne rasoo6pa3uas (asa; 4 — naasienue; 5 -—
Temnepamypa, K ucnapenue;, 6 — Bo3roHka  (cyGanmaunus),

* Hpu HOpMaJIbHOM JlaBJEHHH TemnepaTypa naaBJeHUSA Jibja CcOCTaBJACT
273, 15 K (0°C).

** [Tpu 10 TMa | r Boabi 3aHuMaeT o6bem pasbid 10000 a.
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b5
A 8 .
= J0 !
Puc. 1.7/2. PerucTpaunst npouecca auoduu- y .
3aLuu: %‘290 : —=
s
A — 3aMopaxuBaHHe; B — Hauajo BO3IOHKH: B3] 273_!\\ yd
B — Bo3rouka; I — OKOHYAaHHE BO3TOHKH, MOACY- 8‘270 ,
LHBaHHe; | — H3MeHeHHe TEMIIEPaTypbl B BbiCy- § \ A/ . -3
HIHBAEMOM BepxHeM cJioe ofpasna; 2 — HameRe- L 250 yd
HUE TeMmMlepaTtypbl B 3aMOPOXEHHOM caoe 06- / 2
pasua; 3 — W3MeHeHHe TeMnepaTyphl N0 OKOHUA- / J
HHH BO3TOHKH 230 L L L L 1

Bpermsiy

napoB uaer 3¢pQpeKTHBHO H AaBJeHHe Haj o6paslOM COXpaHsercs
JOCTAaTOYHO HM3KMM. BakyymHBIH Hacoc CAYXKHT TOJIBKO /ISl yaaJe-
HUsl HeOOJbLIMX KOJHYECTB BO3AyXa u3 ofpasua uid BO3AyXa,
NPOCAYHBAIOUIErOCs B CHCTEMY 32 CUET OT/[EJbHbIX HEIOTHOCTEH.
Jna nopnepxaHus HeOGXOAMMOro [aBJIEHHS] HCIONb3YIOT TaKke
macasiibld Hacoc. [lpouecc BbICyMIHBaHHA NPOTEKAET GHLICTPO, €CIH
napudajibHoe JaBJeHHe HEKOH/JEHCHPYeMOro ra3a (BO3AYWIHOH
cmecu) He npesoiinaer 100 I1a. Ilpu nasnenun sbimie 100 [Ta moue-
KyJibl BOJIbl HMEIOT OTPAHHUEHHYIO MOJXBHXKHOCTB, MpoLece JHODHIU-
sauuu s3arpyaned. [Ipu nasnenuu | [la npoueccel HcmapeHHs BOAH
H3 o6paslla ¥ ee KOHAEHCALHWH B JIOBYILUKE TMPOTEKAIOT PABHOMEPHO.
CxopocTb JIHOQHILHOrO BLICYLIHBAHUS 3aBHCHT He TOJBKO OT
NaBJIEHHSI MapOB, KOTOPOE [OJKHO MOANAEPKHBATHC HAa MHHHMAJb-
HOM ypoBHe. DBosbuioe 3HauyeHHe HMeeT KOMIEHCALMs SHEPTHH,
3aTpaueHHOH Ha cyOaHMMauHIo JbAa. DTO 06eCcrneyHBaeTcsi NPSMbIM
KOHTaKToM, 06orpesoM nyTem o6Jyuenusi, KoHBepcuedl. [Ipouecc
JHOGUIKH3aKK BellecTBa (pHc. 1.7/2) noppa3s/ensieTcs Ha TpH 3Tana:
3aMopaxkHBaHHe o0pasia Jo TeMIepaTyphbl, OnpexesisieMoll 0CTaTou-
HbIM JlaBJIEHHEM B CHCTEME; BO3rOHKa; MOACyLIHBaHHe o6paslia.
‘OcHoBHO# mpolecc — BO3rOHKA — HAYMHAETCSA, KaK TOJbKO B
HCrapuresne [QOCTHraercss pabouynii BakyyM (ocraTouHoe pabouee
Lassenue). Ilpouecc 3akaHuMBaeTcsl NP MOMHOM HCIAPEHHH JbAA.
[MoacyuiiBanne o6pa3ua HEOGXOAMMO TOJBKO B TOM c/yuyae, ec/H
MOC/EAHHA HMMeEeT CJHIUKOM BBICOKYIO OCTATOUHYIO BJIAXKHOCTb, He-
KeJlaTelbHYI0 NpH MocaeAyolleM XpaHeHHd. B atom cayuae o6pasen

BRICYLIMBAIOT ¢ HCNOJAb30BaHHeM JHbdy3HonHoro Hacoca (107° Ila)
nan Hanx P2Os B Bakyyme.

Mpu6opu

JInoHNK3aLHIO NPOBOAST B cneLHaJbHbix npuGopax (puc. 1.7/3),
KOTOPBIE COCTOSIT H3 HECKOJbKUX (YHKUHOHAJIbHBIX GJOKOB.

Kamepa dan o6pasya. O6pasubl pasMellaT B JOTKaX, YallKax
M JIp. €MKOCTSIX, CTOAILUMX Ha noJke. [Tosiky MOXKHO HarpeBaTh (Ha-
rpeBartesib C [WIAaBHOH pETyJIMPOBKOH HarpeBa) HJM OXJaX/JIATh.
Kamepa nmeer HacaiKy («30HTHK»), HA KOTOPOH MOXKHO Pa3MeCTHThb
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Puc. 1.7/3. [1puGopbl Ans nposeseHus JHOPHIN3ALAH:

@ — BhiCylIMBaHUE B KPYTJIONOHHBIX KOJ6ax («SOHTMK»)_; 6 — BBHICYIUHBAHHE B OTKPbITHIX
cocynax (Ha oSorpesaempix noskax) (Christ, Osterode/Harr)

MHO3KECTBO KPYT/IOAOHHBIX KOJIG. DTH KONGH OTJIHYAIOTCST OT O6bIUHbIX
KPYI/IOJIOHHBIX KOJIG T€M, UTO BMECTO KOHHUYECKOTO LIH(pa HMEIOT c<pe:
pHueckHil BHelHHH miud-kepH. Takas [KOHCTPYKUHS MCKJIOUaeT 3a

rpsiaHeHue obpasua BagyyMHoﬁ CMa3KOH NpH M3BJIEYEHHH BhICYILEH-

BelIeCcTBAa W3 KOJOHI.

Horcl)(oml?léncarop (oxaancdaemas rosywka). Hanbonee 3¢pexTHBHBIM
KOHJEHCATOPOM BOASIHBIX NApOB SBJAETCS OXJa)XAaeMmasi U3BHE I10-
BepxHoCTb. OT CTeNeHH OXJaXKAeHHsl KOHIEHCATOPa 3aBHCHT MaplH-
aJbHOE JaBJEHHEe MapoB BOAbI H, KaK CJIEJICTBHE, OCTATOUHAA BJaXK-
HOCTb Tpenapata. EMKOCTb KonjeHcaropa Onpejensercs Mmioulaibio
OXJ1a)J1aeMOi MoBepXHOCTH. B 3aBUCHMOCTH OT KOHCTPYKIHH JIO-
BYLIKH OGbeMbl BbICYLIMBaeMbIX 06pasloB BapbupyloTcs oT 50 1o
QOOXNcl)J/lLoau/wnbtﬁ azpezar. ToibKO B HeGOJBIUHX J1a6OpPaTOPHbIX
yCTAaHOBKaX KOHAEHCATOp (JOBYILKY) 3aMOpPaXKHBAIOT OXJaXAaoLIEH
CMeChI0 — KHUAKHM a30TOM HJIH CyxuM JbjoM. Ha npeanpustusx npu-
MEHSIIOT XOJIOAHJIbHbIE arperaThi, KOTOpble [eNaloT BO3MOXHBIM He-
npepbIBHOE MPOH3BOACTBO. BO MHOrHX ciyyasx HCHOJIbBleTC9213%1II}20-
CTyMeHUYaThie XOMOMHJIbHHKHE (MaKCHMaJ/bHOe OXJIaXK/AeHHEe 10 ).
Jas 60J1ee ray6GoKOro 3aMOpaKHBaHHS HCIIOJb3YIOT LIBYXCTyHeH(l)lngi;e
arperaThi, CHOCOGHbIE TMOMAEPKHBATh TEMNepaTypy Huxke 2 .
XoJIoAHbHbIEe aTperaThl AO/KHB HMETb J0CTaTOYHO BBICOKYIO IPOH3-
BOLUTENBHOCTb, YTOGbl MPH BHICOKOH CKOPOCTH BO3TOHKM OGecredvH-
BaTh OBICTPYI0 KOHAEHCALHIO H 3aMOpPaHBaHHe BOJASIHBIX TMapoB.

(iz J Puc. 1.7/4. Cxema YyCTaHOBKH 115
4 /9 '(Q\ JHOGDHAH3ALHNH:

7° | — poTauMoHHbIH Hacoc (OCTaTO‘{HOS‘

napaenane ~ 10 Tla); 2 - rpexxonosod

8 KpaH; 3 — mMaHoMmeTp; 4 — KpaH MaHOMeT-

R pa; 5 -— aoBywka; 6 — cocyn [dbwapa;

I 7 — BaKyyM-3KCHKAaTOp HJH Konba; 8 —

yawka Ilerpw (koaba ¢ o6pasuoM);

@ ~1 5 65 5 9 — WHPOKHH W KOPOTKHH ULTAHT (C BHYT-
PEHHUM [HaMeTpoM 7 MM)
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Bakyymnoui nacoc. HeGosbioe KoanuecTBO BOASIHBIX napoB He
Y/1aB/IMBAETCSl OXJ1aXKAaeMOH JOBYIIKOH. DTH NMapbl M BCeria HMeIo-
LLHecs B cHCTeMe CONMYTCTBYIOILHe rasdbl JOJ/KHBI YAAJATbCS poOTa-
UHOHHBIM HACOCOM € JAOCTAaTOYHO BBLICOKOH MPOH3BOJAHTENLHOCTBIO
(puc. 1.7/4). BonbUIHHCTBO yCTAHOBOK CHAGXEHBI AOMOMHHTE/bHbIM
AUGOY3HOHHBIM MAC/SIHBIM HACOCOM, ¢ MIOMOIILBIO KOTOpOro OCYILEeCT-
BJISIOT 0CylIMBaHHe (IPH OTKJIOYEHHOH JIOBYIIKe) o6pasua.

l'lonr’oronxa o6pasua

Crnoco6 3amopaKMBaHHA H Heo6XoauMasi Temieparypa JHOGHIU-
3allM{ 3aBHCAT OT CBOWCTB BBICYIIHBAEMbIX BEILECTB, 4 TaKikKe OT
pasmepa u (opmbl cocyaa aas Jaunopuansanuu. Hekoropoie Bewectsa
MOryT GBITb BhICYLUEHBI YKe npu 260 K, mpyrue, ¢ GoJee BbICOKHM
coaepxanuem cousedt, npu 230 K.

O6pasen moxer GbiTb JHODUIU30BAH B KPYTJIOAOHHBIX KoJ6ax
HJIM B OTKPHITBIX COCYAax.

Kosi6bl 1415 nHOGUAM3aUMH OTIHYAIOTCS OT O6BIUHBIX KPYTJOL0H-
HbIX KO/MG TeM, uTO BMECTO KOHHYECKOTO WLIH(a HMeoT cdepu-
YeCKHH BHEWHHH LIHG-KepH. Takas KOHCTPYKUHS HCKIIOYAeT 3a-
rpsi3HeHHe o6pa3ua BaKyyMHOH CMa3KOH NPH W3BJEUEHHH BBICYILEH-
HOrO MaTtepuana U3 KoJabbl.

Ilepen 3amopaxupannem koi6y ¢ 06pa3LOM MPHKPHIBAIOT Oymax-
HO casdeTKol, uToGel BOCIpPENATCTBOBATH YHOCY BBICYLIEHHOTO
BEIlleCTBa B KOHJAEHCATOP.

Tlpu snuodunuzaumus  dukcupyior canpeTKy B KepHe yipyroi
[IPY>XHHKOH M H3GBITOYHBIH MaTepuas oGpesator (puc. 1.7/5).

B ciyuae ncnonb3oBaHMst JIOTKOB, ualileK, CTAKAHUHKOB, npo6u-
POK casipeTKa MPUKPENAseTcs JUNKOH NeHToH. COCya MOMKHO TaKxKe
3aKpbITb TEPMOMNACTHYHOH IVIEHKOH napaduibM, B KOTOpOil 3aTeM
MPOJENBIBAIOT CETb TOHKHX OTBEPCTHH C MMOMOLLBIO HIVIEL

3amopaxupanue o6pasua NpoBOAAT B GaHe ¢ XJAaL0areHTOM
(KHAKHH a30T, alUeTOH — CyxoH Jex) uaH HEMOCPeICTBEHHO B
Kamepe.

AmnyJsbl MM YAaLIKH 3aMOJHSIIOT CJ0eM pactBopa TOJMLHHOH He
Goslee 2 cM, nocjie Yero WX yCTaHABJHBAIOT Ha MOJIKY KaMepnl H Tam
oxJaxaawt no 240 K.

Kpyraononusie kos6bl ¢ o6pasuom BpawanoT Ha paMkax HJu
Bajlkax M ONHOBpeMeHHO oxsaxniawT. [lpu stom pacrBop pasHO-
MEpHO pacrhpefensiercss TOHKHM CJI0eM Mo cTeHKaM cocyaoB. O moJ-
HOM 3aMOpa)KHBAHUH CBHUAETENLCTBYET MOTPECKHBAHHE CJI0S1 JbJiA.
Pasnnunbie cnoco6ul 3amopaxupanus npuBeaeHbl Ha puc. 1.7/6.

Mopsapok BuinONHeHNHs onepaumi

YCTaHaBAMBAIOT COCYAbl W YaluKH B Kamepy. [locie CHHKeHus

Aasnenusi po 100 Ila kpyrsionoHHble KoJ6bl 3aKPemIAIOT HA Hacaake
(«30HTHKY).
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Puc. 1.7/5. Topao Koabbl AAst AMODUAH3AUKK:
[ — 6ymaxcnas canderka; 2 —- NPYXKHHA, 3 — ropao koa6bl B paspese; 4 - ApPYkHHA
(BHA cBepxy) '
Puc. 1.7/6. CnocoBbl 3amopaxuBanus oGpasua (Leybold-Heraeus, Hanan):

a -- 3amMopa)KusaHHe B BEPTHUKAJbHOM cocyae; 6 - 3amMopa)Kupande B CJieTKa HaKJ/JAOHEH-
HOM cocyae; a—3aM0pa)KnBa;-me npy  MeNNeHHOM BpalleHHH,; ¢ — 3amMopaxHsaune npH
CHJILHOM BpallleHHH

Kpyri1ofoHHbIe KOJIGb C 3aMOPOXKEHHBIMH 06Pa3iaMi IPHCOCIH -
HSIOT BpAllATEJbHbIM JBHIKEHHEM K KeDHAM «30HTHKa», CJerka

NMPpHKUMAIOT (nepeﬂ 3TUM llIJII/ICp HeOOXOAUMO TULATENbHO OUUCTHTDL H

NpaBUABLHO CM33aTh), & 3aT€M OTKPbIBAIOT KpaH HA KEpHE. Kon6bl
yIePKUBAIOTCS Ha KepHe CaMOCTOSTeNbHO JILIL MOC/e BAKYyyMHDPO-
paHusi. [lepejl TeM Kak MPHCOENMHUTD ouepeiHylo konby, HEO6XOAHMO
y6eAuThCs, YTO B 3aKperJieHHbIX KoJAGax JOCTHPHYTA TeMNepaTypa
BO3TOHKH, [10 3TOMY NPH3HAKY CYAAT U O MyOHHe BaKyyma B CHCTEME.

Hauano JHOOHIH3ALHH MOXKHO TPOKOHTPOJIHPOBATH HEpe3 He-
KOTOpoe BpeMsi CJelyoiuM 06pasoM: MpH MOMOLLH 3aMOPHOT0 KpaHa.
OTKJI0YAIOT KaMepy-HCIapuTesb 0T 0By KK, Hepea HeKOTOpOE BpeMs
(HEeCKONILKO CeKyH]) ONpejieJisiioT YyPOBeHb AaBJEHHA B MCIAPATEIE.
B Havya/le JMOGMHJH3alHK JAaBJeHHE HEMHOrO MOBBILIACTCH, HJIH
NMpH HOpPMaJbHOM TEUEHHH MPOLecca HeCKOJbKO Majaer H 1ocie sa-
BepLIeHHs] CYIIKH NMPaKTHYECKH He H3MEeHSEeTCs.

[To oKOHYAHHH JHOPHIU3ALKH CHCTEMY (ocTopoxkHO!) pasrepme-
TH3UpyOT ¥ pasbupaiT. Cocya ¢ 06pa3UOM repMETHUHO 3aKPLIBAOT
WIK IOMELIAIOT B 3KCHKATOP, NOCKOJIbKY TOHKOAHMCHEPCHbIE JTHODHIH-
30BaHHbIE Npenaparbl YacTo GbIBAIOT FHFPOCKONHYHBI H PACIUIBIBAIOTCA
Ha BO3AyXe.

[pu neoGxoaumocTH O6Gpaseu JONOJHHTENbHO BBICYLIMBAIOT B
paboueii Kamepe. [lns 3TOro nepei BKJKOUEHHEM A1 P y3UOHHOTO
Hacoca KaMmepy OTKJIOualT OT KoHgeHcaTopa. Menee 3 PeKTHB-
HBIM, HO 6o0Jjiee YacTO BCTPEUAIOLIUMCS [IPHEMOM SABJIACTCH noj-
cywnBanue o6pasua Hax P:0s B Bakyym-3KCHKATOpE.

Ocobble cayuau

HepacTsopuMble B BOjJe TBepJble BelleCTBA METOAOM JIMoUIb-
HOTO BLICYLIMBAHHA YaCTO yaaercs NepeBecTH B nopoikoo6Gpasnoe
cocTosiHME. DTOT npueM upe3sblyaiiHo yaobew npu pabore ¢ yabTpa-
MHKPOKOJIHUECTBOM BelllecTBa. BHauasie BewleCTBO pacTBOPSIOT B
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i\)/lgl’::Ma.}leOM o6beme H-OyTaHoja, 3aTeMm 106aBASIOT 2—3-KpaTHbiil
M BOJBI H GBICTPO 3amopaxcusaior. [locse muoduansanuu seue-
CTBO NpeicTaBJsieT co60#d TOHKOAMCNEPCHBIH MOPOILOK.

O6aactb npumenenns

Msirkoe BBICYLIMBaHHE JAGHAbHBIX BEeHIeCTB C COXpaHeHHeM HX

CBOHCTB (CTPYKTYphI, hepPMEHTaTHBHOI]
r Ol aKTHBHOCTH, 6akTe -
YeCKHX CBOHCTB). ’ procTaTy

ga60Ta C YJbTPAMHKPOKOJIHYECTBAMH BelleCTBaA. /
oﬁpa;i.ga;mmcm ANUTEJbHOIO COXPaHEHUs JHOQHAbHO BHICYUICHHbIX

[TpuMeHeHne B 06/1aCTH KJIHHHUECKHX HCCJAENOBAHHM: npénapaTbI
(epmeHTOB, Gymara u TpyOKH /il TECTHPOBAHUS, IIa3Ma KPOBH npe-
naparbl GeJIKOB, aHTHIeHbl, AHTHUTEJ]A, TOPMOHaJbHblE npeﬁa’paTbI

[IpumeHenne B GHOXUMHH: G€NKH H HYKJIEHHOBBHIE KHCJOTHI. .

[IpumeneHne B XuUMuM: NPUPOAHBIE BelUeCTBA H MOJUMepHI.

[Ipumenenue B 061aCTH THIHEHBI H 'GaKTePUOJNOTHH: LYIWIHCThIE
BELIeCTBA, AHTHTOKCHHbI, aHTHTe]a, CbIBOPOTKH, MpenapaThl A5
Onpesie/IeHUst IPYINNbl KPOBH, 6aKTepHaJIbHBIE KYJbTYpHI.

[IpumeneHne B nuILeBOH MPOMbBILIIEHHOCTH: Cy6IUMHPOBAHHbIE
NPOJYKTHI, TaKHe Kak 4al, kode, MOJOKO, CyMbI.

BUBJ/IMOTPAPUYECKHUI CITUCOK

f:?: Emblillz]. .If(t;;léean\xéelndung, Braun, Karlsruhe 1971 -
irmenschrift, Grundlagen der Gefriertrocknung, Leybold-Herae ol |
J/. D. Mellor, Fundamentals of Freeze Drying, Aca):iemic Pressu,s’Nlé\(:JnYl)?lZSIQ?S

2. XPOMATOTPA®HYECKHE
U ANIEKTPO®OPETUYECKME METO/LbI
PA3JEJIEHHS

2.1. ®U3HKO-XMMHUYECKHE OCHOBBI
NMPOLECCA XPOMATOIPA®HUH

Xpomargrpadmei«’l Ha3blBaeTCHd MpOUeCC pa3fiejleHHsl BeLUeCTB
OCHOBAHHBIH HA pacnpele/ieHHH KOMMOHEHTOB CMECH MeXAY ‘He-
NOJBHXXHOH (CTaLHOHAPHOH) H TOABHXKHOH (MOGHJIbHON) dazamu
B 3aBHCHMOCTH OT CTPO€HHsl pasieisieMble BellecTBa B pasnnqﬂoﬁ
CTEMNEHH ylep:KUBAIOTCS TOH M APYroit dasamu M BCJeICTBHE 3TOrO
MOTYT GbiTb OTAEJEHB APYr OT Apyra.
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Puindeckne OCHOBH METOAA

MMon neiicrBueM AM(QPY3HH MOJEKYJbl pa3fieAeMbiX BELIECTB
nepecekaioT NOBEPXHOCTb pasiena $pas H B 3aBUCHMOCTH OT/CBOHCTB
yAepKHUBAIOTCS TOH WM MHOA daso. [Tpu npoABHKEHHH KOMIIOHEHTOB
cMeCH B pasjensiolleii cpee TaKoH Npollecc nepexoia Mexay pasamu
OCYLIECTBJISIETCA MHOTOKPATHO, npHyeM KaxKABIH pa3 AOCTHIaercs He-
601bILIOH S deKT pasneneHus (Kilk 060ralLeHHs). UeM Bhillle €AHHUY-
HBlll 3 eKT pasfeneHns (oGoraileHus), Tem Jydule KOHEUHbIH pe-
syabraT. UeM ualle MOBTOPAETCH 3TOT eJMHHUHbI TpoLecc, TeM
Bbillie 3PPEKT pasjiesleHus], WM, HHBIMH CIOBaMH, BbIllUE «pa3pelaio-
masi cnocoGHOCTb» IMpolecca:

B sroli cBsish xpomarorpauio CpaBHUBAIOT ¢ (b paKIHOHHOH
[ePeroHKOil M TMOJb3YIOTCA TOHATHEM «TEOPETHYECKAs TapeaKa>
(cm. pasa. 1.3.3). Oanako ecid npH (GpaKUMOHHOH MeperoHke AJs
OLeHKH 3h(EKTHBHOCTH PEKTHPHKALHOHHOH KOJIOHKH JOCTATOUHO
NOHSITHSI «YHCJO TEOPETHUECKHX TapestoK», TO B -XpomaTorpadut
JJsi OLIEHKH 3(@EKTHBHOCTH CHCTEMbl MPEANOUYHTAIOT MOJb30BATHCA
[OHSITHEM «BBICOTA, SKBHBAJEHTHAs TEOPETHUECKOH TapesKe» (B3TT).
“BATT coOTBETCTBYET PACCTOSIHHIO MEX/Y JBYMA COCEJHUMH TEOPETH-
yecKHMH Tapesikamu. JlaGopartopHble YCTAHOBKM ISt MNEPEroHKH
umeloT 06buHO 10—50 TeoperHueckux Tapenok (cM. pasa. 1.3.3).
B TCX — naubosee MPOCTOM BapHaHTe XPOMATOrpadpuH — HMCIOJb-
3ylOTCSi TJIACTHHKH 3()@dEKTHBHOCTBIO HECKOJDbKO ThICAY TEOPETH-

yeckux TapeaoK. CoBpemeHHast Xpomatorpagusi (B HacTHOCTH

B3)KX, cm. pa3a. 2.3.2) pacniosiaraer BbICOKOKaueCTBEHHBIMH copben-
TaMH, NO3BOJISIOLUIEMH FOTOBHTE KOJOHKH 3()(PeKTHBHOCTDIO HECKOJIBKO
JIECSITKOB ThICSY TEOPeTHUECKHX TapeJlok.

B 3aBHCHMOCTH OT arperaTHOrO COCTOSIHHS MOABHKHOM (pa3bl pas-
JHYAIOT KUAKOCTHYIO H Ta3oBylO xpomarorpaguio (raba. 2.1/1).
B xpomaTtorpadHu noJ/ib3yIOTCcsl NPUHATHIMH B AHTJIOSI3bIUHOH JuTepa-
Type Ha3BaHMAIMHM (a3 — TBEPLAs H XKHAKas.

[lo MexaHH3My B3aMMOJEHCTBHsi pasje/isieMbiX BEIEeCTB ¢ HENnol-

Tabaugya 2.1/1. Kaaccupukayun xpomaroepapuieckux merodos
1o aepe2aTHOMY COCTOARUIO NOOBUNCHOL U HenodsuxcHol a3

IMoapuxkuan ¢asza

HenogsuxHasi Qasa AHHAKAS razoobpasuan

JKHUAKOCTHast xpomartorpadus razosasi xpomatorpadms

Teepras Teepro-KuaKoCTHas xpoma- [asoancopOUMOHHAs  XpOMA-
torpapusa (T)KX) (aagcop6- Torpadus (TAX)
HHOHHAA, HoHooOMeHHas,
addunHan)

Yuakas Yupko-KuakocTHast xpoma- [a30-KMAKOCTHAsi — XpOMATO-
torpatpus (JKXKX) (pacnpe- rpadus (IDKX) (pacnpenenu-
JAenuTeNbHast) TesbHas)
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2;2;}{%14 dasof KuIAKOCTHAsI xpomartorpadus NMoApasiessiercss Ha:
ac p gu;o;x—x.ylo (cM. pasp. 2.1.1); PacrnpeaeHTe/bHyI0  (CM.
pasa. 2.1.2); uoHoO6MeHHyIO (cm. pasa. 2.1.3); apdpunnyo (cm
paszé. 2.*.4); resb-xpoMatorpaguio (cM. pasa. 2.1.5). '
JIeHHﬂOPCIHOBe I'a30BOH XpoMaTorpaun Jiexar mnpouecchl pacipeje-
ancop6unn. CBo#cTBa nomBHKHOH a3l (raza-HocuTens)

HMEIOT BTOPOCTENEHHOe 3HAYEHHe /IS npolecca pasjeneHus. B kuu-
::}c{;n(?r? Xpomarorpadui npouecc pasjiesieHisl B 3HAUHTEJbHOH CTe-
H penenseTcs cocTaBoOM NOJABHKHOH (a3bl. B KauecTBe moaBHxK-
HOH ()asbl HCMOMBL3YETCS MHOXKECTBO BELLECTB, MMO3TOMY [JJs1 KaX-
AOTO CHELHIJIBHOTO Cydasi MOXHO NMoAo6paTh MOAXOASILYIO CHCTe-
My paspenenus. [)KX npumensiioT rnaBubiM o6pasom aast aHaiuTH-
HECKHX LieJien, B TO BpeMsl KaK XHAKOCTHYIO XpoMmaTtorpaduio uauie
MCNOJb3YIOT AJIsi npenapaTHBHBIX Uesell. [lo 3Tol npuunne, a Takxe
BCJIEICTBHE BO3PACTAIOILEr0 NPUMEHEHHS Muxpoanempom’dxu XKHI-

KOCTHas Xp:MEllDIpa(p! 1B Ha:l:”u‘les BF M HHTEHCHBHO F 3 B

BUBJ/IMOTPA®HUYECKHH CITUCOK

H.-P. Angele (Hrsg.), Dictionary of i
French — Russian, an)thig, Heidelbyer; IQ%Zromatography — brglish — German —

L. S. Ettre, A. Zlatkis, 75 Years of Chromatograph istori

) ) ( — A H i
éouznalﬂof Chromatography Library, Bd. 17, Elsgvielr), )Amsterdz:tswzogls)c;; Dialogue,
o ézlz]wk (Hrsg.), Biological /Biomedical Applications of Liquid Chromato-
graphy, Chromatographic Science Series, Vol. 10, Marcel Dekker "AG, Basel 1979

G. Hesse, Chr i i i s
G aijesse 19680matographlsches Praktikum, Akademische Verlagsgese]lschaft,

I. I. Kirkland (Hrsg.), M i iqui i
L ianesirtlar Y(Erk 1%7)1 odern Practice of Liquid Chromatography, Wiley-Inter-

O. Mikes, Laboratory Hand i i
Dormes Chichestery197gn book of Chromatographic and Allied Methods, Ellis

G. Schwedt, Chromatographische Trennmethoden, Thieme, Stuttgart 1979

G. Schwedt, Chromat i i i
Hilthig, Heidelberg lgf'asé)graphlsche Methoden in der anorganischen Analytik,

L. R. Snyder, I. J. Kirkland, Introducti iqui
Wileg-ntorscronce, Neurblan ,1971 roduction to Modern Liquid Chromatography,

B. L. Williams, K. Wilson, Principl i i i
2 Al Egare g i ]_:ondonCl{)Q'e;S and Techniques of Practical Biochemistry,

2.1.1. ALCOPBILHOHHAS XPOMATOTPA®US

Ancop6unoHHOl XpomaTorpacgueil HasbiBaercs npotecc pasaede-
HHsS1 BEILECTB, OCHOBAHHBLIA HA PAa3/IHYHOH aacoOpOHPYEMOCTH KOMIIO-
HEHTOB MCCJIe/lyeMOl CMeCH Ha JaHHOM ajacopbeHTe. B 3aBHCHMOCTH
OT arperaTHOro COCTOSIHMS MOABHKHOH (ha3bl METOJ HOCHT Ha3BaHHe
TBEPJ0-KHKOCTHOH HJIM ra30aacopGUHOHHOM Xpomartorpaduu (cm

_raba. 2.1/1).
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DU3HKO-XHMHYECKHE OCHOBH MeToaa

MopucThie MaTepna/bi 06/1a7al0T CBOMCTBOM GoJee Wik MeHee
NPOUYHO COpPGHPOBATH PA3JIHUHBIE BELIECTBA. EcaM KOJIOHKY, 3anoJ-
HEHHYIO MOPUCTHIM MaTepHaJIOM ¥, MPOMBIBAIOT PACTBOPUTENEM, HECY-
UMM aHaJH3UPYEMYIO CMECb, TO KOMIOHEHTbl CMECH C {)asnutu-[ou
MPOUYHOCTBIO YEePKHBAIOTCS HA MOBEPXHOCTH aacop6eHTa (Hanpumep,
oGecliBeyrBaHHe PACTBOPOB C NMOMOILBIO aKTHBUPOBAHHOIO yIJIsl, HIH
HCNOJb30BaHHe AKTHBHPOBAHHOFO yIJIsSl B KauecTBe (UIbTPYIOLLEro
MaTtepuaja B IPOTHBOrase).

Ancop6uusi siBasieTcsl Pe3y/lbTaToM MPOABJEHHSA AHCIEPCHOHHBIX
CHJl U CHJI 3J€KTPOCTATHUECKOrO Xapakrepa.

DnekTpocTaTHYeCKHe B3aHMOJCHCTBHSI J1eXaT B OCHOBE HOHO-
o6MeHHO# xpomarorpaduu (cM. pasn. 02.1.3). B srom cayuae pyko-
BOJACTBYIOTCSI 3aKOHOME@DHOCTSIMH, CBOHCTBEHHBIMH HE agcop6UHOH-
HOH, 2 HOHOOOGMEHHOH XpomaTorpadu.

Ancop6enThbl N0Apa3eNATCS HA MOJSPHbE H HENOJ/spHbIE. [1o-
JSpHbIe BellecTBa COPGHPYIOTCSA HA MOJSPHBIX copbeHTax. 3aTeM OHH
~MOTYT OBLITb BBITECHEHBI C TMOBEPXHOCTH ancopée;HTa—necopénpo-
BaHbl — MPH MOBLILIEHHH TeMNepaTypsl (B rasoBoH xpomauTorpa@uu)
HJH ¢ TIOMOLLBIO TIOJSIPHOTO PacTBOPHTeNA. B XHAKOCTHOH XpOMaTo-
rpacduu pasjieseHne Ha NMOJSIPHOM aacopGenTe Ha3biBaeTCs Xpomaro-
rpadueil ¢ nopmaibHbiMi pazamu (HOX). Pa3znenende Ha HeNoJsp-

HOM ajCcOpGeHTe Ha3blBAIOT XpomaTorpadueil ¢ o6pallleHHbIMH ¢dasa-

mu (O®X) (raba. 2.1.1/1).

Mexy mnOJSPHOM [OBEPXHOCTBIO aAcOPGeHTa M NOJSPHBIMU
(HJIH CIOCOGHBIMH MO/ PU30BAThLCST) rpynnamu HiiH yuacTKamH moe-
KyJl BO3MOXKHO chenuduyeckoe B3aHMOJECHCTBHE (AMn0Jb- AUTIONBHOE
uin o6pasoBanue BOJOPOAHO¥ cBsi3W). IlOCTATOUHO 4acCTO BBHICOKO-
akTHBHble ajgcopOeHThl 06MaalOT KaTAJHTHYECKHMH CBOMCTBAMH H
croco6Hbl TpaHchOPMHUPOBATh BelleCTBa B Mpoliecce pasieseHHs
(xemocop6uusi). Hanpumep, TperHuHble CHHPTbL MOTYT MOABEPraTh-

Tabauya 2.1.1/1. [Hoaaprocts cOpOERTA, 3A0EHTA U LereB020 BelecTsa
APU PASAULHBLY BAPUAHTAX XPOMATO2PAPUL

C HOpMa/ibHbIMH

azamu
Xpomatorpadusi dasamn C o6palueHHbIMH ¢
Tun copbenra Cuaukarenb Moaud HIHPOBAHHBIA CHIHKATEb,
. OKCHA anloMHHHSA pexe -— [POH3BOJHbIE arapossl H
AeKCTpaHa
IosepxHocTb copbenta  losspuas 5 Henoaspnas
DJoeHT MasononspHbIi [MoasipHbIA
. HenonsipHblit .
Lenesoe BellecTBO Maugnonoasipuoe [Moasipuoe
Henoasipsoe

* Jlpyrue TEPMHHbI: HOCHTE/b, MATPHILA.
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€A JeruipaTtallid HJH H30Mepusauud. MHOrHe BeulecTBa, OOGBIYHO
HEUYBCTBHUTE/IbHbIE K AEHCTBHIO cBera, B aACOPGHPOBAHHOM COCTOSA-
HHH pa3faraiorces Ha cBety. [Tostomy MHorHe agcopGeHTbl peKOMEHY-
€TCS MCMNQJIb30BaTh B Y4CTHUHO HHAKTMBHPOBAHHOM COCTOSIHHH.

Marepuaan

Cunuxaeers. TlonyualoT U3 3osell KpeMHEBOH KMCIOTHL. B 3aBu-
CHMOCTH OT YCJOBHH NPOBEJEHHA pDeaKUHH O6pa3yloTCsi Heperyasp-
Hble HJIH C(epHueCKHe YaCTHIbl PA3/IHUHOH BEJHUYHHBI H MOPHUCTOCTH.
XpomaTorpauio npu HOPMaJbHOM [aBJEHHH OOGBIUHO MPOBOAST Ha
copGeHTax ¢ pasmepamu uactiu 40—60 MkM, xpomaTorpacuio npH
BbICOKOM JIaBJIEHMH NPOBOAAT Ha copOeHTax ¢ pasMepaMH yacTHI 3,
5, 7, 10 Mkm. BaxxHOW XxapaKTepuCTHKOH cop6eHTa Hapsily ¢ pa3Me-
pamMy YactHu sIBASAETCH CPeAHHH nuaMeTp nop yactuu. OObIUHO 3TOT
lIoKa3areJ/ib BKJIIOYAKT B HA3BaHHE COpOEHTa, HAMpHUMep Y COpGEHTOB
Si40 u kuszenprenp 4000 cpeannit nuamerp mop coctasasier 40 u
4000 A (1 A=10""" m). Ha kusenbrene 60 npeHMyIlecTBeHHO pas-
JenslioT BellecTBa ¢ MOJeKyJIspHo# maccodl no 1000 r-moab—'. Ha
copGeHTax ¢ GOJbIIMMH IHaMeTPaMH MOP Pa3fesiioT GHONOMHMEpHI
H/IH CHHTETHYECKHE IOJUMEPHI, HJIH 2Ke HX HCIIOAb3YIOT B TOM cJaydae,
Korza Heo0XoAuM copGeHT cpeiHeill akTHBHOCTH. HauGosee n3Bect-
HBIMH TOPTOBLIMY MapKaMH COpGEeHTOB, MOJYUYaeMbiX PasMoaoM GoJee
KPYIHBIX 4aCTUL CHJHKareas, sBasiorcsst Juxpocop6 (LiChrosorb),
auxponpen (LiChroprep, Merck) n mosurocun (Polygosil, Mache-
rey-Nagel). MakponopucTele MHKPOC(epUUECKHE KPeMHe3eMbl NpH-
MEHSI0TCS IVIaBHbIM 06pasoM A5 aHaduTHUecKuX uedel. Uame Bcero
NIPHMEHSIOT CIEeAYIOLLle MapKH KpeMHe3eMoB: Juxpocdep Si (LiChro-
spher Si, Merck), Hykneocusn (Nukleosil, Macherey-Nagel), nopa-
cul  (Porasil,. Waters), nepucop6 (Perisorb, Merck), kopacua
(Corasil, Waters), Bunak (Vydac, Riedel de Haen). Tpu nocues-
HHE H3 IepeyHC/IEHHBIX COPOGEHTOB IpeACTaBASAIOT CcOB0H 4acTHLHI
coeprueckoil GOPMbI THOKCHAA KPEMHHS, OKPBITOTO CJ10EM TIOPHCTO-
rO CHJIHKaress. : \

Oxcud an: -munus. XapakrepucTHKO# cop6eHTa SIBJASIOTCS HE TOb-
KO pa3mepbl 4aCTHM, HO H €T0 KHCJOTHO-OCHOBHble cBoicTBa. BojHas
CyCHeH3Hsl COPGEHTa MOXKET MOKa3blBaTh KHCIYIO, HEHTPANbHYIO HJIH
OCHOBHYIO peakiuio. Kpome Toro, cop6eHT MoxeT 06JafaTh pasJuu-
HOW CTENeHbIO aKTHBHOCTH. Kak npasuio, BhinyckaioTcs copGeHThl
MaKCHMaJ/lbHO# aKTHBHOCTH, a Nepeji ynoTpeGJeHHeM WX JOBOASAT O
HEOGXOMMOH aKTHBHOCTH COTVIACHO DEKOMEHNALUAM (HPM-H3TOTOBH-
Teste. HacTuunasi MHAKTHBALHS [O3BOJSIET HCKAIOYHTD HEOGPaTHMYIO
cOpOLHIO, 8 TAKXKEe BO3MOMHOCTb KaTaJHTHYECKUX NpeBpallleHHH pas-
JleJIIeMbIX BelleCTB.

HosepxrocTro-moduguyuposannsiii curukaeers. K Haxoqslum-
Cfl Ha NOBEPXHOCTH 4acTHU [MOKCHAA KPeMHHsI atoMam Si MOryr .
GbITh TIPUBHTBI pPasJHuHbie TPYNNbl (06pa3oBaHHe KOBAJEHTHOH CBSI-
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3u Si—C): yr/1eBOZOPOJHbIE LENH C PA3JHUHBIM YHCJOM YIJIEPONHBIX
atomos — 2 (RP 2), 8 (RP 8), 18 (RP 18 uau OD), npuuem RP osna-
yaer, 4TO peub HAET O MarepHase AN Xpomatorpaguu c ¢g6palueH-
HbIMH dasamu (Reverse phase), a OD o3Hayaer okTaaeuny; ¢dheHub-
Hbie rpynmnul. BejencTBHe TOTO, YTO NPHBHTBIE FPYTNLI NONHOCTDIO NIO-
KPHIBAIOT NOBEPXHOCTb CHJIHKAreJsi, MOJIsPHbIH copOeHT npuobperaer
ruapogobuie cBoiictBa. HanGosee npouHas aacopGUus HEMOJsIPHBIX
M YMEpeHHO MOJSAPHHX COelHHeHHA Habsionaercs B BOAHOH cpene.
Jecop6uysi TPOHCXOAMT B NPHCYTCTBHH OPTraHUYECKHX pacTBopHTeNEH
(rnaBHbLIM 06pPa30M MeTaHOJa, AUETOHHTPHIA). B nocsennee Bpems
O®X WHPOKO NpHMEHsIeTCs VIS aHAJHTHYECKHX LeJeH.

OnpejesieHHble HELOCTATKH MPENSATCTBYIOT NPUMEHEHHIO OPX ans
npenapatuBHbix Lesnedl. Tak, pasjesseMbie BellecTBa 6bIBalOT He-
JAOCTaTOYHO XOPOIO PACTBOPHMBI B BOJIE, @ NPH HCIOJb30BaHHHU Opra-
HHYECKHX PacTBOpHTeJeH COpOUPYIOTCS HEJOCTaTOYHO NMPOUHO. Kpo-
Me TOTO, eMKOCTb KOJIOHOK HEBEJNHKa, a CTOMMOCTb cOpGeHTa Bhllle
MO CPAaBHEHHIO C OOLIYHBIM CHJIHKATeJeM.

[Tpoussodnsie azaposvi. K HUM OTHOCATCH MPOU3BOMMMbIE ¢dup-
moii Pharmacia okrua-cedaposa CL-4B (Octyl-Sepharose CL-4B)
u ¢penun-cedaposza CL-4B (Phenyl-Sepharose CL-4B). Marpuua —
araposa, ciuuras 2,3-1M6pOMIIPOMAHOJIOM, HECeT MPHCOEAHHEHHbIE
3(UPHLIMH CBS3SIMHM OKTHJIbHbiE M (EeHHJbHbIE [DYMNMbI:

(Ceqpaposa CL-4B)~O—CH;~CH-CH;-O—R
OH
OxrHa -Ce@apoda CL-4B : —R=-(CH2)7—CH3

exun - Cecpaposa CL-4B: —R=©

T'uapocdoGubie rpynnel cop6eHTa c¢nocoOHbl BCTYIaTb BO B3aHMO-
fefictBHe ¢ GOKOBBLIMH lIeNsiMH aMHHOKHCJOTHBIX OCTaTKOB G@JIKOB.
TIpy yBenvueHHH KOHIEHTPALMH COJIH B PACTBOpE NPOYHOCTb TMAPO-
¢do6Horo B3aMMOIEHCTBHA BO3pacTaer (3dpekT «BBICANMBAHHUS»).
[1pn MakcHMaJbHOH KOHUEHTPAUHH COMM BeUiecTBa azicopbupyoTcs,
a NpU ee CHUXKEHHH (CHHXXEHHH HOHHOH cuanl) amoupylores. B oGuiem
clyuae 3/IOMPOBaHHE BeleCTB C THAPOPOGHOTO copbeHTa MOXer
GbITh OCYILECTBJIEHO CJeAYIOLHM 06pa3oM:

nyTeM 3aMeHbl HauyajbHOrO pacTBopa Ha 6ydep (37110€HT), CO-
AepxKalluil HOHbl ¢ GoJiee HH3KHMM s dexToM BhICAJTHBAHHA

(PO}~ — SO~ — CH;COO~ — ClI~ — Br™ — CIOF — SCN7);

MyTeM CHHXKEHHS| HOHHO# CHJIbI PacTBOPA;

33 CYeT CHHMIXKEHHS MOJIAPHOCTH 3JI0EHTa, HanpHMep npH po6aBie-
HHH STHJEHTVIHKOJA,

nyTeM yBeJHUeHHs] 3HaueHust pH.

[Tpouue adcopbentsi. B KonoHouHo# xpomatorpaduu npuMeHs-
IOTCH Cleayiolye copGeHThI: :
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uesuoa03a (raaBHbIM 06pasom B pacnpefe/HTeJ]bHOH XpoMarto-
rpaduu, cMm. pasn. 2.1.2); ’

NMPOM3BOJHbIE NEKCTPaHa (Toprosasi mapka cedacop6 HP yabrpa-
touku#t, Sephasorb HP ultrafine, Pharmacia), npr crasastouiue
COGOH KeCTKO CIUHTbIH THIPOKCHMPOMHUJBHBIMH M7  4KaMH c1abo-
HabyxalolWu# JOeKCTpaH. 3a CueT KECTKOCTH = . yKTypbl (BbICOKOH
CTENeHH CUIWTOCTH) yacTulbl cedacopba H™ ycToluusbl npu nasJe-
nun 1o 107 [Ta. CopGeHT NpOM3BOAHTCS B BHAE MEJKOro MOpOLIKA
(c amaMerpoMm uactull 1o 10-—23 MKM), 4YTO MO3BOJISIET CYLIECTBEHHO
NOBLICUTh pa3pelleHue;

kusenbryp (Kieselgur) (o npuMeHeHuu Kuzenbrypa Ijsi NOIAro-
TOBKH NpOGh! B KAMHHUECKHX aHaJgu3ax cM. pasn. 2.2.8).

Kpome TOro, nmpUMeHSIOTCA pas3sHYHBIE MapKH MOBEPXHOCTHO-
MOAM(PHUMPOBAHHBIX CHJMKAre/ell (CHJIMKATeNH, codepKallie pa3Ho-

- oOpasHble (YHKUHOHAJbHbIE [PYINIIBI):

OH-rpynna: Jauxpocop6 1uon (LiChrosorb Diol, Merck),
CN-rpynna: kuseasreab CN (Riedel de Haen), noaurocusn CN
H Hykneocnt CN (Macherey-Nagel), 6onnanak CN (Bondapack CN
Waters), : ,
NOg-rpynna: kusenbresb NOo (Riedel de Haen), mnoaurocun
NOs n nykneocusn NO: (Macherey-Nagel),
NHNHg-rpynna: KHSeJII\I])II:IeJlb (]l:/I‘H2 (Riedel de Haen), nosurocun
2 W HYKJIEOCHJ 9 acherey-Nagel), auxpocop6 NH
(Merck), 6onnanak NH, (Waters). Y gel pocop i

TpuGopn

“AnnapaTypa, Heo6X0HMasn 115 NPOBeleHHs] TOHKOCAOHHO#M H raso-
BOH xpomatorpaduu, omucana B pasy. 2.2 u 2.4. [lus npoBefeHust
JKHAKOCTHOH Xxpomarorpaguu (B ua-
CTHOCTH, aACOpOLHOHHOH XpOMaTo-
rpaduu) HCHONB3YeTCs! YCTaHOBKA,
cXxema KOTOpPOH mnpuBegeHa Ha
puc. 2.1.1/1. Konoukst ansi npena-
DaTHBHOH H aHAJIUTHYECKOM XKHJ-
KOCTHOH XpoMaTorpaduu HH3KOro
H  BBICOKOFO [1aBJICHHS ONHCAHbI
B pa3sg. 2.3.1 u 2.3.2.

Puc. 2.1.1/1. O6was cxema xpomarorpadwu-
4ecKoH YCTaHOBKH:

I — rpaameHTHBIE cMecuTenb; 2 — CMecHTeNb;

3 — pesepByap; 4 — nacoc; & — npoba; 6 —

KpaH NJs NepeKJloYeHHs MOoTOKa; 7 — ajanrep;

8 — copbent; 9 — perextop; [0 — camonucen;
11 — Koanexrop

*
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NoaroToska oGpasna

Jna nposegenus TCX o6pasen pacTBOPSIIOT B HauMeHee M0/sip-
HOM pacTBOpHTe]e, /IS NPOBeleHHsl XpomaTorpachv Ha KONOHKe —
B 3J1I0€HTE, KOTOPbIY HCMOJB3YIOT B HayaJje pasjenedus. [Ipd Hcros-
30BaHHH KOJIOHOK C (uAbTPaMH ((PPHTTOH — CTEKJNSTHHOH NOPUCTOH
neperopoakoi) Ha BxXoje, Hanpumep, koaoHok Lobar (Merck), unu .
KoJloHOK Aqs1 BO)KX obpasel npeaBapHTenNbHO QHABTPYIOT (1daMeTp
nop ¢uabrpa — 4 MKM) HJIH LEHTPHDYTHPYIOT ¢ LeJblo YyaaJeHHst
B3BelleHHbIX YaCTHIL (MBUJIMHOK, KOJIJOHHBIX YACTHL).

Cneyuaavrbie npuembi nodeorosxu obpasya

[lpu KAMHMYECKHX aHaJM3aX HeoOXOAMMO Onpenessitb He6OJb-
LIHe KOJIMUYEeCTBA OPraHMYecKuX BeuiecTs B 6oabuioM ob6beme GHO-
JNOTHYECKUX XHUAKOCTeHd (MOuH, JukBopa H Ap.). [IpucyrcrBHe B npo-

1X cosiel M OGeJKOB 3aMeTHO 3aTpyAHsAeT NpoBeleHHe aHaJUu3a.

1 puc. 2.1.1/2 conocrasiensl o0uleNpPHHAThIE NTPUEMBl [IOATOTOBKH
()pasuoB ¢ ABYMsl HOBBIMH METOJaMH, NNO3BOJSIOUIHMY CYLLECTBEHHO
YIPOCTHTb 3Ty OnepalHio. )

Meroduka Sep-Pak (Waters). 1na pasjeneHus BellecTB pHMe-
HAIOT natpoHbl Sep-Pak, Kotopbie npejacrasadaior cobofi He6oJbllne
KOJIOHKH, 3a{lo/HerHble cHinkaresem RP18. KosonkH ykoMiiekroBa-
Hbl CTEK/ISHHBIMH LINPHUAMY, TIPK NOMOILH KOTOPHIX 06paseln BBOASAT
B KOJIOHKY. DJIIOUPOBaHHE BEAYT . PACTBOPHTENSIMH, TOAXOASILHMH
s O®X. Tlocaeayiouwit aHa u3 skcTpakta Beayt merogom OPX.

Meroduka Extrelut (Merck). Ucnonb3yioT KOJIOHKH, 3aNIOJIHEHHKIE
Kuzenprypom. OuucTky oOpasla HNpOBOAST METOLOM HOX. O6pasel
IKCTPArupyioT HEMoJsiDHBIMH PACTBOPHTE/ISIMH, 10CJe Yero 3KCTPaKT
xpoMatorpadupyior Ha CHJIHKATeJe WIH OKCHe aJIOMHHHA (OLHAKO
BRauajse nposoasar TCX).

MMopsinok BuINONHEHHS onepauuit

PaccMOTpUM MOC/€A0BATENbHOCTD BHIMOJHEHHS onepauuit Ans
TXKX (mertonsl TCX u 'AX paccmartpuBaiotes B pasa. 2.2.1 u 2.4.1).
Bot6op paszmepos koaouku. IIpuMepHOe OTHOIEHHE AMAMETpa KO-
JIOHKH K BblCcOTe [AOJKHO cocraBiaate 1—2:50. Koaoukn poaxubt

Puc. 2.1.1/2. MeTOAHKH MOArOTOBKHM NMPOGHI [NPH KIHHHHYECKUX aHAJIM3aX:

a -- ctangaprnas wetoauka; [ —-npoba (moua); 2 — ypaneune 6eqkoB; 3 — ocaxieHne
Genkos; 4 — ueHTpudyrupoanue; 5 — NENPOTEHHHIUPOBAHHAS MOUA: 6 — IKCTPAKIUA; 7 -
3THaalleTaT; & -— opraHuueckas ¢a3a; 9-— moua nocae 3KCTPpakuUHk; [ — KOHUEHTPUp
Bauue; [/ — pacTBopeHHe B UWOAXOAfLIeM pacTBopuTene; 6 - meroauka Sep-Pak; /1 -
npo6a (moua);, 2 — ¢uabTpoBarue npoGol uepes- Sep-Pak-Ciyg-narpos; 3 —- BHIMbIBaHUE
NOCTOPOHHUX TIpPHUMEcEeH M3 matpoHa pacrsopuredem (nanpumep, 0,1%-it BoaHok Tpudrop-
YKCYCHOH Khcaoto#t); 4 -— aniouposanue ilejeBblx BelllecrB -2 wma pacrBopurens  (Ha-
GPHMED, AlLeTOHMTDHJ —— BOAA — TPUDTOpyKCycHan kucaota 80:20:1); npoba B 3KcTpakre
NPUrcAH4 AAA nocjenyloulero araausa (merogom BIXKX — O®X): 8 — meroanka Extrelut;
!/ — npo6a (moua}, 20 Ma; 2 — 11po6Ga B KOJOHKE BbIAEPIKHBAETCH B TedeHHe 15 MHH,

‘4 — 3NHPOBAHHE LeneBOro NPoaykra 40 MJ pacTBOpUTENS, He CMEWIMBAICWETOCH C BOLOH;
IKCTPAKT fpuroged aiad nocaeayioltero auaausa {(TCX, B3IKX — H®X); (a n 6=

Waters, Konlg%tem/Taunus 8 -— Merck, Darmstadt)
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6bITH 10 BO3MOKHOCTH KOPOTKHMH, TaK KaK JUTHHHbIE KOJIOHKHM HEJErKO
3aMOJIHHTh PABHOMEDHO.

Heo6x0AKMYIO AJMHY KOJOHKH NPH dHAJNH3€ CMECH HEH3BECTHOTO
cocTaBa IoJA06HPAOT Ha OCHOBE DE3yJbTATOB TCX (cm. pasa. 2.2).

Ynakoska Koaonku. JlaHHble 0 METOLax yNakOBKH KOJIOHOK NpH-
pefenbl B pasi. 2.3.1 u 2.3.2. Kak mpasuio, COpGEHT CyCNeHJUPYIOT
B pacTBOpHTEJE, B KOTOPOM MpeLNoJaraercs npoBOAMTE 3JII0OUpOBA-
HMe, a 3aTeM MpPOBOAAT A€a’palHio B BAKyyMe; CHJIHKATEIH MOKHO
o6paforaTb YJbTPa3BYKOM.

Hanecenue o6pasya (Gosiee NojpoGHOe OMUMCAHUE ONepaliu TpH-
BemeHo B pasi. 2.3.1). O6pasern pacTBOpsiOT B pacTBOpuTENE, B KO-
TOPOM TIpeANoNaraercst MpOBOAUTH STIOHPOBAHUE. [Tpu anaau3e cMme-
cu o6beM oOpaslia He JOJLKEeH NPEBbIIATh 2% ot o6beMa KOJOHKH,
fIpH TpenapaTHBHOM pPa3jleJieHHH EeMKOCTDb copOeHTa HCHoJb3yercs
MaKkcuMaabHo. ONHAKO pacTBop ofpasua He CJIeNyeT KOHUEHTPUPO-
BaTb, Jyullle HaHOCHTb oGpasel B Gonpluem o6beme. Ileperpyska
KOJIOHKH TIPH BbICOKOH KOHLEHTpaluu BellecTsa B oGpasue Hapy-
laeT MPOU3BOAUTEIbHOCTD KOJOHKH.

Satouposanue. TIoNAPHOCTb SJIOEHTOB OKA3bIBAET cylllecTBeHHOE
BJHSIHHe Ha KauecTBO pasjenenus. Kaxk npasuio, NoJsipHOCTb pacTBo-
puteseit (cM. pasi. 4.1) noAGHpaOT TaKUM 00pa3oM, yTO6H LEJeBOH
KOMIOHEHT CMeCH 3JI0MpoBaJjicsi B 00beMe, PAaBHOM TpEM ofbemMam
KOMOHKM. [Ipu 3TOM JoCTHraercsi HanGoJsee BBICOKOE paspelleHue.
Wcnonb3ysi cMecb PacTBOPHTEJeH ONMHAKOBOM MOJAPHOCTH, HHOTAA

yaaetcs ele Gojiee NOBICHTL KAUECTBO Pa3JCICHUH. B H®X Bricokoe -

paspellieHne JOCTHTAeTCs IPH 3MI0MPOBAHHH CMECHIO c1a60onoNAPHbIX
pacTBopuTeaei ¢ no6apkoil 1-—29% CHJIbLHOTIOJISAPHOrO KOMITOHEHTA.
Xpomarorpatusi B 3J0eHTe NOCTOSHHOTO COCTaBa Ha3blBaeTCs H30-
kpatuueckofi. Ecau oGpasew COCTOMT M3 KOMIIOHEHTOB Das/HUHOH
NOJISIPHOCTH, 3/TI0HPOBAHUE IPOBOJAT B YCJIOBUSX BO3pACTAHH noJisp-
noctit pacteopures (H®X), Hian B yCJIOBHSAX CHHXKEHWT noJsip-
nocru pacteoputens (OPX). 3aMeHa JI0€HTa MOXKET OCYILEeCTBIAATD-
sl CTYNEHYaTo WJH MJ1aBHO TPH MOMOLLH IPajMeHTHOTO cMecHTe/s
(cm. pasn. 2.1.3 u puc. 2.3.1/2). '

HcTounnku omin6oK

Lleaesoe sewyectso cAabo yoeprusaercs copbentom (puc. 2.1.1/3, 6).
BbiGpaKHblil PaCcTBOPHTENb SIBJSETCSA CHIIKOM TOJSPHBIM (B cayuae
O®X noasApHOCTb PacTBOPHUTENS CIHULIKOM maJia). PekomeHaaluu:
HCTIONb30BATh MeHee MOJAPHbIH pacTBopuTeab (B caydae OPX —
GoJsiee MOJIAPHBIA); U3MEHHTh NOJSIPHOCTD copGenra; paboraTtbh B pe-
wume OODX, ecan paHee paGoTasnu B PexuME H®X, u Haobopor.

Ilenesoe BeuecTé0 CUABHO YOepHusaerca copbenrom (pHuC.
2.1.1/3, 8). PekoMeHaauMH{: HCMO/b30BATH 6oJiee TIOJSIPHBIH pPacTBO-
putenb (B ciyuae OPX — menee TOJISPHBIA) MKW MCNOJb30BATH Me-
Hee TIOJIAPHBIE COPOEHT.
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Puc. 2.1.1/3. Pazauunvie
BHABL XpomaTorpamMm (Wa-
ters, Koningstein/Taunus):

a — ONTHMAaJbHoe pdaspelte-
HHe; 6 — ueJeBOe BEUIECTBO

cnabo ynep:kupaercs copGen-

TOM; 8 — lleJleBO€ BellecTBO

: CHJIbHO yAepXKHBaeTcs cop-

: ry ;f t 6eHTOM; ¢ -— aHanusHpyemasn

0 CMeCh He pasjensieTcl; 0 —

cnaboe paspeureHue

MeﬁA:anu?premaﬂ cMech He pasfensietcst (puc. 2.1.1/3, ). Pexo-

Gonéle UMH: YMEHbUIMTb CKOPOCTb MOJAYHM 3JI0€HTA, HCMOJb30BAThH

gor AJHHHYIO KOJIOHKY MJIH PaboTaTh B PEeKHME PEUHKIA; HCIOJb-

aTh PacTBOPUTE/b aHAJOTHYHOH MNOJISPHOCTH, HO C IDYTHMH COJIb-

BaTHPYIOLUMMH CBOMCTBAMH; MCNOJb30BaThb COPGEHT C aHAJOTMYHOM
no.n;l)pﬂocn}o, HO HHbIMH (DYHKLHOHAJIbHBIMH [PYMIIaMH.
paspetuenue neydosaersopureavro (puc. 2.1.1/3,0).

o exoémeﬂnauun: YMEHBIIHTL CKOPOCTb MOAAyH 3JI0€HTA; HCHOJb-

Tb OO/iee AHHHYIO KOJOHKY HJIH PaGoTaThb B PEXKHME peLHKa.

Odopmaenne pesyastaron

THHBC;())a660qe1vl')KypHa.ne HeoGX0AMMO YKa3aTb cJedylollHe CBeIeHHS:
pbeHTa; pasMepbl KOJOHKH (AHaMETp, BBICOTA); 3JIOEHTbI
(TpH rpajeHTHOH SJIOLUHH — O6bEM B MJI B CMECHTEE H pe’3epBya e);
MOXHO TaKe NPHBECTH XPOMATOTpaMMY; TEMIIEPATYPY, eCaH aHames,

B .
encnsﬂe NpH KOMHATHOH TeMIeparype; CKOPOCTb 3JIOUHH B MJ/MHH;
Cnocob feTeKTHPOBaHHsA; 00beM ¢pakuui. ’

O6aacTb npuMeneHns

. M(;Jyllgll;lgﬁrenn NPHUMEHSIOTCS L1 HPaKUMOHHPOBAHHS HElOJIsi PHbIX
M3 B;épﬂblx BEILeCTB; KOHTPOJsSI KauecTBa ([VIaBHBIM 06pa3om
e 1102M32 KX Ha KOJIOHKaxX ¢ paamepoM uacruu 3—15 MkmM (cMm
gaaﬁéﬂﬁ .2); npenapaTHBHOro (GpaKuHORUPOBAHHS NIPH HOPMAJbLHOM
anie ‘1:1 Ha copbeHtax ¢ pasMepamu vactuu 10—30 Mmkm; npera-
p HOTO pasjie/ieHHsl B MPOH3BOACTBEHHOM MacluTabe Ha cop6eHTax
c mgme'rpamn yactan 60—200 1 200—500 MKM.
cmn;::eljnimgzmm NIPUMEHSAIOT AJIS PelleHHsI TeX )Ke 3a1ad, 4TO H
: KHCJIOM OKCHJAE aJIOMHHHA Das
¢ HeJIIOT BellecTBa
C KHCJOTHBIMH cBoHcTBamu (¢ y
€HOJIbl, KapOGOHOBBIE K ;
c , HCJIOTHI); Ha.
OBHOM OKCH[IE a/llOMHHHS ()PAKUHOHHPYIOT OCHOBAHHUS (aMPI;-lbI);
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asn. 4.1);

Ha OKCHJEe aJloMHHHS ab6CoIOTHPYIOT paCTBOPHEeJII/IlZH(Cﬁ.pSCnyTByK))-
MHHHS YHAJNAIOT NEePeKHCH,

4 OCHOBHOM OKCHIE amlo vio

}xime B OpraHM4ecKHX PpacTBOPHTENAX (supe, Terparuapodypane,

He W Ap.). ' _

HHOI!EIC(?BGPXHO(E)TLO-MOHHQ)HLLHpOBaHHbIe CHJIRKaresu npnmeﬂmonr ;g?lB-

HbiM o6paszom B OPX (cM. pasi. 2.3.2) nad aHaﬂHTquCK?}EOBemeCT};

fIpenapaTHBHOTO pa3jie/ienusl, I1aBHbiM o6pasom &om:g;;zmpo%mm
AMeHsloTC Aas ¢pa

[pousBoaHble araposbl Tp oBaHi

6eJIKOpB no ruapoGo6HBIM CBOHUCTBAM. B otauuune OT6 O(Di(be{)nx;mu),

HHe MPOBOAMTCS B BOLHON cpene (uTo BaxKHO 1pH pabore ¢ O

BUBJTUOTPAGHUUECKHUH CITHCOK

hobi
Firmenschrift, Octyl-Sepharosle;hCL—tlBZ P}?if;neylc-‘s]gpr)nl'lii;?sseucplé—s4al?afosrcgggdreor;]) 1097(c‘)
i armacia R ) N )
g:f‘;:ﬁtsfﬁ]rifcthrgg?;sggrabphﬁb Ultrafine — Chromatography in Organic Solvents,
Pharmacia Fi‘ne Chemicals, Uppsala, Schweden 1978
Cwm. pasa. 2.1.

2.1.2. Pacnpepeantenbnas xpomarorpadus

: 3HYMH
PacnpegenutenbHas xpomarorpadus OCHOE:OEI:J;M:(?H _ I))Kal/lllKI/IMH
LLIHBA
ellecTB MeX1y HecMme 1 :
i rompKH 'HOH eceHHQH Ha TBepAbIH
i HeNOABHXKHOH, HaH

aMH — MOJBHXHOH N : o

ﬁ)ce)lcg.meﬂb B 3aBHCHMOCTH OT COCTOSIHHSI TOJABHKHOH (1)831:[1 Egg;lﬂaﬁ
HOGUT Ha3BaHMe KHAKO-)uAKocTHas (HKOKX) u raso-xui

(T)KX) xpomaTtorpadus.

Pu3nyYecKHe OCHOBbI METOAA

it npr cripe-
Ipouecc, MPOMCXOASIIUHE NPH HKOKX, MOKHO cpaBH?;b};”];iocgﬂ_
JleJIeHHeM BeILEeCTBA MeXAy ABYMs HEeCMELIMBAIOUHMH AN
MH B JeJUTeNbHOI BOPOHKe (CM. pasa. 1.4.1). He\pem::;uno R
¢a3 npu MHOrOKpaTHOM BCTPSAXHBAHHH (pacnpeae.n: ! pa&nmﬂb}w}
ecT
MT K pasjeseHuio Bell A
cM. pasa. 1.4.2) npHRO1 1 L
KOa(bpq)HLLHeHTaMH pacupeieaenns. [Tpu pdcnpenenuTeﬂ;ngoxT%BOToq_
rpaduH cMecH pasiensioTcs ropasio GbicTpee, 4eM Mp }g THROTON
HOM pacipefeJeHHH, 4TO OGBACHALTCSE 60ﬂbmenr1]mou$gbp33ﬂeﬂeﬂm
o ’ © Ou
HermoABHXKHOH (asamu. 1lp
MEXKy TOABHXKHOU H e
i qiHAETCH 3aKOHY P
i xpomatorpaduy Moa e
B pacrnpeaeauTesbHO O . o
MOXKHO MpeACKasaThb
enenusn Hepucra. fostomy - pas-
ﬁeﬂe}mﬂ cmgcn BeleCTB, 3Has Koa(p(puuueHT;)14ancnpeneJ1eHu
MOHEHTOB M (PAKTOD pasilejeHHs (cM. pasn. 1.4.2).

MaTtepnaJbi-HOCHTENH

% e uMmeer
B pacnpeaesutenbHOH xpomaTorpaucbuu 60J3bu10e 3Ha:{{eeHl:1CTBOpl/I-
NPOYHOCTb YA€PKHBAHHS HeNMoJABUXKHOH XKHJIKOH Q)aselg:(e:ma gm{ ety
Hocurese. [1poyHocTh YA
MOM TBEPJOM HHEPTHOM : ) a0
jJ.eJmeTc;Ip CUJIAMH ajre3nH, aacopbuued, XUMHIECKHMH CBS
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Cuner adeesuu

XKunkasa ¢da3a ynepxusaercs ua MaTpuile CHIaMH aAre3suu:

pacCiuTaHHOE KOJIHUECTBO JIeTyueHl XHUAKOCTH (B COOTBETCTBHY C
PEKOMEHAUUAMH  GHPM-H3rOTOBUTeNel) NPHGABASIIOT K marepua-
JIy-HOCHTEJIIO, BCTPAXMBAIOT H BLIAEPKUBAIOT [JHTENbHOE BpeMS.
Hpu stom neryuuii pactsopuresn (BONA, HHTPOMETAH, H300KTAH HJIH
B,B’-oKcHAUNPOTHOHUTPHT) PaBHOMEDHO pacnpenejsieTcss Ha MaTpHle
3a CYeT NOBEPXHOCTHOH AHGGY3NH.

Hexneryuyio xuakocts (nonustusenrankons, rekcajiekal) pacrso-
PAIOT B HH3KOKHISIILEM DaCTBOPHTEJe, CMELIHBAIOT ¢ MaTepPHAJIOM-
HOCHTE/IeM, yHaIsI0T JIeTYUHH PACTBODHTE]b HAa POTOPHOM ucnapu-
Tese. O6a BapuaHTa MOIYT NPHMEHSITHCS NpH NOATOTOBKE KOJOHOK
AJIsi Ta30Boit xpomaTorpaduu (cMm. pasg. 2.4). )

Henoapnxuas ¢asa scerna NOHEMHOTY pacTBOPSIETCS B IIOABUXK-
HOH (pa3e H MOCTENEHHO BBIMBIBAETCH H3 KOJIOHKH. JTO TaK HasbiBae-

MOE€ «HCTOILEHHE KOJOHKH» BJeueT 3a coBGOH CHHUKEHHe pasperiaio-
el cnoco6HOCTH.

Adcopbyusn

Marepnan-Hocuteanr obsaagaer aJ1COpOUHMOHHBIMH  CBOHACTBAMH
(KaK, HanmpuMep, CHJHKaredb, Le/1I003a, nexcrpaH). Ecau B sTOM
Clydae B KauecTBe MOABHKHOM (a3bl HCMOJb3YETCH CMeCh pacTBopH-
TeJled pPAasJIMYHOH MOASPHOCTH (Hanpumep, XJ0POPOPM — MeTaHO.
M1 GYyTaHON — BOAA), TO B 3aBHCHMOCTH OT HX NOJIIPHOCTH TTOBEpX-
HOCTb HOCHTEJI C TeYEHHEM BPEeMEHH 060rallaeTcss OJHHM M3 KOM-
MIOHEHTOB TNOABHXKHOH baapl. Cuiukaresan Bcerga usbupartesnexH no
OTHOLIEHHIO K GoJjiee MOJISIPHOMY KOMNOHeHTY. Takum o6pasom, npu
IPOBEACHHH >KHAKOCTHOH XpoMmaTorpaduu cmechbio pacTBopHTe el
Bceraa HabJI0Aa0TCS NPOLUECehl aacopOLHH H pacnpenesenus.

- Kosasenrnoie csasu

BosmoxHocTh 06pasoBaHusi KOBaieHTHBIX CBsizeil MEX1Yy Be-
LLECTBOM NMOABHKHOH (Pa3bl M BELIECTBOM MAaTPHLbI MO3BOJSET npH-
BHBATh HEMOABHXHYIO (ha3y HENOCPENCTBEHHO HA MOBEPXHOCTH MaT-
puuer HInpokoe pacnpocTpaHeH e NOMyYHIIH CHINKATENH C HMMOGHJIH-
SOBAHHBIMH YI/€BOJOPOAHBIMH LEAsAMH, COAepKaluuMH 2, 8 uau |8
YrIEpOAHbBIX aTOMOB (cM. pasa. 2.1.1). 3a cueT HMMOGHAN3A KK yrie-
BOJIOPOJIHBIX lleneld Ha MOBePXHOCTH CHJIMKAre/sl OHA MeHSeT noJisip-
HOCTb, T. €. NOBEPXHOCTHBIA cJIOH npuobperaer rHApogo6Hbie CcBOH-
CTBA, ONHOBPEMEHHO MOAABJAIOTCA aACOPOUHOHHBIE CBOHcTBa. [lo-
STOMY B JaHHOM ciydae UMeer Mecto ODX, 3anumarouias IPOMexy-
TOYHOE MECTO MeXAy pachpenennTe/bHOH xpomarorpacdued H aj-
COpOGUHOHHOA. Posb HEMOABHKHON KHIKOH ¢ asbl 30ech BBLINOJHSET
XHMHUECKH CBSI3AHHBIA MOHOJHCNEPCHBIH CJIOH.

89



TMopALOK BbiOJAHEHHSH onepanui

. pa-
O61as nocJeloBaTebHOCTb Olepalli aHaJorHiHa 21'[(1)p1ﬂ)ILK} p
GOTbI NpH aACOPGLUHOHHOH xpomaTorpaduu (cM. paifﬁm; . o
Saouposanue TPOBOAST B H3OKPATHUECKOM D€ e T -
NOCTOSIHHOM COCTaBe 3JI0eHTa. I'pajueHTHOe 3JI0HPO
CMbiCIa. _
Mmlsg(r)teceuue o6pasya. TIpn KaxXA0oM HaHEeCEHHH npoﬁ:())l g)?;;en:lTeo
BHIKHY
pITeCHAIET KHIKYIO HEmol
Masi cMeCcb YacTHYHO B paay. ¥1o
OTpULIATEJbHO CKa3bIBAETCs HA paboTe KOJIOHKH. I?WCJ(I)I:IbITe COpCTaB
OIBITE KOJIOHKY CJIerKa Meperpysurh, T0 B CJICLYIOILE onkiTe COCTA
3i0eHTa OyleT JIOKAJbHO MEHATbCH 3a cder BbITec}Ii;:aCTb CroNBIN
T B ,
HO OMIIOHEHTHI 06pa3lia Mory
HoM ¢a3bl. [1pu 3TOM K B amorpamse
accjoeHHe 3JI0eHTa,
WM MOXKET HacTyIHTb P
MOeT HabJIoAaThCA 3HAUYHTEJNbHOE YLUIHPEHHE MHKOB. enonb30BATS
B cayuae MpenapaTMBHOTO Da3feICHHs CJELyeT N
HU3KOKUISILLYIO HEMOLBHXHYI0 (asy (uid nononnm:H;{pﬂoﬁ b
eJieHHs cTajiell OUHCTKH BeUleCTBa OT CJ€10B HENOABHMA aspl).
8 Pasnenenue merogom O®X (Ha WMMOGHJIM3OBAHHOH HEIN D':mel-
HOH (a3e) HMeeT psil 0coBeHHOCTel, KOTopble HEOOXOAHMO Y

BaTb.

Odopmierne pe3yibTaTos

’ . ] el
[lpi  OQOPMJEHHH Pe3yJbTaTOB CIELyeT PYKOBOACTBOBATH

3. 2.1.1.
TpQéOBaHHﬂMl/I, U3JI02KE€HHBIMH B pa3i
O6nacTb NPHMEHEHHS

Hpﬂ aHaJii3e BCeX KJacCOB BEILECTB. . -
Pa3pesneHue J0BOJIBHO CJOXHBIX CME€CeH Bemecr .

BUBJINOTPA®HUUECKHH CITHUCOK

ussigkeits- hie, Springer, Berlin 1975
H. Engelhardt, Hochdruck-Flussigkeits Chrortr(l)atI\(;‘gordaep}n Liqgid B atography.

L. R. Snyder, J. . Kirkland, Introduction

i 1974 )
\Iyﬂle(yyUI\jzeg‘ZrYgokrous Silica — Its Properties and Use as Supp

Chromatography, Journal of Chromatography Lybrary, Bd.
dam 1979 ,

2.1.3. HOHOOBEMEHHASI XPOMATOTPA®US

Honoo6GmeHHass xpoMaTorpagusi OCHOBaH
HOCTH pasjesisieMbiX HOHOB B pacTBOpe K H
TOM (HEnOABHKHasA
PHMYIO MTOJHMEPHYIO MATPHLY,
rensble rpynnel. [1poTHBOHOHBL
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ort in Column Liquid
16, Elsevier, Amster-

a Ha pasiM4HOM Crocob-
OHHOMY OOMeHy ¢ HOHH-
¢asa), KOTOpbIA npeacTaBsieT coboit HepaCTBg:
HECYILLYIO XHMHUECKH CBSI3aHHbIE HOH

yAepKHBAIOTCA HA MaTpHue 3a CcHeT

CHJL 3E€KTPOCTATHYECKOTO B3aUMOJEHCTBHS M MOIYT OGMEHHBATbCS
Ha MOHBI pa3fe/IieMOH CMEeCH, IPUCYTCTBYIOLIHE B MOABHKHON thaze.

Du3HyeckHe OCHOBW MeTaAa

NEYEET]

[lo. xumuueckomy cTpoenuio MaTpHilbl HOHOOGMEHHHKH MHoapas-
ACJNSOTCS Ha CACAYIOLUHE TPYIIIB: CHHTETHYECKHE CMOJbl Ha OCHOBE
TIOJIHCTHPOJIA MAK NOJIMAKpUAaMuia; cedafeKchl Ha OCHOBE CLIHTOrO
- AEKCTpaHa; ceapo3bl — Ha OCHOBE araposbl; LE/JIONO3HbE HUOHO-
OOMEHHHKH Ha OCHOBE MHKPOKPHCTAJJIHYECKOH WM CLIMTOL MHKpO-
cepHuecKOl LeJJI0/I03bl; HEOPraHHUECKHE WOHHTHI Ha OCHOBE Mo-
BEDXHOCTHO-MOAM(DUUUDPOBAHHBIX CHJAHKAaresef.

Tun nonoo6menHuka onpegessiercs NpUPONOH (GYHKUHMOHANBHBIX
HOHOreHHBIX rpynnm (raba. 2.1.3/1).

Honur siBasiercst c1a60KHCAOTHBIM NPH HaMUYUK KapBOKCHIbHBIX
HWJIIH OKCH(EHHUIBHBIX TPYNIN; CHIbHOKHCJOTHBIM NPH HAJNHUHH cyJabdo-
rpynn (—SO3 H*); caaboocHoBHbIM IDH HaJIMUUH aAMUHOTPYIN pas-
JIHYHOA CTENEeHH 3aMeLIEHHsI; CHJIbHOOCHOBHBIM IPH HaJUYHH Tpynn
YETBEPTHYHBIX aMMOHHEBBIX OCHOBAHHMH.

Pazfeneniie HOHUTOB Ha CHJIbHBIE H cJ1a6ble NPOBOAUTCS 110 aHa-
JIOTHH C [A€/JeHHEeM Ha Cjabble H CHJbHblE KHCAOTHI M OCHOBAHHS U
OTHaCTH OTPa)KaeT CTeNeHb AMCCOLMALMH HOHOIEHHBIX IPYHI. 10
CBOHCTBO He CJelyeT MyTaTh C EMKOCTbIO, KOTOpast AJs HOHHTOB
onpenessierca abCOJIOTHBIM UYHCJIOM (PYHKUHOHAJbHbIX Tpynn H HX
AOCTYMHOCTbIO. CHJIbHBIA MOHHT HMEeT MOJHYIO eMKOCTb B GOJIBILOM
Ananasone sHavyeHudl pH pacrtBopa, ciabblit woHnT focTHraeT no-
HOH €MKOCTH JIHIUb B ONpe fe/IeHHOH 06/1acTH pH. Tak, kap6okcumeru.-
leamonosa (KMLU) npu pH<<3 yxe ne mecer JUCCOLMHPOBAHHbBIX
KapGOKCUMbHBIX TPYNI U NONHOCTHIO JHLIEHA HOHOOOMEHHBIX CBOJCTB.
[Tonno# emxoctu KMLIL gocturaer npu pH>6.

HoHnoo6mennyio xpomaTorpacuio NPOBOAAT B BOAHOH cpeje. B ka-
H€CTBE NpHMEPa HOHOOGMEHHOrO MpPOLECcca MOXKHO MPHBECTH onepa-
UHIO yMATYEHUS] BOABI, MPH KOTOPOH HOHBI KaJbLUHS H Mariusi o6me-
HHBAIOTCA Ha HOHbl HaTpusi. IloMHMO 06bIYHOrO O6MEHa HOHOB Ha
HOHHTAX MOXKHO [IPOBOMTD Pa3jie/ieHHe 3apsKEHHbIX YACTHLI, TIpex e
BCEro GHONONMMEPOB (GeJKH, HYK/IeHHOBbIE KHCJIOTbI), HEKOTOpPHIE H3
KOTOphIX 06/1a1a10T aM(OTepHbIMY CBOHCTBaMH. MeHHO 3Ta obsacte
ABJISIETCS IVIABHOH A/l MPUMEHEHHS HOHOOGMEHHOI! Xpomarorpaduu.
Tak kak cymmapumit sapsg Takux MaKpOMOJIEKYJl 3aBHCHT oT pH
CPeABl, XpOMaTOrpauio NpoBOAsT B OybepHbix pacrteopax. B 6oub-
LIHHCTBE cayyaeB pH cpensl B mpouecce paspesnenus M0 1ep XKHBAIOT
MOCTOSIHHbIM. PasjiesieHHe pasjiHuHBIX THIIOB MOHOB BO3MOXKHO npU

. YCJIOBHH, 4YTO KOMIIOHEHTBHI CMecH [10-pasHomy BS&HMOﬂeﬁCTBYIOT C

3apsKEHHbIMHY TPYNIAaMH HOHHUTA.

EcllH HeCKOMIbKO MOBBICHTD HOHHYIO CHJlYy 3J1I0€HTa nyTeM a06ap-
JIEHUS1 HEHUTpaJIbHBIX coJiel (Hanpumep, NaCl), To HOHBI 3mM10€HTa
GYIYT KOHKYPHPOBAThb C KOMIOHEHTAMH CMECH. Beseacteue storo
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Tabauya 2.1.3/1. Horursl pasaursix

Tunbl HOHHTOB C YKa3aHHEM

Hassanue

Pupm-useotosuresel

(byHKUHORAIBHLIX TPYIT Merck Amberlyte and Bio-Rad and
-Lewalit Amberlyst Bio-Rex
CusibHOKHCAOTHBIE  KaTuonk- S 1020 IR-118 AG 50W-Xl1
Thi — conoarMepst ctupota ¢ S 1080 IR-120, 122 AG H0W-X2
uBHHUAGeH3030M — SO HT - S 1080 IRF-66 AG 50W-X4
¢ wuumka- CG-120 I, 11, fII  AG 50W-X10
topoM-kpa- IR-124 AG 50W-X12
cuTesnem AG 50W-X16
MaKponopHeThie  CHIbHOKHC- SP 1080 Amberlyst 15 AG MP-50 .
JIOTHbIe KAaTHOHHTb » XN-1005
: » XH-1010
» XN-1011
Amberlite 200
. Amberlite 252
Cnabokucnothbie Katuouutsl Houut  TH- IRC-50, 84 Bio Rex 70
Ha OcCHoBe roJnakpuioBofi na IV CG-50 1, II, III
kueaothi —COO™H™T
Makponopuctsie  ciabokuc-  CP 3050
JIOTHBIE KATHOHUTbI
CubHoocHoBHble  anuonnTit M 5020 {RA-904, 938 AG 1-X1
HA OCHOBE TIOJUCTHPOAA, THIL .
—CH;—N™ (CHy)sCl™ AG 1-X2
AG [-X4
M 5080 IRA-400, 405, 410, AG [-X8
M 5080 G3 425, 900 AG 21-K
¢ wuuauka- CG-400, 1, 11
TOpOM ‘
AG 1-X10
Hounr Tn- XE 265 :
na [I1
Makponopuctele  cuibHooc-  MP 5080 Amberlyst A-26 AG MP-1
HOBHBI AHMOHMTHL, THR | Amberlyst A-27
CHJIbHOOCHOBHBIE aHHOHHTHI HA IRA-410 AG 2-X4
ocHoBe noauctuposaa, tHn 1l AG 2-X8
AG 2-X10
G
¥ _
—CH,—N —CH, €l
CHZ—CHZ—-OH
MakponopucTele  CHJIbHOOC- Amberlyst A-29
HOBHble aHHouUThl, THN TI
Cna600CHOBHLIE aHHOHHTH Ha VOHMT  TH- IR-45 AG3-X4A
OCHOBE MOJHCTHPONA na IL IRA-47, 68
92

HOHHTOB |,

Dowex Permutit Riedel-Permutit Serdolit
5?8\%% Zeo Karb 225 RS-20 CS-21C, 22C
30W-X2 RS-40 CS-23C, 24€
p0W-X4 RS-60 cs-1,2,3 °
S0w-X10 RS-90, 90L, 120 i1, 12 -
SOW.X 15 ‘ Serdolit Red ¢ unauka-
Dowex 70 RSP-100-1 roporKpacimere

RSP-100-1-L
C HHﬂHKaTOpOM
Dowex CCR-2 Zeo Karb 226
C-65, 6
Zeo Karb 216 ! cwH
Dowex 1-X1 Deacidite FF1P
SRA
Powex 1-X2 RA 61, 62
Dowex 1-X4 Deacidite FF1P
5 SRA 65, 66
owex 1-X8 Deacidite FFIP
D : ESB-32-L 1,
owex 21-K ;ggvﬁgésg 1 ESB-26 '}s\esrdlélft' él2ue
Dowex 11 33 C HHJHKATOpOM
Dowex 1-X10
Dowex 1-X16 Deacidite FXIP
Dowex 31, Deacidite KMP ESB-274-1L AS-3
ESB-274-1
C MHIHKATOPOM
EHP-274
Dowex 2-X4 Deacidite NIP
Dowex 2-X8 Deacidite NX £5:26, 32 AS2
Dowex 2-X10 Deacidite PIP
ES-274 .
ES-274-1 ASS

Deacidite MIP
Deacidite .HIP

C HHAHKATOpOM
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ITpodoaxncenue raba.

Haspanue
Tunbl HOHHTOB € yKa3aHHCM
(PYHKUMOHAJBHBIX TPYR Merck Amberlyte and Bio-Rad and
Lewalit Amberlyst Bio-Rex
+
—CHs—NH(R1)oClI™ Houut tuna 1l XE-265
IR-4B
CG4B 1, 11
CG 451, II
Makponopucthle cJ1a600CHOB- MP-7080 Amberlyst A-21
Hble AHHOHHMTHI IRA-93
CUJbHOKHCJIOTHBIE KATHOHUTDI Bio-Rex 40
¢ (heHONbHBIMK TPyNNaMH
—SO;HT
[To/HCTHPOJIbHBIE KATHOHHThE Bio-Rex 63
—PO3~2Na*
Chelex 100

[ToAKCTHPOJbHEIE HOHHTH €

KOMRJIEKCO0Opa3yoLUMH

yHKUHOHAMBHBIME TDYITaMHU
CH,~COOH =

—CH,~N
2 \CH2—COOH

OJIMH WJIH HECKOJBbKO KOMIOHEHTOB YaCTHYHO Jecop6upyloTcs M Hau-
HYT MeJJIEHHO MHIPHPOBATb MO KOJIOHKE B noaBuxKHO# ¢ase. Ilpw
NOBbILIEHHH KOHLEHTPAlHMH COJMH CKOPOCTb MHUIpauuH BO3pACTALT,
OLHOBPEMEHHO JecOPGHPYIOTCS GoJiee NPOUHO yA€epIKHBaeMble Be-
nectBa. [1py HEKOTOPOM MPENeIbHOM 3HAUCHUH HOHHOM CHJIbl 3JTHO€H-
ra Bee KOMIIOHEHTH 06pasila TOJNHOCTbIO AecopOupyloTest U MHIPH-
PYIOT 1O KOJIOHKE CO CKOPOCTbIO ABHXKEHH: noaBHKHO# ¢paswl. Cae-
JlOBATE/bHO, BaXKHO HAWTH ONTHMAaJIbHOE 3HAUCHUE HOHHOH CHJIBI,
Npxd KOTOPOM AOCTHraercs Hau6OJblIEE pa3feseHHe LeeBbIX KOM-
[IOHEeHTOB cMecH. B GOJbLIMHCTBE Cjay4daes HpH MIOCTOSIHHOH HOHHOH
cusie Gydepa He yaaeTcs 3JMIOHPOBATh BCE KOMMOHEHTBI CMECH, npu-
cyrerByloure B o6pasue. [lostomy O6ILENPUHATBLIM [PHEMOM B HOHO-
o6MenHoil xpomartorpadud sBisiercss 3M10MpOBaHHE B TPAJMEHTE

MOHHOH CHJIBL.

Marepnaanb

HoHnutot HQ OCHOB8E CUHTETUHECKUX CMOA

Ha puc. 2.1.3/1 npuBejieHa cxema nojy4enHs HOHHTOB Ha OCHO-

Be CHHTeTHYECKHX CMOJ. DTH HOHHWTHL NIPOU3BOAAT B BUIE rpaHy./ Aua-
METPOM OT 5 MKM J10 2 mM. I'pany/ibl MeHbUIErO AHAMETPA, CTOWMOCTDb
KOTQPbIX HECKOJIbKO BBHIILE, npegHa3HauYeHbl LIS nposejleRns aHaJu-
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HOHUTOB

D .
owex Permutit Riedel-Permutit Serdolit
Deacidite HXIP
Dowex 33 | . EM-13
EM-13-1

¢ HHIAMKATOpOM

Zeo Karb 215

Dow Chelaring
Resin
Al

30B
yrﬂeg(]))HOHOBIiLUJeHHOM JAaBJI€EHHH (Hanpnmep, dHaJIi3 aMHHOKHCJIOT
Ji B). panyJibl 6oabmero AHAaMeTpa HCNOJNb3YIOTCA B frexno-)

Cegpadexcor (Sephadex)

Hx

ek Cgoggsuﬂﬂ'r” n()}n;aa (BBeLIEHHH g))l/HKU,HOHaJIbelX rpynn B ceda-
- - CM. pasfi. 5). K

Aok -1.0). Karnount C-25 u anuonur

A iogcnonbsyumT Npu pasje/ieH’H BelUIeCTB ¢ HeGOJIbIIOHK MOJEeKYy-

Moﬁe Maccoi, HoHMTBl A-50 u C-50 — npu pasnesenuu BbICOKz

ol :g;g:pﬂblx COeIHHEHHH C MOJEKYJSIpHOH Maccol ao 30 000. Bo-
KOMOJIEKYJISIpHbIE BelecTBa PasiedsfioT Ha HOHOOGMEHHO

Iai"l' 2‘1‘3/2‘ \ p ’

Honuror na ocrose cepaposst

Toﬁl/rlx);();or::;:g;ﬂa OCHOBe ngagpuubl arapoasl (cM. pasn. 2.1.5), cunu
H MoJekyJ1 2,3-1H6poMIponaHo vectse -

, a. B xauecr -
UHOHaMbHBIX Tpynn BBOAAT DEAE- u CM-rpynnu. 3a cqe'?emtgi;g

MIOPHUCTOH CTPYKTYpHl rpa
1 HyJIbl HOHOOOMEHHOMH ~ ara
JMOCTATOYHOH MeXaHHYECKOH MPOYHOCTDLIO. posst oGnanaior
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KATHOHHT AHUOHHUT

(CHABHOKHMCJIIOTHBIM) - (cnaboocHoBHbLiT)
@Soaﬂ :; CHZNRZ
. cymﬁmpo- TNHRz .
HE=CHe HO=CH, - CH,CI CH,NR;OH
. . MepH- XAOPMETUNHU- NR,
@ + ng;ll:lﬂ:p BOSBHHC 6H
oo o A

CTUPOJ  TUBMHHJIDEH3ON NOAUCTUPON

HC=CH,
’ eHve
-+1ic=CH—c00R-——>\-COOR-925——+~A~COOH

2

KATHOHUT
(cn1aboKUCIOTHRINA)

HC=CH,

Puc. 2.1 3/1. Cxema cuHTe3a naubosee BaHbix HoHntos (Merck, Darmstadt)

Honrutel HQ OCHOBE YEAAI0A03bL

HsBecTHBl HOHUTHL HA OCHOBE MHKpOKpHCTaJlJIH::I;KgEeP:éI;I gg)ggﬁ_
ey IJ.&HJIIOJIOBﬁI.HF?;I:}){’S;I}@H?((;JL(&;IHOK‘ Ynaercs roro-
qeciyfoﬁoupxﬁy’c qggsgc?:axe?)oﬂoﬁp yIaKOBKOM H yIlOBﬂeTBOpHTSiI;T}ICI):‘I-[T{I(()I
?:;pOAHHaMquCKHMH CBOHCTBAMH. I'paHleb1606ga§a:());och;e e,
BLICOKOH KECTKOCTbIO, MO3TOMY BBICOTA CTOJ HKbHO e oo
lecce XpomaTtorpaduu H3MeHseTCH HesHaque;Iuna'Heaameuumumu.
nepeyuc/eHHbIX CBOHCTB /le1aeT HOHHUTBI STOT

Tabauya 2.1.3/2. Honutot HQ OCHOBE CUUTOZO dexcrpana (cedadexcot)

. Mpo-
HouuThl M HX QYHKUHOHAJbHBIE TPYQMibl THBO-

Tun uoHuTa CsoficTBa riso-

+ —
Cedanekc — O—CHy—CHy—NH(C:Hs)2 Cl

A rpynna .

- -50 HbIl AHHOHHUT lLHSTl/lJIaMHHOC-)THJIl:Ha— na o
gzg—zeganexc CHAbHOOCROB- Ceﬂ)auexc —0O—CH,—CHo i

A-25 w A-50  ubiit- auHoHMT _ \0 (o, H;),CH,CH(OH) CHs (2'm}1p°na

CUTIpOTIHMJ) ANSTHAAMHHOITHAbHAS  TPYT Na+
Cedagexe —O—CHr—COO KapOOKCH-

DEAE-cedanexc, Caabo0CHOB-

- CuaboKHuC10T-
Eg5ci¢él}§gc. HbIH KATHOHHT Iéegmwacﬂ rp)énnaCHg—CHg——CHg—Sog Na*
" CunbHokucior- Cedaneke —O—
EPQEEg)aCﬂeSKOC Hbli KATHOHHMT CYJb(GONpONUIbHAs rpynna
96

Modupuyuposannvie cuiukazeau

Benencreue BrICOKOH MeXxanuueckoi NPOYHOCTH (YyCTOHUUBOCTH
IPH BLICOKOM 1aBJIEHHH ) HOHUTHI TOFO THNA NPHMEHSIOTCS pH BAYKX
(cM. pasa. 2.3.2). B uacrosiniee BpeMs NPOH3BOIATCH:

C1a600CHOBHbIE  HOHHTBI, HampuMep Hykjeocun SN(CHj)y
10N (CH3) s, nosturocus 60-D SN (CHs); (Macherey-Nagel);

CHIIPHOOCHOBHblE HOHHUTBI, HanpuMmep HykJaeocua1 5SB u 10SB
(Macherey-Nagel), anxpocop6 AN (Merck), naptucua 10 SAX
(Partisil 10 SAX, Whatman);

CHILHOKHC/IOTHBIC KATHOHHTBI, Hanpumep Hykaeocwa 5 SA u
10 SA (Macherey-Nagel), auxpocop6 KAT (Merck), naprucun
10 SCX (Whatman).

Takxe Hapany ¢ panee paccMOTpeHHbIMM MOJAHGMULHPOBAHHBIMH
NOPHCTLIMH HOHHTAMH [1POH3BOASITCS MATEPHAJIBI, Y KOTOPBIX (bYHKIIHO-
HAJbHbIE TPYNIbl PUKCHPOBAHBI B TOHKOM C/IO€ Ha NMOBEPXHOCTH CTe-
KJSHHBIX 11apHKOB (nepucop6 AN u nepucop6 KAT (Perisorb,
Merck), Bunak-201 SB HPLC u Bupak-401 HPLC (Vydac, Riedel de
Haen). [Tockoubky caioit ancopGenra Yy TaKHX HOHHTOB OY€Hb TOHOK,
OHH 06J1aJal0T HU3KOH E€MKOCTBIO, a YIaKOBaHHblE KOJIOHKH HMeIoT
UHCIO TEOPETHYECKHX TAPEJIOK Ha MOPANOK MEHblUe 10 CPAaBHEHMIO
C NOPHCTHIMH HOHHTaMH. OIHAKO TaKHe KOJOHKH TpOILle YNaKoBaTh,
CKOPOCTb 3/IIOHPOBAHUSL HA HHX Bhilue, a pe3yabTaThl AOCTATOYHO

' BOCNIPOM3BOJAUMBI.

Tipu6opu

Cxema npubopa Oas nposedenus kiaccuueckod UOHOObMEHHOL
xpomaroepauu ruskoeo dasaenus NpuseseHa Ha puc. 2.1.1/1. Ipu
HaHeceHHH o6pasla Bcsi pasgensemas CMech afcopOApyeTCst B BepX-
Hell YacTH KOJMIOHKH Ha orpe3ke 1—2 cm. B GOJIbLIMHCTBE CJyyaes
BIOJIHE J0CTATOYHO KOJIOHKH BbicoTO#H 20 cM. [1pu pasgesienun cjiox-
HbIX CMECEeH HCNOMb3YIT 60Jee BBICOKHE KOJIOHKH. Ilpu pa6ore na
NIPENapaTHBHOM ypOBHe Pa3Mep KOJOHKH MOAGHPAlOT B COOTBETCT-
BHH C Harpyskoi.

B otnnune or apyrux Bumos XpomaTorpaguu, IpH Xpomarorpa-
(bHH Ha HOHHMTAX BCEra HCIOSb3YIOT 3I0EHT NepEeMEHHOro CocTaBa.
I1pu s1OM HOHHYIO cHay pacTBopa H3MEHSAIOT CTYMEHYaTO (CTyMeHua-
TO€ 3JTIOMPOBAHHE) HJIH IVIABHO (TrpajHeHTHOe 3J0HpoBaHue) . Jiunelt-
HBIH rpajHeHT HOHHOH CHJIbI (GOpMHUPYIOT NpH NOMOWM 2paduenTro20
cmecutenn (cm. puc. 2.1.1/1 u 2.3.1/2). B nauaue npoilecca Ha Ko-
JIOHKY H3 CMECHTeNsl NOJAIT 3JI0eHT C HHM3KOH HOHHOH cuioil. [lo
MEpe H3MEHEHHs 00beMa pacTBOPA B CMECHTENE B CMECHTENb U3
pes€pByapa HauHHaer mocrynath Gydep ¢ BbICOKOM WOHHOH CHJOM,
COAEPIKHMOE CMECHTE/ISI HeNPEPLIBHO NMepeMeLIHBACTCA NMPH NOMOLLIH -
MAarHuTHOH Mewasnku. MoHHas CHila 3/0eHTa, NONABAEMOrO HA KOJIOH-
Ky, mocrenenHo Bospacraer. O6a cocyna, cmecHTeab H pesepByap,
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AHbIH

MMEIOT OIMHAKOBY!0 (GOpMY, BCJIEACTBHE HETO ¢>opMpreTc9:/lJ;y:ézmala_

rpajieHT KOHIEHTPalHH 6ypepa. [lpouecc xpoxg?gg;pa;pupe%pmpl)ape

Gydepa, HaxoAdLl .

cfl TpH KOHUEHTpPaUHH csepoyape.

?{prmsﬁa rpajueHTa OMNpeleNsieTcst pasHoCTbio B nouﬂggufHM 061}:-
depHOro pactsopa B pesepByape cMecHTeNRe, a TaKXKe

eMOM 3JIIOEHTA B caneme.
Moaroroska obpasua

HBIM.
Coaepxanue cojeil B o6pasie NOJKHO OBITb M[/IH;I(I)VIUE_lL.IT/Ilbreﬂb_
B ciyyae Heo6xoauMOCTH oGpasel oéecco.nmsa10Tanp(lrcanopa3Il e
2.1.5) uan auanus . . 1.6).
matorpaduu (cM. pasi. 2. 16).
)él:())(;MO)KHg T(gmxe HaHeceHHe ofpas3ila B Bnne6pa3633n§;:oﬂrg \ggenm_
c
TeTByOILME B o6Gpasne
TaK Kak HpH 3TOM MpHCY ens.
E?é 0T ancop%uuu.scex komrnoHeHToB cMmecH. [lpu Snm”poegsabuuarb
d aTHueckoM pexume ofbem obpasua He AO0JLKEH Hp ars
Tsog%/ or o6bema copbenra. [lpu 3J10HPOBAHUH B TIPAJHEHT o
XM ' e pacTBopuTead I
B 60abilioM ob6beme P
nme obpasell HaHOCHTCSH 1pn
sgﬁmnu quo KOJIOHKA HMeeT [10CTATOYHO BHICOKYIO €MKOCTb, 10

JISIOULYIO aIlCOp6HpOBaTb BCEe KOMIIOHEHTbl CMECH.

TlopsinoK BBITIONHEHHS onepanHi

uu-
Iodzotoska uonura. Heo6xoauMoe KOJIHUECTBO no:::eaﬂel?waccHa:
) HOH (UPMOH-U3TOTO )
THIBAIOT NO €ro eMKOCTH, yKa3ad ql)O‘r’)/ e ons, T
rpyska fOJKHa ObiTb paccuntana Ha 4 Genra, ax
Kak B ocTajJbHOM oObeme copbeHra ocymeCTBm&)eTl?:CKHM Teenno
adu
Tlepel KaxAbIM XpoOMarTorp
npolecc pasjieneHus. e e
raercsa npoueccy 1
HAT 00513aTeJbHO MOABED LH
l/(]ge:leﬂepaulm). Mo 3aBepLIEHHH pereHepalki HOHUT [EPEBOANTC
TUBHYIO POpMY. . -
akK B TZén.(pQR.B/S npuBeAeHbl YCIOBHS pereHepalnt cuﬂzzwcl)l;;c o
noHUTOB. MOHUTHI Ha OCHOBE 11eJJ110J1035l, ueKCTQp?%a 41/; arap
reHepupyloT B Gosiee MATKHMX YCJIOBHAX (Taﬁ.ﬂ.é. . /aCC.Manl/lBaeTCH
3anoaneHue KOAOKKY. JTa onepauus nogpobHo p

B pasa. 2.3.1.

Ta6auya 2.1.3/3. [Topadok peeenepayuut UORUTOS

O6bem paboue-

Pa6oune pactsopsl,| pactaopa, A

Thit HOHHMTA ITpoTuBOHOH o o pactaope.

i + HCI, 6 3,0

CHAbHOKHCJIOTHBIH KATHOHUT Ea+ i S0 %g
+ HCI, 6 3,
CaaboKHCAOTHBI KATHOHHUT gH‘ R 52
CHJIbHOOCHOBHBIN aHHOHUT o Naate gg
- NaOH, 4 R

CnaBoOCHOBHLI AHHOHHWT OH a

98

Tabauya 2.1.3/4. llopsdok pezenepayuu uonutos
Ha ocHOBe yearroaosvl u cegadexca *

IMpomexy- . .
Tun Houura [Tepsuiit paGouuit pacrsop 3J§::::e BT(;ZZ:BESG*OSHH
pH
DEAE n QAE 0,1—0,5 . HC} 4 0,1—0,5 4. NaOH
CM u SP 0,1—-0,5 1. NaOH 8 0,1—0,5 u. HC!

* Hacto A0CTATOYHO MPOMBITE HOHHT PacTBOPOM XJOPOBOAOPOJAHON KHCIAOTH (BMAOTH 10 2 H.).
** Tlocae BTOPON NPOMBIBKH HOHHT HEOGXOXHMO Cpasy e npoMmblBaTh BOAOH A0 HeHTpasb-
HOWM peaknHu GHALTPATA H JHIUL 3aTeM YPABHOBEUIMBATb COOTBETCTBYIOWHMM Gydepom.

Hanecenue o6pasya. Hanbosbiine 06beMbl HaHOCHT IIPH NOMOIILH
mnpuua (cm. puc. 2.3.1/9). Ecau o6bem npo6bl COCTABJASIET HECKOJb-
KO JIHTPOB, TO PACTBOP NOAACTCS HA KOJIOHKY NPH MOMOILM afantepa
(cM. puc. 2.3.1/9) uau nmepekaunsaercs NpH MOMOLIUH Hacoca,

Jarouposanue. Ecan paspenenue NIPOBOASIT B H30KPATHUECKOM
PEXHME, TO Tepel HOBbLIM LUHKJIOM PereHepaLusi HOHHTa He 0653aTellb-
Ha. B GosblmHeTBe ciyuaeB pasgenenue B H30KPATHUECKOM pexUMe
3aHMMAeT MHOINO BDPEMEHH, KPOME TOr0, MHOTHE KOMIOHEeHTbI 4acTo
OCTaKTCA COPOMPOBAHHBIMH Ha MOHHTe. PelieHuem npobJieMsbl sSIBJISA-
€TCA rpajHeHTHOe 3JI0HPOBaHHe. ,

Jlunednbti rpaguent pH dopmupyior NPH MOMOIUY TPaIHEHTHOTO
CMeCHTEJIsl, OHAKO B KOJIOHKE MPOTEKAIT HACTOJBLKO CJAOMKHbIE npo-
HECChI, HTO B C/10€ HOHUTA JMHEHHOCTb IPAXHEHTA HEe JOCTHrAETCS.

[Tpowe chopmupoBaTh JuHEHHBIH rpafiveHT HOHHOW cuabl. Ero
GOPMHPYIOT NpPH NOMOWIM TIPALHEHTHOTO CMECHTES. CyMmapHubiit
0G'bEM 3JI0EHTa IPUOJNH3HTENBHO 1OJKEH GhITh paBeH nATH o6beMam
KOJIOHKH. CJIMLIKOM MOJIOTHil IPAfHEHT HOHHOR CHJIbE NPUBOIKT K YIIH-
PEHHIO 30H, KPYTOH rpajHeHT OTPHLATENbHO BJAHSIET Ha paspewan-
WLyI0 CMOCOGHOCTb KOMOHKH. B cioxubix ciyuasix pekoMeHayercst
MCNO/Ib30BATL FPA/IHEHT NEPEMEHHOTO Npodus (CM. pa3f. I 2.3.1).
Ilpn u3menenun napameTpoB KOJOHKH MOJIKHA GbITh H3MCHENA ¢dop-
Ma rpanventa. Ecau xpomartorpaduio nposogst B npenaparuBHbIX
UelsAX, MoJyyeHHble Qpakuuu NMepei NocaefyIOlUM L(HKAOM npejBa-
PHTEJbHO 06eCCOHBAIOT. Ty ONEPALHIO OCYLIECTBASIOT METOI0M
MeMGpaHHO# QuabTpauun (cM. pasa. 1.5) uau NPH MOMOIUH JHAJTH3a
(cm. pasn. 1.6). TakKe MOXKHO HCIOJAb30BATD rejib-Xpomarorpaduio
(cM. pasa. 2.1.5) niu BecTH pasmeneHne B Jerydynx Gydepax, Hanpu-
Mep B THApPOKapOOHaTe WJM aleTaTe AMMOHHS MHJH TPHUITHIAMMO-
Husl (cm. taba. 2.2.7/1). O6was cxema NpOBEAEHUST HOHOOOMEHHOM
Xpomarorpaduu npuseneHa Ha puc. 2.1.3/2.

Odopmaenne pesynbratos

B nan6osiee npoctbix ciiyuanx B pa6ouem XKYpHaJe IPUBOASIT XPO-
MaTorpamMMmy, Ha KOTOPOH LUTPHXOBOH JIMHHEH OTMeuaioT ¢dopmy rpa-
AHeHTa HOHHOW cuaibl (puc. 2.1.3/3): Ha neoii OpJAHHATE OTKJa/bl-
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BeBop crmaprmobozo 6g¢epaJ

Berdop uoHuma

Habyzanue u ypabrobewubanue uonuma
JanonHetue HonoHku
I
Moumaxc cucmems
Yp-momorempa,
camonucya,
Konnexmopa,
Hacoca,
2paduenmHoz0 CMecUmens
I
Ypabrobewubanue copbenma 2-3 obveraru Jgtpepaj

]
THarecenue _npobde! |
I

[ Smoupobanue HecopbupobarHsiz npumeced |

. I
[ Jnroupobarue yenebozo Bewecméa |

Obecconubarue

Onmumu3sayuf
yengbui Pe2eHEPAaUUR KOMOHKU
pasfenenus ana  obecconubanus

‘ I
l—————IWfanus peaynsmamab_ |

2 7 abun
Puc. 2.1.3/2. [Topsiaok BHINONHEHUA Onepauu¥ B HOHOOGMEHHOH Xxpomatorpad

BAIOT H3MepsieMbill TapameTp (BeJqHYHHA axcmu)xu(m:dnnpua;);m;;cgos
ajbl camonuciia) (cM. . 3.2,
MUIOTHOCTH H B JeJeHHsdAX WK |
3.4.1), ma npaBod OpAHHATE — KOHIUEHTPALHIO COJH Eaﬁx::tg(;(yfﬁ
abcupcce — ob6beM 3JK0aTa HIN BpeMs ynepmusa:g:(.)“i P
CBEJIEHHS: pa3Mepshl P,
HaJle OpUBOAAT Clelylollne ! manery:
; ; JaHHbie 0 O6ydepHbIX pacTBop -
BbICOTA); AaHHble 00 HOHMTAX; A :
PALOK Lpurommenuﬂ 6ydepoB NPHBOAUTCA 1:[ SK%%?eHMMeg;;JeI;ZOB
; Oro 3JIOMPOBAHHA -— /
yacTH); B cjAyuyae rpajHeHTH Ao
; CKOPOCTb MOAAUH 3IIOEHTa; p
cMecHTesle U pe3epByape; CK 1 8
KOJIOHKH (€C/IH He COBMAajaeT ¢ KOMHATHOI); 06beM bpakuuit (np
[IpernapaTHBHOM pa3/ie/ieHHH). ‘ ’
P Hapnpumep (cM. puc. 2.1.3/3): obpasel — CbIBOPOTKA (l)(g;)BgL(_lé%
J0BeKa); KosnoHka — 1,6 X 15 cM; HOHHT — l?EAuE-ceq)ap a Lol
(Pharmacia); 6ydepHbiil pacTBOp — JHHEHHbIH TPai1e :

-
i

42
§ Puc. 2.1.3/3. Xpomartorpamma pasiesieHust Me(;
2 02 - TOAOM HOHOOOMeHHO#H xpomarorpaduu (cngco)
W ’ § _PETHCTPAlUH — MOTJIOLLEHHE NIpH 280 uM —E330
<

100 200 300
05vem 3moama MmN
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(0—0,5M) B0,05 M Tpuc-HCl, pH 8,6; o6beM cMecutens — 250 ma,
o06bem pesepByapa — 250 mu; CKOPOCThb MOJAUH 3J10eHTa — 38 MJ1/4.

O6nacto npumenenun

B oGnacTu ananmusa npu nomowin CHHTETHYECKHX HOHHTOB peuia-
I0TCA CleyollHe 3a4auu:

onpene/ieHHe oGLIEr0 coAepKaHHA COJel B pactsope (mytem
HOHOOGMEHa H - MOCAEAYIOLIEro OnpeneseH s KOHIEHTPAllUH HOHOB
BOJOPOAA);

YA&JIeHHE TIOCTOPOHHHX HOHOB IIPH HEOPraHHYECKOM aHalH3e (Ha-
npumep, Fe** APPT Ni#t F~ u ap.);

4Ha/M3 THIPOMIH3aTOB G€JIKOB, OJIHIOHYKJEOTHIOB, MNOJHCAXA-
pUIOB;

OnpeieJ/ieHHe YyPOBHS 3arpsi3HEHHs1 OKDYXKalollelt cpejbl.

B npenapartiBroM maciutabe npn mOMOUIH CHHTETHUECKHX HOHH-
TOB PElATC CAefylOLIHe 3a8aul:

ACHOHH3ALKMs BOAb (IEMHHEDPANH3OBAHHYIO BOAY YacTO OWHE0Y-
HO Ha3blBAIOT AUCTH/IHPOBAHHOM); '

YAQJICHHE HOHOTEHHBIX NMPHMECEeH, MPUCYTCTBYIOUIMX B OpPraHHye-
CKHX PacTBOPHTENSAX; ; ,

OUHCTKA GHOMNOJIHMEDOB, HAlPUMEP OTHeJeHHe HAETEPreHToB (CM.
pasi. 2.5.1.2) u amdoantos (cm. pasn. 2.5.2), NMpHCYTCTBYIOIIHX B
pacTBopax GesKOBLIX NpelnapaTos;

3aMeHa MPOTHBOHOHOB B Gy(epHbIX PacTBOpax;

NoJy4YeHHe npernapaTes PaiHOAKTHBHBIX H30TOINOB;

HCIOJIb30BaHHE B KauyecTBe KaTa/JHM3aTOPOB MHOTHX TEXHOJOLH-
YECKHX  TIPOLECCOB — 3TePH(HUKALNH, OMbINEHHs, AETHAPATALHH,
THOpATalHH, a/bI0JbHOH KOHAEHCALMH, NOJHMePH3ALHH, HHBEDPCHH
Caxapos, EeperpyniupOBKH, aJKHIHPOBAHHS, LHAHTHIPHHHOTO CHHTe-
3a, 06pa3oBaHHsl aleTaTOB, HUTPOBAHHS, SMOKCHIHPOBAHUS.

VoHnTbl Ha OCHOBe cedajfekca M LEMLTIONO03bI NPUMEHSIOTC LISl
PELIEHNUA CIelyIOlHUX 3ajay: NPenapaTHBHOTO Bblle/eHHS] GEJKOB,
[ENTHLOB, OJIHTOHYK/NEOTH/IOB; BbIACJIEHHS NOJIHCAXAPHIOB H JHIIH/OB,
HECYULUX 3apsKEHHbIe IPYINNbl; HMMOGHIH3ALMHE (DepMEeHTOB.

HonuTel Ha ocHOBe araposbl mpuMeHSOTCH B Tex e uessix, uto
H cedanekchl; KpOME TOro, Ha HHMX MOXHO ($paKLUHOHHPOBATL Be-
l1lecTBa ¢ MOJEKYAApHOH Maccoll o 10° r.momap—'.

MoaudHuHpOBaHHble CHIHKATeIH HCTOJb3YI0TCA B pexkume BIYK X
ANl pasfieieHust BCeX KJaCCOB 3apsiKEHHbIX BELLEeCTB B aHAJHTHYe-
CKOM H IpenapaTUBHOM MacliTabe.

BHUBJ/IMOTPAGUYECKHH CIIMCOK
T. G. Cooper, Biochemische Arbeitsmethoden, de Gruyter, Berlin 1981

H. Engelhardt, Hochdruck~Flﬁssigkeits—Chromatographie, Springer, Berlin 1975
K. Dorfner, lonenaustauscher, 3. Auflg., de Gruyter, Berlin 1970
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Firmenschrift, lon Exchange Chromatography — Principle and Methods, Pharma-

ia Fi icals AB, Uppsala 1980 . .
?aSFglritghDer.n;'c.aGSjerde, C.pgohlandt, lon Chromatography, Huthig, Heidelberg 1984

J. X. Khym, Analytical Ion-Exchange Procedures in Chemistry and Biology, Pren-

i liffs 1974 . _ o
tlliceGHa/:/}aigfg}fevgforggm(i:tt‘elZnalytik 2: Chromatographische Methoden einschlieplich

t h, UTB, Steinkopfi, Stuttgart 1975
?n;[t]zztl:zlrsssrl:sc/\n Introduction to lon Exchange, Hgyden, Lor}don 1970 Press
W. Rieman 'H_F. Walton' Ton Exchange in Analytical Chemistry, Pergamon ,

?)dzrdslngy’]ger J. J. Kirkland, Introduction to Modern Liquid Chromatography,

Wiley, New York 1974
2.1.4. AOOUHHAS XPOMATOIPAGHS

Adpuunas xpoMaTtorpaus — MeTOA pasn(;neﬂnﬂ Sn};);laoyxglelceléf
Hbll Ha WX clelnundryecKo
AKTHUBHBIX BEILLECTB, OCHOBAH
CTBHH C JIHTAHAAaMM, KOBAJEHTHO CBA3aHHBIMH C HepaCTBopHMf{Ix
HOoCHTesieM (MaTpwuieil). B kauecTse JIMTAHAOB HCNOABL3YIOT coeﬁgﬂo_
HUSi. B3aHMOJEHCTBYE KOTOPbIX ¢ Pa3fe/isieMbiMH COEAHHCHUSIMH
I

BAHO Ha OuOJIOrHUECKOH (PYHKUHH MOC/]edHHX.

dusnyeckue OCHOBbI MeTOAd

CxeMaTHUECKH MEXaHW3M pasjieslieHus B adpHUHHOH xpOM?j';ol;I}I)l:ae-
¢uu npejcTaBJeH Ha PHC. 2.1.4/1. Jluraua L ¢puxcupoBaH gTaBlI\:e gToré
lleleBOe BeLleCTBO S CBsi3blBaeTcsl JIMTan1OM H BCJIE] pHe 31010
usBnekaerca M3 pacrsopa. Ha craauu 3/110HpOBAHMS KOMII Pagﬂe_
pyliaercsi ¥ lleseBoe BeIeCTBO BHOBb nepexoiuT B pPacTBop.

=+ Js) = ==D)

§ v —-+

5+®+D+A H@;BA
)P e D

H HH:
Puc. 2.1.4/1. Mexauuam pa3/efieHHs BEULECTB B adounnoii xpomarorpad .
. : _ cBSI3bIBAHHE 1eJeBOro BellecTBa (HEKO-
8 — }leCOpﬁU.Hﬂ LeJeBoOro BELLECTBA

a

a — UMMOOGHJIN3aluA JIMranaa (koBaneHtHo); 6 — CB
BAJCHTHO) H yAaJeHHe CONMYTCTBYIOULHX NpuUMEceH;
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Puc. 2.1.4/2. HUanwocrpauns poam ecnei-
cepas:

a — AMT2HA (QHUKCHPOBAH HEnOCPEACTBEHHO Ha
MATpHULE W HEAOCTYNEeH AJR  UENEBOrO peuye-
CTBA: 6 — AMraHA GMKCHPOBAH YEpe3 npomey-
TOUHBIA  «cneficeps W cnocoGen B3aMMopedcT-
BOBATb C MONEKYJOWR UeE€BOro BeULECTRa

JIeHHe OCHOBAHO Ha paBHOBECHOﬁ P€aKUHH:
L4+S = K, rae K — koMmuaekc.

BsaumoneiicTBre (BeliecTBO — JuraHa) AOJKHO GbiTh cneuudu-
YECKMM H 06paTHMbIM. XapaKTepHCTHKOH OGDAaTMMOCTH mpolecca
AIB/ISIETC KOHCTAHTA JHMCCOLUHALMM, NPHUeM B GOJBLIHHCTBE CJAyuaeB
MOJKHO HCIOJIb30BaTh JIHTEPATypHbIE JaHHbIe.

JIurana 10KeH HMeThb PeaKLHOHHOCHOCOGHbE (BYHKLUHOHAMbHbIC
TPYyNIbl, NpH MOMOLIKH KOTOPBIX OCYLIECTBJIAETCS €ro CBsi3b ¢ MaTpH-
LeH, MPH TOM NOJKHA COXPAHSIThCS GHOCTelH(pHUYECKasi aKTHBHOCTD
Juranfa. Ecau qurann umeer HecKOJbKO TAaKHX TPYII, €r0 HMMOGH-
JIH3aUHsT I0MKHA MPOBOAHTLCS ¢ y4acTHEM TOH H3 HHX, KOTOpasi He
BXOLHT B YYacTOK, B3aHMOLEHCTBYIOILHH C UeJEBHIM BeIEeCTBOM,
AKTHBHBIE LEHTPbl MHOTHX GHOJIOTHYECKH AKTHBHLIX BEILECTB (nanpu-
Mep, (hepMEHTOB) 4acTO JIOKAJH30BaHbl B CepejluHe To6y/sl H He-
AOCTYNHBl st HEGOJIbIIMX MOJIEKYJ JIHIAHI0B, HelOCPeACTBEHHO
CBSI3aHHBIX ¢ MmaTpuueid. [lostomy Mexxay MaTpumell ¥ Jaurasiom
OGLIYHO BCTPAMBAIOT JOMOJHHTENBHBIH 610K — «crieficeps (puc, 2.1.4.2).
B kauecTBe MaTpHUBI HCTONB3YIOTCS TeH araposbl WM MOJIMAKPUJI -
amuna. Boinyckaores marepHasbl ¢ pasJMUHBIMH PeaKLHOHHOCTIO-
COOHBIMHM TpyNnaMH, NMpeJHA3HAYEHHBIMH AJ51 B3AUMOACHCTBHS C JIii-
raijiom. CTpoenne arapossl (cum. pasp. 2.1.5) u cxema peakiMH aKTHu-
BalliM C nomolubio GpoMuMaHa npeicTaBieHbl Ha puc. 2.1.4/3, a.
Ha puc. 2.1.4/3, ¢ npuBenena crpykrypnas tdopmyna akTHBHPOBAH-
HO MOJIEKYJIbl, TOTOBOH /51 CBA3bIBAHUSI C JHUTAHLOM. Bui6op Tuma
rejist  ONPENeNIieTCss .THNAaMU (yHKUHOHANbHBIX TPYNIl JMraHia.
B ra6.1. 2.1.4/1 npusenennl coyetauus (YHKLUHOHAIbHBIX IPYMI JIH-
FaH10B U MaTpHL, [0 KOTOPHIM MIPOBOAAT PEAKLHIO HMMOGHAH3ALLKH.
Kpome Toro, uspecTHbl MaTpHUEl, Ha KOTOPBIX JHraHAbI MOTYT 6bITb
UMMOGH/IH30BaHbl TOJIbKO C MOMOLIbIO KOHAEHCHPYIOIMX AreHTOB *
(puc. 2.1.4/4 u cm. puc. 2.1.4/3,8). Addurnyio xpomarorpaduio
NMPOBOAAT B BOAHBIX GydepHbIX pacTBOpax, NoaGHpasi ONTUMAJbHblE
YCJIOBHSA /151 KaXKAOTO KOHKPETHOTO ¢Jayyasi. MOXKHO CO30aTh TakHe

* B KauecTBe KOHIEHCHDPYIOWHX areHTOB HCNIONb3YI0TCS BOAOPACTBOPHMbIE PO~
H3BOJIHblE KapGOAHHMHIA, Hanpumep, N~9THJ]-N'-(3-ILHMeTHJIaMHHOHp01'IHJI)-Kap50-
NHAUMHATHAPOXJIODH H AP.
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Puc. 2.1.4/3. AKTHBaLMsl MOJEKYJbl araposbl H KOHIEHCALHA e ¢ JHrarlamMi:

@ - noJiyueHHe AKTHBHPOBAHHONW MOJIEKYyJBl araposbl; 6 — MOJieKyJa arapossl, MOArOTOB-
JeHHAs 445 HENOCPEACTBEHHOH KOHAEHCALHH C JIMFaHA0M; 8 — KOHIAEHCAUMS aKTHBHPOBAHHON
arapo3snbl ¢ JUCaH10M HJH «cmeficepoMy, HECYLIHM AMHHO- HAH KapGOKCHrpynuy

ycioBust (3Hadenue pH pacTBopa H KOHLEHTpPALMA COJIH), NPH KOTO-
pPbIX B3aHMO/€HCTBHE L/ IEBOTO BELLECTBA C JIHIaHIOM Oyzer HanboJee
CUJIBHBIM.

Cpeau APYTHX METOJOB BBIJ@/IEHHsI BELLECTB adpunHas xpoma-
Torpagusi 3aHMMaeT 0co60e MEeCTO, MOCKONbKY NPOUECC HALT KpaHte
creunHUUecKU C MCMO/Ib30BaHHEM GHOJIOIMUECKON AKTHBHOCTH LEJE-
BOrO BeleCTBa. DTa 0cOGEHHOCTD MO3BOJISSET KOHIEHTPHPOBATH HeJie-
Bble BelllecTBa H3 O0JbIIHX 00bEMOB pacTRopa.

Mareprannt

WUs resieli Ha OCHOBE araposbl YacTo NMpHMeHseTcs cegaposa 4B
(cm. pasa. 2.1.5). Baaronapst KpynmHbiM 10paM BHYTPEHHAA TOBEPX-
HOCTb rpaHyJl AOCTYMHA KakK AJIs MOJIeKYJl JINTaHAO0B, TaK U [l151 MOJIE-
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Tabauya 2.1.4/1. Bosmoxuoie coueTaHus YYHKULOHAAbHBLY 2pYnn
AUCAHO08 U MATPUY

DyHKiuHOHANBHBIE TPYNIb MOLHGHHHPOBAHHOIO

Jluranast
AUTAHAA ' HOCHTeNs
DeskH, nentHbl AMHHO- Kap6oKcu-, MMHAOKapGoHaTHasi,
3MOKCH-
AMHMHOKHCAOTBI Kap6oxcu- Amuno-
. Mepxkanto- TIponua-tuo, 3noKcH-
[Toancaxapuibl uapokeu- : Anokcu-
: Kap6oxkceu- Amuno-
[TonnuykiaeoTHabl Amuno- HmMnpokap6oHaTHasa, Nponus-THO -
Kodepmettel, kKodaKkTopbl AMHHO-, KapbokcH-  Kap6oKcH-, aMHHO-, HMHI0Kap6o-
HaTHas ‘
AHTHGHOTHKH, CTEPOUIbI Mepkanro-, [Tponua-THo, 3N0KCH-

THAPOKCH-

KyJl llefeBbIX BeliecTB. MaTpuua araposbl HMEET HE3HAUYUTE/bHYIO
Hecreunuueckylo copbuuio. Hactuubl cedapo3bl Majao CKHMAEMBI,
BCJEACTBHE 4Yero oOecmeurdBalOTCs XOpolHe THAPOAHMHAMHUYECKHE
CBOHCTBA KOJIOHKH.

Cegaposa CL (Pharmacia) mnpeacraBasier co60d KOBaJeHTHO
CILHTHIE MOJIEKYJIbl araposbl, YCTOHUHBbIE B OPraHHYeCKHX PACTBODH-
Tensix (4TO CylUleCTBEHHO, HaNpUMep, NpH Nocjelyolled HMMOOGH-
ausaupu aurauga). CopOeHT yCTOHYHMB TpH MOBBLILIEHHOH TeMIe-
parype (Hanpumep, B aBTOK/1aBe) H B IPHCYTCTBHH JEHATYPHPYIOLIUHX
areHToB (MOYeBHHa, T'yaHUARH-THApoxJopun). I1o cpaBHenHIO¢ ceda-
po3oii 4B cmuras araposa o6JajaaeT MeHbUIEH eMKOCTbIO.

Agpu-ceas (Affi-Gel, Bio Rad Lab.) — araposHbiil 1 noJxakpHiI-
AMUMAHBIA Tejb, MOAHMDHUUHPOBAHHBIA pPa3HOOOpPa3HbIMH (QYHKUHO-
HaJbHbIMK Cpynnamu. 1o cpaBHEHHIO ¢ arapo3HbIMH TeJISIMH MaTe-
pHajbl Ha OCHOBe TMOJHAKPHJIAMHAA HMET CJEAYIOUIHe I[peHMy-
IECTBA: KpaiHe He3HaYHTEeJbHYI0 HecneuH(HUYecKylo COpPOLHIO;
GHOMOTHYECKYI0 HHEPTHOCTb (YCTOMUHBBI K AEHCTBHIO (PEPMEHTOB);
NOBBILLIEHHYI0O XHMHUECKYI0 H TEPMOYCTOHUMBOCTD.

2

O N_R 3
1 2 It i ; R'NH,
R—-COOH + R—N=C=N-R"~ —» R-C—0-C—-NH-R —>
‘TIpoU3BOJHOe
O- auWITMO4EeBUHbI
8] O
. Il 3 1 l 2
—> R-C—NH—R + R—NH—C—NH-R
Npon3BOAHOE
MOYEBUHb]

Puc. 2.1.4/4- MexaHu3m KOHIEHCALHHW JHraujaa ¢ matpuuel ¢ o6pasoanuem nentui-
wo#l ceaszn (Pharmacia, Uppsala/Schmeden):

R - monexkyna araposb, R?--amranx uam R — naranrn, R® — amumorpynna Moséxyssl
arapossl
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Mopsajiok BHINOJAHEHHA onepauui

O61asi cxema BbIIONHEHHA onepalii npusefena B 1aba. 2.1.4/2.

Aarouposanue. Ecn neneBoe BEILECTBO CJHIIKOM MPOYHO CBA3A-
HO ¢ JMTaHAOM, DPEKOMEHIYeTCH NpPepBaTh NpoLlecc 3JIOHPOBAHUA B
TOT MOMEHT, KOTJIa 3JIOEHT IOJHOCTHIO BhITeCHEH OydepHbiM pacTBO-
pom (cm. pasn. 2.1.3). Cnycrst HekoTopoe Bpemsi (ot 20 MuH 10 2 4)
leieBoe BeLeCTBO GyAeT 1ecOpOHPOBAHO H MOXKET ObITh 3TIOHPOBAHO
¢ KOJIOHKH. 3apsiKeHHble BellecTBa 3JIOUPYIOT B rpaiueHTe HOHHOH
cuael (cm. pasa. 2.1.3 u 2.3.1). Ilpn oueHb BBICOKOM CPOACTBE B CO-
craB Oydepa BBOASAT AHHOHBI, paspyliaiollke BOJOPOIHbIC CBSI3H
(ClO7 < CF3CO0~ << SCN™ << CCI;CO00 ™).

Tabauya 2.1.4/2. MMopadok evlnoaHenus onepayuii 8 apurrol
xpomaroepagpuu .

Pacrionazaem Au . uccredobamens
nodxodswurs abeopbermom ?

Hem

I logbop nuzardol u mampuyss ] Aa

Hmmodunusauua Auzanba :
Habyzarue u npomsibra Mampuys:
Konderncayus ¢ auzardom

bronupoBra U3BeIMOYHEIT DEAKUUOHHO-
CROCOCHSBIT 2pynn MaImpuys!

MpomsiBarue zens

| Habyzawue zensm

| 3anontenue wonorku * }-L

¥
| 3anonnenue ronotru amoermom ¥ Jee— - ]
Peeenepayun 2615
| Hanecenue npobes ¥¥* | , P ]
< - Onmumusayus
[ Y8anenue npurecei e Bsaumodeicmbyrouiuz ¢ auzandamu | ycﬂaﬁu[j“
¥ A

[ Inroupobarue yenebozo ﬁeu;ecmlia4*|———————>| BoIMOSHEHUE AHAAUS ]
* T

| Osecconubarue ppaxyuu yenebozo Bewecmba ***1

* 3anouenne KOJOHKH 2—10 MJ BAaXKHOTO reas onHcano B pasa. 2.3.1.

*% KOJOHKY MPOMBIBAIOT 3-X KpaTHbiM 06beMoM Oydepa 0 MOCTOAHHOIO 3HAYEHHS pH (npo-
1LeCC YPaBHOBELIUBAHUSA). )
#*% Ecay npofa pacTBOpeHa He B 3Ji0eHTe, HEOOXOAUMO [IPOBECTH ONEPALHI0 3aMeHbl 6ydepa
METONOM redb-puabrpaunu (cm. pasa. 2.1.5). Ecan adanusnpyemsie Beliectsa MpOUHO
cBA3aHbl ¢ AMraHnom, o6beM npoGbl He CTOAbL BaeHw. Beuwectsa, c1abo yaepikusaemble
MUTraHI0M, CACLYeT HAHOCHTH B HeGoabmom obbeme (npumepno 5% oT obbema KOJOHKH)'
“* DaoupoBaHue MOXKHO NPOBOIKTL B rpaavente (cm. pasa. 2.3.1).
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Bowderenue yeresvix sewecre uz saroara. Tlockonbky snouposa-
HHe MPOBOAAT B coJieBbiX Gydepax, ppakuuy BHAYane 06eccoInBalor,
HanpuMep MeToJAOM rejb-xpomartorpadun (cM. pasg. 2.1.5), a 3atem
BBICYUIHBAIOT JHOQHUIbHO (cM. pasa. 1.7).

Pecenepayus copbenta. Tlocie 3aBeplueHHs] IKCIEPHMEHTA COp-
GeHT npombiBaloT GydephbiM pacrsopom 0,1 M tpuc-HCI, pH 8,5
(10 o6bemoB KoJIOHKH), comepxauiuM 0,5 moab-1~' NaCl, a satem
CTapToBbLIM Oydepom. -

Xpanenue. T'0TOBbIH Tesib XpPaHAT HA XOJOAY B MPHCYTCTBHH KOH-
cepBauToB (0,029%-it mepTHOAAT).

Odopmaenne pesyabraToB — cM. pasa. 2.1.3

O6aacts npumenenus

Addunnas xpomatorpadus npUMeHsieTCst NS BbLACTEHHS CIeAYIO-
IIIMX K/1aCcCOB BELLECTB: aHAJOroB Cy6CTPATOB, HHTHOGUTOPOB, KOPAKTO-
poB (NpH 3TOM pOJb JIUTAHAOB HIPAIOT (HEPMEHTHI); AHTHIEHOB, BU-
PYycOB, KJeTOK (JIMraHibl — aHTUTeJA); NOJHCAXapHIOB, NJIHKONPO-
TEHHOB, KJIETOK (JIMIaHAbl — JIEKTHHbI) ; THCTOHOB, IOJIUMEpAa3 (JIMraH-
Abl — HYKJIEHHOBbIE KHCJIOTbI); DELeNTOpPOB, GeJKOB-IIEPEHOCUHKOB
(rOpMOHbBI, BUTaMHUHBI); 6€JKOB crelH(pHUECKH B3aHMOAEHCTBYIOLINX
¢ MeMGPaHOH KJETKH, JIEKTHHOB (JHTaH[bl — KJETKH).

BUBJIMOTPAGUYECKHH CITMCOK

Firmenschrift, Affinity Chromatography — Principles & Methods, Pharmacia Fine
Chemicals AB, Uppsala 1979
T. C.J. Gribnau, I. Visser, R. I. F. Nivard (Hrsg.), Affinity Chromatography and

" Related Techniques, Analytical Chemistry Symposia Series, Vol. 9, Elsevier, Am-

sterdam 1981

C. R. Lowe, R. D. G. Dean, Afiinity Chromatography, Wiley, London 1974

O. Mikes (Hrsg.), Laboratory Handbook of Chromatography and Allied Methods,
S. 385—420, Ellis Horwood, Chichester 1979

W. H. Scouten, Affinity Chromatography: Bioselective Adsorption on Inert Matrices,
Vol.. 59, Chemical Analysis, P. J. Elving und J. B. Wineforder (Hrsg.), Wiley,
New York 1981 ’

T.S. Work, E. Work, Laboratory Techniques in Biochemistry and Molecular Biology,
Vol. 7, Part II, North-Holland, Amsterdam 1979

2.1.5. TEJIb-XPOMATOIPA®US *

I'enb-xpomarorpadus (MoJIeKy/IspHO-CHTOBAs ~ XpoMaTtorpa-
¢Hus) — MeTOA, OCHOBAHHbLIi HA pPasiH4YHON CMOCOGHOCTH MOJIeKYJ
pasHOro pasmepa NMPOHMKaTb B MOPbl HEHTPAJILHOIO Tredisi, KOTOPbIM
CJYKHT HENOABHKHOH ¢aszoi.

* B auTeparype UCnonb3ylOT TaKKe TEPMHHbI redib-(PUABTPalHA U TeNbIPOHHKAID-
was xpoMarorpagus (4151 XpOMATOrPaHH B OPraHHYECKMX PACTBOPUTENSIX).
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Pur3HuecKHe OCHOBH MeTona

CxeMaTHYHO TPHHLUN PaGOTHl MOJICKY/ADPHBIX CHT MpEACTABJIEH
Ha puc. 2.1.5/1. B kauecTBe HeNnoOABHKHOA (a3bl HCIONB3YETCs TO-
PHCTHIl Tejib, HMEIOIHA TOPbl OMPeAeJIEHHOr0 duaMerpa. Kpynubie
MOJIEKYJIbl He AHGOYHRAMPYIOT B NIOPBI TPaHYJ ¥ 3JIOHpPYIOTCs GhicTpee,
" MoJIeKyJbl HeGOJIbIIOTO pasMepa yAEPKHBAIOTCA B MOpax rpaxys
smoupyiotest nosavee. Ha puc. 2.1.5/2 cxemartnyecku H300paxeHo
COOTHOLIEHHE 06bEMOB TOABHKHOH M HeMOJBH>KHOH (a3 B KOJIOHKE.

O61Hii 06'beM KOJOHKH V cKjaajbiBaeTcss M3 o0bema pacTBOPH-
Tesst MeXAy rpaHynamu reas Vo, oGpeMa pacTBOpHTeNs B rpanyJax
reasi (o6bema nop) V. u o6bema MaTpuubl Vi:

V=V0+Vn+vm

MouaekyJibl, He MPOHHKAWOULME B TPAHYJbl TeJis, 3/I0MpYIOTCa B
o6beme Vp. MoJjtekyabl, cBOGOJHO MPOHHKAIOUIHE B FPaHyJIbl, 3J0H-
pyiotcsi B o6beme Vo Vi MoJiekyJisl, M/I% KOTOPBIX LOCTYIHA ﬂum*b
yacTh MOP TPaHy/, 3JMOUPYIOTCH B oﬁbueme Vo< Vo< Vo4 Vi.
Beanunna V, He NOJHOCTBIO OTpaXkaeT CBOMCTBA TOTO MJIM HHOTO Be-
llecTBA, TAK KaK B 3HAUYMTEJbHOH CTENEHH 3aBUCUT OT oémer9 00b-
ema V. [1o aHajgoruu ¢ pacrnpeienuTensHolt xpomatorpaduein (cm.
pa3i. 2.1.2) noBeleHue BelLeCTBA Ha KOJIOHKE MOXHO OXapaKTepH30-
BaTb Ko3(duuuentom pacnpenenenns Kp:

Kp= (Ve Vo) [V,

rae KP—COOTBCTCTByeT JoJie HeNOJABUAKHOH XKHIKOH (I)a?’bl, B KOTOPOH HAXOMHTCH
JaHHO€ BeUIeCTBO.

[o 0,0
2% % 0°°°
T

Puc. 2.1.5/1. Pasienetye MeTOIOM Tejb-XpoMaTorpaduu

* B sMTepaType HCNOJb3YIOT Takxke ofosnauenus: Vi (total volume) BMeCTO
V, Vo (outer volume) Bmecto Vo, V; (inner volume) smecto Vi, Vn (matrix
volume) smecro V, u V. (elution volume) Bmecto V. — [Tpun. ped.
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Pue. 2.1.5/2. CootHolueHdHe 06beMoB
B KOJIOHKE C Tejem:

a — o6utnii 06beM Vi 6 — o06bem NogBUX-

HOH (pa3bl MexXAy rpaHyiaMu reas Vy;

8 — 06'beM HenoABHXKHOH ¢asbl V — Vg,

X)) |
Wy,
W,

WIS
SN

— 06bé ubl V. 1 o6wni o6 ////7////
e T h:IasiTpp:annublH Va beM ,/////////W/ﬁ

§ 2

Ha npaktnke 3THM nmapaMeTpoM NoJIb30BATbCS 3aTPYAHHTENBHO,
MOCKOJIbKY HeJIErKO ONpelesuTh TOUHOe 3HaueHHe V. Jlerue paccum-
TaTh BeJAHYHHY V — Vo (cm. puc. 2.1.5/2, 8). Dta pasHocTb npeBbiina-
et Vi Ha 06beM MaTpHUbI V,, H BMECTE C TeM NPONOPLHOHAJIbHA 061Le-
My 06beMy KoJoHKH V. Takum 06pa3oM MOXKHO BBECTH KoHCTaHTy K, *,

TaKKe COOTBETCTBYIOILYIO J0Jie HEMOABHXKHOM ¢asbl, B KOTOPOH HaXo-
JIHTCSl HaHHOE BelLeCTBO:

Ki= (V. — Vo) /(V—=Vy).

Xotsi K. He HIeHTHYHA KO3((HILHEHTY pacrpejeleHHs, C ee
MOMOLLBIO MOXKHO OMNHCAaTh Pe3yJbTaThl JKCIEPHMEHTA He3aBHCHMO
OT pa3MepoB KOJIOHKH H, TaKHM 06pa3oM, COMOCTABHTb Pe3yJibTaThl
MHOTHX ONBITOB. Pe3y/ibTaThl 3KCNEPHMEHTOB MOXKHO HOPMHPOBATh
npu noMoiuu seuuud V,/V u V,/V,. Onnako B oTsinuve ot K, 3TH Be-
JIMUHHBI 3aBHCAT OT CBOHCTB TreJisl.

Marepuans

XpomartorpaHuecKkHe CBOHCTBA TreJisi ONpeeJsioTcs NpUpOaOH
MaTpHLbl H NpexJe BCero NOPUCTOCTBIO €e CTPYKTYpPbl, B TO BpeMms
KaK XHMHYeCKOe CTPOeHHe KapKaca HMeeT BTOPOCTEIIEHHOE 3HaueHHe.
B 3aBucumocTH o cnoco6HocTH HaGyxaTh B Boje WJH B OpraHuue-
CKHX PaCTBOPHTENISAX MaTepHaJsibl /ISl resib-XxpoMaTorpaduu noapase-
JAI0TCSE Ha THAPOGU/IbHBIE H OpraHoGH/IbHbE (IrUAPOGOGHbIE).

Tudpopuasnoie zeau

Hexcrpanosoie ceau uau cegadexce: (Pharmacia). Ilpeacras-
ASI0T cOGOH MOJIMCAXapHAHble LEMH, CLUIHThle 3NMHXJIOPTHAPHHOM.
Beaencrsne Hanmuust MHOMKeCTBa MMAPOKCHJBHBIX TPYIN Takas Mat-
pulla Xxopolllo yaepxuBaeT BOAy. CrenmeHb HaGyXaHHsI Tejisi YMeHb-
Lwaercss Mo Mepe BO3pacTaHHsi cTereHH cliUTocTH. [To Mepe ymeHb-
IIeHHst pa3MepoB NOp B 06beM 3JI0MPOBAHHA TONALaloT BeliecTBa
BCe ¢ MeHblUeHd MOJeKy/spHOH maccod. B ra6a. 2.1.5/1 npusenensl
CBOMCTBA H YKa3aHbl 06/1acTH IPHMEHEHHs] PA3JIMYHBIX cedaleKCoB.

* B suTeparype ncnoabsyloT Takke oGosHnauenns Ky Bmecto K, M K, BMecTo
Ky — [pumn. peod.
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Tabauya 2.1.5/1. Csoiicrea cegpadexcos

OﬁﬂaCT(b nprmexe- Bpews Ha
HusA MOJibHas
Tun cedanekca B CYXOM MenTHAbl (cyx(;ﬁ
. COCTOSHHH, - rejab),
MKM Hﬂfl{-g:g)é AEKCTPAH | ypy.p~! Qr(l)pouc gr(l)p?nc
Bes1KH
G-10 40—120 0,7 0,7 2—3 3 1
G-15 40—120 1,5 1,5 2,5—3,5 3 1
G-25 KpynHbli 100—-300 1—5 0,1—-5 4—6 3 1
cpeaHun 50—100
MEJIKHH 20—80
cynepmenKui 10—40
G-50 KpynHBbIH 100—300 1,5—30 0,5—10 9—11 3 1
cpenHui 50—150
MeJKH# 20—80
cymnepmenKui 10—40
G-75 40120 3—80 1—50 12—15 24 3
cynepmesKuit 10—40 3—-70
G-100 40—120 4—150 1—100 15—20 72 5
cynmepMeaKHit 10—40 4—100
G-150 40—120 5—300 1—150 20—30 72 5
cynepMenKui 10—40 5—150 18—22 .
G-200 40—120 5—600 1—200 30—40 72 5
CynepMesKH it 10—40 5—250 20—25

YeM MeHblU€ CTeNeHb CLIMTOCTH, TEM MsAr4Ye redib, H, cJiegoBaTteJibHo,

T€M MEHbLIC pa6oqee IaBJieHHe B KOJIOHKax, a 3HayHuT, " CKOpPOCTb-

nogaun amoenta. Tak, cedanekc G-10 Bblaep:KHBaeT [aBJjeHHE 10
10° Tla (HanpuMep, YCKOPEHHbiH mpouecc o6ecco/rBaHus 6€e/KOB),
a cedpagexc G-200 BbLIEpKHBACT NaBJeHHe 10 5- 10° I1a. Kak u nosiu-
AKPUJIAMH/HbIE T€JH, AeKCTPAHOBbIE Ie/lH MPHMEHAIOTCs A5 Bble/e-
HHSi M OUMCTKH (pepPMEHTOB, TAK KAaK HX MaTpuua He obnajaer leHa-
TYPHPYIOLIUMH CBOHCTBAMU (B OT/IHUHE OT MOJHCTHPOJBHBIX resieil u
MOPHCTBIX CTEKOJ) .

Moauakpuramuodnoie 2ein NOJYy4aloT coNnoJIMMepU3aLHel aKpuJ-
amuaa u cumatouero arenra N,N’-mMeTujieH-OUC-aKpHIaMHA. Tlo-
asipuble amuauble rpynns (—CO—NHz) cnocoGerByioT coibBaTally
ero B BOJAHO cpejie. B 3aBHCHMOCTH OT YC/IOBH NOJIHMEpPU3ALLHH (co-
© OTHOLLIEHHs] MOHOMEPOB, KOHIIEHTPALIHK) TOJTyUaioT chepHyeckue rpa-
HyJIbl OKMepa C Pa3JuUYHbIMA JHaMeTpaMu nop. [Tpu BBICOKOH KOH-
LEHTpaluK CLIMBAIOLIEro arenTa ofpasyercs BBICOKOIIOPHCTBIH Tedb,
061a1al0UIMH BMECTe C TeM BbHICOKOH MEXaHHUYECKOH MpPOYHOCTBIO
(makponopHcThiii resib). Takod MmaTepuas BblIlyCKaeTcs dbupmoii
Buo-Pax noa nasBanuem 6uo-rean P (Bio-Gel P). B a6 2.1.5/2
npuBeeHbl paboduHe XapaKTePHCTHKU rejiedl 3TOro THMA.

A2aposnble 2eau TOJYYAIOT U3 JUHEAHOTO nosjucaxapuia — ara-
pO3bl, MOCTPOEHHOTO M3 OCTATKOB MOJEKYJI D-ranakro3sl 4 3,6-aH:
riapo-L-ranakrosbl. I'eqb 06pasyercsi CaMONPOU3BOJIBHO NPH OXJ1a -
[eHHH ropsiuero pactsopa araposbl. [1pu 5TOM NMPOACXOAHT NPOAOL-
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Tabauya 2.1.5/2. Ceoiicrea 6uo-2eaeli P*

06.iacTb PHMEHe- o
Paswmep uac 6 HHsl (MOJAbHAR 6bEM MaTPHLGI
Tun rean EOCTO;:[;;‘ i]:anMyxmeM macca-1073) qan B CYXOM coc?rosl-l
UEeNTHAOB H r1o6y- HAH, Ma-T !
JISIPHBIX GEJIKOB
150— 300
P-2 80—150 0,1—1,8 35
1080, <40 ’
150300 .
P-4 80—150 0,8—4 5
40—80, <40
150300
P-6 80— 150 1—6 8
40—80, <<40
150300 .
P-10 80— 150 1,5—20 9
4080, <40
150300
P-30 80—150, <40 2,5—40 1
150300
P-60 80— 150, < 40 360 14
150300
P-100 80— 150, <40 5—100 15
150--300
P-150 80— 150, < 40 15--150 18
150300
P-200 80— 150, < 40 30--200 25
150—300
P-300 80— 150, < 40 60—400 30

* B cyxom cOCTOSIHHHU.

Hasl arperauus Lenef araposbl, BC/IENCTBHE uero oOpasyercsi rejib €
odenb GosblIMMH nopaMH. Tak Kak cTpyKTypa reqas QopMmupyercs
rJaBHbiM 06pa3oM 3a cueT BOAOPOAHBIX CBsidel, 06JaCTh NPpUMEHEHHS
rejisi orpaHdyeHa: NPpH NOBbILIEHHOH TeMnepaType HJIH BO3JeHCTBHH
peareHToB, paspyllaloUlHX BOJOPO/HbIE CBA3H (HallpuMep, MOYEBH-
Hbl), CTPYKTypa rejsi Hapylaetcs. JIpyrumM HeIOCTATKOM 3THX rejei
ABJIAETCS] UyBCTBHTEJIBHOCTb K MHKpPOOpPraHuaMam. AraposHble reju
HaxXOAST NpPHMEHEHHEe IPH pas3ieleHHH BBICOKOMOJEKYJAAPHbIX GHO-
MOJIHMEDPOB U B KauyecTBe MaTpHU /s copbeHTOB B adbuHHOR Xpoma-
torpapuu  (cm. pasa. 2.1.4). Tean BbIMyCKalOTCs MOA TOPrOBBHIMH
Ha3BanuamH cedaposa (Pharmacia) u 6uo-reas A (Bio-Rad Lab.).
PaGoune xapakTepHCTHKH rejeil araposbl npuseieHsl B Taba. 2.1.5/3.

CpaBHHTENbHO HOBLIM SBJASETCS rejlb, OCHOBOH KOTOPOIO CJIYXHT
KapKAac W3 [MOJHAKPHIAaMHAA, a TNPOMEKYTOUHOE INPOCTPAHCTBO 3a-
NOJIHeHO resieM araposbl. Biaropaps neGosblinM pasmepam rpamyi
H HX BBICOKOH MEXaHMYECKOH MNPOUHOCTH 3TH MATEPHAJBl MOXKHO
MCTI0/Ib30BaTh MPpH Oosee BHICOKOH CKOPOCTH MOJAYM 3JHOEHTA, 4eM
MPHUHATO [isi cepadeKcoB H OHO-Tesel. DTOT THN reJs BbmycxéeTc;{
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Tabauya 2.1.5/3. Ceoucrsa azapo3nblx cenei cepapo3ot
(Pharmacia) u 6uo-eean A (Bio-Rad Lab.)

Konueurpa- | Pasmeps uacTHL O6aacTb NPHMEHEHHS
Tun resas LWA arapo- B HaGyxwem (mosekyaspHasi macca)
anl, % ‘ COCTOSIHHH, MKM A TAo6YASPHBIX 6eNKOB
Cedaposa 2B 2 60—200 7:10*—4-10’
Cedaposa 4B 4 60—140 6-10°—2-107
Cedaposa 6B 6 45—165 10"—10-10%
Buo-reab A-150m * 1 150—300 10%—>1,5-10°
80—150 :
Bro-reap A-50m 2 150—300 10°—5-107
150—300 )
Buo-reab A-15m 4 > 80— 150 4.10*—15.10°
40—80
150—300 ‘
Buo-reab A-5m 6 80—150 10°—5-10°
40—80
: 150—300 )
Buo-reas A-1,5m 8 80—150 <10*—1,5-10°
40—80
150—300 ’ .
Buo-rean A-0,5m 10 80— 150 < 10*—5.10°
40—80

* Y 6uo-reaed A npejedbl 3KCKAKO3UU (McKMOUEHHS) OTpaKeHbl B MADKHPOBKE, HAlphmep
Guo-reab A-5m umeer npenen sxckaosnn 5000 000 r-moap™
.

MOJA TOProBbIM Ha3BaHWEM YJbTPOTeJb [Uitrogel (LKB)]. Curas
SMUXJOPTHAPHHOM araposa BbIYCKaeTcs Mol TOProBOH MapKou
cedaposa CL (Pharmacia). Mapkuposka H o6siacTH TPUMEHEeHMUs]
resiell 3TOro Tuma npuBefenbl Ha puc. 2.1.5/3.°

Cegaxpun (Sephacryl, Pharmacia) sBJsieTCs CONONHMEPOM
JleKCTpaHa, “Hecyllero aJjujbHble TpYIIbl, H N, N’-meTuen-6uc-
akpuaamuaa. I'panysl rejisi 06;1a1a10T BbICOKOH MexaHHuecKoH mpou-
HOCTBIO, XHMHUECKH YCTOHUMBBI (cTabuibHbl B o6nactd pH 3—11,
BbLLEDXKHBAIOT CTEpU/IM3aLHu0 B aBToknase npu pH 7 u temneparype
70 120 °C); BCJENCTBHE JKECTKOH CTPYKTYPBI YCTOHYHMBBI K JeHCTBHIO
opranuueckux pacrBoputeseil. Ilpu mepexose OT BOABI K MOJIAPHBEIM

Tabauya 2.1.5/4. Csoiicrea cedaxpuros (Pharmacia)

Paswmepsl O6aacTs NPHMEHEHHS O6beM Habyxiuero 8 Boje .
4acTHl - (MosbHasi macca) reas 8 100 ma ykazanHoro
Tun cop- BO BJAX- pacTsopHTe/st
6enta HOM CO- 6
raoGyaapube -Ten-
CTORHUH . N n-Ten
. ’ BeNKH noaycaxapuipl | TM @ AcOEt | CHCI, Tai

$-200 cynep-  40—-105 5.10°~-2,5-10° 1-10°*—8-.10* 100 70 70 65

MeJIKHI o ) .
$-300 cynep- 40—105 1-10°—1,5-10° 1-10°—4-10°> 100 90 85 70

MenKHH
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Puc. 2.1.5/3. O6nactu npumeHenns rejell W MOPHCTHIX CTEKOJ B BOXHOH cpeje:

I — cedaxpun; 2 — cedanekc; 3 —- cedpaposza (CL) (Pharmacia); 4 i
; ; . ; 4 — 6uo-re. Bio- ;
5 — yabrporeas (LKB); 6 — nopucroe crekao CPG-10 (Serva); 7 — mup:)rﬂe;b( (1\(})‘/5?1(_15)),

OpPTaHHYECKHM PACTBOPHTENAM OGbEM reJisi U3MEHSIeTCS HE3HAUMTEb-
HO (Taba. 2.1.5/4). CxemaTH4YHO nepeBoj cedakpusa U3 BOAHOH cpe-
Abl B OPraHAYECKHH pacTBOpUTeIb # 0OpaTHO H306GpaeH Ha puc. 2.1.5/4.
DTOT npouecc OCYLIeCTB/SETC OJMHAKOBO ISl BCEX XpoMaTorpagu-
YeCKHX MartepuajioB. MapkupoBka H 006acTH NpHMeHeHUsi cedakpH-
Ja npuBejeHbl Ha puc. 2.1.5/3.

Tudpoeeav (Hydrogele, Waters) — cHibHOCIIHTBIH NMoinMep, XO-
poilo ynepxm%axoumﬁ BOJY, MOXKeT ObiTb HCNOJbL30BaH NpH JaBJe-
HUK 10 2,5-10" [1a. B kucaolt uam ulesiouHoll cpelax Ha ruaporese
BO3MOXKHA aiCOpOLHs 3apsiKeHHbX BeiecTB. O6aacTH MpHMeHeHHs!
THporesst ykasaubl Ha puc. 2.1.5/3. Bosee noapo6Has undopmauus
O CBOHCTBaX T'HApOre/ss B JHTEpPAType OTCYTCTBYET. |

Cmewubarowudcsn . 7

- IL/ -

fn 5/071704 pacmBopu- c;cgv gt%%fia:ai{;td{a—
876 (ayemon, me - Tudpogunsteld puUImens (TA0pogpopM,

maron,3manon, u-|—s — i . /
Boda U IUNCPUALHGIL duaxnopmeman
mMemungopmamud, |=<— ~—| pacmbopumens |=<—| Guznopsman,’

gzg%ﬂ;ggzg;g: (ayemon ) amunayemam,
A -
P A i K = 26NMaH, TIORY0S

Puc. 2.1.5/4. Cxema mnepeBoja rejefi M3 BOJAHOTO pPACTBOPUTENH B OpraHHUECKHH
1 o6paTHO
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Opeanoguirbrole 2eau

[1poussodnsie dexcTpana — cedanexc LH-20 u cedanexc LH-60.
1o, B cyulHocTH, cepanekcs G-25 (G-50, y KOTOPBIX THAPOKCH/Ib-
Hbple TPynibl 3TepHHLHPOBAHbI (06pasyioT npocThie 3QUpbI) THAPO-
KCHNPONUJbHOM rpynnoi. BeiencTBue 3TOro rejn 06/1a7a10T Kak
rHAPOGUIBHBIMH, TAK M JHIOPHIbHBIMH csofictBamMu. M3 cmecu no-
JSIPHBIX M HEMOJSIPHBIX pactBopuTesiell (xa0poopmM — MeTaHol, 6y-
TaHO1 — BOjJA) reab H3GHpPATeNbHO BMUTHIBAET MOJSIPHBIE KOMIO-.
HEeHTbi, T. €. BO3HHMKAET MOJIOXKeHHe, XapaKTepHoe Aasi paclpeine/H-
TeqbHO Xpomartorpaduu (cm. pasn. 2.1.2). [TosTomy xapakrep B3a-
HMOJIEHCTBHS pa3lensieMblXx BelleCcTB ¢ COPGEHTOM B 3HauMTebHOH
CTEeNeHH 3aBHCHT OT cocTaBa 3JweHTa. Peryaupysi CocTaB 3/10€HTA,
MOIKHO JIMGO TOJaBHTb aACOPOUUOHHbBIE CBOMCTBA reis, T. €. IPOBECTH
pasjleneHHe B pexume reJib-xpomaTtorpaduu, Jubo pasiensTh Belle-
oTBA C GAM3KHMH MOJIEKYJISIPHBIMH Maccamu, T. €. paboTaTh B pexHme
pacnpejieIHTeJIbHOH UM afcop6UHOHHON XpoMaTorpaduH.

[MoaucTuponbHsie 2eau KCMOMb3YIOT st pabOThl B PEXKUME Teib-
xpomarorpaduu, a Takxe AJs agcop6uuy (M3BJEUeHHs, OTHeJeHNs )
HEMoJISIPHbIX BeleCcTB H [eTepreHToB. Otu Marepuaibl BbIITYCKAIOT
MO/ TOPrOBBIMH Ha3BaHHAMH GHO-Geic S 6Ho-6eac SM (Bio-Beads,
Bio-Rad. Lab.). SBasitorcst cononumepamu CTHpoJa H JMBHHHU/IOEH-
3001a; AMaMeTp MOp reisi B 3HAUHTE/JbHOH CTEMEHH 3aBUCHT OT MpH-
pozibl pactBopHTesi. [TONMCTHPOJIBHBIE Ie/iH CHIBHO HabyxaioT B He-

NOJIAPHBIX PACTBOPHTENSIX (TOMYO, YeThbiPexXJOPUCTHI YTIEPOL,), KO-

TOpBIE N0 3TOH NMPHUYHHE YACTO HCMOJb3YIOTCS B KAUECTBE 3JIOCHTOB.
T10CKO/MBKY Teb JIETKO Ae(OpMUPYETCs, yI0BAETBOPHTEIbHbIE PEIY.b-
TaTbl JOCTHFAIOTCH JHILD MTPH HEGOJbIIHX CKOPOCTAX MOTOKA. JanHble
06 06JacTH MPUMEHEHHs! 3THX Trejed MNpUBEACHbl Ha pHC. 2.1.5/5.

Bro-6eac S NpuMeHSIIOTCA A/ pa3jieieHnsl U ONpeleNeH s MOJIe-
KyJSPHbIX MAcC ajJKaHOB, XKHPOB, XHPHBIX KHCJOT H TIOJIHCTHPOJIOB.
Buo-6enc SM-2 [unentuuer amGepauty XAD-2 (Amberlite
XAD-2)] — MexaHW4ecKH MpPOUHBIH MaKpPOMOPUCTHIA Te/b, CTeneHb
HaGyXaHHsi KOTOPOrO B Da3HYHbIX PACTBOPHTE/AX HIMEHAETCH He-
3HauuTeabHO. OCOBEHHO YAAUHO rejb NPUMEHAIOT NpH H3BJEUEHMH
JleTePreHTOB H JAPYTHX HENO/sPHbIX BEILECTB H3 BOLHBIX pacTBOpoOB
(Holloway, 1973).

Cruparens (Styragel, Waters) — CUJBHOCILHTBIH MaKpOMNOpH-
CThli MOJHCTHPOJBHBIA rejib, BCACACTBHE BBICOKOH MeXaHHYecKo#
TIPOYHOCTH NpPHMEHsAETCH Npu paGoTe B pexuMe B3)KX. B kauecrBe
pacTBopHuTeJeH pEeKOMEeHAYeTCs HCMoJb30BaTh terparuapodypaH, AH-
MeTUI(OPMAMKI, AMXJOPMETaH H apoMaTHueCKHEe Yr/ieBOLOPOLBI.
TCenb NMOCTaBasieTcsl B HAOyXIEM COCTOSIHHH, He PEKOMEHAYeTCs Bhi-
CylIMBaHHe reJisi, @ TaKKe ero KOHTaKT € MOJAPHLIMH pacTBOpHTE-
JISiMH, HanpuMep BOLOW, MeTaHoioM. [laHHbie 06 06JacTH MPHMEeHeHH
resisi npuBejeHbl Ha puc. 2.1.5/5. .

Hopucreie crexaa [Controlled Pore Glasses (CPG) Serva]
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Puc. 2.1.5/5. O6nacti npUMeHeHHA rejed U NMOPHCTHIX CTEKON B OPTaHHUYECKUX
PacTBOPHTEISAX: .

I — ceda ia); - CAC i
cTHpar‘gnrfe?iua(lgl;:;gfnacﬁ)ﬂﬁﬁﬁ; 565)]1%:;%(1131(0\3‘/%?325;)-35:1?;23;%%@ (ci(e);i%encng IT)
(Serva); 7 — ¢pakrtocun; § — Q)paKToreJ;b PV A (Merck) )

CTOHKH KO BCEM THIIAM PACTBOpHTeNeH, MPUMEHSIOTCH B »KHJIKOCTHOH
XpomaTorpagHH NpH BbICOKOM AaBJjeHHH. ANCOp6IHOHHBIE CBOHACTBA
XapakTepHble [J151 OObIKHOBEHHbIX KPEMHEe3eMOB, Y TOPHCThIX cTeKo
HE3HAUHTEJIbHbl M MOTYT ObITb CBEAEHBl K MHHHMYMY NpH MOMOLIH
LonoaHuTeNbHOU 06paboTkd. Tem He meHee /s paboThl ¢ JIErko jgeHa-
TYPHPYIOILHUMH GeJIKaMH HX HAJ0 NMPUMEHATb ¢ U3BECTHOH JoJell ocTo-
POXKHOCTH. K ToMY e pacTBOpPbI GeKOB ¢ H303JI€KTPUUECKHMH TOU-
Kamu Boiie pH 7 3aMeTHO ancopGHpYIOTCs KHCIBIMH (YHKLIHOHAb-
HBIMH TPYNIaMH MOPHCTOTO CTeknAa. Jas McK/IoUeHUst feHATypalHu
1 aacopbuuu GeqKOB Ha MOPHCTOM CTEKJe PEKOMEHIYETCsl: H3MEeHHTh
HOHHYIO CHJIY 3/II0EHTA; 3aMEHHTb THIl COJH WUIH Oydepa; YMEHbIIHTh
sHauenue pH; noGaeuts B 3mm10eHT 5% -0t 3Tanon, 0,4% -4 ’HOJIHSTHJIQH-
raukoab 20 000 unu gerepredt (Hanpumep, 0,1%-,12 Jojeuuacyabdar
HATpHsl); UCMOJb30BaTh MOAH(PULHPOBAHHOE ITOPHCTOE CTEKIO (aMH-
HO- HJIH TJIMLUEPHJI-NPOu3BoAHbIe). O6sacTH NPUMEHEHHST MOPHCTbIX
crekon CPG-10 (Serva) u ¢pakrocuna (Fractosil, Merck) npuse-
JeHnl Ha puc. 2.1.5/5. ,

MoaroToska axkcnepuMenta

Bowbop zeas. TIpn 3TOM PYKOBOACTBYIOTCSI AAHHBIMH O CBOHCTBAX
pa3nensieMbix BELIECTB H XapaKTepoMm peliaeMoH 3ajfadd. B 3aBucu-
MOCTH OT PaCTBOPHMOCTH LieJIeBOrO BelllecTBa B Boje (cM. puc. 2.1.5/3)
WIH OpraHu4yeckOM pacTBopuTele. (cM. puc. 2.1.5/5) choﬁbéy}m
rejib, paboyasi 06/1acTb KOTOPOTO COOTBETCTBYET 3HAYEHHIO MOJIEKY-

8*
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Puc. 2.1.5/6. OnTHMH3aLHS YCAOBHH pasfiesieHHsl B refib-XpoMaTorpaguy:

il KO-
| — Bce KOMMOHEHTH AHAJAW3HPYEMOH CMECH 3JIOHPYIOTCH ¢ (POHTOM pacTBopue-rHeTnbsll ;S:nu-
MERAYeTCA WCMOAb30BATh Tedb ¢ 67 bUHM nnamerp‘?m(nop), 2—622 Knocwrlxgzisosam ani-

5 - Wy
oTess B obuem o6beme pekome
o amerpost 1 cu MOHpYIOTCH B o0beme,
;8 — HEKOTOpble KOMMOHEHTHl CMe py
MEHBIUUM AuameTpoM nop); 3 —H |

cﬁonbmeM V., 1. e. naGloonaercsi 3amMeTHas ajcopGuusi Ha Méanu;ze 4(peK:oMMe:éxgee:Tc;

, T & ' e [lpe

3MI0BHT, KCKJAOUaloWui ancopbuHio);

CMEHHTB 3JIOCHT, HCOJb30BATh , e
CMecH HEyAOBJAETBOPUTENbHO PA3AeNATCA (PEKOMEHAYETCS yBENHUHTL x;uco)Ty KOJIOHKH,

COEAMHUTH HECKOJNbKO KOJNOHOK, paboTaTh B pexHMe PellHpKyJIAUHH

JISIpHOIt Macchl LieeBoro BelecTsa. Eciii Mo/leKy/IApHas Macca uesle-
BOFO BelLeCTBA HEH3BECTHA, BHIGOD IIPOH3BOJHMTCA MO NAHHBIM O HHX-
HeM Tpejesie HCKIIIOUeHH s, TaK KaK B 3TOM cjlydae pesy/bTar 3chrée%x;-
MEHTa CJYXHT OCHOBOM AJIsi ONTHMH3auu# npouecca (puc. 2.1. /6).

Ecsiu Ke, HECMOTPS HA TIlATeJbHOCTb Bbl6Opa resisi, MOJAY4aiOT He- .

YIOBJIETBOPHTEIbHBIE PE3YJIBTAThI, TO C LeJbI0 ONTHMH3aLHHU pexomerli(;
ayercs (cm. pasi. 2.3.4): ucmosab3oBaTh GoJee MENKYIO dbpakuu
rejisi; MCMOJb30BaTh GoJiee JJIHHHYIO KOJIOHKY, YMEHbHIHTb CKOPOCTb
MIoflaud 3JI0EHTA; BECTH pasjefieHHe B pexuMe pellnK/a.

Bol6op pasmepog KOAOHKU B TEPBYIO OYepellb 3aBUCHT OT K(;Jlﬁ:
yectBa pasjensemoii cmecH. [Ipu pasjenennu ¢ BLICOKHM paapegu H -
eM o6beM 06pasia He AOJKeH MpeBblnath 1-—2% pabouero o 1>eMM
rensi. [Ipu xpomarorpaguy B npenapaTuBHOM mactirtabe Kaqe2c1éB‘;))
pasjesieHnsi IpeHe6peraioT pajii BHICOKOH Harpy3kH (cM. pasn. 2.3.4).
KooK BbicoTo# Gosiee |' M TPyAHO yHaKOBaThb PaBHOMEPHO 143-32{
neficTBHA 3 (deKTa CeAMMEHTAlHH, NO03TOMY DeKOMEHIYeTcs coEemd
HATb MOCJeA0BATE/NbHO HECKOJbKO 00/€e KOPOTKHX KOJOHOK. Ec/H
ofpasell pacTBOPeH B GO/bIIOM OGbeMe, YBENTMUHBAIOT AHAMETD Kg:
noHKH. T1pu 3TOM 06neryaercsi yNakoBKa KOJOHKH H CTAHOBHTCS B(P)I
MOXKHBIM 3JIOHPOBaHHE C BBICOKOH CKOPOCTBIO MOJAAuM 3Ji0eHTa. Hla
KoJoHKax pasmepom 2,5X 100 cm npesesnpHan Harpyska COCTABISET
1 r, Ha KoaoHKax 4X 100 cm — 10 r.

flopsafoK BLINOJAHEHHS OMEPAUNiA

3anoanenue Koaonok (cMm. pasa. 2.3.1).
Hanecenue o6pasya. OOpaseu HaHOCAT NPH’ NOMOLLM wMpHUA
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(cM. pre. 2.3.1/9 u puc. 2.3.1/11). [TopsiaoK BBOAA GOMbIIHX 06BEMOB
npoGbl onucan B pasn. 2.3.1 u na puc. 2.3.1/9. ‘

Saouposanue. CKOPOCTh mogauu 3JK0€HTa PEryJupyroT nocpes-
CTBOM H3MEHEHHS Nepenaia rupocTaTHUECKOTO 1aBJaeHHS HIH 3a4aI0T
npu nomowy Hacoca. CKOPOCTb [OTOKA MOAJAEPIKHBAIOT MHHHMAab-
HOH: B 3THX YCJIOBHSAX YMeHblUaercs pacillHpeHHe 30H BbICOKOMOJIe-
KY/I5IDHBIX  KOMMOHEHTOB 3a cyeT MpoAoabHOH auddysun (cm.
pasa. 2.3). .

B resb-xpomartorpaduu s pekTHBHOCTD pasjenenust cinabo 3aBH-
CHT OT THIA 3JI0CHTA, TeM He MeHee HHOT/Ja BO3HHKAKT CJefylollHe
OCJIOXKHEHHS:

afCcOpOLHs MaTepHa/a H3-3a HaJHUHSl HA MATPHIlE 3apPsIKEHHbIX
rpynn; afacop6UHI0 MOXKHO HCKMOUYHTD, €C/TH BECTH NPOLECC B KHCIOH
cpene (1%-1 AcOH) B pacTBope ¢ HH3KOH HOHHOH CHJION (0,02);

aNCOPOUHA BEILECTB C APOMATHUYECKHMHU TPYIIHPOBKAMH; ancop6-
LHIO MOXKHO MCK/IOYHTB, 106aBUB B 3/II0EHT A€TEPreHThl WiH 5—8 M
pacTBOpP MOYEBHHBI. ‘

Xpanenue 2ensn. Habyxiuue reamu (B Boze un GydepHoMm pacTso-
pe) SBJSIOTCS XOpOLIeH NHTaTeJbHOM Cpejloft /ISl MHKPOOPraHH3MOB.
Ipu skcnayataitiy KOIOHKH BEpPOSATHOCTD PA3MHOKEHHS MHKpOoOpra-
HH3MOB HE3Ha4WTe/bHA, OJHAKO NPH AJIHTEJIbHOM XPaHEHHH 3amoJ-
HCHHbIX KOJIOHOK WJIH HaGyXUIero ressi peKOMeHAyeTcs NpHHHMATh
CJeYIOLIHE MepPhi MPeLOCTOPOKHOCTH: '

XPaHHUTb YNAKOBAHHbIE KOJIOHKH B XOJOAHOH KOMHATE UJIH CIeLH-
aJbHO# Kamepe (npu —+4 °C);

A0GaBHTb B 3JII0EHT KOHCepBaHTh: 0,5% -1 pacrBop TpuxJjaopbyra-
HoJla (aefictByer B ciaGokucioil cpene), 0,005%-i pacTsop THO-
mep3ans (unu MeptHoasta, Pharmacia), 0,0029%-i pacrBop XxJop-
TeKCHIHHA (He JJIsi araposHblX reqefl). A3ui HaTpHsi BCJEICTBHe
€ro TOKCHYHOCTH M KaHLUEPOreHHOCTH MNPHMEHSITb He PEeKOMEeHIyeTcs.
Opranuteckne pacTBOPHTENH He NPHMEHSIOTCS B KAYECTBE KOHcep-
BAHTOB TOTOBbIX KOJIOHOK, TAK K&K B HX MPHCYTCTBHH Teslb CHJbLHO
CXHMaeTcst (HanpuMmep, B NPHCYTCTBHH 3TAHOJIA) HJHU XKe KOHCEepPBaHT
(HampuMep, TOJYOJ) C TPY/JAOM BHIMBIBAETCS U3 KOJIOHKH. [lepen naua-
JIOM paGOoThl CJIeAyeT MOJHOCTBIO OTMbITh BCE KOHCEPBAHTHI, MOCKOJb-
Ky OHH MEIIAIOT AETEKTHPOBAHHIO Pa3/eNsieMblX BELLECTB WM 3aTPy.-
HAIOT MX MOCJAENYIOILYI0 HAEHTH(DHKALKIO.

Odopmaenne pesyabraTo

B paGouem xypHase npuBoAsiT XpoMaTorpaMMmy: Ha ocH OpJIHHAT
YKa3blBAalOT KOHUEHTPALHIO BEILECTBA B 3j10aTe (B ACJEHHAX LIKAJbI
camonucua), norjomesve B Y®-csere Ezgs HJH ONTHYECKYIO MJIOT-

HOcTb Dogo (cM. pasn. 3.2.3) npw onpejeneHHbIX AJIHHAX BOJH *; Ha

* B auranfickod HayuHoH auTepatype BMecTo TepMHHa <«extintion» — «norJo-
wenne»> (E) npumensor Ttepmuu «absorption» uau «absorbancy» -— «a6cop6uuss

(A), a onrthueckyw maoTHOCTb — D — oBosnavaior OD («optical density»)
(cm. pasn. 3.4.1.1).
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62 A 5
S b Puc. 2.1.5/7. Pasgenenne Ha cedakpuie
S S-200 (cynepmenkuit) cmecu 6Genxos: JgG
Luo," (A), rtpaHcheppuna (B), a-xHMOTpUmCHH-
oreHa (B)
| |
10 20 30

Bpems Boizoda,y

ocH abcuuce YKashBAloT BpeMsl BbIX0JAa (B 4acax MM MHHYTAX), illgx;l(
ke oO6beM BbHIX0Aa (B MHJUIMJAMTPax WIH MNPHBEJIEHHBIX Bennaq;IeT
V./Vo wau K,). Ilanee ykasbiBaioT: pa3mepbl KOJOHKH M(HJLH_ unpy;
BbICOTA); THI 3JII0EHTA; CKOPOCTb MOAAYH 3JIIO€HTa, MJ- L5
ma-cM—2-y~!. Tlpumep odopmienus pesyanaT(ﬁCI(%ng. 215/7);
KoJoHKa — 2,6 X85 cMm; ag}ohedzTc;-Oélqyl TpHC- /0, ,

; Tb MOTOKA — . S .
PH ]g cCJll(gggg npenapaTHBHOrO pa3jie/leHHs B 3KCl'[epI/IMeHTaéflﬁbl-(l)O6l/f
YacTH NPUBOAAT AaHHble 06 oObeMe QpaKUHMH K O NOC/enyloll
paGotke (pakuuil, copepKallHX [eJeBOe BELLECTBO.

O6aacTb NPUMEHEHHA

q)paKLll/IOHI/IpOBaHHe U BbljeJIEeHHE B BOJIHOH cpene U opraHude-

CKHX pacCTBOPHTENAX 6eJqKOB, JIMNUAOB, CTEPOHIOB, HYKJIeHHOBbIX'

KHCJIOT M HOJHMEPOB. _
Pa3zje/ieHne B NpenapaTHBHOM Mmaclitabe (Hanpumep, GHOTEXHO

. JIOrH4ecKoe TNPOH3BOJCTBO). _
OnpejesieHHe MOJIbHBIX MacC GHOMONUMEPOB, B TOM YHC/IE B COCTEIIX

Be CJ0XKHBIX cMmeced. AHAJH3 OCHOBAH Ha TOM, 4TO B ONpEJE/IEHHb

npenesnax 3HaYeHHH MOJIbHON Macchl COXPAHAETCS] 3aBHCHMOCTD:

Vi~lgM,

roe M — mosabHas Mmacca. ‘
OnpejieJieHne CTeNeHH NOJIHMePU3aLHi CHHTETHYECKHX IOJTHMEDPOB.
dpakiHOHHPOBAHHE CyOKJIETOYHBIX YACTHL, BHPYCOB.
3amena Gypepa: obpasel NepeBOAAT B CTAapTOBbIi Gydep, npexé
Jle YeM MOJBeprHyTh MOCJenylollell OuHCTKe (IIpH MOMOILH uom;oo_
MeHHO# xpomarorpaduu, adPuHHOH xpomaTorpaduu HJIH 3JEKTP
opesa). _
® pOéecconnBaHue: Ha He6OJbLIMX TOTOBbIX KoJoHkax (PD-10)
2,5 mMa pacTBopa 06pa3slia MOXHO 0GECCOJHTL B TeueHue 5 MuH. )
" Otpenenue HH3KOMOJIEKYISPHBIX DPaJAMOAKTHBHBIX BeLIeCTB Np
i 6HOMOJIUMEPHL.
BBeJIeHHH H30TOMHOH METKH B ! . _
OcCTaHOBKa peaKuuu (B Clydae XMMHUeCKOH MOAMDHKauuK Ge
KOB) . .
%)npeneneﬂue KOHCTAHT PaBHOBECHs: NPH MelJIeHHOM Teqeﬂ6pm p;eb
AKIMH MOXKHO uepe3 onpejleJieHHble MPOMEXKYTKH BpeMeHH OTOHpa
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npoby, OTAENSITb HA KOJOHKe peareHThl OT KOHEUHOTO npoaykra u
NPOBOAUTL KOJHUECTBEHHLIN aHa/ M3 3J10aTa.
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2.2. TOHKOCJIOMHAS (TCX) H BYMA)XKHAS (bX)
XPOMATOTPA®HUA :

O6a MeTona OCHOBaHBI Ha pasAHYHM CKODOCTeH mnepeMelleHus
KOMIIOHEHTOB aHA/IM3HDYEMOH CMECH B IJIOCKOM TOHKOM CJloe COp-
6eHTa NMpPHU ABHXKEHHH [0 HEMy pacTBOPHTENS (anmoenra). Pactso-

pHTEJb IlepeMeliaercs Io copﬁemy noa gercrsuem KanHuaJaapHbIX
HJIM TpaBHTaAUHOHHBIX CHJI.

PusHuecKkne OCHOBH MeTona

B cywHoctn o6a meropa, TCX u BX, NpeNCcTaBafAIoT coboii 1po-
LECC pasjie/ieHHst B TOHKOM cjioe copbenta. PasHuua Mexny HUMH
3aKJK04aercs JMb B cnocobe opmupoBaHus pabovero caosi. B TCX
CJIoW copGeHTa HAaHOCST Ha TNOAAEP KHBAIOLLYIO NOVIOKKY (MIACTHHKY,
nieHky). B BX posib paGouero cjiosi BHIMOJHSET JHCT CHELHANBHOMN
Gymaru (aast xpomartorpaduu). [Tpeumymecrso TCX 3akaouaercs B
TOM, YTO NpPH HEOONBIIHX 3aTpaTax MOXKHO GLICTPO H 3 (EKTHBHO
IPOBOAHUTL pAa3Ae/ieHHe pa3/HUYHBIX CJAOXKHBIX cMecedl. [laacTHHKH
AJisi XpoMaTorpaduy MpoU3BOIASITCS NPOMBIILIEHHBIM cOcOGoM. Me-
TOIMKH JJIT CAMOCTOSITEIbHOTO TPHTOTOBJEHHS MJIACTHHOK MOXHO
HaiiTH B MoHorpadusx (8, 9, cm. pasp. 2.2.8].

Pa3sgenenne B TCX ocylecTsasiercst BejencTsue MHOTOKPaTHOTO
Iepeceyenns MoJieKynamMu BelecTs rpanuusl pas T — YK uau YK —
XK, T. e. BcleiCTBHE MHOTOKPATHOrO npoilecca pacnpefeseHdsl Belle-
CTBa MEX/y MOJBHKHOH M HeMOABHXKHOH (hasamu. Henoasuxuoil ¢pa-
300 CHYXKHT JIH60 CyXOH copGenT (ancop6unonuast xpomarorpadus),
JHGO COPGEHT, MOKPHITHIH XKUAKOMH ¢basoit, Hanpumep cjoeM BOjbI
(pacnpenenurenbHas Xpomarorpagusi). CucreMy pacTBOpHTesell
NOAGHPAIOT B COOTBETCTBHHM CO CBOMCTBAMH pasnensieMblX BeLECTB.
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Puc. 2.2/1. Tlnacruuka TCX:

L v . —
7 | — dpoHT pacTBOpHTeNst; 2 — MATHO WEJEBOIO BeIeCcTsa; 3HH€
crapToBas Touka; L — paccTosHne cTapT — ¢poHT; [ — paccros :
¢ ¢TapT -— MATHO LeJeBOro BeulecTsa
J4—=
l
R=4
f L .

CaieflyeT 3afOMHHMTb, UTO MOJIsIPHbIE BEUIECTBA CJELYET pa%ifﬂuﬁ;i
B MOJISiPHBIX PACTBOPHTEJSX, MAJONOJspHbIE — B MEHEE O 1p
TeJSIX.
MM HEMOJISIPHBIX PAacTBOPH . ‘
B paSJIE‘leIX cucTeMax pacTBOpDHTeseHd BelleCTBa ()61J)lla1;e)1K}c;T_
pasJiHUHON MOJABHXKHOCTHIO. KOqueCTBeHHO(pHOILB“)KHOCprfKH%aHHH
i Ha3blBaeMoOH (akTopoMm yje
TCS BeJMUMHOH Ry, uHaue < <
ipuc 2.2/1). R; paBHO OTHOLIEHHIO PACCTOAHHH OT CTAPTOBOH J(LH]LHHPE
IO CepeMHbl NTHA BEIecTBa U OT CTAPTOBOH JIHHHH ILISI)THS’:IPIILI:IHTIE)}JIb
BHC -
Hue R; MpaKkTHUECKH He 32
Ta pactsopuTens. 3Haue L o
MCHT OT MHOXKecTBa Jpyr
HOCTH MPOSIBIEHHUS, HO 3aB hx QaKtopos
W BO34yXa) H, CJeAOBAT ,
(B TOM YHCJe W OT BJaXHOCT X IbHO, MOXCT
' bIM OpHEHTHPOM. DoJbIIH
CJIVKHTD JMIUB NpeABapHTE/bH i
quKux COeAMHEHNH JIMLIEHO OKPAcKH, W JUIA X OGHapyXeH:

bl.”
NNacTUHE HCHOL’Ib3y(OT pasJjryHbIE ¢)H3qucxme H XHMHUUYeCKHe METOM

dayopecyenyusi. MHorne apomaTHyeckue BeL‘EleCTBflePIIISVlOeJIKl){L C(?]?;;
: ; JH
npu 360 HM; MpH 3TOM [

CTBEHHYIO (pJ1yOopecleHLHIO ki Ot
06HAPYKUBAIOTCS B BUJE KEATBIX (PyOpecLHpYIOLIMX nsATeH H
HOM (pOHE. o

A%)COP6L4L£H. BoaBUIMHCTBO MOTOBBIX TCX—nJlaCTp:I}; COJ.lepx:IHgéJJII :
MHUHOMOPHI - (TaKHe MJIACTHHKH TOMEUYEHBI HHIEKCOM 954); NP Mey_
yennu Y®-cBeToM C JAJAMHO¥ BOJHBI 254 HM OHH CBETATCH p;g)ﬂ(())éng_
HBIM JKeJTo-3e/ieHbIM (orom. BeillecTsa, NOTJIOILAMOLINE B e
CTH, OGHAPYKHBAIOTC B BHI€ TeMHbLIX MATEH HA CBETJIOM (pTB o

Xumuueckue peaxyuu. PyHKUMOHANbHbIE TPYNIbl BELLEC Sno-
cOGHBI BCTYNATh B PEAKIHH CO ClelHPHYECKHMH peareHTaMH cn o?m-
30BaHHeM XpoMOoGOpOB (aMHHOrPYIMIHI 6eJIKOB M TeNTHA0B AP
JSOTCS ¢ NMOMOILbIO HHHTHPHHA). _

Q6aacTb NPHMEHEHHS

Pa3sjiesieHye BeLIECTB HA AHAJIWTHUECKOM (HT, MKT) H HOJIynp;rPIli-
paTHBHOM YPOBHE (MT, I') B OpPraHHYeCKOH U HEOPTAHHUECKOH xeun "
GHOXMMHH, KIMHHUYECKOH XHMHH, (apMaleBTHKe, [PH KOHTPOJ p
JYKTOB MUTaHHS.

BUBJUOTPAGUUECKUIM CIIMCOK — cm. pasa. 2.2.8.
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2.2.1. COPBEHTDBI, NPUMEHSAEMBIE B TCX

Ha TCX-nnactunkax cop6entbi 3akpensioT npu momoun opra-
HHYECKHX CBA3YIOIUMX MaTepHasoB. TaKkoH C/10# AePKUTCH J0CTATOUHO
MPOYHO, HA HEM MOXKHO AaxKe Je/1aTb OMETKH MATKMM KapaHAalioM.
Pesyabratel pasnenennst xopomo BocnpousBoasiTcsi. Bhicokoe Kaue-
CTBO NJACTHHOK TFapaHTHPYeTCs JHIIbL NMPH YCJIOBHM MPAaBHJBLHOIO
XpaHenHusi (Tak Kak CJ0H copGHpyeT JIeTyuHe BellecTBA H3 BO3AYXa).
Hasi GONbLIMHCTBA 3KCHEPHMEHTOB BIOJHE MOAXOIAT CTaHJapTHbIE
M1acTHHKH. [lnacTHHKM Bbicliero kauecTBa (BLICOKOI((EKTHBHbIE
TCX-nnacturkn wan BOTCX-nnacruuku) HCMOb3YIOTCA JHIbL NpH
KOJIMYECTBEHHOM aHaJsu3e. JlaHHble 0 CBOMCTBAX HauGosee BajKHbLIX
cop6entos uia TCX npuseneust B Taba. 2.2.1/1, csoiictBa pexe npu-

MeHSIeMbIX COpGEHTOB nepeuHcseHbl B Tads. 2.2.1/2.

BUBJ/IMOTPAGHUYECKHH CIIMCOK — cm. pasa. 2.2.8. )

2.2.2. AHAJIHTHYECKAS TCX

OcHoBm MeTOaa

TCX no3soJsieT NpPOBOAMTL aHAAM3 BELLECTB B npegesax l—
10 mkr, a Ha BOTCX-nmiacTHHKax — B npenenax HeCKOJNbKHX HAHO-
rpaMm. CTaproBoe’ MATHO AOJIKHO HMETh MHHHMMAaJbHbIE pasmepsl
[pH ONTHMAJbLHOH Harpyske (cM. pas. 2.2.8), Tak Kak NpH TposiBie-
HHH TJIACTHHKH [IITHA Pa3MbIBAIOTCS BCJAEACTBHE GPOYHOBCKOIO JBH-
KEHUA MOJseKy.1 BeillecTBa. Ecain npo6y npeanoaaraercs xpomarorpa-.
pHpoBaTL Ha CcHiHMKarese Wi OKCHAE alIOMHHUA (ancopbuuonnas
Xpomarorpadus), 10 o6paseu cjaefyeT pacTBOPATh B HAHMEHeEe [10-

Tabauya 2.2.1/1. Copbenror dan TCX

Copbenr O6nacr, npumenenus [Tpumeyanus

Cusnkarenn Pasjenenne  Henossipubix  Be-  ITosepxnocts copOeHTa  CHJbHO-
UeCTB; BbIAC/NEHHE BELLECTB, 06~ NOJSPHAS; HENOAPHbLIE BELIECTBA
JAI0UHKX OCHOBHBIMH CBOHCT- pasnesiioT MeTOAOM pacupefe-
BAMH; PEKOMEHIYETCH HCHOJB30-  JMTeJbHON XpoMaTorpaguu (cw.
BATb 3.I0EHTHl ¢ OCHOBHMIMH pasf. 2.1.2)
CBOHCTBAMH ‘
Okeun  amowmd- Paspenenne cabonolisipubix oc-  [ToBepXHOCTL COPGEHTA CHAbHO-

HHUS HOBHbBIX BeLLECTB noJisipHast

Moanduunpo- Pasjenenne nosspubix Bewects IloBepXHOCTb NOKPBITA XUMHUECKH
BaUHBIA CHINKA- B ycaoBuax OPX CBA3AHHBIMH  YIVIEBOAODPOLHBIMH
refib rpynnamu (cm. pasn. 2.1.1)
[Tonnamua Pasneneune sewecrs, o6pasyio- DJoHpylouIMe CBOHCTBA pacTBO-

LUHX C AMHIHBIME TPYNNAMH COP-  DHTeJIEH BO3PACTAOT B Caeyio-
GeHTa BOAOPOAHBIE CBSA3HM ueM pALY: BOAA < METAHOJ <

<CaueToH < popMamMu L < JUMe-
THADOPMaMUL

121



Tabauya 2.2.1/2. Caoicrsa copbenros dan TGX ‘
W

Puc. 222/1. 3aBucumocrs ¢dopMbl ¥ . pasmepa
CTAPTOBOr0 nsATHa MaJIONoJIApHOro BeluecTBa OT NO- Autug
JIAIPHOCTH  DACTBOPUTENSA (COPOEHT — CHAHKATENb HIIH cmapma

OKCHJl aJ/IIOMHHHS ) :

Cop6eHThi CaojictBa ¥ 00/1acTb NpHUMEHEHHA [Mpumeuanus

AuetnnupoBad- Paspenenne aunoduabHbix Be- PacnpegennTenbhas Xxpomarorpa-

Has HeMOn03a ILECTB (NOJMLHMKAMYeCKHX apo- ¢us B ycaosusix OPX; copbeur I —pacTeoputenn — w-rexcan; 2 — pactsopuress — Gen-
MATHUYECKHX YIVIEBOAOPOAOB, aH- UYacTHYHO PACTBOPHM B OGLIYHBIX 3ig;gﬂ—[%ictmogmznb_ X10pOOPM; 4 — pPacTBOPHTENL—
TPaXHHOHOBBIX Kpacuteneil) pacteoputensix (amokcawe, aie- raphic, Gustay If‘zicscielrmdStWt[tmmer Dunnschtchromatog-
Tone, sdupe) : . Stuttgart 1978, S. 14, Abb. 6]
CM-ueanonosa Caabblit KaTHOHHT ConepXur  KapOOKCHMETUNLHYIO
rpynny:
O
—cH,~cZ
. (e}
DEAE-uennio- Cnabblii aHHOHHT ConepXUT  AMITHAAMHHOITHIIb-
Jn03a Hyio (DEAE)-rpynny:
~ CHy;—CHy—NH (CH—CHa)
PEl-ueanionosa AHHOHMT, npuMensieTcst Aasi pas-  ColaepKuT (PYHKLHOHANBHYIO
AefeHnst (PePMEHTOB H HYKIEOTH- rpynny — (QparMeHT NOJHITHAEH-
J0B umuna (PEI): +
—+CHy—CHy—NH3-
J{
ECTEOLA-uen- AuuoHUT Bousee ciiaGbiit aHHOHUT NO cpagHe-
1041034 1o ¢ DEAE-ueanonosoit
IONEX-cMme- Cwmecb KHCJIOTO U OCHOBHOTO —
WAHHBII HOHHT  HOHOOOMEHHHKA HA OCHOBE CH-
JIHKares

JSIDHOM pacTBOpHUTeJe, Hampumep rekcade (puc. 2.2.2/1). B stom
cJlyyae BellecTBO COPOUpPYeTcA Ha HOCHTeJe cpasy Nnocje BbIX0JA W3
Kapuaaspa v GopMHpyeT ToueuHoe cTaproBoe msATHO. Eciu ofpasen
pacTBOPAETCS B HEMOJSIPHOM PacTBOPHTE/E He MOJHOCTHIO, TO MJIOXO
pacTBOPHMble KOMIOHEHTbl CMECH 3aperucTpupoBaTb He yj1aeTc H
JlaHHble O COCTaBe CMECH HeJOCTOBEePHbI.

[Ipexne uem HauaTh NposiBAEHHE, HEOGXOHMO MOJHOCTHIO YAAJIUTD
C TJIAaCTHHKH PACTBOPHTENb, B KOTOPOM HaHocHaW npoly. [dusa 3Toro
NpH aHaJIu3e TepMOCTAaGU/IbHBIX BELECTB HCHOJb3YIOT (heH WIH noMe-
AT [JACTHHKY Ha KOPOTKOe BpeMs B CYIUHJbHBIA 1IKad, a mpu
aHaJu3e HeCTaGHJIbHBIX BELIeCTB MIACTHHKY BHICYLIHBAIOT B BaKyyM-
skcHkartope. [locienoBareNbHOCTL onepauli TpPH HAHECEHHH MpPOGHI
nokasana Ha puc. 2.2.2/2. Ilpu HaHecenun npoObl peKOMeHAyeTcCH:

HAHOCHTb MHHHMaJbHBIH 06beM (npuMepHo | MKJ);

npy XpomMaTorpaduu Ha CHJMKAreje WM OKCHIAE aJIOMHHHs pac-
TBODPATH 00pa3ell B HaUMeHee NONSIPHOM pacTBopuTese (cM. puc. 2.2.2/1);

npoby HAHOCHTb Y3KHM KanHJ/IapoM (BHYTPEHHHH AHaMeTp He Puc. 2 2
Gosiee 0,5 MM) HJIM NOLABATb €€ HeGOMbIUMMHU NOPLUHMAMM IIPU TIOMOLIH He. 2:2.2/2. Tlocenonatenvhocts, onepaunii npu Hanccennn npods wa maacrik
wnpHLa; ‘ ] ans TCX: Y
a — oT6op npob
npu pasnenensun Ha BOTCX-naacTHHkax ais TOYHOrO A0O3HPOBA- cenite & rr)ornfyo; l:;ins?:uexciﬁfg rgo;ffoaﬁ3-ua;, [eOOROLM OTACALLI KanuAAAp); §— wae-
HHSL OpoObl  [pHMeHATh MHKPOLO3aTOPhl — allIUKATOPbhl  (CM. . R S. Andrews, An Introduction to cm;mamgrai,%‘;”'ii?,";miﬁi‘”é?‘é'én “and c[oD' LAblfjo”’
0] , , ., London,

pasa. 2.2.4), paccyuTaHHble HA HECKOJIbKO HAHOJHUTPOB. Fig. 6, p. 1
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B 60JbIIHHCTBE CJyyaeB BMOJIHE JOCTATOYHO HCHOJNb30BATh 061)1::
Hble KaJMGpOBaHHbIE KANHJISAPBl Ha 1—5 MKJa. Hocxonbkyoiglrggnnk y
TOpbl JI0BOJIBHO LOPOTH M MX NMPHMEHEHME HMEET CMbICH T 1 HJIaCTr:[-
PYTHHHBIX MaCCOBBIX aHaJ/H3aX, 6blJIH CO3JaHbl HOBblE€ THIIH act-
HOK, Y KOTOPBIX (YHKIHIO ANIIHKATOPa BBHIMOJHSET <KOHLEH 1?3 p)lg g
1was 30Ha». [1NaCTHHKH C KOHUEHTPHPYIOLIEH 30HOH COCTOSAT eTlim};e-
30H: KOHLEHTpHpYIOLWe# H paéouey;. [lepBasi cOCTOMT H3 6cmn' Hie-
CKOTO AMOKCHAA KpeMHHUsi, 06/1afaiolero ciabbiMH afcopOLHOHH v
CBOHCTBAMH; LIMPHHA 30HBI COCTABJSET OKOJO 25 MM, TOJIIILHHA cero
soubl — 0,15 MM; 30HA B BHJE [OJIOCHl PaCnoJiokKeHa 31(1)051; Hmmﬁ °
Kpasl IJacTHHKH. Bropasi soHa umeer ToJULMHYy cjod U, MI\:[)].TﬂHp :
HaHecenuH NPOGH B KOHUEHTPUPYIOILYIO 30HY 06pa3quTcn B i 3:0
Thie JUMncoo6pasHble MATHA, KOTOpbie MpH flepexode B pa Oqgﬂb
(cHJIBbHO aACOPGHPYIOLLYIO) 30HY KOHIEHTPHUDYIOTCS B BHIE

OK.
ysKI”-lxer?c?é]p(:;mTBeHHo nocJse Kgﬂuempuposaﬂuﬂ MPOBOJAT XPOMATO-
azjejiegde npobbl.

rpa%z;e;:::ﬂﬁe faxnx n.na%mubx NI03BOJISIET: I/ICKJHOqH‘Tb aKCTp:;:
uMI0 06pasila; HCKMOUMTb I[IPUMEHEHHEe allllJIHKaTOpOB; yggo:l:;em
npouenypy HaHeceHus oGpasiua (¢popma CTapTOBOro HﬂTHaﬂJIaCTHHKe
3HAYEHHs), PaABHOMEPHO pacnpeiessTh Harpysky Ha
(nonynpenapatuBHOe pasjielieHue).

BoiGop aaroupyrouyux cucrem

BuiGop 3/I0eHTa CJYXKHT TPeAMeTOM OGCYXAeHH TOJNbKO rcxgu
paboTe Ha MOJSIPHBIX COpOEHTax, TAKHX KaK CHJHMKare/b mmBox roI-l
amomuanst. B O®X Bei6op 3a10eHTa He cocTaBaseT npobaemsl. B 31 -
TponHOM psiny (CM. pasi. MI. 4) pacTBOpHTesH pacnonar?)lg;;jla_
MOpsiiIke BO3PACTAHHS JIOUPYIOLUIHX CBOHMCTB. [Ipu 3ToM c
I0TCS CJeyloliie 3aKOHOMEPHOCTH!

BELLECTBO Xapakrepusyercsi GO/MbIIHM 3HaUYeHHeM Rj B 60J1e¢ no-

CTBOPHUTEJISIX; )
ﬂﬂp;lz[:eg anonﬂ%Hoe BEllECTBO XapaKTepHsyercs 66/1bILNM 3Hall:ﬁ-[
HHeM Rj, I/isi BELLECTB CO CXOJHBIMH CBOHCTBAMHM HJIH coenuﬂﬁzﬂa
OJIHOrO TOMOJIOTHUECKOro psiia R; Bo3pacTaetr npu yBqueHm;eL;mqe-
wenosisipupix rpynn (—CHy, —CHs); Ry ymenbLIaeTCsi NpH y e
HUM YHCJA TMOJAPHBIX TPYNN HJIH N0 Mepe YBeJIHYEHHS MONsFPHOC]
GYHKUHOHAJNBHBIX TPYyMIL: :

—OR > >CO >—0OH>—COOH

[Ipu 31I0MpPOBaHMM B OLHOM pPacTBOpHTeJE DPEAKO y11ae[;cl\,lfli4 ﬁg:
CTHUb YIOBJAETBOPHTENbHOTO pa3jenenus. Boaee spdexrnsH ok 2
JISIIOTCS1 CHCTEMBl, COCTaBJIeHHble U3 BYX MJM GoJjiee pacTBoOp Bemé:
TTocKO/IbKY CHJMKareqb 06/alaeT CPOACTBOM K MOJSIPHBIM R
cTBaM, T. €. H36HpaTeJbHO yJepXKHUBaeT MOJSPHbIE KOMIMOHEH b U0
cHCTeMbl pacTBopuTeseil), B paboueM cjioe Hapsily ¢ aacopou
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HaGmonaerca H 3¢dekr pacnpegesennsi. Ilo mepe .npoasukenus
SJIIOMPYIOLLEH CMECH M0 MJIACTHHKE H3MEHSIeTCS ee COCTaB, T. e. tdop-
MHDYETCA TPAIHEHT MOJNAPHOCTH pPacCTBOPUTENIS; KPOME TOro, MNpH
B3aHMOJCHCTBHH TBEPIOH H XKHMIKOH ¢asbl B CJI0€ MPOUCXOJAT OUEHb
CJIOKHBIE NPOLECCHl, ONHAKO 3TH OGCTOATENLCTBA NPAKTHYECKH He
BJIHAIOT Ha KOHEYHbIE pe3ysbTaThl, H pasfesteHHe merogom TCX naer
XOpOIO BOCNPOU3BOAMMbIE PE3YJbTATH.

BeuiectBa ¢ 3apsikeHnbiMU Tpynnamu (amuubl, KapboHOBEIE KHC-
JIOTEI) He yJlaeTcsi pa3fieJIUTb HA CHJHKAreJje U OKCHIe aNIOMUHHSA,
NOCKOJIbKY 06a copOeHTa MMEIT COGCTBEHHbIE HOHOreHHbIe TpynNmnbl
(cHTMKaresb MOJYYaIOT NyTeM 0CaXK ACHHs 30JI5 KPEMHEBOH KHCJIOTHI).
[losromy npu cocrapsiennn cucrem pacrBoputesneii PYKOBO/CTBYIOTCS
OGLUHMH NpPaBHJIaMH.

Ha cuaukarene (cnaGoKHCJIOTHBIH COp6eHT) pasmejsiioT: coeu-
HEHHSI C KUCJIOTHbIMK CBOHCTBAMH B CHCTEMAaX, COAEPKaLHX KHCIOTHI
(ualle opraHHuecKHe — yKCYCHYIO, MYPaBbHHYIO); CO€IMHEHHA ¢ OC-
HOBHBIMH CBOHCTBAMH — B CHCTEMax, COAepXKAalllHX OCHOBaHHA (aM-
MHAK) .

Ha okcuae amomunus (cna6oocHoBHbI COpOEHT) pa3fensiloT Kak
COCIMHEHHUS C KHCJAOTHBIMH CBOHCTBAMH B OYE€Hb KUC/BIX CHCTEMaXx,

- TaK H OCHOBHbIC€ CO€IUHEHHA, [TOCKOJIBKY Ha CHJIHKare/je OHY, KakK npa-

BHJIO, HEOGPAaTHMO COPGUPYIOTCS.

Ycrosun nposedenun sxcnepumenta

BocrnponsBoauMOCTb pe3yJbTaToB 3aBHCHT OT yCAOBHI nposBJie-
ust. Pasnenenne npoBoasit B atmocdepe, HacbilLeHHOH napamu 3jo-
eHTa (B 3TOM c/ydae CTEHKH KaMepbl OGKJAaAbIBAIOT $HuALTPOBAID-
HOH GyMaro#, KOTOPyl0 He3ajio/ro o IKCIlepUMEeHTa MPONMUTLIBAIOT
pacTBopuTeseM), WM B OTCYTCTBME NlapoB 3Ji0eHTa. B moc/iegHem
C/lyuae sHaueHHe R; GOJIblue, MOCKOMBLKY Ha PPOHTE 3JII0EHTA NIPOHCXO-
AHT TIOCTENICHHOE MCTIapeHHe PACTBOPHTENS 3a CYeT TeVIOTH aJCop6-
wuH. [TosTomy npouecc nposiBieHns 3aHuMaet 60Jblie BPEMEHH, a Be-
JUYMHb IPOGera pasiessieMbiX BELIECTB HECKOJBKO YBEJHUHBAIOTCS.
ODTOT MeTO] NPHUMEHSIETCS B TOM CJyuae, KOIJa BelliecTBa B Kamepe,
HACBILUEHHOM NaPaMK JI0€HTa, HMEIOT OYeHb Hu3KHe R;. OTHOCHTeNb-
HO TOTO, KaKOH CrocoG MpOsiBAEHHS CUHTATH ONTHMAJbHBIM, MHEHHS
CHELHANHCTOB pacxoasares. Bosee moxpo6ro sTor Bonpoc pasGupa-
€TCsl B CNeLHaNbHOH JuTepaType (cMm. pasa. 2.2.8).

B TCX npakTuueckH HeBO3MOXHO 06ecneunTh a6CcoJIoTHYIO BOC-
NPOH3BOAMMOCTb yC/0BUH nposiieHusi. Ciioli copbeHTa 06si3aTeIbHO
COPGHPYET Mapbl BOJbI, KOJHYECTBO KOTOPBIX 3ABHCHT OT BJaXKHOCTH
cpenpl. Ciiefibl BOAbl OCOGEHHO MELIAIOT NPH pasjieNeHdH JIHNO(HIb-
HbIX BEIUECTB B HEMOJAPHBLIX pacTBOpuTessx. Ci/ief0BaTeNbHO, cpaB-
HHBATb BEJHUHHbI Rj, MOJIyYEeHHble B PA3JHUHBIX IKCHEPHMEHTAX, MO
KpaiiHeil Mepe HEKODPEKTHO M CKOpPee BCero Hellesiecoo6pasHo.
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Marepuaias U npuGopsl

CaMbIMH PacrpoCTpaHEeHHbIMU SIBJSIOTCA NAQCTURKU PA3MEpPOM
2020, 1020, 5X20 u 5X 10 cm. Tlnactuuku s BATCX Bbinyc-
katorcst pasmepoM 10X 10 u 2010 cm. Ha nsmacTHHKax pasmepom
20% 10 cM pa3sjiesieHuHe MPOBONAT B MOMEPEUHOM HAMpaBJ/ICHHH, OHH
npe/Ha3HayeHbl A5 OJIHOBPEMEHHOTO aHAJIN3a MHOXKECTBA npo6. Cus-
TeTHUecKue TJIeHKH cO ¢JoeM copGeHTa BbINYCKalOTCs B BHAE NJ1ACTH-
HOK KBajpaTHOW (opMbl M B BHJAE PY/IOHOB LIHPHHOH 20 cm.

B 32BHCHMOCTH OT Ha3HaueHusl (aHa/M3 WM npenapaTuiBHOE pas-
JejieHye) [PUMEHSIOT TUIACTHHKH €O CJIOSIMH copGeHTa pasNHuHOH
rontunbl. TIIeHKN A5 aHaan3a uMelor coil Tonumnoi 0,1 1 0,3 MM,
IJIEHKH [Js1 TIpefiapaTHBHBIX peseil — 0,5 1 2 mm. [Ins oOHapyKeHUS
BellecTs, norjouiapolux B ¥YP-o61acTd cnexkTpa, B COCTaB copbeHTa
BKJIOYAIOT JIOMHHOGOPH (CM. pasa. 2.2).

Jlaa Haunecenus 06pa3y406 HCHOJbB3YIOT: TOHKHE KalHJ/Ispbl (c.
BHyTpeHHUM AuameTpoM 0,5 MM) ; MHKPOLLTIPHILEI 06beMoM 5—10 MK,
JO3MpYIOLIMe ILIPHUB ¢ (QHKCHPOBAHHBIM o6beMOM;  amI/IHKa-
TOPBI. ‘
pSJuoupOBaHne NPOBOSIT B KAMEPAX, U306 KEHHbIX HA DHC. 2.2.2/3.
OHH TPOCTbl B H3TOTOBJIEHHH, JelIeBbl 4 yao6Hbl B pabore. Muoraa
HCTOMb3YIOT COHIBHY-KaMepbl (PHC. 2.2.2/4), KoTOpLle IPEACTaBJSA-
joT COGOH pabouyi0o W TOKPOBHYIO IVIACTHHKH, OTHEJEHHBIE MPOME-
JKYTOUHO! paMKOH U NOMelleHHbIe B O6BIUHYIO KaMepY HJIH CllelHalb-

HYIO KIOBETY. B C3HJBHY-Kamepax npoiecc HJET B OTCYTCTBHE MapoB-

JIOEHTA. PESyJIbTaTbl BOCIPOU3BOAATCA Jyduie, 4eM B O?bl‘-[HbIX Ka-
MEpax. HMHoraa HCnonAb3yOT Kamepbl AJis paavaJjJbHOH XpoMarto-

rpaguH. v
IIpu o6HapyXeHHH AaHAJU3HPYEMbIX BEULECTB MCHOJMB3YIOT IMyJb-

Bepu3artopnl (puc. 2.2.2/5).

Pnc.’2.2.2/'3. Kamepsl st TCX (Desaga GmbH, Heidelberg):

a - - cTaHgapTHas Kamepa J’ MaCTHHOK pasMepoM 20X 20 cm; 6‘m KaMepa Jast TSITH
NAACTHHOK, 8 — KAMEpa s MAacTHHOK pasmepom 5X 20 cm

Puc. 2.2.2/4. Canasuu-kamepa (Desaga GmbH, Heidélberg)
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Puc. 2.2.2/5. TlyabBepusaropbl AAst OGHADY ACHUSL 30H LeneBbix Belnects B TCX
u bX: ’

@ — MPOCTeRWHA TaGOPATOPHBIA My 1bBEPHIATOP; 6 — NyAbBEPH3IATOP (HPMB! Desaga GmbH
(Heidelberg)

HOPSIIIOK BbINNONHEHH A onepauui’l

Hanecenue npobo. u npossienue naacrunrku. Jlas or6opa Heo6-
xoaumoro o6bemMa npobbl (1—5 MK) Kanmuiasip norpyaiotr B pac-
TBOP 06pasiia, KOTOPbI# MO AeACTBHEM KaNHJASPHBIX CHJ 3aNOJHSeT
4acTh Kamuaaspa.

HM36biTOK pacTBopa oTGHPAIOT NPH NOMOLLH $UALTPOBAIBHOH Gy-
Mary; 6osiee TOUYHO HEOGXOAUMBIH 06beM MOKHO OTMEPHTb C MOMOLLbIO
IIIpHILA.

Kamuaasipom octoposxHo kKacawoTcs c10si copGenTa Ha CTapToBO#
JIMHHH, DU KOHTaKTe 06pa3yercsi KPyrJoe NSATHO, AMaMeTP KOTOPOro
He J0JKeH MpeBblllaTh 2 MM. ’

OuCTaTOK pacTBopa H3 Kanmu/isipa oT6HpaioT GUILTPOBAJIbLHOM 6y-
Maro#.

B kaMepy, BBUIOXKEHHYIO 10 CTEHKam $ubTpOBaNbHON Gymaroi,
NOMELLAIOT 3JII0CHT (BbICOTA calosi | cM) W, nokayuasi Kamepy, cMma-
UMBAIOT JIMCTHI GyMard. B cayuae sierkosieTyunx pacTsopuTesei Bpe-
Ml HacbillieHuss coctaBasieT 10—15 muH.

B kamepy nomewaor niacturky, npuuem cTaproBas JMHHS He
JAOJ/DKHA OBbITh NOTPyKeHa B PacTBOPHTEb.

Ecan pactsopumoctb npo6bl HeAOCTATOUHO BBICOKAsi, TO ee pac-
TBOPSIIOT B GosblieM o6beme, pa3GaBJeHHbI PACTBOD HAHOCAT nop-
UHAMH 10 1-—2 MKA, BBICYHMIHBAasi KaxkKiAbiii pas CTaPTOBOE TMSITHO
Mpu nomoun ¢ena (cM. puc. 2.2.2/2).

[lo nocrnxenun dponrom pacroputenst Boicotsl 10—15 cm mia-
CTHHKY H3BJIEKAIOT, OTMEYAIOT MOJIOXKeHHe (POHTA H BbICYILHBAIOT.

Obnapyxcenue. Hapsiny c¢ pauee YHOOMAHYTHIMH (PH3HKO-XHMHUe-
CKHMH MeTolaMH (cM. pasa. 2.2) ansi o6HapyKeHHs NPHMEHSIOTCS
pasHooGpasHble pearenThl, o6pasyiollHe ¢ aHAJM3HPYeMbIMH Bellle-
CTBaMH OKpallleHHble NMPoAyKThl. IlnacTHrKy paBHOMepHO ompbicku-
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Puc. 2.2.2/6. Boxc /151 ONPbICKHBAHUSA TMJACTH-
#ok (Desaga GmbH, Heidelberg)

BAIOT PaCTBOPOM PeareHTa, a 3aTeM Bbi-
J€P>KHBAIOT IPH KOMHATHOH WY MOBbI-
weHHOH Temneparype. PaakoH ¢ roro-
BBIM K YNOTPeOJIeHHIO MPOsIBHTENEM
n3obpaxen Ha puc. 2.2.2/5. Omnpbic-
KHBAHHE XPOMATOrpaMM MNpPOBOAST B
xopoo BeHTHaHpyemom likady. Ilpu
TOM HCKJIIOUAETCs MoNajaHue TOKCHY:
HBIX WM KaHUEPOreHHBIX a3po3osei B
AbiXaTe/bHble NyTH WIH Ha KOXKY. B BBITSKHOM ILIKady xenarelbHO
MMeTb ClellhajbHbill 60KC, B KOTOPOM MOXHO ONPLICKHBATH M/1aCTHH-
Ky ¢ paccrosihus 30 cM, mepeMmellasi My/ibBepH3aTOD Kpyroo6pasHbi-
MH ABH)XeHWAMH. DOKC MpeNOXPaHHT BHITSKHOA wKagp OT BO3JeHi-
CTBUSI arpecCHBHBIX PeareHToB (pHC. 2.2.2/6). Ilpu KoIUUECTBEHHOM
ananuse meronoM TCX Heo6xoaumo obecrneyuBatb paBHOMEPHOE pac-
npeje/seHHe peareHTa Mo MOBEPXHOCTH MJIACTHHKH. Ias 3toro roto-
Bbie MJIACTHHKH C HajexHO 3aKperJIeHHbIM CJI0eM MOXKHO TOTpYKatb
B pacTBop peareHta. JacTo peakuus OKpalwHBaHHs NMPOTEKAET JHLIL
_NpH noBbILIEHHOH TemnepaTtype. [1py KauecTBeHHOM aHaH3€ MJIaCTHH-
Ky HarpeBaloT B CYIIMIBLHOM WKady; MPH KOAMYECTBEHHOM aHAIH3E Ha-

rpeB NMPOBOISIT B CTPOro KOHTPOJIHpYEMBIX YCJIOBHAX, Ha cneunasnb- .

HbIX HarpeBaTe/isiX. 3a U3MeHeHHeM OKPAacKH C/Ie[AT BH3yaJ/bHO H 1O
JAOCTHKEHHH ONTMMaJbHONH HHTEHCHBHOCTH TPEKPaliaioT Harpes.
Hoentudurayus anarusupyemvix geuyects. Yxye Ha OCHOBAHHH
COBCTBEHHOH (JyopecleHllid BeulecT B YP-cBeTe MOXHO CAe/naTh
npeaBapuTe/bHOE 3aK/1I0YEHHe O KJacce BEeLIeCTB. JLonosHHTENbHbIE
CBeJeHHsl O THNe (QYHKUHMOHAJBHBIX IPYMN MoJyuaior npu oGpaboTke
NJACTHHKA CHelMHUeCKUMH peareHTaMu (cM. 6ubauorpaduyeckui
cnucoK K pasi. 2.2.8). MHoraa cBsA3yiolide KOMIIOHEHThl yMEHbIIAIOT

HHTEHCUBHOCTb OKpacKH. B 3tom ciayudae peKoMeHAYyeTCH HCIIO0JIL30-

BaTb ﬂ,pyroﬁ THII HJACTHHOK.
Odopmaenne pe3yibTaToB

B pa6ouem xypHaJjie PHBOASAT XPOMATOrpaMMbl, CPHCOBAHHbIE HA
KaJbKy WX (POTOKOMHPOBaKHble. [lasee 3aMHChIBAIOT CCLYIOLIAE CBE-
JleHusi: THI copbenTa, Ha3BaHHe QUPMbI-H3TOTOBHTEJIS; COCTAB SJI0€H-
Ta (BKJKOUAs PEXKHM HACHIUIEHHS KaMmepbi); MoJIOKeHHe CTapTOBOU
JMHHH, TOJOXKEHHe NsTeH (Mo BO3MOXHOCTH THII W HHTEHCHBHOCTb
OKpackH), 10/10KeHHe (PPOHTA PaCTBOPUTEIS, crnoco6 o6HapyKeHHs:
(Tun peareHra). -
~ B nayunbix nyGiHKal¥siX pe3ysbTaThl aHanW3a MeETOIOM TGX
NPHBOASITCA B C/ELYIOIEM BHJE: BELLECTBO X romorenso npu TCX
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(R 0,5, xnopoopm — meranon 7:3 (V:V), cunukarenan]. V: V osna-
HaeT, uTO PACTBOPHTE/b CMEIUHBaJIH B YKA3aHHOM O6BEMHOM COOTHO-
IIEeHHH. ’

B skcnepumenTasbHOR yacTH pa6oThl YKasbiBalOT THI [J1aCTHHKH
H cnoco6 o6HapyxeHus nsiteH. Ecii yc/10Bys NPOsIBIEHUSA He yKa3aHel
TO CYHTAIOT, YTO IJIACTHHKY NPOSIBJSAJIN B Kamepe, HachILIEHHOH na-
pamu smoenTa. s perncTpauny oKpaleHHbIX NATeH yA06HO HCITOMb-
30BaThb nonsApoua-kamepy. [logo6noe onucanne npHeMoB CHSITHs HOTO-
KOMHK C XpoMaTorpaMM MOXHO Ha#iTu B paboTe [6, cMm. pasn. 2.2.8].

BHUBJIMOTPAQUUECKHHA CITUCOK — cm. pasn. 2.2.8.

2.2.3. NPENAPATHBHAS TCX

PH3NYECKHE OCHOBH MeToaa

[Ipexne uem MpHCTYNUTH K MpenapaTHBHOMY Pa3fieJeHHIO MeTo-
aoM TCX, Heo6X0AHMO ONTHMH3HPOBATH MPOLECC HA aHAJIHTHYECKOM
YPOBHE. B 4acTHOCTH, BaKHO HCK/IIOUHTH MepPEeKpbiBAHHE 30H C GJIU3-
KHMH 3Ha4YeHHSIMH R; M3-3a Pa3/IMUHOH CKOPOCTH MHMIPAllUM BEUIECTB
B IJ1yGMHHOM H MOBEPXHOCTHOM c/ioe COPGEHTa (TOMILMHA €ro MOMKeT
AOCTHraTh 2 MM), 4TO B CBOIO Ouepelb MOXKeT ObITb BbI3BAHO GoJee
HHTEHCHBHbIM HCIapeHHEM pacTBOPHTENsE C MOBEPXHOCTH paboyero
ciios1. Ciie10BaTe/IbHO, BaXKHBIM HANPAB/JEHHEM ONTHMH3AIHK NpoLec-
Ca SIBJIAETCS AOCTHXKEHHE MOJIHOTO HachllleHHs1 o6beMa pabouell Ka-
Mepbl MapaMH pacTBOPHTENsi. BTOPbIM HanpaBJeHHeM ONTHMH3AIHH
npoluecca ABJAsierTcsi NOAGOP CHCTEMbl PACTBOPUTENEH TaKuM 06pasom
4To6bBI pasHulia B 3HAUYeHHAX R; LeJeBbIX BEUIECTB H NMpHMecel 6bi1a
MaKkcHManbHOH. Llenecoo6pasHo oNTHMH3HPOBATH HArpysky, cnoco6
HaHeCeHHs M JAPyrHe mapaMerpsl lpouecca. ,

CymeicmeHHblM npenmyulectBoM Mertoga TCX no cpasHeHHIO ¢ Ko-
JIOHOYHOH XpomaTorpadHueit siBAsieTCs TO, 4TO o6pasell He TpeGyeT Hu-
KaKoOW NpelBapHTe/IbHOH MOArOTOBKH, T. €. aHa/JH3y MOTYT MojBep-

raTbCsd CMECH MPHUPOAHBLIX HJU CHHTETHUYECKUX COQﬂHHEHHﬁ, BKJ/IIOUas
[NEPBHYHbIC 3KCTPAKTHI.

Marepnanan u npubopw

Yatle Bcero ucnosb3yloT miactukd pasmepom 20X 20 cM ¢ Ha-
HECEHHbIM C/10eM CHJIHKAre/s, pe)ke — OKCHAA ajJIOMHHMs (TOJLIMHA
/1051 10 2 MM) HJIH LEJJII0I03kl (TosIHHA cosi 1o 0,5 MM). B onbit-
HBIX MPOHM3BOJACTBAX MPHMEHSIOT MJIaCTHHKH pa3mepom 20X 100 cm.

O6pasel HaHOCAT, HCIOJB3Ys CJefyiollue NPUCIOCO6/IeHHs: TH-
IeTKH ¥ JIMHEHKH; MUKPOANIJIKKATOPhl H anmaukaropsl (puc. 2.2.3/1);
aBTOMaTHYeCKHe anminkatopsl (puc. 2.2.3/2). O6pasen o6beMom Ll(;
HECKOJIbKMX MHJUIHJIHTPOB HAHOCAT B BH/E IUTPHXOBOM JIHHUH, 6OJb-
IHA o0beM — B BUAe CNJOWHOH JuHuM. Hauecenue o6pa31’1a NpH

9—48
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Puc. 2.2.3/1. AnnankaTtopbl

A5 HaHecenus obpasna no-

nocoii  (Desaga GmbH,
Heidelberg):

@ — MHKPOANmJHKaToOp Mt
nanecenuss 10—-50 mka1 BOA-
HOrO WM OPraHHYECKOro pac-
TBOpa Opobbl; O -— aniauka-
Top AN HaHeceuus Gonee
40 MKaA pacTBOpa [0JOCOH
Anuuo# 60 mm

Puc. 2.2.3/2. AsToMaTHuecKuil aNijiHKaTOp
(Autoliner 75, Desaga GmbH, Heidelberg)

[IOMOLLH MHMETKH H JHHelKH TpebyeT onpeejeHHbIX HaBbIKOB. [poute
¥ GplcTpee HAHOCHTb NMPOGY MpH NMOMOLILHK MHKpPOANIJIMKATOPOB H ane-
TIMKAaTOpOB (0COGEHHO B cyyae pa3baBjeHHbIX pacTBOpPOB), a TAKXK
ABTOMATHUECKHX aNMIHKaTopoB (06bem mpobbl 1—5 MJ) JAJif HaHe-
YKy WJIH TOJOCOH.
Ceﬂﬁngczgﬂxﬁ MPOSIBJAAIOT B Kamepax COOTBETCTBYIOUIHX pasggpos:
B CTaHAAPTHHIX Kamepax JJifi MJIACTHHOK pa3MepoM 20 X cnix
(puc. 2.2.3/3, a, 6), B cnelHabHbIX Kamepax JIJIA TJACTHHOK pa3me

pom 20X 100 cm.

Puc. 2.2.3/3. Bakyymuniii c6opuuk (Desaga GmbH, Heidelberg):

a — cOOPHHK JUjsl H3BJACHEHHS NATCH, 6 -— cOGOpHHUK LJisl H3BJIEHEHHA 30H
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It u3BJeueHnsi copbeHTa c BeLECTBOM HCIOJB3YIOT OOBIYHBIH
inatesb (€CIu IpenapaTHBHOe pasjefeHue MPOBOAAT PeAKO) HJiH
BaKyyMHbI# c60OpHHK (cM. puc. 2.2.3/3), B KOTOPOM COpOEHT C LeJe-
BbIM BEILECTBOM MpaKTHUYecKH Ge3 NoTepb YBJAEKAeTCs MOTOKOM BO3-
AyXa HeNnocpeiCcTBEeHHO Ha HyTu-(uIbTp. OTaeneHHbIH copGeHT ¢ Be-
UIeCTBOM [I€PEHOCAT B HeGOJIbLIYIO XPOMaTorpaguueckylo KOJOHK
H 3JIIOHPYIOT NOAXOASLWMM PACTBOPUTENEM. :

TOpANOK BLINOJAHEHNS ONEpaluit

[TocaedosarenbHOCTd BblNOAHEHUS Onepayuti aHAJOTHYHA TOCJe-
JOBATeNbHOCTH, ONHCAHHOW B pasi. 2.2.2. HckaioueHde cocTasasier
npoiecc HaHeCeHHsI MyTeM MNOTrPyKEeHHs TJIACTHHKH B PacTBOD MPOGHL.

Huxaui kpall njacTHHKH NMOTpYyXaloT B pacTBOp pasjelsieMoil
cMmecH Ha rayouny 1 Mm. Ilo noctHKeHuu ¢GpoOHTOM pacTBOpa BHICOTHI
2 cM NJIACTHHKY M3BJIEKAIOT M BbICyLWIHBalOT ¢eHoM. Onepauuio mo-
BTOPSIIOT [0 TeX MOp, NoKa He GyAeT HAHECeHO HeOGXOIAMMOE KOJIH-
YecTBO BelleCTBA, PacCHpefe/eHHOT0 B BHAE 30Hb WHPHHOH 2 CM.

[TnacTHHKY ycTaHABAMBAIOT BEPTHKAJbHO B KAMepy, COAepKallyIo,
NOJISIPHBIA PACTBOPHTEJb (B C/yuae MOJSIPHOTO copOeHTa), HAMpumep
MeTaHOJ, aleTOH. B pe3yjbraTe KpaTKOBpPEMEHHOTO 3JI0HPOBaHHUS
o6pa3sell KOHUEHTPUDPYETCS] B BHJ€E Y3KOH MOJOCKH HA GpoHTE pacTBo-
putessi. B ciyuyae Heo6X0NMMOCTH IpOLECC TMOBTOPSIOT.

Pacrtsopurens ypansior (Hanpumep, peHom), a 3aTeM MpoOsSBIAIOT
IJIACTHHKY B MOAXOAsIINEH CHcTeMe pacTsopuTteseil.

Obnapymcerue MPOBOASIT, UCXOAS H3 CBOMCTB LIE€JIEBOrO BEIECTBA:
B Y®-o6sactH cnektpa (npH 254 HM Npu HAJHYHK B COPOEHTE JIOMHHO-
¢dopa, npu 365 HM NpH HAIHUYHH Y LeJEBOrO BellecTBa COGCTBEHHOM
¢bJyopecleHLMH) WK TIPH MOMOLIM XHMHYECKHX peakuuit. B cayuae
OINPLICKHBAHHS PeareHTaMu IJIACTHHKY MpelBAPUTENBHO MOKPBIBAIOT
CTEKJIOM, OCTaBJ/sAst CBOOOAHBLIMH KpaeBbie KOHTPOJIbHHIE I10JIOCKH.
KpaeBble M0JIOCKH ONPBICKHBAIOT PeareHTOM (HHOrZA HECKOJbKHMH
peareHTaMH) 4 OTMeYaloT IOJOXKeHHe 30H. 30Hbl, COOTBETCTBYIONIHE
1leIeBOMY BELLECTBY, H3BJEKAIOT.

O6aactb npuMeHelus

. Boigenenue Bcex kaaccos BewlectB (ot | mr jgo 10 r). _

Beigenenue HeGO/IbIINX KOJHYECTB BELUECTB U3 PEAKIHOHHOH CMe-
CH /51 MOCJeyiollero aHasu3a MpH NOMOLUH (HU3HKO-XMMHYECKHX
MetonoB (Y®-, MK-cnekrpockonuu, uan JIMP-cnektpockonuu).

BUBJ/IMOTPAGHYECKHHA CIHUCOK — cm. pasa. 2.2.8.

2.2.4. KOJIMYECTBEHHOE ONPEXEJEHHE METOAOM TCX

Kosinuecrsennasi TCX Bk/ouaeT B ce6si ABa OAHHAKOBO BaXKHbIX
sTana paboThl: pasje/ieHHe CMeCH BELIeCTB H HX KOJIHUECTBEHHOE
onpejeJieHHe.
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dusHuecKue OCHOBbHI METOAA

KosuuecTBeHHOE ONpeAe/ieHHe XMMHUECKH YMCTHIX BELLeCTB B 06-
l1eM JOCTATOYHO HecnoXHO. CMecH NpeaBapuUTeJbHO PasiesioT Ha
COCTaBJISIIOIIHE KOMIOHEHTDI, IPHUYEM KOJHYECTBEHHO, HJH TO KpaiiHeh
Mepe BOCTIPOM3BOJHMMO, W NOCHE Pa3NeJieHHs TPOBOAAT KOJIMUeCTBeH-
uptil ananua. B TCX 3TH onepalHy yAauyHbiM 06pa3oM COBMEILAIOTCA
B €[HHOM MpoLecce, MO3TOMY LJIA aHa/u3a Tpe6yeTcsl OT HECKOJNbKHX
MHKpPOTpaMM 10 HECKOJBbKHX HaHOTpaMM o6pasua. Xpomarorpapuio
Ha MAACTHHKAX NMPOBOAAT B OUEHb MSTKHX YCJOBHSX, UTO INO3BOJIAET
AHAJIM3UPOBATH HECTOHKHE BELUECTBA, HE MepeHOCsllie JHTENbHBIX
MAHHTYJISUHHA.

[ToayKOJAHUECTBEHHbIH aHaA3 MOXKET 6bITh BBINOJIHEH CPABHH-
TeJibHO GbICTPO C HCIOJb30BaHHEM MPOCTHIX MPOLECCOB H HECTONHBIX
npu6opos. [list CTPOroro KOJMUECTBEHHOTO aHaNn3a HeoGXOANMbBL JI0-
pOrocTosilliye aNIMKATOPb H TOUHAS H3MEpHTE/NbHAR annaparypa.
Heo6X01MMOCTb HCIOIb30BaHHs aNJKHKATOPOB CBA3aHa C TeM, HTO B
xonnuecTBenHoil TCX oumIMGKM MPH HaHeceHMH TNPOGHI CKa3biBaAOTCA
HA aGCOMIOTHBIX pesyabTaTaX H3MmepeHus. PasMmbiBaHHe CTapTOBBIX
NTEH CHUXKAET paspellleHHe (KAauecTBO PasjelieHHs), a TaKKe dyB-
CTBHTENBHOCTb NpH OOHapyxenuu. HeoOXONHMO CTPOro CJAELOBaTH
peKOMeHAaNUAM, TPHBEJEHHbIM B pasi. 2.2.2. daa cranlapTHbIX
MJacTHHOK o6beM 1pobbl [OJ/OKEH COCTaBJIATH 0,5—2 wmkJa, AJs
BITCX-naacTHHOK — He NpeBhILIATL 0,1 MKa.

KoanuecTso BelllecTBa B OAHOM NnATHE JO0JKHO ObITb MHHHMaJb- -

HBIM, TOCKOJbKY NPH MECTHOH reperpyske paspeilileHHe CHHXAerci
(cMm. pas. 2.2.8). [lisi cTaHAApTHBIX NJIACTHHOK BepXHU# npenes Ha-
IPY3KH Ha NATHO JOJKEeH COCTaBAAT 0,56—2 mxkr, aasi BOTCX-nuactu-
Hok 0,1—0,5 MKr. ‘ .

PaccTosiide cTapT — (POHT JJIs CTAHAAPTHBIX MIACTHHOK JOJIKHO
coctaBasnTh 10—15 oM, aas BATCX-naactusok — 3—5 cM. [Tpesbi-

HieHue yKa3aHHOI‘O'paCCTOF{HHH CHHJKAeT KauecTsO pa3JiejIeHHs, TaK

KAK BBIFOAA OT YBeJHYEHHR YHCJAa TEOPETHYECKHX TapesoK CBOAHTCH
Ha HeT 3a cueT audPpysun. ‘

Meroasi TCX NO3BOJSAIOT aHAJAH3MPOBaTbh OJHOBPEMEHHO HE-

CKOJIbKO 06pa3sLioB.

FipuGopn

Jlias HaHeceHus NpoGbl HEOGXOAMMO HMETh WMPHLULI C peryaupye-
mbimM o6bemoM oT 100 Ha mo 1 MKJ, WK Xke pacrnoJjaraTtb anniuka-
ropamu. B caydae BOTCX-naacTuHOK NpH yCI0BHH BOCIPOH3BOIH-
MOTO HaHECEHHS TOUHbIX 06BEMOB NMPOGLI MOXKHO obolituch H 6e3 an-
IJIHKATOPOB.

JINst OLEHKH XPOMATOTPAMM HEOGXOIMM dencuromerp (cKaHep)
10 BO3MOKHOCTH B 6ioke ¢ IBM. OGbiuHO NMJIACTHHKY CKaHHPYIOT B
POAOJLHOM HampaBieHud (puc. 2.2.4/1, @) Y3KHM MyUKOM cBerta,
BLITSIHYTHIM TIAPaJiiebHO CTAPTOBOH JHHHH (naMHa UleJIH) U CHAETHIM
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Hanpabnenue cranupobarnus
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Hanpabnenue cranupobarus

Puc. 2.24/1. Cka
‘o . . / kTHéqgj(?BaHue IJIaCTHHOK

a — JHHeHHOe cKaHMpOBaHHe; 6 — XpoMaTo-
rpaMMa Ha Jlente caMoflHCua

B HallpapJieHHW CKAHUPOBAHKA (LIMpPHHA WeaH). [l1HHA BOSHBI HCTOY-
HHKa CBeTa JOJIKHA COOTBETCTBOBATH 06/1aCTH NMOTJOULICHHA aHANU3HU-
pyembix BeutectB. [To anuHe wenp nonxHa 6bITh cOMOCTaBUMA C pas-
MepaMH CKaHHpYeMBIX MNAATEH C TeM, 4TOOGbl He 3aXBaTblBaTh MSiTHA
COCEeJHHX yHacTKOB. Pe3yabtaThl cKaHMpOBaHUs Gojee CTaGHJIbHBL,
€CJIH JIJIMHA IeJIH MeHble AuaMeTpa nsaTHa. CTapToBble 30HBI AOJIXKHHI
OblTb KOMMAKTHbIMHM, a npober — MHHHUMaJbHbIM. IDTHM YCJIOBHAM
BioAHe yaoBjierBopser pasfenenue Ha ‘BITCX-naacrunkax. Kpome
TOrO, CTAPTOBHE 30HBI ZOJKHBI PAacnosaraThCsi Ha AOCTATOUHOM pac-
cTosHHH Apyr oT apyra. lllupuna uwienu Takxke JOJKHE GbITh MHHH-

Puc. 2.2.4/2. INopagok suinoanenus onepauuit (Desaga GmbH, Heidelberg):
I — nanecenne npo6ui; 2 — pasfiesenie; 3 — BolpedaHue 30H; 4 — 3JI0HPOBAHUE; § — AHANH3
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MaJIbHOM: CHTHAJ NPH TOM YMeHbLIaeTcs, OfHaKO pe3yJ/bTaTbl aHa-
Ausa yhyuuaores. B 0cO6EHHOCTH 3TO OTHOCHTCA K CKaHMPOBAHMIO
BATCX-naCcTHHOK ¢ KOHLEHTPHPYIOUIMMH 30HaMH, Ha KOTOPbIX MAT-
Ha pacrnonaralTCsl BAONb Y4acTKa OueHb MUIOTHO. )

Pa6ory B TCX MOHO NpPOBOAHTb TaKxe MpH MOMOUIA npocTel-

wux npuemog (puc. 2.2.4/2). . :
MopAAOK BHINOJHEHHN Onepaumii

HoaykoauuecTsennbli aHAAU3

MeT00 cpasuenus. TOTOBAT cepHIO CTAHAAPTHbIX pACTBOPOB pas- -

JHYHOH KOHIEHTpauuH (HampuMep, C KOHUEHTPAUHAMH 1, 2, 4,
8 ... mr-ma—'). HaHocaT uX ¢ oOnpejesieHHbIMH HHTepBajlaMu Ha
NAACTHHKY (MO 2 MKJ), B NPOMEXYTKH MEXAY HHMH HAHOCAT npoGy
(pacTBOp OMNpe/le/leHHOH koHueHTpaunu). [locse nposiBjeHus Xpoma-
TOrpaMMbl CPaBHHBAIOT MHTEHCHBHOCTb OKDACKH H pa3Mepbi NATEH M
Ha 3TOM OCHOBAHMH OLEHHBAIOT KOHUEHTPALUHIO aHaJH3HPYyeMOro
BelllecTBa. :

Merod onpedesenun pasmepos naren. CyliecrByeT 3aBHCHMOCTD
npu OAMHAKOBbIX Pa3Mepax CTapTOBBbIX MATEH gnocne nposejeitst
wasnenennss merogoM TCX): KopeHb KBaJApaTHbIH M3 TUIOMIAAH IAT-
Ha F nponopuuoHaset jorapudmy KOHLUEHTPALUXH BELIECTBA B MATHE
C, 1. e \/[F~1gC.

Ha OCHOBAaHHH 3TOi 3aBHCHMOCTH CTPOAIT KaJHGPOBOUHYIO KPH-

BYIO /51 CEPHH CTaHJapTHbIX pacTBOpPOB. Ha ocu abcuucc OTKJAAAbI--

BAIOT 3HAUeHHe KOPHS KBaAPaTHOrO M3 MJOLLAaAK NATEH CTaHAapTHAIX
pacTBOPOB, HAa OCH OpJHHAT —— 3HaueHue lg C. Onpeaensiior mioilaib
fMATHA aHaJn3upyemMoro o6pasiia H MO KaaHGPOBOUHOMY rpaduky
HAXONAT KOJHUECTBO 11eJeBOro BellecTBa B natHe. Onpejenenye nio-
LagM MSTHA LEJEBOro BellecTBa MPOBOAAT C/AEAYIOLIHM oégasom:
nocJie MPOsIB/IEHUsl HA IUIACTHHKY MOMEWLaIoT JIHCT Npo3patHon Mu-
JHMeTpPoBOH Gymaru ¥ onpeiesiioT nioliaib matHa B MM°. TouHoe
3HaueHue HaxodsAT, o06Bojs MATHO NPH MOMOULH [WIAHHMETpa.
TlorpeiHocTh MeTOJa COCTaBJIACT 4--10%. Ona moxeT ObiTb
yMeHbleHa MyTeM YCPeJHeHHs! Pe3y/1bTaTOB MHOTOKPATHbIX 3aMEPOB.

Koauuecrsenubti anaaus

Merod sxcrpaxkyuu natex. TlnacTHHKy ¢ NATHOM LEJNEBOro Bellie-
cTBa nomeruaioT nod Y®-aamny (254 HM) H NATHO OGBOAAT MO MEpH-

MeTpy MsirkuM Kapanaauwom. CopGeHT B Mpejenax OTMEUeHHOH 06-

JacTd M3BJEKAIOT LiNaTejeM W MpH [OMOLLM BOPOHKH MNEpEHOCST B
LeHTpUudy)HYI0 npo6HpKy. [lo6aB/sioT TOYHBIM o6beM MOJASAPHOro
pacTBOPHUTES, TILaTeJbHO NePeMEIHBAIOT H uentpudyrupyor. Xua-
KOCTb Haj OCAJKOM [EPEHOCAT MUNETKOil B KioBeTy H (OTOMETpH-
pylot (cm. pasa. 3.4.1). )

Boslee TOuHble Pe3yJbTaThi MOJNYYAIOTCA NPH H3BJEUEHHH COPOEH-
Ta NpH NOMOLLM BAKYyMHOTO COOPHHKA (CM. PHC. 2.2.3/3, a), uau ny-
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TeM MPAMOro 3JIOWPOBAHUSA C nuacTUHKM (cM. puc.. 2.2.4/2): npo6y
HAHOCSAT anlVIKKaTOPOM KOJHYECTBEHHO B BHAE CILIOIIHOHA JIHHHH (Hc-
NoJIb3YIOT COPGEHT Ha GoJbre); MAACTHHKY MNPOSABIASIOT; XpOMarTo-
rpammy nomeunaiot nog ¥ @-namny (254 nan 360 HM) u 30HB 06BOAAT
MSITKHM KapaHJallloM; HECKOMBKO 6OJIbLIKH, YeM 30Ha LeJ1eBOro Belle-
CTBA, yYaCTOK (POABLIY BHIPE3AIOT H 3JMIOMPYIOT B CeLHANbHOH Hacal-
Ke (3JII0€HT CTeKaeT CBePXy BHH3 HEMOCPEACTBEHHO MO CJ0I0 copbeH-
Ta); 3J10aT aHAJH3HPYIOT NOAXOASIHMH MeToRaMmu (doTomerpus,
MHKPOTHTPOBAHHe, noJasiporpausi 1 T. 1.).

BcneacrBue HaHeceHHs npoGhbl B BHAE CIUIOLIHOH JIMHHH yAaeTcs
NPOBECTH pasfiejieHHe B NpefiesiaX HeCKOJNBbKHX MHJJIHFPaMM. JTOro
KOJIHUeCTBA BIIOJIHE JOCTATOYHO AJf NMPOBeLEHHS] CNEKTPO(OTOMETPH-
4eCcKOro aHaJju3a.

[1pu pa6ore ¢ yJAbTPaMHKPOKOJHUECTBAMH BELECTB AOMNOJHHTEb-
HO H3BJIEKAIOT y4acTOK COp6eHTa, pacnoJioKeHHbH BOJU3H aHAJNU3H-
pyeMoro nsitHa. TOT HeHarpyXKeHHbl cOpGeHT MPOMBIBAIOT M 3/10aT
HCNOJB3YIOT B KauecTBe (hoHA.

[Tpu BblCyLIMBAaHHH TJIACTHHOK BO3MOXHA YacTH4YHAsi HeoGpaTH-
Mast copOuHsl MaTeprasa, BCIeICTBHE YEr0 BBIXOJ, LENEBOT0 Belle: , 1
NPH 3KCTPaKkuuH cocrasiasier Meree, 90%. TMorpewiHocTs Metona «o-
CTaBJisieT oKosio 5%.

Onruueckue (npamoie) metodst anaiuza. CylecTBeHHOe 3Hade-
HHE Hapsily C TOYHOCTbIO JAO3HPOBAHHSI MNPOGHL HMEET KauyecTBO
NJ1acTHHOK. [lJacTHHKM HOJIKHBI MMeThb OLHOPOAHBIA CJNOH Ha Beel
MJOWAaAH CKAHHPOBAaHHA (y (HUPMEHHBIX IJIACTHHOK 3TO Ka4ecTBO
rapantupyercs), BO3MOXHO (oJiee DPaBHOMEPHYIO NMOBEPXHOCTh, UTO
CHUIKaeT ypoBeHb (oHA (3TO KayecTBO rapaHtupoBano y BITCX-
IJIACTHHOK). B cioe copbeHTa AO/MXKHBL OTCYTCTBOBATh MOCTOPOHHHE
npuMecH (0ObIYHO MJIACTHHKH COpOMPYIOT NpuMecH u3 Bo3ayxa). s
OYHCTKH COpPGeHTa [JIACTHHKY MPOMBIBAIOT METAHOJOM W cOGHpaloT
MPHMECH, KOTOPhIe NPOSIBJAIOTCA B BHJE Y3KOH 30HBI Ha ¢poHTe pac-
TBOPHUTEJIS1 (B HEKOTOPHIX C/ly4asiXx NPOMbIBAHHE MOBTOPSIOT MHOTO-
KpaTHO) . 3aTeM NJIaCTHHKY BBICYUIHBAIOT B BAKYYM-9KCHKATOpE U Xpa-
HAT B HeM J0 ynorpebseHus. st 3KCMEPUMEHTOB HCNOJB3YIOT TOJb-
KO OYHIIEHHble PACTBOPHTENH (B cJaydyae HEOGXOAMMOCTH PACTBOPH-
TE€Jib NPOIYCKAIOT Yepe3 OKCHA aNIOMHHHUS, cM. pa3gd. 4.1).

Ilpu nauecenun npo6bl He cJjeiyeT MOBpPeXIaTb CJIOH copGeHTa
(nmoBpexkJeHHe cJIOSI NMPHBOAMT K AedopManuu MATEH); HEOGXOAUMO
CJEeIHTb 3a TeM, YTOObl pa3Mepsl NSATEH OBUTH OJMHAKOBBLIMH.

Tlpu o6HapyKeHHH C MOMOIUBIO XHMHUECKHX METOJOB HeoOGXO1H-
MO PaBHOMEDHO HAHOCHTb peareHT (Jyullle BCero NorpyxaTth MJAaCTHH-
Ky B pacTBOp peareHTta).

Ko/inuecTBeHHYIO OLEHKY XpOMAaTOrpaMm MPOBOASAT NMPH NOMOLLU
AeHcuToMeTpoB. Pasanualor gBa cnoco6a perucTpaud OSATEH —
MO MHTEHCHBHOCTH NPOXOASALIErO CBETa H 10 HHTEHCHBHOCTH OTPaXKeH-
Horo csera. M3-3a cuabHoro pacceusanua Yd-csera nomnoxkoi
IJIACTHHBI CKAHHPOBAHHE B MPOXOJASLLEM CBeTe MNPOBOASAT TOJNBKO B

135



BUAMMOH yacTH crnekrpa. [Ipy H3MepeHHH HHTEHCHBHOCTH MPOXOAs-
ulero cpeTa CpPaBHHBAIOT OcsiabjieHHe CBeTa B 30He, CONEPIKALLeH
BelllecTBO, ¢ oci1abjieHHeM CBETa B 30He HeHarpy»KeHHOro CJosi cop-
Genta (puc. 2.2.4/3, a). Tlpu u3MepeHUH HHTEHCHBHOCTH OTPAXKEHHO-
ro csBera Ha (POTOYMHOXKMTEJE DErucTpPUpyioT HHTEHCHBHOCTb OTpa-
" xeHnHoro csera. [N 30H € Ue/MeBbIM BELLECTBOM OHAa yMeHbIIAETCs
NpONOPLHOHANbHO KOHLeHTpaunn (puc. 2.2.4/3,6). Takoh croco6
perucTpauyy Lenecoo6pasHo NPHMEHSITb NPH CKAHHPOBAHHH B yo-
ceere (po 200 HM).

le(/l HAJMYHK COOTBETCTBYIOLLKX mpuBopos (puc. 2.2.4/3, 8) oba
croco6a MoxkHO 006beauuuts. [Ipm 3ToM cHrHadbl, nosyuyaeMmble 3a
cyeT HepaBHOMepHOCTH cJ1osi copbenta ((oHOBbie Cl/II‘HaJIbI),l KOM-
MeHCHPYIOTCSI, @ CHTHAJIbI, OTHOCSILHECS K Le/IeBbiM BEIEeCTBaM, CyM-
mupyloTcsi. TakuM 06pa3om A0CTHTAeTCsl OTUET/IMBbIM CHIHAJ H3Mepe-
HHA Ha NMpaKTHUECKH He3aMeTHOM doHe. )

Ilpu o6ayuenns YP-cBeToM OnpejeseHHOH AMHHDI BOJHbBI Belle-
CTBa, MMelolLHe (JyopeciupylollHe Ipynnbl (CoGCcTBEHHbBIE HJIH BBE-
JeHHble HONOJHHTENbHO), (ayopecunpyior. CyllecTByeT METOA aHa-

TS
:5§7§)’ Z/C#

Puc. 2.2.4/3. Cxema paboThl JEHCHTOMETpA:

a — onpenejedHe 1Q HHTEHCHBHOCTH NMPONYCKanud; 6 — onpenenexye 1Mo HHTEHCHBHOCTH OT-
paxenua; s — codetanue cnocofos a u 6; | — BoabppamoBas Jamna; 2 -— pTYTHast HWJH

- nefiTepueBas Jamita; 3 -— MOHOXPOMATOP; 4 — POTOYMHOMHTEND; 5 -— cao# copbenta

Puc. 2.2.4/4. Cxema uamepeHHsl MHTEHCHBHOCTH (JlyopecueHunn (a) W TylleHds
dayopecuenuunn (6):

| — PTYTHAS WAW KCEHOHOBasl JaMra; 2 — GOTOYMHOMKHTENb; 3 — cBeTodHALTD; 4 — MOHO-

xpoMaTop: & — caoi copbenra
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JIK33, OCHOBAHHBIN HA W3Mepenuu WUHTEHCUBHOCTU (payopecyenyuu.
HHTeHCHBHOCTD (hJ1yOpeCclieH Ml perHCTPUPYIOT NPH IOMOLLK NPHEOPa,
cXema KOTOpOro npuBeleHa Ha puc. 2.2.4/4. 3ToT Meron ompepene-
HHSl TIPSIMO#M (JIyOPECLEHUHH sIB/SIeTCSl YYBCTBHTENbHBIM M He Tak
CHJIBHO 3aBHCHT OT ApPYrdX ¢akTopoB, KaK PacCMOTpPeHHble paHee
ONTHYECKHE MeTO/bl. :
CyluiecTByeT METOA aHa/H3a, OCHOBAHHLIA HA pesucTpayuu Tyuie-
HUS. ‘
Payopecyenyuu. iameperne BefeTcst IpH MOMOLK TOFO K€ MPH-
6opa, uTo W B cayyae npsiMo#l diyopecueHund. OfHako MIacTHHKA
AOJXHA COlePKAaTb JIIOMHHOGMOD (AJIHMHA BOJHBI BO36GYKaeHust 254 HM),
a aHa/JH3HpyeMble BEIeCTBAa JAOJKHBl HMETb MAaKCHMyM MOIJOLIe-
HHS NPH 3TOH AsuHe BosiHb. [To UyBCTBHUTENBHOCTH MeTOj ycTynaer
NpsiMO#t (payopecuienIlnH, 60Jbluoe 3HauYeHHe 31eCb UMeeT PaBHOMep-
HOe pachnpejesieHHe JIOMHHO(OPA MO MIOWAAHN TJIACTHHKH.

AHanM3 pe3yabraTos

Tocko/IbKY 3aBHCHMOCTD MEXKIY KOJIHYECTBOM BellleCTBAa H CHIHA-
JIOM [ETEKTOpa He siBJiseTcs JIMHeHHOH, TO TpelBapHTeJbHLIM 3Ta-
noM paGoThl SIBASIETCS NOCTpOeHHe KanubpoBouHoro rpacmka. Hdas
5TOTO TOTOBAT CEPHIO PACTBOPOB aHAJ/H3HPYEMOrO BELUECTBA Pa3JiHy-
HOH KOHUEHTpallMH, NPo6bl 3THX PACTBOPOB HAHOCSAT HA IJIACTHHKY,
NPOABJISIOT, CKAHHPYIOT, B Pe3yJibTaTe 4ero MmojydyaloT XPOMaTorpam-
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Konyenmpayus , we/namHo
Puc. 2.2.4/5. Kanu6poBounslil rpaduk:
I‘[IJlOl,lla_ﬂb NMHKd AHAJH3HPYEMOTO BeLLeCTBA; 2 KOHUEHTpALNWA alaAUu3UDyeMOro Be-

UiecTBa B MAATHE; 3 — ONOPHBIE TOYKH Hu KaJHGPOBOUHOM rpaduke

Puc. 2.2.4/6. Cpapuenne CHrHAJOB NpH CKAHHPOBAHMH cTaHaapTHblx H BATCX-naa-
CTHHOK C HaHeceHHbIM O0Gpasuom Kodenna (orpaxenune npu 285 um) (Merck

)

Darmstadt)«

f— TCX-nnaetunka, narpysxa | mxr; 2 — B3TCX-naactuuka, Harpyska 100 ur
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My, MJIOILafH IHKOB KOTOPO# OMpeje/eHHbIM 06pa3oM 3aBHCAT OT
KOHIIEHTpAlLlHH BellecTBa B pacTBOpE. CrpoaT KaJau6pOBOUHbBIH rpa-
duk (puc. 2.2.4/5): Ha OCH OPJAMHAT OTK/AIbLIBAIOT 3HayeHud MJoulia-
Jel NUKOB (MX OTpefejsiioT MeTOAaMH B3BelWBAaHHA, MJIAHUMETPHH
WM pacyera Mo reoMeTpHUYeCKAM napamerpam), Ha ocu abciuce —
3Hauenue KoHuentpauuil. [To Kaau6pOBOYHOMY rpaduKy MOXHO onpe-
JeJHTb KOHIIEHTPALHIO aHaJU3HPyeMOro BelllecTBa B npobe, Hcxoast
U3 pe3y/ibTaTOB CKaHMPOBAHHSA MJACTHHKHA C 06pa3uom.

Hapsigy ¢ JeHCHTOMETpaMH, rae CKaHUPYIOLIHHA Jayd (QOPMHDY-
eTCsl NpH MOMOLLY LieJIH, HCMOJb3YIOTCs CreKTPO(OTOMETPbI C .TOUEU-
HbIM (J1a3epHBIM) CBETOBBIM ITy4KOM.

[lpu anajnse npoGbl ONTHYECKHMH METOlaMH (puc. 2.2.4/6)
BAOTCX-nacTHHKH HauboJsiee NPeANOUTHTE/bHBL. Xopo11o BHAHO, UTO
npu 10-KpaTHOM CHUXKEHHH HArpy3KH HHTCHCHBHOCTH curHana IpH
CKaHHPOBAHMH BbICOKO3(P(HEKTHBHBIX N1aCTHHOK HECKOJIbKO Bhillle, UeM
NpH CKAHHPOBAHHH CTAHAAPTHBIX nnactuHok. Kpome toro, BOTCX-

NJACTMHKH NAI0T HH3KHH (OH.

O6aacTs NpUMEHEHHS

KOJ]I/I‘«IEQTBQHHOE onpenpeseHue OTJeJIbHBIX KOMIOHEHTOB B COCTa-
Be CJOXHbIX cMeceidl B cJleAYIOUHX obaacTsx: KJMHHUECKOH XHMHH,
MpOH3BOACTBE NpOAYKTOB NMHUTAHUSA, TTPOU3BOACTBE XHUMHUYECKHX MNpOo-

JyKTOB.

BUBJIMOTPAGHUECKUI CITUCOK — cm. pasa. 2.2.8.

2.2.5. CHELLHAJIbHbIE BAPHAHTBI TCX

PaduaibHas xpomaroepapus

[Ipo6bl M CTAaHAApThl HAHOCAT BLOJD OKPYKHOCTH He60J1bLIOro
nuamerpa B cepeqnse BITCX-niacTuHKH pasMepoM 5% 5 uan 10X
% 10 cm.” [IposiBiieHHe mpoBOAAT B crelHasbHOH Kamepe, CXemaTi-
yeckH n3oGpaxkenHoll Ha puc. 2.2.5/1. PacTBOpHTENb NPH NOMOLIM
HAHOCA TIOJAeTCS Ha COPGeHT B LEHTP MJACTHHKA. B oTsiuumne OT JiH-
HelHOro 3JI0HPOBAHHSI, KOT/a NATHA N0 Mepe MPOABHKEHHA MO CI0I0
pa3MbiBalOTCA (paspelieHHe HeBbICOKOTO KauecTsa), B 3TOM cjydae
30HbBI 110 Mepe OTHAJNEHHs OT LEHTPA CTAHOBATCA YKe H, HAKOHEL, Npe-
BPalAKTCS B TOHKHE AYTH M CJierKa BBIMPAMJAAIOTCH (paspeulesue
BEIcOKoe). [IpH 3TOM BBICOKOE paspelieHHe 30H AOCTHraercs A
BELLeCTB ¢ HeGOJbIIMMH 3HaueHUsiMH Ry. Kak ciefyer us auarpammbl
(puc. 2.2.5/2), Harpysku 31eCb BbllIe [0 CPABHEHHIO C JIHEeAHOH
xpomaTorpagueii. Bmecto R; B KauecTBe XapaKTEpUCTHKH BelllecTBa
ucriob3yercs Beauunaa RRy. Jljist npoBe/ieHnst KOJHUeCTBEHHOTO ana-
AH3a 37ech TaKkKe MPUMEHSIOTCH anlUIMKaTOpbl M [AEHCHTOMETPHI.
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Puc. 2.2.5/1. Cxema U-xkamepnl (Fa. Camag, 04
Muttenz Schweiz):

I — B3TCX-nnacrunka (caoit copberta ofpainen
BHH3); 2 — Kamepa; 3 — UeHTpaJbHbl{l KANHAASAD 62
IJS nopauu 3noeHTa; 4 — Kanwaasp aas no-
Jla4d BO3AYyXa, HACHILEHHOrO HapaMu 3JI0eHTa;

A

5 — BBIBOA MAPOB AJIOEHTA 0 0
A &
Puc. 2.2.5/2. Cpasuenue sddexrusuoctn TCX npu JAdHEHHOM W paaHabHOM 3JI0H-
. pOBaHHHU:
A — npoaBacHHe JuHelHoe; B — nposBienne panuanbioe [Blome J., High Perfomance

Jhin Layer, Chromatography, unruposano no Zlatkis A. and Kaier A. E., in J. of Croma-
tography Library 9, 63 (1977)] ’

Coueranue TCX ¢ HK-cnexkrpockonueti

Coueranne 3THX JABYX METOJOB MO3BOJSIET HIAECHTH(HHLUHPOBATDH
BeLIeCTBA Ha MHKPOYPOBHE, & TaKxke ONpelesiTh NPHPOLY PYHKIHO-
HalbHBIX TPynn BelllecTB (cM. pasa. 3.2.2.1). PaspaGorana MeTonu-
Ka NPHrOTOBJEHHS fipenaparta aas cHatus MK-cnekrpa:

C NMOMOUIBIO MHHLETA NHPAMUAKY GpOMHu L

a KaJuf yCTaHAaBJIMBa
B CTEKJSIHHYIO KIOBETY; Y o
COpOEHT ¢ aHaJH3HPYEMBIM BEILECTBO
M pacnpeiensiioT y OCHOBAa-
HUA NTUPAaMMIKH; pactp Y o
npu6aBAsIOT 2—3 Kal/iu NOAXOASILEro pacTBOPHTESA (KBaJU(pH-
Kaluuu /IS CIEeKTPaJbHOrO aHajH3a);

KIOBETY HAKPLIBAIOT KOJIIIAaYKOM H3 HepiKaBelolllel cTasu ¢ oTBep-
CTHEM [OCPEJMHE; PACTBOPHTE/b, NOLAHHMASACH MO NHPAMHIKE, YBJe-
gger 3p6iCTBopeHHoe BElLeCTBO K BepILIHHE, OTKY/a HCMapsieTcsi CNycCTs

—30 MHH; BCe HH3KOMOJIEKYASIpHbIE TPUMECH H KOJJIOHHbIE YACTH-
Ubl yAEPXKHUBAIOTCA MaTepHaJOM NHPAMHIKH;
Bbl-cr(;(T)(c)J;Ie MOJIHOTO lilcngpemm pPacTBODHUTE/S] BEpUINHY MUPaMHIKH
NpuMepHo 1—2 MM, OTVIAMBIBAIOT U TIIL
) ‘ aTeJbHO pact
B araToBO# CTYyIIKe; pacTipanT
I/IKB 3aK/lI0ueHne MpoGy NOACYIHBAIOT B BAKYYM-3KCHKATOPe HJIH NOJ
énaMnon H BHOBb NpeccyioT B BHAe TabjaeTkd (cM. pasa. 3.2.2.1).
o nsﬁs&max—me OWHGOK He06X0AUMO CO6MI0AATh NPHHSATHIE B aHa-
ilmqucxon XHMHH npasuna. BpoMua Kanus siBasieTcsi peaKuHOHHO-
NOCOOHBIM BELLECTBOM, MO3TOMY OH UYBCTBHTEJIEH K NEHCTBHIO pac-
TBODHTEJIEH, aMMHaKa, BJlard; XPaHHTb ero cJelyeT B 3KCHKaTope.

139



HE,U,OHYCTHM 'KOHTAKT 6pOMPIIIa KaJus ¢ CUHHTEeTHUeCKHMHU MarepuaJa-
MH 4 NblJIbIO, MaHUNyJAHpPOBATH C nupamunxoif{ MOXHO TOJIbKO I[pH
MMOMOLIH TMHHLETA.

HMporounas TCX

MeTOoA NPUMEHSIOT B TOM C/ly4ade, €C/ih PACCTOSIHAS CTapT — (GpOHT
pacTBOpHTesi, paBHOro 17 cM, HELOCTATOYHO AU PA3ASNEHHs CME-
cu. [11acTHHKY COPGEHTOM BHU3 NIOMEIAI0T FOPH3OHTANBHO B I/IOCKYIO
kamepy (BV-kamepa, Desaga). Cucrema pacTBopuTesiel nopaercs
U3 KIOBETbl C TIOMOLLBIO NMOJOCOK (HUABLTPOBANBHON GyMarn K OLHOMY
KOHLY T1aCTHHKH. [IPOTHBOTIONOKHBIH KOHEIL NACTHHKH C/leTKa CIABH-
HYT MO OTHOLIEHHIO K IOKPOBHOMY CTEK/y, 33 CHET Hero pacTBOpH-
Te/ib HelpephiBHO HenapseTcs. [Ipouece ucnapeHus MOXHO yCKOPHTE
C NOMOLLBIO Jerkoro HarpeBa. TakuM cnoco0OM YAaeTes pasiesuTb
30HbI ¢ OYeHb HH3KMMH 3HAUEHHSIMH Rj.

TCX HQ NAQCTUHKAX C nepeMeHHbiMu CeoucTeamu

C HOMOUIBbIO CHEeLHaNbHBIX ANNJHKATOPOB MOXHO NPHTOTOBHTDL
MIACTHHKH € nepeMeHHbIMH CBOMCTBaMH pabouero cjost Cop6enTa. 3Tto
MosKeT OHITb IJlaBHAsi CMEHa THMA copbenTta (KH3eJbTYp — CHJIH-
Karejb), cOCTaBa TPOMUTKH HJH BeJHYHHbI pH. Takue niacTHHKH
MOXKHO MPOSIBJASITD BJAOJb [PAaAHEHTa H BO BCTPEUHOM HanpasJieHHH

MO0 OTHOUIEHMI0 K TpajmeHty. IIpH JABHXKEHHM pacTBOpHTeNs Ha-

Berpeuy rpanveHTy (T-rpajueHt) B XOJ€ SKCMEPUMEHTA MONKHO
OTpefeIMTb ONTHMAJIbHBIH COCTaB copGeHTa, KOHUEHTPALHIO NPONHTKH
uav Beauuuny pH. ‘

B rpajiuMeHTHOM COpOGeHTe MOXKHO pa3fensATb CMECH BEUIECTB C
pasJIMuHON MOJASIPHOCTBIO, YTO OGbIYHO YAAeTCsi TOJNBKO € NMOMOLUBIO
JIBYMEPHOTO MPOSIBJEHHA HJH CTYNEHUATOH 3JIOLHKH. Kak npasuJo,
NOJISIpHblE BELLECTBA C HH3KHMH Rj 3aHHMAIOT HHKHIOIO HaCTh MJTaCTHH-
ku. Ha caioe nepemenHoro cocraBa (Ku3eabryp — CHJMKaresb) MoJsp-
Hble BeliecTBa MOTYT GbiThb pasjefeHbl B 30HE HEAKTHBHOIO copben-
Ta (MpH pa3fefieHHH NATHA GYAyT NMOCTENEHHO CXKHUMATHCA B y3KHE

30HbI) .

I'paduentnoe sarouposanue

[11aCTHHKY MOMELLAIOT B KaMepy Ha nep(opupoBaHHYIO NMOACTAB-
Ky, Pacro/ioXeHHYIO NMOJ YIVIOM K IJIOCKOCTH JHa KaMepbl. Ha nue
Kamepbl GOpPMHPYeTCsl CHCTeMa pacTBopHTesiell NepeMEHHOro cocTa-
Ba: NMPH NOCTOSIHHOM MNepeMelInBaHuK NOJISIPHBIA pacTBOPUTEJb IO-
JaI0T ¢ TMOMOLLbI0 HAcOCa K MeHee MOJISPHOMY. YpOBeHb pPacTBOpH-
Te MOAAEPAKHUBAETCH MNOCTOSIHHBIM TPH MOMOLLH CJHMBHON TPYOKH,
KOTOpasi HAXOAMTCA MOJ CTAaPTOBBIM MSATHOM. ;

CTynemta Toe 3arnuposanue

ﬂeHHHJIHaCTHHKy NPOSIBJIAIOT Pa3/iHUHBIMKH PACTBOPHTENSIMH B ONpeje-
e OH TIOC/€/I0BATE/ILHOCTH, NIpHYEM B MPOMEXKYTKaX MEXKAy UHKIa-

CJIOH BBICYLIMBAIOT. TaKHOM cnocoGoM ynaercs Gosee YeTKO pasje-
JIAITh BEILECTBA C Pa3JM4YHOH MOJNSIPHOCTHIO. '

TCX ¢ ucnoavsosanuen TepmonepeHoca

Meron, naspaumblit lltanem Tepmonepenocom NPHMEHSAIOT AJs
dopmupoBaHHus crapToBOro nsTHa Ha TCX-MaacTHHKe npu pa6ote ¢
JETYYHMH H TEPMHYECKH YCTOAYHBBIMH BellecTBamu. O6pasel 1o-
MEIAIOT B CTEKJISHHBIA NaTPOH, CYXKAIOLWHKHCA C OJHOTO KOHIA, H Ha-
rpeBaloT B HarpeBarenbHoM wkKady (puc. 2.2.5/3). JIequHe’Beme-
CTBa HCMApAIOTCs, 4 3aTeM aAcopGHPYIOTes Ha miacTHHke aasa TCX
06pasysl cTapTOBOE NATHO. TOT NIPHEM 3aMeHseT O6IIeNPUHSTDIE crio-
COGbl MOATOTOBKH MPOGhI: KCTPAKUMIO, (DHIBTPOBAHHE, KOHIEHT
poBaHHe H Jp. , -

I1P[I-merood

MHor#de BeulecTBa B afCOpPOGHPOBAHHOM . COCTOSIHHH GoJiee peak-
IHOHHOCTIOCOOHH, YeM B TBEPAOM COCTOSIHUH WJH B pactBope %THM
MOKHO BOCMOJIb30BAThCS € LENbIO NOBbILIEHHSA S(t)(I)eKTHBHOCTI:I TCX
AHanuaupyemyio cMecb HAHOCAT B YLy IIACTHHKH H Xxpomaror a-
¢bupyoT o6bYHLIM 06pasoM. 3aTem [JIACTHHKY 33 HCKIIOUeHHeM go:
JIOCKHM C pasje/isieMO#l CMecbl0 HakpbIBAIOT CTEKAOM. Ha OTKDBITOM
YacTH CJIOA MPOBOAAT XHMHUECKYI0 peaKLHIo, o6pa6aTbmaﬂpcnoﬁ
flapaMH peareHTa WIH ONpBICKHBAsA M3 MyabBepusatopa. B 3akiioue-
ﬁue—-u 9TO IIABHO€ OT/JIHMYHE OT [BYXMEDHOH XpoMartorpacHu -—
ngo::nmoT B [I€pBOHAYA/IbHOM DAacTBOpPHTENe, HO B HalpaBJ/eHHH,

PUEHIHKYJISIDHOM NepBoHaYa bHOMY. OTCIOfA COKpAlleHHOE Ha3Ba-
Hue MeTOLa: NposiB/eHHe -— peakuus — npossaenre (ITPIT). ITocae
3;221?5;)Bﬁgogznxe1;uﬂ MOAH(HLHPOBAaHHbIE BeLlecTBa Mnrpupyl;)T B CO-

OJISIDHOCTbIO, @ He BCTYIUBIL
:(Zmbl CMeCH pacrnosaralTcs no ﬂHaI‘OHzJIH. BﬂﬁpBufgiﬁguﬁmgg
OTATIOT BLICOKOHIONDATETHINN  (ApANE. Hoony ey pmeemreiie
HMep, HCNOJb -
ueckue peakuuu B Y®P-caere, rnuporj)ms, pauemmpsoyg(;;“%)o?axﬂn(;w;u_
HHPOBaHUE HJIH 030HO.IU3) [7, cM. pasn. 2.2.8]. , )

Puc. 2.2.5/3. Cxema npubopa ana pasge-
JIEHHS] BEWIeCTB METOAOM TepMolepeHoca
. (Desaga GmbH, Heidelberg):

! — saraywka; 2 — cTekaAsHHHIt naTpon; 3 —
610K HArpeBaTeAbHbIN; 4 — npoba; 5 — crekann-
Has BaTa; 6 — nnacrudka aaa TCX




Jlsymepras xpomaroepagusn

MeTox iByMepHOro NposiBJeHHs, O6bIYHO npuMeHsieMbiil B OyMax-
Hoit xpomatorpacduu [cM. pasn. 2.2.7], MOXeT HCHoJab30BaTbCA U B
TCX. TlposiBjienue NMpOBOAAT B ABYX CHCTEMAX pacTBOpHTeJIeH, MpHU-
yem BTOPO# pa3 B HalpaBJeHHH, NepHeHAHKY/ITPHOM nepsoMy. Bme-
CTO BTOPOrO MPOSIBJEHHS! MOXHO TMPOBOLHMTD snekTpodopes  (cM.
pasa. 2.5). Takum crnoco6oM ylaeTcsi pasjelsiTb OueHb CJIOXKHbIE

CMeCH.

2.2.6. MEPEXOJ, OT TCX K XPOMATOTPA®HH
HA KOJIOHKE

[lepexox ot TCX K XpoMaTorpauu Ha KOJIOHKe He yraercs
OCYLIECTBHTb [yTeM HENOoCPeACTBEHHOrO BOCIPOH3BEACHHH yCJOBHH

skcnepuMenTa (Tun copGeHTa, CHCTEMA pacrBopuTesedi 1 ap.). Ilpu-

NpOSBJEHWH Ha TJACTHHKE DACTBOpHTENb HACTHHHO ucnapsercs,
T. €. yCTaHaBJIHBAeTCs OUYEHb CJIOXKHBI FpPajiMeHT PacTBOpHUTeJeH,
npuyeM MOJISPHbie KOMMOHEHTbl CHCTEMb HAKaMJHBAIOTCSl B HHXKHEH
yacTH IVIACTHHKH, @ B BepXHeil ee 4acTH npeo6JaiaioT MEHee ToJAp-
Hble KOMIMOHEHTbl. B KOJIOHKe COPGEHT HAaXOAMTCHA B paBHOBECHOH
cHeTeMe TOCTOSIHHOIO COCTaBa, NpHYeM HelloJBHXKHas ¢daza cocTOUT
MIperMyLIeCTBEHHO U3 TOJISPHbIX KOMIOHEHTOB. Tem He MeHee JJIsi CH-
JINKAareqsi H OKCHAA aJIOMHHHSI YAaeTcsi MPOC/eIHTh HEKOTOpbiE 3a-
KOHOMEDHOCTH.

TCX MOXHO MOJEJHPOBaTb Ha KOJIOHKE, 3aM0JHEHHOH CYXHM
cOpGEeHTOM, TIPH yCJIOBHH, UTO 06pa3ell TAKXKE HAHOCAT Ha CyXxoH cop-
6ent. CenextnBHOCTb copGenta B TCX oTyacTH OGBACHACTCS HaJH-
yHeM B HeM CBSA3YIOLIMX KOMIIOHEHTOB, B TO BPEMs KaK copGeHT B KO-
JIOHKE HX He COJIepKHT. ‘

TCX B MPHHLKME MOXKHO MOJEJIHPOBATh HA KOJIOHKE, €C/H S/IOH-
pOBaHMe MPOBOJMTCS B OHOM pacTBOpUTENE, a 3HaueHue Rj 11eJ1eBOro
"KOMITOHEHTA CMeCH COCTaBJisieT OKOJO 0,3. BewecrBa ¢ 60JbIIUMH
R; cnabo yaepkuBaloTCsi Ha copGeHTe KOJIOHKH, BellecTBa € MEHb-
WUMH Rj yIepXKHBAIOTCH CAHUIKOM TMPOHHO. CooTBeTCTBeHHO Tpely-
eTcsi GoJiblue PacTBOPUTEJsl, NPOUCXOAUT YIUIHDEHHE H YIJOLICHHE
MHKOB.

TCX B cucTeMe pacTBOpHTeJeH He yjaaeTcs MOAEIMpOBATL Ha
KoJIOHKe HemocpeacTBeHHo. [1py nepexoje K KOJIOHOYHO Xxpomarorpa-
MM PEKOMEeH]1yeTCsl YMEHbIUHTb Ha HECKOJbKO MPOLIEHTOB COAepPKa-
HHe B CHCTeMe NOJSIPHOro PacTBOPUTE/ISA.

Tak KaK KOJIOHKA fIBJIsIeTCS OTKPLITOH cUCTEMOl (B OTJIHUHME OT
TCX-kamep), TO 4acCTb PacTBOpHUTE/]s B MNpolecce paboThl yJNeTyuH-
paetcst. ECJIH pacTBOPHTENb CONEPKHT HEKOTOPOE KOJNHUECTBO HeJeTy-
yero KoMIMOHeHTa (HanpuMep, XJOpoGhOpM COAEPKHT 19% »staHona,
KOTOpbIi BHIIOJNHAET POJb cTabunusaTopa npu TPaHCIOPTHPOBKE), TO
C TeueHHeM BpEMeHH HeJieTy4Hil KOMIIOHeHT HaKam/IHBaercs, MpH 3TOM
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EZMHeClI{]s(l)lOTCH CBOHCTBa pacTBopuTens. B CBsAI3H ¢ 3THM peKkomeHayer-
JIb30BATb TLLATEBHO OUYMILEHHbE PACTBOPHTEIH (cM. pasn. 4.1).

BUBJIMOTPA®MYECKUHI CITUCOK — cM. pasa. 2.2.8.

2.2.7. BYMA)KHASI XPOMATOIPA®UA

ora bymaxuasn XpoMaTorpadust — MeTO/ pas3/ie/ieHHsl BeUleCTB Ha JIH-
X creuuasbHo# (xpomarorpaduueckoil) Gymaru.

Pu3nueckne OCHOBHI MeToaa

LleB 6ymaxHo# XpomaTorpauy pasjeseHue NPOUCXOAHT MO TPHH-
Yy pacnpeaenuTesbHOH XpoMaTorpaduu. B KauecTse HeMoABHKHON
¢asbl HCNONB3yeTCst THAPATHPOBAHHAS LEMIION03a, NOITOMY 3JIOEHT
LOJIXKEH COMEPKATDh ONpeleseHHOE KOJTHYECTBO BOALL. Xpomartorpadu-
uecKas MOABHXKHOCTb MHOTHX BEILECTB B TAKOM 3JI0EHTE J0BOJLHO
Hu3kas. OHAKO ee MOMKHO yBeJHUHThb, BKAIOUAsi B COCTaB 3JI0EHTA
ApYTHE NOJISIPHbie PACTBOPHTE/H — KHCJOTBI (YKCYCHYIO, MYpaBbH-
HYIO, XJIOPOBOAOPOJAHYIO) HJH OCHOBaHWsI (NMHPHAHH arm(mal() Ile-
pedeHb CTaHAapTHLIX CHCTEM PaCTBOPHTe. el anBenel-; B 1a6u. 2.2 7/1

Opranuueckuil paGTBOPHTENb H BOJA NPH CMeIHBAHHH 4acto 06-
pasymor uﬂBqu)a3ny0 cucreMmy. Boaublit cioft 06biuHO He HCHOMAB3Y-
IOT, CJIOK OPraHWYeCKOTO PACTBOPUTEJS HCHOJb3YIOT B KauecTBe SJHg-
eHra. JToT cnocob rapaHTHPyeT HachilleHHe 3JI0eHTa BOAoH. [Ipuro-
TOBJIEHHE OJHO(A3HLIX CHCTEM siBJasieTca GoJiee npaKqublh;[ Opzma-
KO IIPH 3TOM CJIEAyeT BblAEPKHBAThL YKa3aHHbIE NMPONOPLHH KOMIIOHEH-

Tabauya 2.2.7/1. Cucremor pacreoputrenets, npumensemve 8 X u TCX
(025 nAGCTUHOK ¢ 4earwa030iL)

Cucremsl pac ; i
pacTBopuTeeit O6bemtible COOTHOLICHHS

OcHoBHbBIE cHCTEMBI

H-OyTaHON — 3TaHO] — 2 H. PAacTBOP aMMHaKa 3:1:1
NUPHIUH — BONE 9: |
KucnorHele cucremnl vt

H-0YyTAaHON — YKCYCHAsl KMCJAOTA — BOJA

6:1:
ITUAZUETAT -~ YKCYCHAs KHCAOTA — BOAA 9'2'3
M30MACHAHAR KHCA0TA — KOHUeHTPHPOBAHHBLIA pac- 66:1:33
TBOp aMMHaka — Boja o
gszngamnxemﬁ — YKCYCHaR KHCJAOTA — H30TPOIAHO 2:2:1
TOH -~ KOHLEHTPHPOBAHHAS XJI0OPOB )
010p0. - 12
ot Ko POBOIOPOAHAS KHC 17:2:1
) tdenon — soaa
Hefitpasbhbie cucremnl v
3TAHOJ — BOJA — HAChILLEHHbIH
acTBo 115
sranol p p cyabdara 3:156:2
TaHos — | M pacTBop auetata amMoHuA 7:3
TOJNYOJt — [HOKCAH - 6:1 S
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TOB M TILLATEJNbHO NEepPeMeLIHBaTh PacTBOpP. B nacTosiliee BpeMsi METOJ
BX 'Bce 6oJibllie BLITECHSETCS] METOLOM B3)KX.

Cnocobul 3A10UPOBAHUS

Hucxodawas xpomaroepagus (pHuc. 2.2.7/1). Jlact 6ymard noj-
BelIMBAIOT B KAMepe, NMOrPy3HB BepXHHil Kpail B KIOBETY C 3JIIOCHTOM.
[lox neficTBHEM CHJbl TSXKECTH H KalUJIFPHbIX CHJI PacTBOPHTE]D
NPOJBHTaeTCsl CBEPXY BHH3 H 10 JOCTHXEHHH Kpas JucTa creKaet
Ha AHO Kamepbl. UTOGbl NOTOK GblJI paBHOMEPHBIM, HHMXKHUHA Kpa#d Jiu-
cra Hape3saH 3y6uamu (pHc. 2.2.7/1, 6). v

Bocxodsuasn xpomaroepagpus (puc. 2.2.7/2). dtor cnocob JHOH-
poBaHusi 6ojiee HaNOMHHAET TCX (cM. pasa. 2.2.2). Beaencrsue caa-
6oii MEeXaHHUECKOH MPOUHOCTH GyMarH JIMCT MOABEIIMBAIOT Ha Creln-
aJbHBIX JepKaTensix. PacTBOpUTE/b NOJHUMAETCH 10 BEPXHErO Kpas
JrcTa 6GymMark 3a CueT KalH/UIAPHBIX CHJL. [Tpu 3TOM BCE KOMIIOHEHTHI
aHa/JM3UPYEMOli CMeCH OCTaloTCs B NpEeJesax JHCTa. 10 0coGeHHO

Ba)XHO B TOM cJydyae, Korjia paspensior geugecrea ¢ HEHU3BECTHOM .

noaBHKHOCTbIO. Torja Mo noJyyeHHoH XxpoMarorpamMme MOXHO Ofpe-
JeUTh 3HAUEHHE R; BCcex KOMIOHEHTOB CMECH (CM..pHC. 2.2/1). K =e-
10CTaTKAM MeTOJa OTHOCHTCS HH3KOe paspellieHne MasonOLBHKHBIX
kommnoHenToB. [Ipo6jemy B 3TOM cayuae peilaioT, MPHUMEHAR METOL
HHCXOAsiILel XpoMaTorpaduy B pexcuMe MPOTOKA, KOrAa NMPOLect npo-
JOJKAETCsl CKOJb YrofHO Aoaro. B pesyabrare BellecTBa Aaxe ¢

OUYeHb HH3KHMH Rf UMEIOT IIOCTaTO‘{HbIl':I OJas XOopoluero paseJeHus -

npoGer. JlJsi CTAHIapTH3AUMH Pe3yJbTATOB OAHOBPEMEHHO XpoMaTo-

o

Puc. 2.2.7/1. Kamepa ansi HHcXonsiiLeh xpomarorpaduu:

a —- 06K BHA KaMepbl; O — PAcloJOKeHHe JucTa Oymary; | —'kioBeTa AAS1 IJI0EHTA;

9 _ cTeKANHHAS [1aJA0MKa AAfl Guxcaumu aucta Gymard B JIOA0UKE; 3 — aHTHcHpoOHHASRA

nanouka; 4 — nogeraska; 5 — aucet Gymard; 6 — kamepa; 7 — 3y6uni ua Gymare |D. Abbott,

Andrews R. S., An Introduction to Chromatography, Longmans, Green and Co., London
' 1965, Fig. 7 and 8]
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Puc. 2.2.7/2. Buasl KaMep mJIsl BOCXOAS-
wed xpomatorpaguu:

a n 6 — cnocobsl uxcaluu, 6ymary 8 aep-

xKaTedqe; 8 H ¢ — cnocobbl pasmMeulerna Gyma-

ri B kamepe [Abbott D., Andrews R. S.,

An Introduction to Chromatography, Long-

mans, Green and Co., London 1965, Fig. 9]

6 - e
rpaupyOT KOHTPOJIbHYIO CMeCh WJH OKpallleHHble BelllecTBa C U3-
BECTHbIMH Rj.

ObHapyrcenue

Kak TolbKO pacTBOpHTEIb AOCTHrAeT HaMeueHHOro pyb6exa
JIMCT M3BJIEKAIOT M3 KaMepbl, 0TMEYAloT MojoxkeHHe (HpoHTa paCTBO:
pureas H BbicyuBawT. [TocKOMbKY GOJBUIMHCTBO BELLECTB JIHLIEHBI
OKPACKH, MX MOJIOXKEHHe Ha XPOMAaTOorpaMMe BbISIBJAAIOT MOAXOISI LM
crioco6oM. Hampumep, BeliecTBa, HecyliMe PaiHOAKTHBHYIO METKY
BBIABJIAIOT NPK MOMOLLH CYUETYHKOB HMIY/IbCOB; BEIECTBa, Hmexoumé
COOCTBEHHYIO (J1yOpecleHHIO, BLIABASIOT Mpu o6ayuenuu Y P-cBeTom
(365 uM) . OcraJbHbie BelllecTBa 06bIYHO 06HAPYKHBAIOT 110 OKPalleH-
HbIM MPOAYKTaM, KOTOpble 06pasyloTcs Moj JelcTBHeM creluduue-
CKHX peareHToB. Tak, aMHHOKHCJIOTHI H TOJHMENTUAB 06pasyioT

HHHTHAPHHOM XpoModop, HMewolUl ¢HOJMETOBYIO OKpa
pasn. 2.2.2). ¢ Y packy (cm.

Ilpenaparusnan 6ymancuas xpomaroepapus

HpeunapaTHB»Hoe pasgeacuve merogoMm bBX mposomst Ha Gosee
m10THO# Gymare. [locse nposiBjeHHs1 U OGHAPYKEHHST 30HbI BELECTBA
€€ MOXKHO BbIpe3aTh ¥ COXPAHHTb, HJIH XKe 3JI0HPOBaTh lieseBoe Bellle-
CTBO TOAXOJSILLHM PaCTBOPUTEJIEM.

Marepnann W npuGopnt

Hast BX BeinyckawoTest cneyuaasuble copra bGymazu pasivdyHON
MJIOTHOCTH: o6e3KHpeHHas Oymara AJ/1s npenapaTtusuoi BX; auerunu-
poBaHHas 6ymara jJjiA NpOBeJEHHs] pacHpefeluTeNLHON XpoMaTorpa-
¢{uM. Ha MeHee NOJNSIPHOH HENOABHXKHOH dase. ' '

-
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[IposiBneHue NMPOBOAAT B KaMepax, TaK Ha3biBAEMBIX «TaHKaxy.
Kamepa a/s1 HHCXoAsILIeH xpomarorpadun H3o06pax<eHa Ha pHC. 2.2.7/1,
a CHCTeMBl JAJsi BOCXOAsLEH XpomaTorpaguu — Ha pHC. 2.2.7/2.

MoaroToeka npodnl

O6pasel] pacTBOPSIOT B MHHAMA/IbHOM o6beMe MOJAXOAsILero pac-
TBOPHTeJIs, TIOC/€ Uero MPOBOAAT AEHOHH3ALHIO, TAK KAK Hajauyne B
o6pasile TOCTOPOHHHX HOHOB 4acTO NMPHBOLHT K MOSIBJICHHIO HA Xpo-
maTorpamMme nosoc. JleHoHH3alHuio NpoGbl NPOBOAAT MyTEM ocaie-
nusi (SO3~ B Buge BaSO,); myTem HOHOOOMEeHa Ha HOHHTaX (CM.
pasa. 2.1.3); metoioM resib-xpomatorpaduu (Mpy aHaju3e BeLIECTB
¢ mousibHO#l Maccoil GoJee 500 r-moab ') (cM. pasa. 2.1.5).

MopALOK BHNOJHEHHS ONEPALHi

Hanecenue npobot

Ha paccrosinnu 3—5 cM OT Kpas JHCTa MPOBOASIT KapaHjaliom
CTapTOBYIO JIMHHIO (CM. PHC. 2.2.2/2), NPOTHBOMOJNOXHBI! KpaH Hape-
3a10T 3y6uHKaMH (CM. pHuC. 2.2.7/1, 6).

CraproBasi JHHHUS JOJDKHA DPACnoiaratbCsi ropu3oHTaIbHO H He
HMeTh nepern6os. ,

Bjo/ib CTapTOBOI JIMHHH Yepe3 Kaxible 3 CM HaHOCAT HeoOX0nH-
MO€ 4HCJIO TPO0.

10—20 mxa 1npoGbl HAHOCAT MPH NOMOLIY MTHNETKH (uny KamuJI-
Jsipa), NpuuYeM IJIHHA CTapToBO# 30Hb A0/MKHA ObITh He Gosee 1 cm.
B cayuae pa36aBJeHHBIX PACTBOPOB ONeEPALHIO HAHECEHUS NOBTOPSIOT
0 TOJIHOTO fepeHoca HaMeyeHHOro o6beMa pacTaopa. B npomMexyT-
Kax CTapToBble 30Hbl BBHICYIIHBAIOT (eHOM. TNocae nauecenusi o6pas-
1a JUCT FOTOB K fPOSABJIEHHIO. .

ITpossaenue

B HanpaBJieHHH CBepXy BHH3 (CM. pHC. 2.2.7/1):

pacTBOPHTE/Ib MOMELLAIOT B KIOBETY H Ha JIHO KaMEpH (s Ha-
ChlllleHHsl KaMepbl apaMu PacTBOPHTEs);

Kpait JiucTa Gymart MpHKHMAIOT B KioBeTe CTEKIAHHbIM CTEpKHEM
(cm. puc. 2.2.7/1, 6); anct neperu6aioT uepes JIOTIOJIHATE/bHBIH CcTep-
JKeHb TakK, 4To0 HUCKJIOUHTb KOHTaKT BJla)XKHOH OyMard cO CTeHKOH
KIOBETHI;

Kamepy MJIOTHO 3aKpbIBAIOT.

B HanpaB/ieHHH CHH3Y BBepX (CM. pHC. 2.2.7/2)

pacTBOPUTE/b TOMEAIOT HAa AHO KaMephi,

JHCcT GyMaru 3akpemjsior B aepxarene (cm. puc. 2.2.7/2,a — 8)
WM CBEPTHIBAIOT B LIUAMHAP (CM. PHC. 2.2.7/2, &) ¥ nOMeILAIOT B Kame-
py, MpHYEM HHXXHHH Kpak JHCTa LOJIKEH 6biTb [IOTpPYXeH B pacrBo-
puTesb Ha AOCTATOYHYIO JyGUHY;

Kamepy MJOTHO 3aKPbIBAIOT.
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Puc. 2.2.7/3. OnpblckHBaHHE XPOMATO-
rpaMmbl peareHToM

o okoxuaHHuu npouecca mpo-
SIBJIEHHS1 JIUCT H3BJEKAIOT H3 Ka-
MEpBI U BblcymuBaloT. Jlas o6Ha-
PYJKEHHSI NIAITEH BELUeCTB IPH MO-
MOLIH  XHMHUYECKHX peareHToB
JHACT MO/ BELIHBAIOT BEPTHKAJbHO
(puc. 2.2.7/3) u paBHOMEpPHO
ONPLICKHBAIOT  pPEareHTOM K3
My/JbBEPH3aTOpPa C PacCCTOSIHHUS
30 cM 10 JOCTHXEHHS YMepeHHOH
CTeIIeHH YBJaXKHEeHHs Gymard.

Ha npenaparusnom ypoene

Ex [locaenoBatenbHOCTb BLINOMHEHHUS! ONEPALHi IPH MpenapaTHBHOM

CXEMATHYECKH u3o6paxena Ha puc. 2.2.7/4. llocse nposeneuus

zggg&um; NpOsIBJIEHHs] 1 OGHAPYKEHHS 30HBbI, COOTBETCTBYIOULHE Lie-
BeLIECTBAM, BbIPE3ai0T H 3JIOHPYIOT [10

X -

TeBLN py JAXOASAILHM PaCTBOPH

Ipu Hucxonsiem 3
» JIIOHDOBAHHHU 3J1I0aT cobupaloT B Mad 7
[ e

cTakaHuuk (puc. 2.2.7/5, a). P e

Tlpu ssi0npoBaHuH ¢ MpeABaPHTENbHBIM KOHLUEHTPHPOBAHHEM CHa-

;aQJI? gagannnaalm BEILECTBO HA KOHUE O6ymaKHOH IHOJIOCKH (pHcC.

.2.7/5, 6), nponyckas 3JI0€HT B BOCXOASILIEM HANPaBJeHHH, 3aTeM

gonocxy CBOPAYUBAIOT M MOABELIHBAIOT 380CTPEHHBIM KOHIIOM BHH3

uueﬂgpu(by)xﬂon npobupke. BeicTynamoumiuit Haa KpaeM npoGUpKH

ICIJIOH yMarn o6opauuBaiOT BOKDYT ropja MpOGHPKA H (PHKCHPYIOT

pH TIOMOLLH pe3HHOBOro kosbua. [Ipu ueHTpudyruposanun pacrso-

=

1
1

) 2

Puc. 2.2.7/4. Tlopsinok BinoHeHHs onepauuii B npenapaTtusHoil BX:

a-- ¢ ’H
pasﬂe*ﬁ;{:;:{xueasg%ﬁl;a NOAOCOH; 6 — PACIOJOKEHHE CTAPTOBHIX 30H (B UEHTPEe — 30HEI
PasnelfeMuiX Beulects, N0 KpasiM — MATHA KOHTDOJLHBIX BEULECTB); & -— OGHapyKeHHe
e peluects ua, POJIEHBIX TOOCAX; 2 — MAPKHPOBKA 30H LiesieBbix Bewiects [Abbott D
- S.; An Indroduction to Chromatography, Longmans, Green and Co., L n
1965, Fig. 6, ¢ and 14—16] ' o London
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Puc. 2.2.7/5. CnocoGbi 3MOMPOBAHHS 1IeNEBOro BEUECTBA C. nonocox Gymarn [3]:
apHTeJbHbIM KOHUEHTPHPOBAHHEM;
3 — 3y6Lb!, NOALIMTHIE K JHCTY;
6 — 30HA leJesoro BeulecTsa;
9 — cpepuyTas nojocka Gymard; 10 — 3m0ar ua JAHe
npo6upku nocae UEHTPHYrupoBaHus

4 — HHCXOZsILEE 31I0MpOBaHHE; 6 — 3JI0HPOBAHNE C [IPEAB
| — KiIOBeTa C >JI0eHTOM; 2 — 30Ha LeneBOro BellecTsa,
4 — crakau aas c6opa 3J10ata; § — CTeKNAHHAs MaOuKa;
7 - crakaH; 8 — pPe3HHOBO@ KOJbLO;

'

pHTe/b C LeNeBbIM BeLLeCTBOM COGHPAETCH Ha e npoGupKH. daoar
XpaHAT B 3aMODOXKEHHOM BHJE MM BBICYUIHBAIOT JUO(HUABHO (CM.

pasn. 1.7).
Jleymepnas xpomarozpagus

DTo MeTOA pa3jiesieHusi CJIOXKHbIX cMecei, MpH KOTOPOM pasAene-
HHe MPOBOAAT ABAXK[bI, NIpHUEM BTOPOH pa3 B HamnpasJeHHH, NEpreH-
JMKyasipHoM mepeomy. B sieBom BepxHeM yray KBaJpaTHOTO JIMCTa
GyMard HaHOCAT B BHAE HeGOJbLIOrO NATHA aHaau3HpyeMblii o6pa-
el (puc. 2.2.7/6). [lposoaaT xpomaTorpaduio B HarnpaB/JeHHH I, a
3aTeM Tocje NPOMEXYTOYHOro BBICYLIHBAHHS — B HaNpaBJeHHU 11,
nepneHuKyJaspPHOM NepBOMYy, BO BTOpO# CHCTeMe PacTBOpHTEeH. Ilo
CpaBHEHHIO C OJLHOMEPHOH XpomarorpadHei Harpyska B 3ToM ciydae
ropaszio Bbiule. COOTBETCTBEHHO CTapaloTCs noa6upaTh CHCTEMBL pac-
TBOpUTeJEHl C PA3NHUYHOM CeJEKTHBHOCTDIO. ITo 3¢ deKTHBHOCTH pa3-
JleJieHHs] METO/L IIPEBOCXOHT OGbIYHYIO OJHOMEPHYIO xpomarorpacguio.
JIByMepHylo Xpomartorpadmuio HasbiBaior (uHrep-NpHHTOM (MEeTOLOM
OTHeuaTKOB nanblieB). TeM caMblM XOTAT MOAYEPKHYTb, UTO Kax/asd
cMech MOXKeT ObITh HAeHTHUdHUHPOBAHA MO XapaKTEpHOMY Habopy
nsiTeH, 10406HO TOMY KaK Kax1blil UejoBeK MOXKeT 6bITh HJIEHTHH -

LHpOBaH Mo oTrneyaTtkam MnaJjblles.

Odopmaenne pesyibTaTos

B GOJIbIIMHCTBE CJAy4aeB COXPAHSIIOT XxpoMaTtorpammy, NnpH 3TOM
Ha O06paTHOHl CTOpOHE JIHCTa YKa3blBaloOT COPT Gymaru, cucTeMy pac-
TBOpHTENEH, crI0co6 OOHAPYKEHHsl, CBEAEHHA 06 aHanu3upyeMoM oG-
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Puc. i
B.euucleczf.((ég_}z I?Sp;oczesnizp:je W;}fgfﬁepn(g[" xpon;xlaTl:)rpaQ)nH C HaGopOM KOHTPOJIbHBIX
X er, Dunnschichtchromato i i

Stuttgart 1978, Abb. 8, S. 17] graphie, Gustav Fischer,

1 Puc. 2.2.7/7. Onpenenetue Bequuun Ry n Ry

— MNATHO NeJJieBOro BEULECTBAE; 2 — KOHTDOJIbHOE BELLEeCTBO; — . d
;Lﬁgez-;);‘o BelleCTBA, 6 — paccTtosisye CTapT — NATHO KOH‘?[())(‘)JI‘::HOI‘]:())agz’LT?CHT“Bea'CTAET paceron.
pT - ¢pout pacteoputeas (Abbott D., Andrews R. S.. An Introdu ‘t'y ’(pacc}TlOH.
. matography, Longmans, Green and Co., London 1965, Fig. l2c) fon fo. Chro-
ggigg‘.)"glggftggpmneﬂnu p;3y.IIbTaTOB JKCIIepHMEHTa BellecTBa Xa-
JHUHHAMH R; (nNpH ycnoBuM, 4

, UTO (DPOHT pacTBOpHU-
;«;Jlllilxege MOKHHYJI npenessl aucta) (puc. 2.2.7/7,a). B c.nngle Huci))(o-
xpoma’rorpa(puu B NPOTOYHOM peXXHM€ MOABHXXHOCTb liefe-

BOTFO BEILIECTBA COMNOCTABJAT C MOABHXKHOCTbIO CTaHapTHLIX Be-

}Iigecc:: (Kaxunpasmxo, OKpalleHHbiX). [Ipn 3TOM BBOAAT MOHATHE OT-
Hocr i.r:g({)%u :TO}?oBLTxgHOCT“ Rs (puc. 2.2.7/7, 6), karopasi npeacras-
e SOB0H OTHOLX He DaCCTOSIHMA CTapT — [MSITHO IieJIEBOr0 Be-
plectsa nop HHIO CTapT — NATHO CTaHIAPTHOrO BellecTBa.

. TOABHXHOCTH LeJNeBOe BEIUeCTBO NPEBOCXOAHT BeLLecTBa-

_ CBUJeTeJIH, TO 3HaueHHe R MoXKeT GbiTh Gogblue enuuuis. Ha XpoMa-

T

Borl‘(;;irchTeBeTaK)Ke NMPHBOIAT CBELEHHSA O BELIECTBAX, HCNOJNb3yeMbiX

B ecT cranpapros. [Ipu onpeneseHHbIX NONyLIeHHSIX BeJHYH-
f B Rs CIy>KAaT XapaKTepuCTHKOH BellecTBa.

O6aacts npumeHeHus

Pasjeneune NOJAPHBIX, TVIaBHbLIM 06pa30M pacTBOpHMbLIX B BOJe

BELLeCTB, a TaKXe Ipenaparu
BHOE BhljesieHHe MPHPOLHD
TAaKHX KaK MeNnTHAbl H HYKJEOTHIb. PUPONIIRY BemecTe.

BUBJIMOT'PAGHUYECKUN CITHCOK

I. M. Hais, K. Macek, Hand i i
G- Jrais, K Verlag,y Je:: I%Lé%h der Papier-Chromatographie, Bd. 1—3, VEB
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F. Cramer, Papier-Chromatographie, Verlag Chemie, Weinheim 1965
D. Abbott, R. S. Andrews, An Introduction to Chromatography, Longmans, Lon-

don 1965
1. Smith, J. W. T. Seakins, Chromatographic and Electrophoretic Techniques, Vol. 1,

Heinemann, 4. Aufl., London 1976
0, Mikes, Hrsg., Laboratory Handbook of Chromatographic and Allied Methods,

S. 64—146, Ellis Horwood, Chichester 1979 .
2.2.8. ACTOYHHKH OWIHUBOK

YacTo yixKe NpH GEroM OCMOTPE XPOMATOrpamMbl CTAHOBMTCS
SICHO, UTO pa3jie/ieHne NMPOLLTO Hey[dauHO: HH3KOE paspellieHHe, SOHbI
lepeKpBIBAIOTCS; NATHA HMEIOT BBITSIHYTYIO dopmy (M KOomMeTOOGpas-
Hble XBOCTbI); NMPH OOHAPYXKEHHH IPH NMOMOLLH XHMHMUECKHX peares-
TOB HeNpaBHJIbHAsE TOHAJIBHOCTb OKPACKH. 3arpyLHeHHH He BO3HHKa-
T, eCJIM M3BECTHBl BO3MOXKHble HCTOUHHKH O1HGOK.

Cradus nodzotosku npobot

M3MeHeHHe cOCTaBa NpoGel H3-3a MOGOYHBIX XHUMHYECKHX peakuuf
(ruapoJau3a, oKuc/IeHus ) . PekoMeHyeTcs: KaX/blil pa3 3aHOBO roTO-
BHTb PacTBOpP NpoGsl.

MaMeHenue KOHIEHTPAUUH BelllecTBa B 1poGe 3a CUeT MOTEPH JeTy-
4MX KOMIOHEHTOB CMecH. PeKoMeH1yeTcsi: XpaHHTb npoby B 610Kce
(amnyne) ¢ puTepTOi MPOGKOH.

[TosiBieHHe TOCTOPOHHHX MPHMECed MNPH XPaHEHHH (BOpPCHHKH,

cMaska wiandoB). PeKoMeHayeTCs: XpaHUTD npao0by B 610Kce ¢ npHTep--

TOH NPOGKOH.

BoageiicTBre MUKpOQJIOpL, (epMeHTOB Ha obpasel (B cayuae
GuonoanMepoB) . PekoMeHAyeTCs: XPaHUTD npoGy npu 4 °C u paxe
npu — 18 °C, no6as/isiTb KOHCEPBAHTHI.

B o61ieM nyTh oT 0T60opa Npobbi 10 MPOABJIEHUS] XPOMATOTPAMMbI
JoJIeH GbiTh MpejiefibHO KOPOTKHM. 31eCh MeTOLHKH Extrelut u
Sep-Pak moryT 3aMeHuTb OGLIeNPHHATbIE METOAbI SKCTPAKIHH (cm.
pasn 2.1.1).

Cauwkom 8vicokoe codepacanue beaka
(puc. 2.2.8/1)

Beikd (Hampumep, [pH aHa/ju3e OHOJIOTHYECKHX KHIKOCTEH)
0CaXAalT MPpH TOMOIIUH KHCJIOT (MIMKPHHOBOH, TPHXJOPYKCYC-
HOH, Cy/1b(OCATHIIHIOBOH) . [Tocsie ocax AeHHs YAaISIOT H30bITOK KHC-
JOTHI, TAK KAK €€ HaJHuHe OTPHLATENbHO BJHsET Ha 3(PHEKTHBHOCTD
pasje/ieHys WK MPHBOLMT K THAPOMH3Y LENEBbIX BEIUECTB.

Besiok ocaKpaloT M[pH MOMOLIM OpraHHYecKux pacrBopHTesei
(auertoHa, 3Tanona). Caelbl pacTBOPHTENS 06bIUHO He MelaloT MpH
nocaesyiouleii xpoMaTorpagui, 0OLHAKO HELOCTATKOM 3TOTO criocoba

ABJAeTCs Joxass pacTBOPHUMOCTb OCHOBHBIX aMHHOKHCJIOT. Hpouecc/

OCa)KIeHUsl npuMecell BCEria COMPOBOXAAETCs YACTHUHOM TroTepeH

1leJ1€BOTO BelleCTBA.
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Puc. 2.2.8/1. DddekruHocTb paspenenus ;
MOHO- H
(é’li cc;nepmaﬂu_ﬂ B npoée 6eaka [Smith I., Seakins G. GVH.CZ;).H%H}flr%?n:tosizmhpwomg
ectrophoretic Techniques, Vol. 1, Heinemann, London, 4. ,Auflage 19§6 P;:i : in7
p. 67] TR

, TM:gxﬁpaHHaﬂ ¢punbrpauns (cm. pasn. 1.5): spdeKkTHBHBIH MeTox,
pebyer BpemenH. [IpeumyiuecTBeHHO npumeHsiercss ipu paGoTe ¢
60JIbI.H£/IMH o6bemamu. PuabTpaT, NpeacTaBAAOLUE cO60l pa36as-
JICHHBIH PACTBOP HU3KOMOJIEKY/ISIPHBIX KOMIIOHEHTOB, KOHLEHTPHPYIOT

I'esnib-xpomatorpadus
. CM. pasa. 2.1.5): &
POCTOH METOL. ( pasn 5): GbICTPBI M JOBOJIBHO

Boicokoe codepacanue coreii 8 npobe

. HOéaeﬁcconHBaHfle NyTEM 3JIEKTPOAHA/IH3A: OCOOCHHO 3(D(eKTHBHO

p I/FOHOO(’)rﬁe C HEHTPAJbHIMH BEIUECTBAMH (HanphMep, yrieBO1aMH)

MeH: HeHTpaJ/bHble BelllecTBa obec :

COJIHBAIO -

HBIX HOHOOOGMEHHHKaX. T cmetia

lenb-xpomatorpadus: nanpumep, na cepagekce G-10 obeccon-
BaHde o6pasiua npoBoasaT 3a  10—20 Mun.

[1pu xKosanuectBeHHOM .
HOH oueHke pe3dyabratoB TCX cae
30BaTh BHYTPeHHHH CTaHAapT. T Herony

mz G5 25 10 05,100 10mne
i ,

Puc. 2.2.8/2. ddextusrocts pasgesenust nbu ne- % % @ 9

perpyske nsTHa (CTapToBble OATHA HMEIOT OMHA-
KOBble pasmepbl) [Smith [, Seakins G. W. T.
Fig. 4. 5, p. 65] '
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i Puc. 2.2.8/3. 3aBucuMocTb 3ddek-

13 16 23 Mg THBHOCTH pa3fiefleHHsl OT JIOKa/lb-
6 2w o o HOM Neperpy3KH cTapToOBOrO NATHA
. (HAarpy3Ka OAMHAKOBaf, HO pas3- %

Mepsl NIsiTeH passuunbl) [Smith [,

% % Seakins G. W. T., Fig. 4.6, p. 66]

BCeX IMATHAX OIIHHaKOBa]C

a — HaHeceHHe noJocoi (nyvine pas-
AeJSIOTCA  BellecTBa € HEGOMbLIUMH
Rj); 6 — uawWeceHHe B TOYKY (NpH-
BOJAHT K N0KaAbHOIl neperpyske ‘CM.
puc. 2.2.8/3y) [Smith 1., 3ea-
kins G. W. T., Fig. 4.7, p. 67]

- @cm 9000 © O

~ N8O D OO

00688
0000 @
1008 | s o
%% % @ cTapToBOro nsiTHa [Harpyska Bo
0
600 0©

Heydaunoe nauecernue npobol

Canwkom Gosbilloe NsTHO. Pekomenayercs: HaHOCHTD obpasell
f10 YACTAM C MPOMEKYTOUHBIM BBICYIIMBAHHEM (HEHOM. o

[lnacTHHKa neperpyxeHa (puc. 2.2.8/2) wniu ng@CTpMeCT(éH :
KajibHasi Teperpyska CTapToBOro MsTHa (puc. 2.2.8/3). EKOI(V)I6 gz;
eTcsl: YMEHbUIWTb HAarPy3Ky; YMeHbIIATh Pa3Mepbl MATEH 11e1eco00p

arpysKH.
HO C OJIHOBPEMEHHBIM CHHXKEHHEM H

BelllecTBO He BLISIBJAsETCSl NP OGHApYKeHUH (Harp}gka Mana)‘
WY ILJIOXO€ paspelleHue BeIeCTB C Heégnbmumn R;. exgmennyﬂ
eTcsl: HaHOCHTb o0pa3ell B BHJE BbITAHYTOH 30HbI WM TOHKOH JIHHH

(puc. 2.2.8/4).
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2.3. KOJIOHOYHASl XPOMATOTPA®HUS

Meto10M K0JIOHOUYHO Xpomarorpa@uu (BHepBbie MpPeJ0KEeHHbIM
Liserom B 1906 r.) MOXHO pasfensiTh cMecH BElIeCTB KaK Ha MHKpO-
YPOBHE, TakK- H B NpenapatusHom macurabe. Henopsuxuyio taazy
MOMEILAIOT B KOJIOHKY, 3aTeM BHOCAT B Hee AHAJH3HPYEMYIO CMeCh
M SJIIOUDYIOT TNOAXOAAWNM pactsoputeneM. [Ipu mpoaBuKenuu no
KOJIOHKE KOMIIOHEHTBI CMECH Yep KHBaITCA COpOEHTOM B COOTBeT-
CTBHH C HX (H3MKO-XHMHUECKHMH CBOHCTBAMH H, CJeLOBATeJbHO,
MHTPHDYIOT C pa3HOH cKopocTbio. Ha BeIXoae KoJioHKH pasgensiembie
BELIECTBA NOSABIIAIOTCS B ONPeNCNEHHOH NOCAeN0BATENBHOCTH H MOTYT
GbITb cOGpaHbl B BH/AE OTHEJbHbBIX bpakuuii.

Pu3anyecKne OCHOBH Merona

B kosonouHoit xpomartorpadun Koneunwii pesyJbTaT 3aBHUCHT "He
TOJIBKO OT TOro, HACKO/ILKO NMPUHUMN pasjeneHusi (ancopbuus, pac-
NpejiesieHne, HOHOOGMEH WJIM MOJIEKYJSIPHO-CHTOBOE paclipeiieseHue,
reslb-XpoMaTorpadusi) COOTBETCTBYET CBOHCTBAM 4HaJIM3UpYyeMbiX
BEIUECTB, HO H OT MHOXeCTBa APYrux (akToOpoOB, TakMX, HaNpumep,
KaK CBOHCTBA CHCTEMbl COPGEHT — 3JII0EHT; YCJOBHS 3/IOHPOBAHHSA
(cKOpOCTb MOTOKa, TeMmmepartypa, BSI3KOCTb 3/1I0€HTa), KOHCTPYKIIHS
M pasMepel KOJIOHKH; Harpyska KOJIOHKH (KOJHYECTBO NpoOH); Ka-
HUECTBO YNaKOBKH KOJIOHKH; pa3MePbl YaCTHL; CPedHHI JuaMeTp nop
YACTHLL COpOeHTa; KOHCTPYKLHMSI OCHOBHBIX 3J€MEeHTOB Xxpomarorpacgu-
UecKoH cuctembl (610K BBOZa Mpo6bi, MEpPTBLIA 06bEM B COELUHH-
TeJIbHBIX LlJaHraX d siueliKe JETeKTOpa); KayecTBO NOArOTOBKH npo-
Gbl. KauecTBo pasaenenus (3¢ddpekTHBHOCTD KOJIOHKH) 3aBHUCHT TaKke
OT PaBHOMEPHOCTH YIAKOBKH KOJIOHKH H OT CKOPOCTH yCTaHOBJIEHHS
paBHOBecHsi ancopbuusi — f1ecop6UHS BelecTBa. Mepo#i 3 pexrus-
HOCTH KOJIOHKH CJIyXXHT YHCJIO TEODETHYeCKHX Tapesok N. drta Besu-

~YHHa y1.106Ha [IPH COMNOCTAaBJICHUH KOJIOHOK, 3aMO0JIHEHHbIX OAHHUM TH-

noM copGeHTa, OJHAKO NPH MOMOILH 3TOH BEJHUMHBI COMOCTABHTH
Pa3JCJIAIOLLYI0 CMOCOGHOCTb PA3NHUYHBIX KOJOHOK He HpeACTaBASeTCs
BO3MOXHbIM. Bosiee yno6ubiM napamerpowm, XapakKTepH3YIOLUHM Ka-
HECTBO KOJIOHKH, SIBSIETCA YXKe YIOMHHABLiasicsl B pa3i. 2.1 BblcoTa,
SKBHBa/IEHTHasA TeopeTHyeckol Tapeske H. Uem MeHbie H, Tem Bbile
3(¢peKTHBHOCTb KOJIOHKH. Ha kauecTBo pasgenennus pewawliee BaUSA-
HHE OKa3bIBA€T TaK Ke CeJEKTHBHOCTb CHCTEMbI COPGEHT — 3JII0HT.

Ha puc. 2.3/1 ykaszaubl ocHoBHble napameTpbl, HeoOXOAMMbIe
AJIST ONMHCAHHUST Npollecca »KUAKOCTHOH XpoMmaTorpaduu (mapamerpsl
yAepKHBaHHs). Mepoil oueHkn KauecTBa pasjeseHus CJIYXKHUT pas-
pelleHHe R Mex1y IByMsi COCeAHHMH nukamu. B BOY)KX W razosoii
XPOMATOrpadHy HCIOJb3YIOT MOHSTHE BPEMEHH YAEDYKHBAHHUS tys, B
KHIKOCTHOH XpoMaTorpaduu HH3KOTO NAaBJEHHS — MOHATHE OBLEM

sawouun V, *, OHAKO Mex Ay HUMH HeT NMPUHUUNIHAJBHOH Pa3HHUUbI.

* B squtepatype HCHOAB3YIOT Takke 0603HAUCHHS fp (retention) smecto fy, u
V. (elution volume) Bmecto V, -- [Ipunm. ped..
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Puc. 2.3/1. Paspeuwenne

MUKOB M MapaMerphbl yaep-
KUBAHHS:

a1

to — BpEMSi yAepKHBaHud Het
cOpGHPYEMOro  KOMIIOHEHTA;
tys — TOJIHOE BPEMS YIAepPKH-
BaHusi; fys1 H lypo — BPEMS
ylAepKuBAHHST KOMOOHEHTOB [
H 2; @ — BBICOTA MHKA; bys —
WHPHHA NHKa Ha TMNOJOBHHE
BBICOTBl; W — LUIMPHHA INHKa

. t y OCHOBaHHH
y
’ L % “ “y =yl

OG603HAaUHM CHMBOJIAMH W) H W2 (cM. pHc. 2.)?(/10)I‘00TII$:1:12K Cmeoffg
TOUKaM# MepeceyeHHsi ABYX KaCaTe/bHbIX Kanoﬂqyopmyne:
abcuyce; TOTAa paspellieHHe R onpejefsiercs

R=Ry 1=2{tya2—tyn)) /(w1 + w3).

Paspewenue R — BejinuuHa GespasmepHas, Ecg:engs ;:;;euclz_
pUKacaloTcs Ha 6a30BOH JUHHH JHLUb B OJHOH ;gHH ’Beu.leCTB e
HHe paBHO eJHHHLe. [TockoJibKy, KaK HpPaBHJO, e oner.
MbIThI, Pa3pelleHus, PaBHOTO eluHHLEe, HEN0CTa R e
BOPHTE/bHOrO pa3jiesleHHsl. QOnHako 3TOro BI'I6OJ1H e i
- onpejleieHHs oA NhKa F;, ecii BMECTO 2313(?;”“6 e o,
HCIOJIb30BATh NMPH pacyeTe LIKPHHY MHKa Ha 1O :

’ Fi==aibo 5)-

% Nspp — 370
BenuuMHa R TeCHO CBA3aHa C BEJHUYHHOH Nsoo, ar::()e ral?xpoma-
3¢ EKTUBHOE UHCJIO TEOPETHUECKHX TapeJIOK, pacCuHT ]

5 OCHOBA-
rie t, -—— HCTHHHOE BpeMsl YAePXKHBaHHMs BEIIECTBA; w — UIMpPHHA THKa Y
ya ; ‘
HHA.
yura-
UcTuHHOE BpeMsl YAEPKHUBAHHA BELLECTBA v OnpeﬂeﬂﬂmTB:Il]);eCTBa
HHEM BPEMEHH y/JepKHUBaHHA MOJHOCTHIO HecopOHpyeMOro
fo W3 NOJHOTO BpPeMEHH yJepXXHBaHHT byn:
t§‘1=tyﬂ——t0.

e -
CeJleKTUBHOCTD 2,1, KOTOPYIO TaK¥Ke Ha3blBaloT omocmengﬂgxg«pxﬂg )
JHBaHHEM (HWIH (AKTOPOM pasjlelientsi), Onpelessior n

o =ra1==Fas/ta1= (fyaz—to) / (tys1 —to) .

HHX

DTa BeJUUYMHA XapaKTePU3YeT OTHOCHTEJbHOE nonomem;l(ixc;)g;;éml(

nuKoB. B3aHMOCBASh CeJIeKTHBHOCTH K YHC/a geOPQeEl;TecPaapemeHue

: nokasana B taba. 2.3/1.

3aJlaHHOM pa3pellieHHH euie

rilép—yil f e. nom?u MOJIHOE pa3fie/leHHe ABYX COCEIHHX n::;):M:i i~

6b;b’ﬂOCTI/IFHyTO B 3aBHCHMOCTH OT CeJIeKTHBHOCTH (cenex-msnocm

pa3JIHY4HOM UHCJle TEOPETHIECKHX Taptleggk. Hpne}él;:;l;(:ll:l{gcmx o

Ka Ha ThIC. T

=1.01) Heo6X0a¥Ma KOJOH . penox.

l(Eoéﬂu ’Ce.ll)eKTI/IBHOCTb CHCTEMbl YBEJHUMBAIOT 33 CUET OINTHM
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- CyuTamot, yto f

Tabauya 2.3/1. Yucao TeopeTuueckux Tapeaok, Heobxodumoe
0aa docruxwenun paspewenus R = | npU PA3AUHHOL CEAEKTUBHOCTU KOAOHKU o
o Nogs a Noog
1,01 163 216 1,25 400
1,02 41 056 1,60 144
1,05 7 056 2,00 64
1,10 1 036

ycnoBu#t 10 a=1,25, To A DOCTHIKEHHS AHAIOrMUHORN s¢dekTus-
HOCTH NlocraTouHo Bcero 400 Teopernuecknx Tapesok. CaenoBatesn-
HO, 11 3 PEKTHBHOCTH pasneneHHs GoJee BaXKHON BEIHUHHOLN SIBJIS-
€TCA HE YHCJIO TEOPETHYECKHUX TAPEOK, a CeNeKTHBHOCTb CHCTEMbL.

Yucnennoe snauenne BITT 3aBucut or YCJOBHH 3JIIOMPOBaHHA
H CBOHCTB pa3je/isieMblX BeILeCTB.

OTHoulenHe BpeMeH yiep:KHBaHHs BellecTsa i B HENOABHKHOH H
NOABHXHOH (hasax HasbiBaercsi KOI(P(PHUHEHTOM eMKOCTH JaHHOTO
BELLeCTBA 'B [aHHOM XpoMaTorpadHueckoil CHCTEME, HJIH, COIJIacHO
aHrJuickoi TPAHCKPHNUMH, «capacity factors k!

ki= (tyai—to) /to.

AHanornunoe nonoxenne Habaogaercs B rejb-xpomartorpaduu, rue
A/t CONOCTABEHHS PE3Y/IbTATOB PA3JIHUYHBIX SKCITEPHMEHTOB HCMOJb-
3YIOT He Ko3(uuneHT pacnpenenenus K, KOTOpbii BKJIIOYaeT Tpyu-
HO omnpenessieMoe cootHowenue Vo/V,, a oTHolenue Ko3ppuumen-
TOB €MKOCTH. SIBJISISICh BeJMYHHOH OTHOCHTENbHOH, ko3¢ U Hent
€MKOCTH NPAKTHYECKH HE 3aBHCHT OT Pa3MepoB KOJOHKH H CKOpOCTH
nonayu s/i0eHTa. ‘OTHoueHHe KO3 PHLUHEHTOB eMKOCTH IBYX cocen-
HHX THKOB [ U 2 NPHBOIHT K YPABHEHHIO CENeKTHBHOCTH:

kiRl = (tyLlZ—to)/(ty,“ — ) =a.

0 — 3TO BpeMsi YAEpPXKHBAHHS BELIECTBA, He B3aHMO-
AeHCTBYIOLLEro ¢ cOp6eHTOM H He NPOHHKAIOLIETO BHYTPb TpaHy..
OT0 NpeAno/iokKeHHe BHLINONHAETCH He Bceraa. B ra6a. 2.3/2 nepe-
HHCJIEHBl Ba)KHEHLIHe XpoMaTorpaguueckde napameTphl.

Kononkn mnsi BO)XKX umeior 10—40 Toic. TEOPETHYECKHX Tape-
0K, B TO BPEMS KaK KOJOHKH /ISl XpPOMaTorpaduH HH3KOrO 1aBie-
HH51 — HECKOJIbKO COTeH TEOPEeTHYEeCKHX TapesoK (Tabu. 2.3/3).

Hasi kaxnoro xpomatorpaduueckoro npouecca xapakTepHo fiBje- .
HHe pasmbiBaHusi 304. Ilo mepe BospacraHus Bpemenn 3JIIOHPOBaHHSA
30HBI yUIHpsIOTCA. [1aBHOH NPHYKMHON 3TOrO sIBJIEHHS ABJSIOTCS npo-
ueccel A ¢dy3ny B KosoHKe. Macura6l AU(pdy3HH 3dBUCAT OT CKO-
POCTH NOTOKa s/ioeHTa U W Anamertpa yactuu copGenta d., *. Mepoii
pasMbIBaHHMA 30H B KOJIOHKe siBjsteTcsi BATT.

* B siutepaType HenoibayloT Takke o0603HaueHde d

» (particle) Bmectro d, —
ITpun. peod.
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Tabauya 2.3/2. Ocrosnsie xpoMaToepaguueckue napameTpol

OGo3HaveHust
Ennnu- ]
Mapaverp | vern | Kirkland * ASTM E-19** | Xpomatorpagus **
t lm
Bpewmsi yaepxKHu- ¢ to M
BaHMs BellecT-
Ba, He copOH-
pylotiierocss  Ha
KOJIOHKE y te tmys
[Monnoe Bpems ¢ ya

ylepKHBaHHA (C
MOMEHTa BBOJAA
npobni)
Hcrunnoe Bpe-
MSi  YAEpXHBAHUSA 9
Hlupuna nHKa c ! w .
y OCHOBAaHHA R o R,f* RS
- i
g(a??lgi’![{:{eﬂHH“OeCTb - a‘=k§/1 = r;iztk(”/tm,-) r=l§’/l§
daxTop pasze- =t2/R:
JeHusi Hau OT-
HOCHTEIbHOE )
HBaHHe .
}I()ig:px;uunem — k' =1ty/to k=th/tm 2
) : 2 =16 (m+s/@s)
slb:(}glcomTeopeTu— — N=16(t,,/w)”  n=16(tp/us) n (bmts/
2 —_ I 2.
Sppextimoe C Naew= . maee—16UR/G0T magp=16it/@0)
. eKTHBH — ] \
YHCJO TEOpeTH- =16(t/:/w)
yeCKHX TapesaoK L
BbicoTa KOJOHKH cM H_L N
Bbicota, 3KBH- CM HIH =
BaJICHTHAsA Teo- MM
peTHUeCKOH Ta-
= hagp="L/Cs00
%ifll::m sdpdek- CM HIH Hipp=L/Nsge Hypo=L/Nss0 shd
TUBHOH TEOPETH- MM
4eCKOH TapeJikH
Juamerp ya- MKM
cThl, copbenta

, ‘ lo==tmys—1
Ha=ta—to  tk=lr—lu e

[g]

W

kzts/tm

L L
H=L/n h=L/n

do - B

i i vew Jork,
* Kirkland 1. 1. (Hrsg.), Modern Practice of Liguid Chromatography, Wiley, New

ls"?:‘“.Yersmo B., Geib F., Chromatographia, 3, 1970.

wor R=2(far—Ha1) /(@r w1
o R =2 — R/ Wi(g) Jf)ytu))-
8% Ro==2(thps—lmss) [ (@h +wh).
5 npo-
1. Buxpesas Ougpy3un. Ona pbi3BaHa pasnnyueM BléI)Jll(l;lHa‘){(acgﬂ-
6€I‘a'MOJIeKyJI pasfeJsieMblX BellecTB B npocmpaBﬂlf;;:Bg e 13’¢)<py3nn
i CTelneHH BKJAAL
copbentra. B 6oJabiion C pyaun
léaBM;TT gaaucm OT KauecTBa YNAKOBKH KOJOHKH W MPOMNOpUHO
Ta.
InameTpy HacTull cop6eH ) i con-
ol 2 A%};cconepeaaua 8 HenoosuxcHol d)ase.l_IIB no;;:tx ::C(:Tb uBemg-
GEHT:'«.I JKHIKOCTb TPAKTHYECKH HenojpHxHa. 1103T0 y
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Tabauya 2.3/3. ¥Ycaosusn u pe3yabTarst pascesenuss HA KOAOHKOX l——ﬂ[

‘ Macca pas)ﬂeﬂﬁemoro (Mr) BeuecTsa
C:S:TKJH:' Bo3MoxHocTh pasgeaenus Ha KoloHKax
I I1 111
4 Pa3znenenne Bo3mMoxkHO <100 <500 <10 000
2 Pa3znenenre BO3MOXHO 50—100  200—400 5 000— 10 000
1,5 Pa3nenenue HEYI0BJETBOPH- 12—25 50—100 1 200—2 500
TelbHOE (BO3MOXKHO MeTO-
noM TCX)
1,2 Pasgenenue HeY/IOBJIeTBOPH- 2—5 *8—20 200—400
TeJbHOE (TOJIbKO B pexHMe
B3XX)
1,1 Paspenenne Heynosnetsopu- 1—2 4—10 -
Te/lbHOE (Jy4lie HCMoJb30-
BaTh BIXKX) -
Mpumeuanne
Koaonwka . . . . . . . . . ., 1 II 111
Iuamerp wactuu, mkm . . . . . 10 10 37—175
Huamerp X Boicota, MM . 4% 300 8X300 8X2400
O6beM KONMOHKH, MA . . . . . . 3 12 96

CTBa, monajapuias B MOPbl, HECKOJNbKO OTCTAeT OF OCHOBHOH LOJIH
BEILLECTBA, KOTOpasi MPOABHIAETCs MO KOJOHKe B IOABUKHOH da3e. [To-
CKOJIbKY BDEMsl yl€pIKHBaHHUsSI MOJIEKYJl BELIeCTBa B IOPaX PasjHuHO,

. 3TO NpPHBOAMT 'K Pa3MbIBAHHIO 30H. BinsiHHe 3THX (aKTOpOB cTaHO-

BUTCH 0CO6EeHHO 3aMeTHbIM IPH BO3paCcTaHHUH CKOPOCTH MOTOKA. ‘-BpeM;x
YAEPXKHBAHHA B HENOJABHKHOH (pase 3aBHCHT M OT pa3MepoB YacCTHI

copGeHTa, T. €. OT rIy6GuHbl mop. O6llee BJHSHHE 3TOrO s¢pdexra
NPONOPUHOHANBHO BelHuHHe dil/.

3. Macconepedaua 8 nodsusmnoii ¢paze. ¥ NMOBEPXHOCTH YacCTHI|
copGeHTa CKOPOCTh NMOTOKA MPAKTHYECKH PaBHA HYJIIO, OHA BO3pacra-
€T Mo Mepe yAa/leHHs1 OT NOBEPXHOCTH TpaHy.bl, POPMUPYyeTCs rpaju-
€HT CKOPOCTH. O6wwmit Bkaagx B BITT npomopuuoHasen BeaHuuHe

aU.

4. IIpodoasnan dupepysus (8 nodsunoi pase ). Haxonsich B co-
CTOSIHHH 6POYHOBCKOTO IBHXKEHHS1, MOJIEKYJIbl PA3/1€/IsIeMOro BelllecTBa
NIEpEABHIAIOTCA MO PA3JIHYHBIM HanpapjeHHsIM. K pasMbiBaHHIO 30H
NMPHBOIUT TOJBKO ABHXKEHHE MX BIOJb KOJNOHKH. UeM npoaosKutelnb-
Hee BpeMsi NPeGbIBAHUSA BEILeCTBA B KOJIOHKE, YeM HHKe CKOPOCTb
NOTOKA NpPH JAHHOH JIHHE KOJIOHKH, TeM GoJblue BKJIaj MPOLONbHOR
Andy3uH B pasmblBaHMe 30H. B umesnom 3Tor Bkaajg nponopuuona-
aen 1/U.

O6wass BOTT KosoHKH nonyyaetcs CYMMHDOBAHHEM BKJIaJ0B
3THX (DaKTOPOB H BbIPAXKAETCHA ypaBHEHHEM Bau-leemrepa:

H=1/(1/(6d, )~ D) Gydgu)) + (G d5v)/0 + (c,m)/U
. 2 3 | 4
raie H — BricoTa, 3KBHBaseHTHas TEOPETHYECKOH TapesiKe; d. — AUAMETP YacTHI
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Puc. 2.3/2. Kpusas Ban-[leemrepa:

H — B3TT; A — ujeH, YUHTbIBAXOIWHA BHX-
peBylo nhbdysuo; B — dneH, YUYUTHIBAWOLIHHA
npoaoabhyio Anddysuio; C -~ wieH, YUnTH-
BAIOLIMHA MaccomepeHoc; CTPeNKa Ha cyMMmap-
HOM TpadHKe yKAa3bBaeT MHHHMAIbHOE 3HA-
verne BITT (4YHCNO TEOPETHUECKUHX TAPENOK
npu sroMm MaxcHmanabho) [Engelhard H.
Hochdruck-FlissigKeits-Chromatographie,
A Springer, Berlin 1975, Abb. 1I. 3, S. 18}

0 2 4 6_1 8 10
U,mm-C

copbenra; U — nnneliHasg CKOPOCTb 3/IOEHTa B KOJOHKE] D, C,, Co, C3 — KOHCTAHTHI;

| — pkaan. Buxpesodl AHQdy3uk; 2 -— BKAal macconepelaun B HeNoABHKHON (da3e;

3 __ pxnan maccorepeiaud B MOABHXHOH ¢ase; 4 — Bkaal npojoJbHOH Ruddy3uy.

O6as 3aBucumocTb BTT oT pa3amepoB 4acTHIl: Y€M MeHbIUE pas-
Mepbi 4aCTHLL H uyeM GoJiee OJHOPOJHbI OHH MO COCTABY, TEM MeHbLIe
BBLICOTA TAPEJKH H TeM Bbillle pasieJsiollas COCOGHOCTb KOJIOHKH.
[lpu sTOM pacrpejesieHHe HaCTHL [0 pasMepaM (0AHOPOLHOCTh
(hpakuHH) CTOJb Ke CyILIECTBEHHbIH (aAKTOP, 4TO H abCcoJIOTHBIE Pa3-
Mepbl YacCTHL.

Ecau pasmepbl YacTHIL M3BECTHb, YPABHEHWIO MOXHO npHAaTh
Gosee NMpOCTOil BHA, AAIONlMil HATASAHOE NPEACTAB/ICHHE O 3ABUCH-
moctit BOTT ot ckopocTH NMOTOKA: ‘

H=A+ CsU+C:U+B/U.

U3o6paxenHast rpadUUeckH, 3Ta 3aBHCHMOCTE HOCHT Ha3BaHHe
kpuBoii Ban-Jleemrepa (pHc. 2.3/2).

Auanns Kpupoil Ban-[leemTepa Mo3Bo/sfeT CAenarth BBIBOL, HTO
CyLIECTBYeT ONTHMaJbHAs CKOPOCTb MOTOKA SJIOEHTA, npy KOTOPO#H
gocturaetcsa Han6oJsee 3¢ (peKTHBHOE pasaeienue (3naueHne H MHHU-
MaJbHO). B KMAKOCTHOH Xpomartorpauu BCIEACTBHE CPaBHHTENBHO
HEeGOJIBIIOT0 3HAUEHHS KO3 dHIHeHTa B 110 CpaBHEHHIO CO 3HAYEHHS-
MH APYrUX KO3(Q@HUIHEHTOB BKJIAL NpOAOJbHOH AubdYy3HH MOXKHO HE
yuHTBIBaTh (M0 KpaiiHeidl Mepe 15t BEIeCTB C MOJIEKYJISIDHOH MaccoH
menee 1000). B rasosoii xpomaTorpaguu Braan npoaonbHOl AHPDY-
3ui BO3pacTaeT, a BKJAalbl NPOUYHX (PaKTOPOB YMEHLIIAIOTCH. Bsia-
KOCTb 3J10€HTa CTOJb e Ba)KHa KaK B XKHAKOCTHOH, T2K H B Ta30BOH
xpomarorpaguu. Brian daktopoB 2 1 3 MOXKeT 6bITh He3HauHTeJb-
HbIM, €cJd TOoAoOpaTh 3JIOEHT C MHHUMAaJbHON BSI3KOCTbIO - (CM.
pasa. 4.1).

B 3ak/Ji0ueHue elile pas nepeducaum Te pakTopbl, KOTOpble obecre-

" QUBalOT ONTHMAJbHOE paspelleHHe B KHIKOCTHOH xpomaTorpaguu:
HeGoJbllHe Pa3Mepbl 4aCTHIL COPOGEHTa, BO3MOXKHO 6ogee y3kuil dppak-
LLHOHHbIN COCTaB; HeGOoJblIasi CKOPOCTb MOAAUH IMIOCHTE; ne6oJiblas
BSI3KOCTb 3J1I0€HTa (BCJeLCTBHE yero GbhICTPO yCTaHaBJIHBAETCH nud-
(y3MOHHOE paBHOBECHE); BO3MOXKHO GoJiee BbICOKasi TemIleparypa.

BUBJUOTPAGUYECKHI CITUCOK — cm. pasa. 2.1.
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2.3.1. JKHILKOCTHASI XPOMATOTPA® Ut HH3KOIO RABJIEHUS

B .
s }Kgl;KOCTHOH XpoMaTorpaguy HHM3KOro AaBJEHHA KOMIOHEHTbI
cme (r% ACJAIOT HA XpOMaTtorpaguyeckod KOJOHKE NPH HOPMasb-

ApOCTaTHYECKOM) HJIM HECKOJbKO TOBbILIEHHOM AaBJEHHH.

Ocobesnoctn metopa

6HO?(F;Q(J)IM3Torpa(bmo Ha MSFKHX COPOEHTaX, TaKHX Kak cegafeKchl,
M, araposel ¥ MHOTHE MOJHCTHPOJIbHbiE TeJIH, NMPOBOAAT NPU
aTMoC(hepHOM AaBJEHHH. DTOT BHJ xpomaTtorpacdun ;’IpHMeHHIOT ﬁ
nepepaboTkh GO/IbIIHX OGBEMOB HKHAKOCTH IIPH YCJAOBHH, YTO He fra;f
%Lg)céxsa%aqa AOCTHKEHHSI BBICOKOTO paspelleHHs, CB,OﬁCTBEHHOI‘O
oﬁemeﬁusao MHOTHX ~ Cly4asix yNOBJIETBOPHTEJbHOE PpaspelleHue
ogec €TCA BC/IEICTBHE BBICOKOH CeJIEKTHBHOCTH CHCTEMBI COp-
HOCTaTozmoeHT N(CM. paszn. 2.3). CKopocTb MOAAuH 3JI0€HTa 31ech
HO BBICOKa, CJIELOBATE/NbHO, 4YAaCTHLUBI COPOEHTA AOJKHbBI
HMETb JIOCTATOUHO KpynHble pasmepbi. B naGopatopusx xpomaTto-
rpaQHio NpOBOASAT Ha cOpOeHTax ¢ AHaMeTpoMm yactul 40-—60 Mkm
Ha TMPOH3BOACTBE — ¢ auamerpoM 100—200 mkm u Gosee. Tlpu He-
NOIb30BAHNHK YACTHL AHAMETPOM Gosee 40 MKM L0CTATOUHO BbICOKASI
CKOPOCTL NMOAa4H 3/I0€HTa 06ecneynBaeTcsi rHAPOCTATHYECKHM 1aB-
JIEHHEM, DABHbIM BBICOTE BEPTHKANBHOIO CTONGa XHAKOCTH. Jlas
STOTO THIIA XPOMATOrpaduH HCNOJbL3YIOT 6oJiee NPOCTYIo annap'aTypy.
uem aaa BI)KX, nostomy paspeureHne 3jech HeckonbKo HUKe. a
NPOAOJIKHTENLHOCTb 3KCHEPUMEHTA HECKOJAbKO GOJiblie. o

MpuGopui

Xpomartorpagpuueckasi cucrema AJIs1 XKHJKOCTHOH XpoMaTtorpaduu
Hnsxpro A4BJEHHA BKJIOYAET De3epByap HJH IDaJMEHTHBIH CMeCH-
TeJlb, HACOC; YCTPOHCTBO BBOAA NPOOHI; KOJIOHKY; JeTeKTOop AJist 06Ha-
PYXeHHst BELIEeCTB B 3J10aTe; CaMONHUCelL; 4BTOMATH3HPOBAHHBIN
JIeKTOp /15t c6opa Ppakumi. or

Pesepsyap 0as 3awenra
U 2paduenTHbIll cmecurens

5 ﬂ%ﬁ;agecme pesepsyapa HCNO/Nb3YIOT TI'PAAYUPOBAHHYIO KOJGY
p €Hepa N0CTAaTOYHO GO/ILLIOTO 06beMa, YTOObI HCKJIIOYHTD BE-
POSITHOCTD BLICHIXaHUS1 COPGEHTA KOJIOHKH B [IPOLECCE XPOMATOT atuu
Pesepsyap ykpenasiior Ha mtaTHBe 10CTATOYHO BBICOKO qToGrE obec-
negx;Tb HeOOGXOAMMYIO CKOPOCTh NMOAAYH 3Ji0eHTa. B npo;lecce paborsl
?{gﬂ gg:agiﬁmopmem B pesepByape yMeHbIUdeTcsi, BCIEACTBHE Yero
p €CKOe NaBJieHHe, a CJe[l0BATeNbHO, H CKOPOCTb MOAAYH
3JI0CHTA H3MEHSAIOTCS (B GOJIBIIHHCTBE C/lyuaeB 3THM NpeHeGperalo
Hasi cozpanus He60MbIIOr0 paboyero napjieHus B yCJIOBHﬂl))( Korjl)é
b
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Puc. 2.3.1/1. XpomaTorpadusi npi NOCTOSHHOM
nasienun (Pharmacia, Uppsala/Schweden):

a — cxema ofecneueHnsi HU3KOro FHAPOCTATHHECKOTO
nasjenks; 6 — cxema oGecnevyeHHs BbICOKOTO FHAPO-
Ap CTATHUECKOrO fAaBiaeHusi; M — CKIfAHKE Mapuorra;

S — npefoOXpaHHTENbHAR TETIIA; Ap — THAPOCTATH-
yeckoe NaBJEHHE

nepenaj ypoBHeil (KOJNOHKM M cocyla ¢ 3JI0EHTOM) He3HauHTe/eH,
noJb3yloTcs CKaAsikoid Mapuorra (puc. 2.3.1/1). PaGouee ruapo-
cTATHUECKOE [aBJeHHE B 3TOM Clyuae COOTBETCTBYET Mepenaiy
faBJeHHH MeXAY HHXHUM OKOHYaHHEM BO31YLIHOH TPyOKH B CKJISIHKE
MapHOTTa M OKOHUAHHEM KaNWJsfipa Ha BLIXOAE KOJIOHKH, BHE 3aBH-
CHMOCTH OT HaNpaBJeHus MOJaud JOEHTa B KONOHKY, CHH3Y HIH
cBepxy. Ecan mpu 3/I0MPOBAHUH B H30KpATHIECKOM pexume (T. e.
TpH MOCTOSIHHOM COCTaBe 3J10eHTa) Ha6.1101aeTcsi 3aMeTHOE NMEPeKphl-
panHe NHKOB HA XpOMATOrpaMMe, TO MPOBOAST TPAaAHEHTHOE SJIOH-
poBanue (cM. pasi. 2.1.3). O6biuHble TPaJUEHTHbiE CMECHTEH HC-
NoMb3YIOT AJsi PaGoThl ¢ BOAHBIMH CHCTEMaMH He6o/IbIIMX 0OBEMOB
(puc. 2.3.1/2). bouee noapo6HO MPUHLHUI pa6oThl NONOGHBIX CMECH-
Tesieil paccMartpuBaeTcsi B pasi. 2.1.3.

CoeduHuTesbHble WAAHZU

B KauecTBe COGIAMHHTE/bHbIX LIJIAHIOB MEXIY oTjesibHbiMi 6J10-
KaMH XpoMaTorpaduueckoi CHCTEMb HCTOIb3YIOT TeJIOHOBbIE KATMHJI-
JApbl BHEIUHHM JHAMETPOM 1,6 MM M BHYTPEHHHM JAHaMETPOM 0,3—

Puc. 2.3.1k2. T'pafHeHTHblE CMECHTEH (a n 6):

| — pesepByap; 2 -— CMeCHT&Nb; 3 — Kanuaaap ¢
BHYTPEHHHM JAHaMETPOM 92 MM, 4 — COeAMHHUTE/b-
ubli  cudoH; 5 — JoByllKa AAf ny3bipbKOB  BO3-
nyxa; 6 — coeMHUTENbHBI LIIAHT — TOHKOCTEHHBIH
TeJOHOBBI KamuMIAp; 7 — 3aXHM
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Puc. 2.3.1/3. 3aBucumocTtb paspeluenus
OT AMaMeTpa M [JIHHbLI COEdHHUTENbHBIX

a & : 8
LUITAHTOB:
a — KOJIOHK& HENOCPeACTBEHHO COeAuHeHa ¢
AETEKTOPOM; 6 W 6 — KOJIOHKA H JleTeKTOop
COEJIMHER b UITAHTOM AJIHHOU 2 M M JHamMeTpom
0,3 1 0,8 MM COOTBETCTBEHHO W A

05 . E 0Bsem amoama ——=
, . Ecan coepuuuTeNbHBIE WNAHTH
Hble (pakUHH BHOBb nepemeumBalorc:blgga’ﬂ;él;:gggaK:I};O, on0nK
e dpa KOJIOHKH
C(geﬂHHeSHIH/BL)U.Hg{arogucﬁ2.36,1/4 H300paXKeHbl pasiHuHble Crocobbl
. Han6osee npoctele us umx
| NMoKas3aHbl Ha
puc. 2.3.1/4, a, 6: TedIOHOBBIE KaNUISIPbl COCAUHSAIOT NIPH NOMOLLK

a

@ |
e ]
- £ o —

A
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L0000

27

Puc. 2.3.1/4. PasauyHble cnocobbl cOefHHEHUs WIAHTOB:

a — nBa TedUIOHOBLIX Ka

NHJASIpA COeAHHEHbl OTPe3Ko!

’ OM CHJIH ;

JIOHOBHIX KANUIAAPE COC/IMHEHBI HENOCPEACTBEHHO ( e MoTa Do e oA Tl
CTPeNKOH) ; 8 — Te(hIOHOBHH Kannaas

s HanpasJeHKe MOTOKA PACTBOPUTE/S YKa3aHo

(e Crannhon vommaarty <anuriap T pas COﬂbU.OBaH NpH nomMowM Harpetol passepTku G
;e CAWHEHHE TOJCTOCTEHHBIX KAMUMASPOB MPU

NOMOULH KOHHYECKOH MydTh F P

11—-48 16
1



KOPOTKOTO OTpe3Ka CHJMKOHOBOTO LIMAHTa 4 WiH 1pOCTO BCTaBJAIOT
OJIHH U3 KaMHJJISPOB B NpelBapPHUTENbHO paclIHPeHHBIA NPH MOMOILH
pa3BepTKH KOHel BTOPOro Kaluinspa 6. CoeguHeHHe @ OPHTOAHO
JJIsi paGOTHL C BONHBIMH PacTBOpPaMH M OpPraHHuecKHMH pacrBopute-
ASIMH TIpH HOpMauibHOM JaBJennH. Coefunenue 6 npurofHo Assi pado-
Thi C JIIOGBIMH PACTBOPHTEJISIMU TIPH YMEPEHHOM JaBJICHHH (mo 1 MIla),
O/IHAKO OHO HEHAJeXHO MPH N0oJaue 3JII0eHTa B HANPAB/ICHHH, [IPOTH-
BOMOJIOIKHOM CTpeJiKe. BbICOKOM HaJeXHOCTbIO OTJIHYAETCA COELHMHE-
ume 8. Ecou waii6a A M3roToBleHa W3 [EJApPHHA, [OJHNpONu/IeHa
wan TedsoHa, ysen Gyaer yCTOMYMB TNpH pa6oTe ¢ OpraHHYeCKHMH
pacTBOPHTEJSIMH. TOJCTOCTEHH BN Te(pJIOHOBBIH Kanuisap (coenuHe-
HHe 2) He pasBa/bloBbiBaloT. Ha Hem NJ0THO (UKCHPYIOT KOHHMUYe-
ckyio mydTy F. CoelHeHHs., u306paKeHHble Ha pHC. 2.3.1/4, 8, &,
yCTOHUMBBI MPH AABJEHAH 10 4 MIla.

Hacocol

B xpomartorpadui Hacochl HCHOMB3YIOT MPH yNaKOBKE KOJIOHOK
¥ nojade B KOJOHKY 3Ji0eHTa (B TOM YHCJE TpH pereHepalvu) .

[epucraabTudeckue Hacocol (puc. 2.3.1/5) 1UMPOKO NMPHUMEHSAIOTCS
npH GHOXMMHUYECKHX HCC/IENOBAHHUSAX, TAK KakK B Hacocax 3TOTO THNA
HCKJIOUAeTCsl KOHTAKT 3JI0eHTa ¢ MerasoM. B ycrapeswmx n jeiue-
BbIX MOJEJSIX HACOCOB MOAAYa KHAKOCTH MPOU3BOLMTCS MyTEM Npoka-
THIBAHHA DOJMKOB MO MSITKOMY ULUIAHIY. BcenencTsie BafblieBaHUsA
[uaHr GblCTpO U3HaLHBaeTcs. [1pH nepBbiX NpH3HAKAX H3HOCA IJIaHT
joaXKeH ObiTh 3ameneH. OmpelejeHHbIM JOCTOHHCTBOM obsanant
Hacochl € NJlaHeTapHBIM MeXaHH3MOM, Tlie POJHKH BO3/1eHCTBYIOT Ha
[WJaHr, TPHXKATHIH K IOKPHITOMY TedaoHOM Kesa00y. DnacTHYHBIA
wianr / IpHXKHMAeTCsl POJHKOM 2 K xKenoby 3. JKuakoctb B 1LJ1aHTE
riepeMellaeTcsl B HaNpaBJ/ieHHH JBUKEHHA POTHKA (cm. puc. 2.3.1/5).
31ech HCKIIOUAETCS] MPHUHYAHTENbHOE PacTsiKeHHe H MOC/eyiolee
COKpalleHHe L1JaHra, B pesyJbTare Hero
MEeXaHMUYeCKHH H3HOC CYLIECTBEHHO MEHbILE.
ll7auroBele HACOCHI HUMEIOT OMpeJeJeHHbIe
HEeJOCTaTKH: LLIAHTM TPeGyloT uacToi 3a-
meHbl. Kpome Toro, pa6ora HacoCoB OrpaHH-
yena papaennem 200 klla.

Menbpannbie Hacocsl 06JanaioT A0CTa-
TOYHOI MOILHOCTBLIO, OHH 6e3bmepuu0HHb1,
cpaBHUTEJbHO JelieBbl. Kopryc Hacoca Bbi-
MOJIHEH H3 HepXKapelolled CTajH, MO3TOMY
B 1leJIOM HACOC [0/ITOBEYeH U MPHroaeH N/

Puc. 2.3.1/5. Waaurosbiit (mepucTajbTHUECKHI) Hacoe
(Reichelt Chemietechnic, Heidelberg):

| — snacTuuubli waanr; 2 — poaHK: 8 — Keqob
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ggSg;uMecT pasHooGpasHbiMH pacrBopuTensiMu. Ecau npucyrerBHe
aJuI0OB B pACTBOpE HexkesaaTeJbHO, KOPIYC Hacoca Haro-
11‘33BJII/IBa]0T H3 HWHEPTHHIX MaTepuasioB (KepaMHKH HJH TedoHA)

Hacocax 3TOro THHA XO[ MOPIUHS M 4acTOTa MePeMelleHHsT per -
pytorcsi pasnenbHo. CleflyeT OTMETUTD, YTO MJIABHOCTb MOTOKA (I'lyJ[b-
Cal{sl MHHMMaJIbHA) NOCTHraeTcsi HeGOMbILMM XOAOM MOPLIHSI HbeI-
COKOH YacTOTOH nepemelleHHs. B 3aBHCHMOCTH OT 0COBEHHOCTEH KOH-
CTPYKLIHH HACOCHl 3TOr0 THUMa co3AaloT aasienue no 3,5 MIla. [Iyab-
CallMio MOTOKA TaKXe KOMIEHCHDPYIOT NPH MOMOLILH uémmpup.mﬂero
yCcTpoicTBa. I/Isuoépa)KeHHblﬁ Ha puc. 2.3.1/6 Hacoc BKJIOUaeT n}éMn(pu
pyloliee yCTPOHCTBO U MOXKeT CO34aBath aasjenue o 600 klla. I H
KaXA0M 3JIEKTPHYECKOM HMNYJbCe CTaJbHOH CcTepkeHb [ npn.mrl;l-
BaeTcsi MarHUTOM (Ha pHCYHKe He npuBefeH). CB3aHHAA CO CTEPXK-
HeM MeMGpaHa BbITECHSIeT MMAKOCTb M3 [LO3HPYIOIEH TOJOBKH % B
Kamepy JeMnpHpyIolllero ycTpoicTsa 3 (Hanpas/ieHHe YKa3aHo CTped-
Koi). B Kamepe THIpaBJIHYECKHH HMIYJbC Cr/ia)KHBaeTcs 3a CyeT
NOJBHKHOH AHadparMbl, COEAHHEHHOH C MPYXKHHOMH, PaCHOJIONKEH-
HOM 3a nuadparmoit. 3aTeM MXKHAKOCTb MOCTynaer L;epes L1apoBOH
K/lanaH B 3M€eBHK 5 U JaJjiee B Kamepy 6 maHoMerpa 7. OTcxonapxm -
KOCTb [0[aeTcsl B Te(JOHOBHIH KAMWJJSAP, CBA3LIBAIOLLHH Hacocl1
Xxpomarorpaguueckoil Kosionkoii. Ksanan 4 npeanasnauen ais ﬂa(-:
JIEHHA BO3JyXa W3 NI03UPYIOLIEH FOJIOBKH ¥ GBICTPOH 1Bl pacyrBo-
puressi. Bo Beex ysnax Hacoca xHIKOCTb nepeMeliiaer. * + Hanpasie-
HUH CHH3Y BBEpX, BCJEINCTBHE YEro HCK/IouYaercsi o6pasoBaHHe B CH-
CTEME BO3AYHUIHbIX KAPMaHOB M 3aCTOHHBIX 30H.

[Ipu paGoTe ¢ BOJHBIMH CHCTEMaMH MPH AaBJAEHHSX HECKOIbKO
Boiwe 100 kIla nenonbayior HeGoubliine [ellleBble MEMGPAHHbBIE HACO-
cbl 6e3 aemnupyowero ycrpoiictBa. IloasoAsiliHe IMIJAHTH B HHX
CTBIKYIOT B COOTBETCTBHM CO CXeMOH, lpHBeleHHOH Ha puc. 2.3.1/7
Ha BbIXOJI€ HACOCa Ha CTaJbHOM Kanuispe-2 (pnxcupyeTcﬁ ToMCTO-
CTEHHbIH LIJIAHT H3 CH/HKOHOBOW pe3MHbl 3, KOTOPHIH AJist yBejHue-
HUsl TIPOYHOCTH KDEIUICHHS! CHAPYXH OGXHMAeTCsl KOPOTKHM OTpe3-

\

Puc. 2.3.1/6. Cxema Mmem6pannoro nacoca (Chemie and Filter GmbH Heidelberg):

! — crajbHo# ;
HOM CTEpRKEHD] 2 — po3upyloulas roaoska; 3 — kamepa AeMndUpYOILEro ycTpoli
crBa; 4 — kaanawn; 5 — 3MeeBHK; 6 — kamepa; 7 — MaHOMeTp 1o yerpol

11*
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Puc. 2.3.1/8. Hanecenne
\l npoGhl P NOMOILH H3OTHY-

TOrO KanuIspa I, npyXKuH-
HOe KOJABbLO 2 (HKCHPYET
CeTky,  TPENnsTCTBYIOILYIO
B3myuuBanuo reas (Phar-
. macia, Uppsala/Schweden)

| \zzzeza
gt

/1

Puc. 2.3.1/7. Tlpoctoe gemndupyoniee yCTpORCTBO U1l PAGOTH ¢ BOAHBIMH CHCTEMAMH:
| — nacoc; 2 — cTajAbHOH Kamuaasp; 3 — TOJACTOCTEHHbIA IJIAHT M3 CHAHKOHOBOH pPe3HHbI
(BHewwHHil nuamerp 1,5 MM; BHYyTpeHHH# guameTp 0,3 MM, JTHHA | M); 4 — TOJICTOCTEHHbLH MOJH-

3THACHOBBIH IHJAAHT; § — Te(AOHOBBIH Kanuaasp (pwewnnii anamerp 1,5 mwm, BHYTpeHHHUR
auamerp 0,3 MM); 6 — K CHCTEME BBOAA npoGul

KOM TOJICTOCTEHHOTO MOJH3THIeHOBOrO nanra 4. Ha npoTHBonosoxK-
HOM KOHL€ CHIMKOHOBBIH LIJIAHT CTHIKYETCS C TOJICTOCTEHHBIM Te(J10-
HOBBIM KalHJUJISIPOM 5, @ MECTO CTbIKOBKH (nauHO# 5 cM) Takxe 00-
KHUMAeTCsl OTPe3KOM MOJNHATH/IEHOBOTO LuaHra 4.

JlaHHOe YCTPOWCTBO MO3BOJISIET MOraliaTh THAPABIHYECKHE HM-
nyJbChl, BbI3BAHHbIE XOJOM TODPIUHS. lMpu 3TOM OGecreyuBaeTcs
BIOJIHE JOCTaTOuHOe paGouee nabneHne. Hepocrarkom MeMGpaHHbIX
HACOCOB fIBJSIETCS MajleHHe NPOW3BOJHMTEJIbHOCTH MpH YBEJIHYEHHH
JAaBJIeHHS.

Ycrpoiicrea ssoda npobol

HemocpecTBeHHOe HAaHECEHHE MPOOLI OCYLIECTBIAIOT IpH NMOMO-
UIH AuUneTKY UAU TedhAOHOB020 KANUAAAPA, OKOHUAHHE KOTOPOTO
(naMHOM MpHMEPHO 3 MM) H3OTHYTO MO/ YI/IOM 90°. HUcnonb3oBanue
3TOr0 TpPOCTOro yCTpoHCTBa (pHC. 2.3.1/8) TtpebyeT onpeieseHHOTO
yaBhlKa M GOJIbIINX 3aTpaT BPEMEHH.

[Ipo6y ¢ BBHICOKHM YJ€JIbHbIM BECOM MOMELLAIOT NOL cJIo# pacTBo-
puTeNst Ha CTONGHK COpGeHTa NpH MOMOLUH adantepa — NOPLIHSA,
KOTOpbIfl OrPAHHUHBAET BBICOTY CJIOSA copbenTta B KOJIOHKe. JTO Tpe-
6yeT Onpe/ie/IeHHOro ONbITa, OAHAKO 3aTPaThi BPEMEHH HE CTO/b 3HA-
yuTebHbl. CylIeCTBEHHO, YTO B 3TOM CJyuyae HCKJKOUaeTcss BO3MOX-
HOCTb NepechiXaHHs KOJOHKH. CxeMa HaHeCeHHS npo6el U306paxkeHa
Ha puc. 2.3.1/9. INocae Toro kak agantep | MJIOTHO NpHKHMaercs K
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CJI0I0 reJist 2, ero 1nojoXeHue GUKCHPYIOT BpallleHHeM waiobl 3. Puk-
cauusi AOCTATOYHO IVIOTHAs, HO HEKOTOpasl MOABHXHOCTb ajantepa
Bce e coxpaHsercs. Coaepxumoe wnpuua 4 yepes KpaH § nogaercs
B KOJIOHKY (IIpPH 3aKpbITOM Bbixofe). [IpH 3TOM ypoBeHb XHAKOCTH
NOBBIINAETCS, M ajianTep BhIAAB/AHBaeTCA M3 KOJOHKH. CJIOf Tpo6ul 6
Telepb pacrnojaraercsi MexJay ajanrepoM H cioeMm reusi. [lepekiio-
yeHHeM KpaHa & COeAHHSIOT KOJIOHKY C pe3epByapoM. Bosee serkui
3JII0EHT BJlaBJHBaeT PacTBOp Npobbl B C/I0H reass (IpH OTKPHITOM
Bbixofe KOJOHKH). Tlo 3aBepiienun HaHeceHuss o6pasua apantep
BHOBb YCTAHABJMBAETCH BIVIOTHYIO K cJoI0 Teqsi. [IpH caumkom 6bi-
CTPOM BBEJEHHH 1POOHI NOBEPXHOCTHBIN CJIOH T'eJit MOXKET CKHMAaThCS.
Ecnn conporHB/ieHHe KOJOHKH BO3pOCa0 (COpGEHT YIJIOTHHJICSH),
HCMOAb3YIOT LIIPKN, MeHblIero auamerpa. IIpH BbicOKOM compoTHB-
JICHHH JHaMeTp IUINPHLA He JoJKeH npepbluars 5 Mm. Takas cucrema
BBOJa o6pasua Haubosee ynobHa, eclH He TpeGyercsi BBHICOKAS BOC-
IPOH3BOAUMOCTD.

Bonpiine o6beMbl KHAKOCTH NOAAIOT HA KOJIOHKY M3 CHElHaJ/lb-
HBIX pe3epByapoB CJeAYIOILHM o6pasoM: K KpaHy (puc. 2.3.1/9, a)

lf;;///m N

,tz :

Puc. 2.3.1/9. Hauecenne 60oabuinx 06bemoB npo6bl NMpH OMOULH aganTepa:

a—_ .
a- :;:ﬁ;{:x—xg; xlmomg}me aganrepa; 6 —— nosoXeHHe ajanTepa Npu BBOJAE NPOGHL U 3JI0EHTA;
p: cao# renst; 3 — peryaupyiowas waiba; 4 — WAPHL; 5 — KpaH: 6 — npoée;

‘Puc. 2.3.1/10. Cxema ycrpoiicTBa NOABHMXHOTO agantepa:

I — koqb1o; 2 — TehNOHOBLIN 06040K
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Puc. 2.3.1/11. Hanecenne npoGsl

NpH MOMOLLH AO3HpYIOLIeH MNeTJH

(Latek Labortechnic-Gerate
GmbH, Heidelberg):

[ — po3upywinas neras; 2 — noaaua

saoenta; 3 — cbpoc; 4 — Hacoc; & —

npo6a; 6 — noJ0XKeHHe nepekJaioya-

Tessi «BBOJ Tpo6Gbl B J03MPYIOWLYIO

netao»; 7 — MOJOXeHHe [epeKJIo-

yarenst «BBOAL NpoGbl B KONOHKY»;
8 — KOJIOHKa

NMPHCOEAMHAIOT WNPHL 60JbLIOro o6bema 6e3 MOPIIHA H MPoby To-
1aI0T B KOJIOHKY. 3aTeM NpOCTbIM fepek/ioueHneM KpaHa B KOJIOHKY
MOAAIOT JI0EHT. DTOT cnoco6 NpHMeHsieTcsi npy paboTe ¢ MSITKHMH
rensmu. IlepeksioyeHHe KpaHa Hano fAejaTb CBOEBPEMEHHO, He 10-
ycKasl fepechiXaHHsl KOJOHKH. . '

[pu pabore ¢ Gosiee MKECTKHMH reqsiMi o6pasell TaKKe HaHOCAT
npH MOMOLLH IMOJABHXHOTO ajanrtepa.

Cxema ycTpOfCTBa TMOJABHXKHOrO ajantepa H3o0paxeHa Ha
puc. 2.3.1/10. TepmMeTHUHOCTb CHCTeMbl OGecnedHBaeTcs CJEAyOLUHM
o6pa3oM: KoJbuO [ IIOTHO MpHXXHMaeT TedIOHOBbIA 06010K 2 K
CTeHKaM KOJIOHKH. BpauleHHeM peryJupyiolled L1aiGbl MOXKeT ycra-
HABJMBATBCS JKECTKas (uKcaliusi ajantepa (aganTep HEMOABHIKEH)
Wik NOABHKHAA (HKcauus (ajantep MOXeT nepeasuratbesi). OA-
HAKO repMeTHUHOCTb obecreudBaercss B o6oux cayuasix. TlpoGy
HAHOCAT caelylolUlMM o6pa3oM: ajanTep cjerka BHITATHBAIOT BBepX,
npu 3TOM 1po6Ga 3a CcuUeT pa3peXeHHsl BTATHBaeTC B KOJOHKY
(puc. 2.3.1/9, 6). Ilpu nogade pacTBoputessi Gosiee JeTKOro yjesb-
HOro Beca npo6a BbiMblBaeTc B cjoi copGeHTa. BeneacTBhe BbICO-
KOTO KauecTBa ajalTepoB H KOJOHOK 3Ta CHCTeMa repMeTHYHA NpH
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nasjennn 1o 500 kIla. IMoaBmxkHble agantepbl yaoGHb npu pabore
B MpernapaTuBHbIX Maciutabax, HanpHMmep npH obecconuBanuu Ged-
KOB U HYKJEHHOBBIX KHCJOT.

HMHorpa npo6y HaHOCAT 1pH NOMOWIH do3upyroweld neriu
(puc. 2.3.1/11). [Josupyollyo NeTaio NPH HOPMAJbHOM JaBJIEHHH
3aMoJIHAIOT PacTBOPOM Mnpobbl, Nnoc/e 4Yero rnepekJaoyaTe]b yCTaHaB-
JIABAIOT B II0JIOXKEHHE «BBOJA NPOGLI B KOJNOHKY» H NMEPEHOCAT npaby
B KOJIOHKY. DTOT CNoco6 NPHMEHSIIOT B XPOMATOrpaHu NMPH BBICOKOM
naBjaeHu (po 3,5 MIla), a TakKe npu HaHeceHHH HeGOJBIIHX 00B-
eMOB NpoGbl. BoCIpOH3BOAMMOCTb HAHeCEHHS [OCTAaTOYHO BHICOKA,
MI03TOMY KpaHbl ¢ AQ3HpYOLIeH NeTjedl NMPHMEHSIOT NPH BBEIIOJHEHUH
TOUHBIX AHAJHTHUECKHX 3KCNEPHMEHTOB, a Takxe Npd pabore B pe-
xKume BIO)KX (cm. pasn. 2.3.2).

Koaonku

KOHCTPYKILHSL KOMIOHKH HMeeT NepBOCTEelNeHHOe 3HaueHue aJs 3¢h-
($heKTHBHOCTH pa3jiefeHHA. KoMoHKH, CHaGKeHHble aJanTepoM H Kpa-
HOM [J5- BBOAA 11po6bl, ABIAIOTCH 6oJiee COBpeMEHHBIMH NO CpaBHe-
HHIO CO CTEKISIHHBIMH KOJIOHKaMH, HMEIOIHME CTeKJISHHYIO NOPHCTYIO
NEepPEropoAKy # Te(JUIOHOBHIH HTaHr Ha Bbixoje. [Ind H3roToBJ/eHHS
JeTajiel, KOHTAKTHPYIOLUMX C OpraHHYECKUMH pacTBOPHTEJSMH,
HCMOJb3YIOT HHEPTHBIE MaTepHasbl, TaKHe KaK CTEeKJO, Te(hJOH H He-
pKaBelolias CTaJb.

Ha puc. 2.3.1/12 u3obpaxeHnl CTeKAHHblEe KOAOHKU IJs1 pas-
IeJNeHHs B AHAJMTHYECKOM H NpenapaTHBHOM Maclutafax.

Konounka, uzo6paxkenHasa Ha puc. 2.3.1/13, npenHasnaueHa das
pabote 8 npoussodcrsennom macwrabde. KonoHka sakpenJseHa B Luta-
THBE Ha IIapHHpe, YTO CYIUIECTBEHHO YIIPOLLAeT W3BJEYEHHE COp-
Genra. .

BoabluHCTBO HOHOOOMEHHUKOB HabyXaioT WJH CXKUMAIOTCH TPH
cmeHe 6ydepa. B 3Tom cayyae agantepnl He MPUMEHSIOTCSI, ¥ TeJb
fecnpensaTCTBEHHO yBeJqHUUBaeTcd B oObeme.

Has nposedenus adcopbyuonnod u O®X BeINyCKAIOTCS FOTOBbIE
KoNIoHKH. OHM upe3BbiUafHO YAOGHB! JJs TeX HCCAeAOoBaTeNel, KOTO-
pble He pacrnoJiaraioT CrnelHanbHbIMH CHCTEMAMH JJIS YNaKOBKH KO-
JgoHkH. Ha puc. 2.3.1/14 cxemaTtnueckd u3oGpaxeHa Kojonka Lobar
(Merck, Darmstadt) nis npenapaTHBHOH XpoMmaTorpaguu npd HOp-
MaJbHOM JnaBjieHnd. B ta6a. 2.3.1/1 npuBeneHbl 0CHOBHLIE NapaMeTpbl
XxpomaTorpa@HuecKHX KOJOHOK U YKa3aHbl HX JOMNYCTHMbE HArpy3KH.
Ananusupyemblii 06pasell NpeBapUTESbHO (PUABTPYIOT HJIH LEHTPH-
(YrupyoT Afs TOTo, 4TOOH OTHAEJUTH KOMJIOHAHBIE YaCTHLBI K- Me-
XaHuueckHe MPpUMecH (MOCKOJIbKY (HJBTP HA BXOJE B KOJOHKY MOXET
3a6uBaTbCsl yXKe IIpH BBole oOpa3ua). B ciayuae yBesnuenus conpo-
THBJICHHS] KOJIOHKH (H3-3a YIVIOTHEHHs CJos copGeHTa) ee NpOMBIBAIOT
B pexume NpoTHBOTOKA. [loOOUHHIM pe3y/JbTaToM 3TOH OMepaLuu
MOXKeT ObITb uYacTHYHasi MOTepsl Le1eBOro BellecTBa. [0TOBbIE KO-
JIOHKH TIpeJlHa3HauyeHbl 1/ NPOBEJEHHS aHAJHTHYECKOTro W mpenapa-
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Puc. 2.3.1/12. Cresasnunnie kononkn (Lalek Labortechnic-Gerate GmbH, Heidelberg):
[ — ¢ agantepom M3 Tedaona; 2 — C aaanTepoM H3 Hepxaseioliel cramy; 3 — ¢ agantepom
’ N3 Hep)KaBewIed CTATH A TePMOCTATHPYIOUIHM KOXKYXOM

Puc. 2.3.1/13. Kosiotka Aas1 pasiesiedHa B MPOM3BOACTBEHHOM macturabe:

HacajKa, 3aKperyiewHasi Ha (Janile . KONOHKH; 2 — BCPXHHH ajarntep; 3 —

o A 5 - HH)KHHRJ Hacajllka, 3akpenJjeHHasi Ha (pJIaHLLP KOJIOHKH

KOJIOHKA, 4 — HHXKHHH anantep;

Puc. 2.3.1/14. Koaonka Lobar (Merck, Darmstadt):

. i e-
| — cTekAsiHHAs KOJMOHKA, MABHO CYxXAamouLascs ¢ 060HX KOHUOB, 2 -~ qymb‘rpyloumnef;:ag;pﬂ”
AeAHTETh W3 KepaMukW; 3 — Kanuaasap u3 redoHa; 4 — Kanuaaap 3 HepKaBeoll

(Bwewuuit gnamerp 1,5 MM, AaHHa 20 MMm)

THBHOTO pas\neneﬂnﬂ npu nasaenun Ao 600 xIla. Ilo kauecTsy pas:
pelleHidsl M CPOKY HCIOJb30BaHHS OHHM INPEBOCXOASAT KOJOHKH, MpH
FOTOBJIEHHbIE CAMOCTOSITE/IbHO. EJMHCTBeHHbIM 00si3ate/ibHbIM YCJ0-
BHEM TIPHMEHEeHHst FOTOBbIX KOJIOHOK fBJISI@TCA TllaTe/bHast MOAr0TOB-

Ka npoO6bl.

Tabauya 2.3.1/1. [Mapanerpot koaonox Lobar (Merck, Darmstadt),

 sanoanennblx cusukazerem 60 (pasrvie ppaxyuu). Koaonku tuna AuB
Takxce mMo2yT OoiTb 3anoawens. copbentamu RP 8

B Wit Buewnnit Opakuna Macca réeluecma
HYTPeHH ] -
Tun LN‘%Z:”’LM Il;ia}MCTp, aHaMeTP, copBenTa, (”T‘;ﬁbfi':);"

KOJOHKH s VM N N

r Ma

—6: 0,3-—1
240 10 13 40—63 0,2 3

}g 310 25 28 40--63 1 1—5

C 440 37 42 63-—125 3 2--10
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Herexropeot

Xpomarorpaduyeckuii 1eTeKTOp — 3T0 NpPHOOP, MO3BOJSIOIM
perucTpHpoBaTh Lie/I€Bble BellecTBa B IIOTOKe 3J10aTa MO Xapakrep-
HbIM (U3HKO-XMMHUYECKHM CB@HACTBAM (OKpacke, (JyopecleHltH,
norJoileuo B Y ®-o6aactu criektpa u ap.). Knaccupukauus gerex-
TOPOB N0 HAa3HAYeHHUI0 — JJIs XpoMaTorpa(Hu HU3KOrO [AaBJIEHHS HJH
BI)KX — Heuenecoo6pasua. Bosee nogpo6HO KOHCTPYKLHH AETEKTO-
poB paccMmarpuBaloTcs B pa3n. 2.3.3.

DpakyuoHnbll KoareKTOP

[lpu npoBenennu xpomartorpaduu Ha mNpenapaTHBHOM YPOBHe
3JI0aT COGHPAIOT MO (pakuMsAM Ha (PAKIHOHHOM KOJUIEKTODE, MpPH-
yeM cMeHa (PaKLMA MOXKeT MPOHCXOAMTb MO HUCTeYeHHH 3aAaHHOTO
NPOMEXYTKa BPEMEHH, NPH LOCTHXKEHHH 3aJaHHOTrO 06beMa (ppakiHu
WM c60pa 3aJaHHOro uKcaa Kanesb. KoJsleKTopsl Bce Bpemsi coBep-
IIEHCTBYIOT M B Hacrosiliee BpeMs B JabopaTOPHAX MOXHO BCTpe-
THTb 06pa3uUbl TPeX MNOKOJEHHH 3TOro npubopa.

K nepBoMy noKoJeHHIO OTHOCATCS [0OBOJILHO TPOMO3JKHE KOJI-
JIEKTOPbl ¢ KPYFibiM 1wTaTtHBoM. CmeHa ¢pakuuil ocyulecTs/sercs
MO KPyry HJ/H 3Hr3arooGpasHo (110 MeaHApY) M IPOHCXOLHT «IIO Bpe-
MEHH» HJH «NO0 O6BEMY>.

Koasiextopel BTOporo nokosenusi 6oJee KOMNAKTHbI, OHH HMEIOT

- IPSIMOYTOJIbHBIH LITATHB, COCTABJIEHHBIH H3 OTHEAbHBIX 6JIOKOB HA

10 npoGupok kaxabii. [To mepe 3amosHenuss npo6HPOK WITATHBBI
C NPOGHPKaMH MOTYT 3aMeHsATbcsi. CMeHa (QpakiMil MPOMCXOIUT <O
BpEMEHH>», «II0 0GbeMy», «IN0 uHcay Kaneab». [locie 3anosHeHus
33/laHHOTO KOJIHYECTBA LITATHBOB KOJJEKTOP OTKJIOYAeTCH aBTOMa-
THYECKH. MHOrHe KOJIIEKTOPBl 3TOTrO MOKOJIEHHS] HMEIOT 6J10K yIpas-
JIEHHs nepUpepPUEHBIMHE yCTPOHCTBAMH: HACOCAMH, MATHHUTHBIMH Nepe-
KJII0YaTeJsIMH H T. 11

K Tpetbemy NOKOJIEHHIO OTHOCATCS KOJJIEKTOPHI, CHaGXKeHHbie
MHKponpoueccopamu. Takhe KOJIEKTOPE MOXKHO 3alPpOrpaMMHPOBATh
Ha c6op ¢pakumuii pasHoro o6bema W B pasHble NMPUEMHHKH. Takue
KOJLAEKTOPBI NMPHCIIOCOG/eHb At Pa6OThl ¢ BELIECTBAMH, HECY UMK
palHOaKTUBHBIE METKH, [OCKOJbKY OHM CHaGXKeHbl CHIHaJbHLIMH
ycrpoidctBamu. Kpome Toro, npu mepenosiHeHuH Apo6HPOK H3GBITOK

-3JIoaTa HamnpasJadAeTcst B NOOAOH U He 34arpsisHser ynpasJsloniee

ycrpoicTBo. CHCTeMa HMeeT TaKKe MarHUTHBIH [epekadaresb —
npepbiBaTe/ib (MeXY BbIXOJOM KOJOHKH H sYE€HKOH JeTeKTopa), Ko-
TOPbIA MPH Kax/J0H CMeHe (paKiluu npepbiBaeT NOTOK 3g0ara. Baa-
ronapsi TaKOMYy YCTPOHCTBY NPAaKTHYECKH HCKJIOUYAIOTCS MOTEpH Be-
mectsa. B coBpeMeHHbIX KOJIeKTOpax CGOPHHKA (NpOGHPKH HJH
KIOBeTbl) CHAGXKeHbl CYETUHKAMH DPaAHOAKTHBHBIX HMMYAbcOB. Eciu
BelllecTsa, HecyllHe paJHOAKTHBHYIO MeTKY, cOGHpAIOT B KIOBETY CO
CYETYHKOM, TO CMeHy (PpakiHil 3aAaloT MO yPOBHIO CHIHAJa AeTekK-
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~topa. B 3tom cayuae 3goar, He COMepXKAUIHi LeJieBblX BEILeCTB,
coGupalorT B O6LIHHA COOPHHK, U HHCIO ¢dpakiHi, NoANexaluux aHa-
JIH3Y, MMUHHMAaJbHO.

Agromarusayus npoyecca pasdesenus

Jlaxke orpaHMueHHAs aBTOMAaTH3alusi Tpoiecca xpomatorpadu-
YecKoro pasjie/ieHHsl CyllecTBeHHO obieryaer paGoTy HCC/el0BaTes.

ABTOMaTHUECKOe OTKJKUEeHHEe KOJOHKH ¢ MOMOUIbI0 MATHATHOrO
KJanaHa, YNpaB/seMoro CHrHajJoM OT (PaKUHOHHOTO KOJUIEKTOPa;
nepekphIBaHHE TOTOKA Ha BBHIXOJAE, UTO npegoxpaHsieT KOJIOHKY OT
BbichIXaHHsi. TAKHM K€ HAaJekKHBIM «CTOPOXKEM» KOJOHKH SIBJACTCH
Goslee IPOCTOE YCTPOHCTBO — MPENOXpaHUTe/IbHASA MET/Is1 — Ha BXOAe
WJIM Ha BbIXOoZe KOJOHKH (cM. pHe. 2.3.1/1). :

ABTOMATHYECKOE [epeKJIOUeHHe UyBCTBHTEJNBLHOCTH JLeTeKTOpa,
ocylllecTBAsfeMOe NyTeM paciuHpenus WKanbl. [Ipu 1OCTHXKEHHH [e-
pOM caMomucla npejesa MOJHOH LIKalbl YyBCTBHTENBHOCTb NETEK-
TOpa aBTOMATHYECKH yMeHbluaercss (Hanmpumep, Ha nopsAnoK). ITOT
npueM mosie3en NpH pabore ¢ o6pasuaMd HEH3BECTHOTO COCTaBa HIH
NpH onpejefeHuH KOMIIOHEHTOB, COJleP)KaHHe KOTOPbIX B CMECH MHHH-
MaJbHO MO CPABHEHHIO C COJIePIKAHHEM JPYTHX BELIECTB.

ABTOMATHUeCKOe yrpaBjieHdne nepudepuiinbiME  yCTPOHCTBAMH,
CBS3aHHBIMH C Tojauyedl 3Ji0eHTa (Hacoc, MarHuTHas MellaJka,
KpaH u Ap.). _

YnpasJ/iense pexumom paGoThl (HPaKUHOHHOTO KOJJIEKTOPA.

1. CMeHa NpHeMHHKa IPH JOCTHXKEHMM 3a/laHHOTO YpPOBHS CHI-
HaJa feTeKkTopa, T. e. 0T60p (paKuuii HeGoNbIIOro 06beMa HauHHa-
eTcsl JIMIUb MPH TIOSIBJEHHH OYEPeNHOry MHKa Ha Xpomartorpamme
(puc. 2.3.1/15, a). Takum cnocoGom yaaeTcsl yBEJIHIUTh LOJIO dpak-
Ui, COepKAILUX YHCTbIEe KOMIOHEHTHI, B CJlyuae HEMOJHOTo pasfe-
JIeHHSI BelllecTB. B mpomexkyTkax Mexjy cGOpoM le/ieBbiX BeLIeCTB
3/10aT cO6UPalOT B MPOGHPKH Goabuiero o6bema.

2. CMeHa TNpHEMHHKA [pH MPOXOXKAECHHH TOUKH Neperu6a Ha
XpomaTorpamme. JTOT NPHEM MO3BOJSAET Pas3ie/bHO COGHPATh NN0XO
pa3jensiiolMecsl BellecTBa, NMPH DPErHcTPalHH KOTOPBIX CHTHAM HE
JOXOUT [0 MOPOrOBOr0 3HAaYeHHs1 (HanpuMep, MHKA 2 M 3, WU I, 6 H
7, wan 8 u 9; puc. 2.3.1/15, 6). CoueraHnse AByX NPUHUHNIOB 0T60pa —
MO KPyTH3HE KPHBOH H 3aJaHHOMY BPEMeHH — MO3BOJseT COGHpaTh
no ¢pakUHsIM TOMbLKO LiejeBble BellecTBa, a IPOMeXYTOUHBIH 3/10aT
HanpaBJsAThb B 00WMA cOOpHUK MM Ha canB. OGa npuema noJesHol
NpH MHOTOKPATHOM [OBTOPEHHH CTaHAAPTHOH OMepalluH, HampHMep
oBeccoUBaHUK GeJKOB HJH HYK/JIEHHOBBIX KMCJIOT HJIM Xpomarorpa-
¢duUeCKOM pa3fie/leHHH OJIHOH M TOM XKe CMeCH.

3. Perucrpalus npy ABYX AJMHAX BOJH C MOCJEAYIOLIeH HICHTH-
(uKauMell KOMIOHEHTOB CME€CH [0 COOTHOMWEHHIO Esso/Esse (CM.
pasa. 3.4.1/1).

[To/IHOCTBIO ABTOMATH3UPOBAHBl CJIOXKHbIE H JOPOTOCTOSLLIHE MPH-
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Crena npuemnuna
no Gocmucenuu
nopozoboeo cuewana = O3]

CreHa rpuemnuna no npozomcdesuy
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|
modKy nepesuda wa Tpomamozparme DDD[P A o

Lo anyud n
om% ;g;; yuu no sadannomy Bpemeru

|
Puc. 2.3.1/15. Pasauunble cnocoGsl H36H- g

pateabroro or6opa akuuit  (I1ISCO
Lincoln/USA) o (1sco.

Gopbl, npeaHasHaveHnble A1 BAYKX. EctecTBeHHO, oTaebHbIE y3J1bI

3THX NPHOOPOB MOIYT NPHMEHSITHCS
¥ B xpomarorpaduu H
JaBJIeHHS. : p pa¢ H3KOTO

Mopspox BwmoAHeHHA onepauuii

Ynakoska Koaouku

Croco6 ynakoBKH KOJIOHKH 3aBHCHT OT pa3MepoB YacTHL copbeH-
Ta H €ro npejiBapUTesbHOH 1I0ATOTOBKH. [leabio mo6oro us cnoco6os
YNMAKOBKH SIBJSIETCA CBeJEeHHe K MHHHMYMY MNPOAOJIKUTEIbHOCTH ce-
AHMEHTalMH HacTHL copOeHTa H GbricTpoe hopMHPOBaHHE MIOTHOTO
OHOPOJHOTO CJIOS.

3anonueuue KOAOHKU 2earem (8 eeab-xpomarozpagpuu):

paccyHTaHHOe KOJHYECTBO CYXOro copbeHTa MOMEILalT B KoJby
ANl BAKYYMHDPOBaHHUsi (MK KoaGy Byusena);

J06GaBJSIOT TaKOe KOJMHYECTBO PACTBOPHTEJs], YTOGH mocae Haby-
XaHHs rejist €ro BASKOCTb Gbl/la YMEPEHHOH, T. €. rejib CBOGOLHO Npo-
TTyCKaJl Ny3bIpbKH BO3AyXa TPH JeaspaumH; KakK MpaBu/o, Habyxa-
HUe BEJeTCs1 B PAacTBOPHTENE, B KOTOPOM iIpednosaraercs H’pOBOD,HTb
SJIOMPOBAHHE; CHJIUKATe/b H OKCH/L aJlOMHHHS NMepPEeMENIHBAIOT ¢ pac-
(T)g;%z;e‘sﬂ{eom B TeUeHHe 15 MHH, NPOLOIKHTENBHOCTb HABYXAHHS HOHO-

B U MATKHX reJei
ot yKas3aHa B DeKOMEHAAUHAX DHPM-H3ro-

K06y ¢ HaGyXIIHM rejieM 3aKpbiBAalOT Pe3HHOBOH npoOKo# u Ba-
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Puc. 2.3.1/16. Cxema 3anoJiHEHHS] KOJOHKH

reiem (Pharmacia, Uppsala/Schweden):
- g@ I — cocya c 3J10eHTOM; 2 — MepHCTaJIbTH-
yeckHi Hacoc; J -— pesepByap. C Tejem;
4 2 1 4 — cnofi read; 5 — KanuaJfAp Ha BbIXoje
KOJIOHKH
o
5

KYYMHDYIOT; TMpH [JIHTENbHOM BaKyyMHDOBAHHH TeJib HECKOJIbKO
OXJlaXJaeTcs, MOITOMY Iepe], BHECEHHEM B KOJIOHKY €ro BbIAEpKH-
BAIOT NPH KOMHATHOH Temmeparype,

KOJIOHKY NPOMBIBAIOT IETEPreHTOM, BBLICYUIHBAIOT, MPHCOEAHHSIIOT
HacajIKy WJH pesepByap c reseM (puc. 2.3.1/16), sakpensior B cTpo-
ro BEPTHKAJ/bHOM MOJIOXKEHHH Ha AJHHHOM IUITATHBE H YCTAHABJHBAIOT
B MeCTe, 3allHILEHHOM OT COJIHEUHOTO CBETAa H CKBO3HSAKA;

CHM3Y B KOJIOHKY NpPH [OMOLIM LUMPHIA BBOAAT HeGOJ/bLIOE KO-
JIHUECTBO PACTBOPHUTEJS, KOTOPBIfi BBITECHSieT BO3JAYyX H3 ONOPHOH
CETKH HJIH CTEKJSIHHON MOPHCTOH TNeperopolikH, nocje uero BLIXOA KO-
JIOHKH TePeKpLIBaIoT;

resib TIATEJAbHO MEPEMELIHBAIOT U MePeHoCsT B KOJIOHKY, CTapasch

_ He JOMYCTHTbL 3aXBaTa Ny3blPbKOB BO3JyXa; B pe3epByap HJIH KOJIOH-
Ky resib MEpeHOCAT B OJHH MpPHEM; yNMakKoBKa KOJIOHKH MOJy4aercs
HEOJHOPOAHOM, €C/H rejb CAHIIKOM pa3GaBieH WM ero BHOCST IO
4acTaM;

M0 3aBepIUEHHH 3aMOJIHEHHSI KOJOHKH OTKDBIBAIOT BbIXOH, HeOO-
XOJHMMO€ KOJHMYECTBO 3JI0€HTa [04A0T B pe3epByap IIPH [OMOILH
NepHCTANbTHYECKOrO HAcoCa; JIETKHM TOCTYKHBAaHHEM DE3HHOBBIM MO-
JIOTKOM (HJIM BAKYYMHBIM LLJIAHTOM) 11O KOJIOHKE YaJsiloT U3 Hee I1y-
3BIPbKH BO3.yXa; ‘ .

NepeKpbiBAIOT BHIXOJA KOJOHKH, OTCOCIHHSAIOT pe3epByap, OCTOPOX-
HO 3aMOJIHSIOT BEPXHIOI0 YacTb KOJIOHKH pacTBopuTeseM, GOpMHPYs
BBIMYKJbIA MeHucK (puc. 2.3.1/17, a);

ajanTtep B HaKJAOHHOM MOJIOXKEHHH BCTABJSAIOT B KOJIOHKY, HCKJIIO-
yasi TeM caMblM 3aXBaT Iy3bpbKOB Bo3nyxa (puc. 2.3.1/17,6), u
BJBHIalOT B KOJIOHKY Ha | cM; :

COEJMHAIOT ajanTep ¢ HAacOCOM HJH DPe3epByapoM, BABHIaioT
apanrtep riay6xke 10 CONPHKOCHOBEHHS C reJieM, BLITECHSISI TeM CaMBIM
GOTATKH BO3JyXa #3 COCAMHHTENbHbIX 1JIAHTOB;
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Puc. 2.3.1/17. YcraHopka anantepa (Pharmacia, Uppsala/Schweden):

@ — 3aloJIHEeHHEe KOJOHKH 3JI0EHTOM ((DOPMHPOBaHHE BHINYKJOLO MEHHCKA 3JI0eHTa); 6 —
BBe€HHE ajantepa B HAKJIOHHOM IOJIOKEHHH; 8 — (HUKCAUHMA ajantepa [pu BPalleHHU
BepxHeH waibb .

HafexHo ¢ukcupywor anantep (puc. 2.3.1/17,8), oTkpbiBaioT
BBIXO[ KOJIOHKH H BKJIOYAIOT HACOC;, NPH H3MEHEHHH BBICOTH cToJ6a
rejist 0c1aGasI0T (PUKCALMIO H C/1erka CMelaioT ajantep BAOJb KO-
JIOHKH.

Cyxaa ynaxosxka merodom «subpayuu u nocrykusaxus» (Aas
KECTKHX COpPOEHTOB, HalpHUMep, CHJHKArejsi, OKCHAA AaJIOMHHHS, C
auametpoM uyactul 20-—40 Mkm):

KOJIOHKY TPOMbBIBAIOT FOPAYHM [leTEPreHTOM, ONOJAAaCKUBAOT BOAOH,
alleTOHOM, BBICYLIHBAIOT; BHIXOA KOJOHKH MepeKphIBaioT;

KOJIOHKY YyCTAHABJHBAIOT BEPTHKAJIbHO H BHOCAT He6GO/IbIIOE KOJH-

yecTBO coplOeHTa, popMHupys caoH ToMHOR | cM;

CJIOH YTJIOTHAIOT MyTeM MOCTYKMBAHMS IO CTEHKAM KOJOHKH B
30He (POPMHPOBAHMSA CJIOSl, TIPH 3TOM KOJIOHKY MeIJIEHHO BpallaloT;
HHOra HCHOJIb3YIOT NPOKJIAAKY C OTBEPCTHEM, YTOGbI He MOBPENHTH
KanH/Igp Ha BBHIXOJE;

NPOAOJIXKAKT JIETKOE TNOCTYKHBaHHE KOJIOHKOH 110 [IOBEPXHOCTH

cToJia, YIJIOTHAA cJoH copbeHTa;

BHOCSAT OYEPEAHYIO MOPLHIO cOp6eHTa ¥ NOBTOPSIIOT OMNepallHy,
(hopMHupYys cTON6HK copbeHTa MoAXOAsLIel BbICOTHI;

B 3aKJIIOUEHHE JIETKHM NMOCTYKHBAHHEM YILIOTHSIOT y2Ke chopmupo-
BAHHBIA CJIOH;

YCTaHaBJIHBAIOT ajamnTep, uToOhl OH CONpPHKACAJCS CO CJI0eM Cop-
6enra, aganrep GUKCHPYIOT;

NOLAIOT B KOJOHKY lea3pHPOBAHHBLIH 3JIOCHT. _

BuGpaTopbl, Hcnosnb3yemble A0si ynakoBKH I'X-KOMOHOK, mpuMe-

. HfITb HE PEKOMEHIyeTCs, TaK Kak 60KoOBas Bn6paum{ NIPpHBOAHT K

paccioeHdio copGeHta no pasmepaM uyacTuil (Gokosasi BHOpaLusi
HeOGXOLHUMa MpPH YNAaKOBKe Y3KHX KOJIOHOK, TaK KaK B 3aMOJHeHHOMH
KOJIOHKE COPGEHT YIJIOTHSIETCS C TPYAOM).

IIposepka kauecrsa ynaxosxku

KauecTBo ynakoBkH NpoBepslioT ¢ NOMOLIbIO OKpallleHHBIX H He-
COPGHPYIOLIHXCS BellecTB — MapKepoB. CyluecTBYIOT MapKepsl AJs
aacop6UHOHHO# XpomaTorpagHH, resb-xpomatorpaduu: [29-# pac-
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TBOp cHHero nekctpana 2000 (Pharmacia)]. Kauectso HOHOOOMEH-

HbIX KOJIOHOK TaKHM cMocoGOM He KOHTPOJHPYIOT, NMOCKOJbKY OKpa-
UieHHble BeIleCTBA [MOYTH Bcerja Heo6paTuMo COPOHPYIOTCST HA
HOHUTAX.

Hanecenue npobot

W3BecTHbl ABa criocofa HaHeceHHsl MpPOOGhI.

Hanecenue npobol HA NOBEPXHOCTL 28AA:

U3GLITOK PACTBOPHTENSI HAJ CJ0EM resl OTOGHPAIOT MHIETKOH,
BBIXKHAAIOT HEKOTOPOE BpeMsl,- uTOObl OCTATOK PacTBOPHTEJsl BIIMTAJ-
Cfi B TeJib, H TIEPEKPbIBAIOT BbIXOJ KOJIOHKH;

npY TMOMOIUM MHMETKH HJKW HM30THYTOrO Kamlu/ispa OCTOPOXKHO
HacsauBaloT npoby Ha CJIOH resis, cTapascb He JAOMYCTHTb B3MYyYH-
Bauusl (C/elyeT NMOTPEHHPOBATbCS 3apaHee);

OTKPBIBAIOT BBIXOA KOJIOHKH; NOC/Ie BIMTHIBAHHS NMPOGH €ro BHOBb
NepeKpLIBAIOT;

HeGOMbLIMM KOJHUECTBOM PACTBOPHUTENSI CMBIBAIOT OCTaTKU MPOGHI
CO CTEHOK KOJOHKM, BBIKHJAIOT, MOKA PACTBOPHTENb BIHTAETCH; 1O-
BTOPSIIOT ONEpalMi0 HECKOJIBKO pas;

OCTOPOXKHO HAHOCAT CJIOf pacTBOpHTENs (BBICOTOH 5 CM) H noa-
COEJMHAIOT KOJIOHKY K pe3epmyapy.

[Mpu Bcex omepauusix CTapalOTCs He JOMyCKaTb MEPEChIXaHus H
B3MyuHBaHHMsi cJosi resisi. CBepxXy Ha CJOH rejisi MHOrAd NOMELLAIOT
CeTKY, MPEeNsATCTBYIOILYIO B3MYUMBAHHIO (CM. DHC. 2.3.1/8).

Hanecenue npo6ot nod cA0l pacTe8opuTes:

npo6y pacTBOPSIIOT B HeGOJMbLUIOM 00beMe PaCTBOPHTENS;

B pacTBOp NMpo6bl Ko6asasoT 1 —2%-i pacTBop caxaposbl, NaCl
nad HeckoJbko kameab CCly (ecqu 3J10HpOBaHWe NPOBOLUTCA Opra-
HHYECKHM DaCTBODHUTENIEM);

Ha NOBEPXHOCTH COPOEHTa CO3[AIOT CJIOH PacTBOPHTENst BBICOTOH
OKOJIO 5 CM; ‘ '

npoGy NpH MOMOLLH LINPHIA MeJEHHO HAHOCST Ha CJIOH copbeHTa
(c paccrosiunsi 5 MM); TMpH 3TOM (OpPMHDYyeTCst 4eTKas 30Ha npoGnt
(Tak Kak npo6a uMeer Gosee BHICOKYIO YIEJNbHYIO IJIOTHOCTB);. .

OTKPHIBAIOT BBIXOJ KOJIOHKH, NOCJIe BMHTbIBAHUSI MPOOHI KOJOHKY
COEJIMHAIOT C pPe3epBYapoM. ' .

Hanecenue npobsl ¢ NOMOWbIO winpuya NpUMEHsieTcsd Kak B coue-
TaHHHU C yCTPOUCTBOM BBOAA NpPOOHI, TAK ¥ B COUYETAHHH C aAANTEPOM.

Jarouposanue

[ocje Toro Kak npo6a BHeceHA B KOJOHKY, Hed0xoaumo yGe-
JMThCS B TOM, 4TO LeJeBOe BellecTBO copGupyetcs obpaTtumo. [las
3TOro Npo6y 3/IUPYIOT NMOAXOASUIUM 3JII0EHTOM (CM. pasi. 2.1.1—
2.1.5) u asanusupylor coctaB 3aw0aTa. COCTaB 3JI0€HTA H3MEHSIOT
JO Tex nop, moka He Gy[eT JOCTHTHYTO YAOBJIETBOPHTEJbHOE pasae-
JeHHe ‘eJeBOr0 BelIecTBa W COMYTCTBYIOIIHX NpUMeced.
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Ecam npu padote B H30KpaTHUECKOM peXKUMe XpOMAaTOrpaMMa mo-
JydaeTcsl pacTAHYTOH (IMHKM CJAMIIKOM yJaJieHbl APYyr OT Apyra), To
5/I0MPOBaHHE BeIyT B rpaiudeHTe COCTABA PACTBOPHTENsl (CM
pasn. 2.1.3). : .

Ckopoctb DJIIOEHTA yCTAaHABJMBAIOT B 3aBHCHMOCTH OT THAA COP-
GeHTa W CBOWCTB pasjleisieMbix BellecTB. B ancopOUHOHHON (cM.
pasa. 2.1.1) u uonooGmenHoi xpomarorpaduu (cMm. pasa. 2.1.3)
YAOBJIETBOPUTE/IbHOE pas3jie/ieHHe MO0JYYaloT NPH BBICOKOH CKOPOCTH
3JIOHPOBAHHUSA, B Tesib-XpPOMATOrpaduH CKOPOCTb 3JIOHPOBAHHSI He
RoJKHa mpesbiwiaTe 10 cM-u™' ((poHT 3a10eHTa nepemeliaercst No
KOJIOHKe Ha paccrosiue 10 cm 3a | u). dta Tak HasbiBaemast JHHEH-
Hasi CKOPOCTh IIOJAYH 3JI0EHTa He 3aBHCHT OT Pa3MEPOB KOJIOHKH.
Ilasi KOJMIOHKH ¢ BHYTPEHHMM JHaMeTpOM | CM OHA COOTBETCTByeT
ckopoctr 30 ma-u~'. TIpn aHa/nu3e BHICOKOMOMEKY.SIPHBIX BELUECTB
CKODPOCTb MIOfla4H 3JIOEHTA HA TNOPSAOK MeHbile. B xpomarorpaguu
NpH HOPMAaJbHOM JABJIEHHH AEHACTBYeT NPABHJIO: YeM MeHble CKO-
POCTDb 3/I0MPOBAHHUSA, TEM Bbillle KAYeCTBO pasjeneHus (cM. pasa. 2.3).

Uctounnkn omubok — cm. pasa. 2.3.5.

Odopmaenne pesyasratos

[Tpumepbi odopM/ieHuss pesyabTaTo
o | PuMepH p pesy TOB NpHUBOASITCA B pasn. 2.1.1,

O6aacTs npUMeHeHHs

[IpumensieTcss an1s npenapaTHBHOrO pa3feseHUsi HEOPraHHYECKAX
(noHOOOMeHHast XxpoMaTtorpadHst), OpraHuueckHx (ajacop6LHOHHAS U
pacnpejenuTesbHasi XpoMaTtorpadus) BelleCTB H GHONONMMEPOB
(HOHOOGMEHHAs, reqb-xpoMarorpadus). ’

BUBJ/IMOTPAOGHUYECKHUH CITUCOK — cm. paza. 2.1.

2.3.2. BbICOKO3®®EKTHBHAS ) U KOCTHAS
XPOMATOTPA®HS (B3XKX)

B3)KX — meron pasienenus BellecTB Ha MEJNKO3€PHHCTBIX COp-
GeHTax (c pasMepaMH 4acTHL MeHee |5 MKM) IPH MOBbIILEHHOM 1aB-
JeHWH. MeToa xapakTepusyeTcsi BLICOKOH 3 (eKTHBHOCTBIO pasjee-
HUSl B COUETAHHU € BbICOKOH CKOPOCTbIO Mpolecca.

PH3NUECKHE OCHOBDI MeToaa

B3)KX B npuuuune maso YeM OTJIHYaercsi OT Xpomartorpaduu
HU3KOro naBJeHusi. OXHAKO BC/IeACTBHE HEGOMBUIHX PA3MEPOB YaCTHLL
copGeHTa M MX OJHOPOAHOCTH pasiesiomas cioco6uocts BIK'X Ko-
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JIOHOK CylllecTBEeHHO Bbilue. ¥13-3a BbICOKOrO paGouero fapJeHus (10
4.107 IMa) npubopsl aas BIXKX orauuaiorcst ot npuGopoB sl Kaac-
CHUeCKOH KOJIOHOYHOH Xpomarorpadui.

Ypasuenue Ban-JleeMrepa oTpaxaer 3aBUCUMOCTE B3TT (H) or
pasMepoB YacCTHIL H CKOPOCTH NOTOKA 3JI0EHTA (cm. pasa. 2.3). Hau-
Gosiee BaMKHbIA BBHIBOJ H3 STOrO yPaBHEHHs 3aK/IIOUYAETCs B CIELYI0-
lieM: YeM MeHbille pa3Mepbl YacTHI, TeM MeHblIE BATT u TeM Bhlllie
paspeiuerne. COpOEHT ¢ 4acCTULAMH AHAMETPOM 541 MkM obJjajnaer
GoJiee BHICOKOH pasjiefisiiollleii CNocoGHOCTHIO, YEM cop6ertr c Gosee
KPYTHBIMH H MeHee OAHOPOIHbIMH HaCTHLLAMH. MuHHMaNbHBIH pa3mep
YaCTHIL paBeH MPHG/IM3UTENbHO 3 MKM, MOCKOJbKY 6oiee MesaKHe ua-
CTHIIBI 06PA3yIOT NOBOJbLHO CTOHKHE KOHIJIOMEpAaThl. [purorosJieHue
cTa6UNbHBIX CYCMEH3HH M3 YaCTHILL AHAMETPOM MEHEe 20 MkM ypaercs
TOJIbKO 1pu 006paboTKe yJAbTPa3BYKOM, pa6ota c Gosiee MEJNKHMH da-
CTHLIAMH SIBJISIETCA elie GoJiee COXKHOMA.

Bce e MpHMEHEHHEe MeJIKMX H OJIHOPOJHBIX ¢dpakuuil 0Ka3biBaeTCs
[IONI€3HbIM BO MHOTHX OTHOLIEHUsiX. UeM MeHblie pasmep 4acTHL, TEM
caabee 3apucumoctb BOTT or ckopocTH TOTOKA SJIOEHTA (puc. 2.3.2/1).
[losTOMy, B OTJIMYHE OT KJACCHYECKOH KOJIOHOUHOM Xpomartorpadu,
CKopocTh 3monpoBatus B BO)KX cyllecTBEHHO BbllLE. Ha puc. 2.3.2/1
u306pasKeHbl KpHBbIe, KaXasl H3 KOTOPBIX MPEICTABIAET coGoii npa-
ByI0 uacTb KpuBoi Bau-[leemrepa (cm. puc. 2.3/2, npaBee TOUKH MH-
HUMaJbHOrO 3Hauenust H). JleBas uacTb Ha JaHHOM DHCYHKE HE
n306paxiaeTcsi, TAK KaK MPAKTHUYECKH COBMAJAET C OChbi0 OpMHAT.

Kpusble Ha puc. 2.3.2/1 uanocTpupyior 3aBUCHMOCTL H ot ckopocTw

notoka U NpH 3/IOHPOBAHHY Ha COPOEHTAX C HACTALAMH Pa3JHHUHbIX
AMameTpoB. B ciyuae mpHMeHeHHsi COPGEHTOB, y KOTOPbIX DasMep
yacTHIl MHHHAMaJeH (3 u 4 Ha puc. 2.3.2/1), yBejuueHHe CKOPOCTH
MOTOKA HecyleCTBEHHO BJIMSiET HA W3MEHEHHE 3HAUCHHS H. Uewm ua-
CTHIL KPYIIHEe, TeM M3MeHeHHe 3HaYeHHH BATT craunoButcs Bce 6o-
Jee 3aMeTHBIM.

BhicOKOe pa3pelieHye, a Clefl0BaTe 1bHO, BO3MOXKHOCTb HCII0/b30-
BaHUsl KOPOTKHX KOJIOHOK TNO3BOJSIIOT COKPATUTb MPOJOJIKHTENDHOCTL
npolecca H yMEHbIIHTb Pacxon pactsoputeseil. Boicokoit sddexTus-
HOCTH pasjie/ieHHsl JOCTHraloT NpH NPUMEHEHHH BbICOKOKaueCTBEeHHOH
anmnapatypbl. O6s3aTeJbHbBIMH ABJSIOTCH BBICOKOE KauecTBO YCTPOil-

Puc. 2.3.2/1. 3asucumocts BITT (H)
OT CKOPOCTH 3M0HpoBaHus (U) npy smon-
poBaHHH Ha copleHTax ¢ pasJHYHbIMH
pasmepamu uactull (d):
| — 3unakc (Zipax), d =37 Mrm; 2 — CHJIH-
karenb, d =10 mxm; 3 — 3op6akc (Zorbax),
d =5 mkm; 4 — mHKpocop6, d =5 Mkm [Kirk-
land 1. 1., J. Chrom. Sci. 10, 539 (1972);
Cassidy R. M. et al., Anal. Chem. 46,
340 (1974)]

2
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CTBa BBOJA npouﬁbl, MHHHMAJIbHBIH «MePTBHIH» 06beM B KaNUMIsipax
M MHHHMaJIbHBIH OGbeM H3MepHTesNbHOH siUEHKH [eTeKTopa.

K pactopurensim gis BI)KX TakKe NpelbsBIAIOTCH BBLICOKHE
TPeGOBaHHA: KAueCTBO OUHCTKM (0cO60 UHCTble PaCTBOPHTENH); OT-
CYTCTBHE B3BEIUEHHBIX YacTHl ((HJbTPOBAHUE HA BXOJE KOJIOHKH Ha
METaJIHYeCKOM (UJIbTPe ¢ AHaMeTpoM Top MeHee 4 MKM); obecre-
YeHHE MAaKCHMAJIbHOW CeJeKTHMBHOCTH pa3jesIeHHS; MHHP;MaJIbHaﬂ
BSI3KOCTB (CM. pasil. 4.1); yuer ycnosuit pa6oTsl aeTektopa [pacro-
puTesr He JOJKEH Morjoulate npd pabouedl AJWHHE BOJHBI (CM:
pasa. 4.1)]; orcyTcTBHE KOMIIEKCOOGPA3YIOIIMX HOHOB (raJoreHbl

HJIM alleTaT-HOHbl BBICOKOH KO}-IU,BHTpalIHH), CNMOCOOGHBIX BbI3BATH KOp-
PO3HIO- METAMJIHUYECKHX YacCTeH Hacoca.

MpuGopsl ¥ marepHaabl

‘{aci(e;;ulow(lg;?p;g)g/g.)n:ﬂ B3)KX cocrosiT K3 cieaylolux cocTaBHbIX
Hacoca, obecmeunBaioulero pabouee aasiende o 200-10° [a;
MaHoMeTpa, paccuutansoro Ha 400-10° [1a; ’
KanH/UIpoB, H3rOTOBJEHHBIX M3 HepiKaBewolleld CTand (BHELIHHH

Auametp 1,5 mm, BHyTpeHHH#l auamerp 0,3 mMm);
BBICOKOKAY€eCTBEHHbIX yCTPOHACTBA BBOAA NMPOGH M KOJOHKH;
AeTexTopa (YD-netexTop HIH pedpaKkToMeTp, cM. pasi ,233)

C siuedKod HeGosblioro o6bemMa (He Gosee 8 Mk.a) HMelomerb BBICO-

KYI0 UyBCTBUTEJBHOCTb; ,
Ge3bIHEPLMOHHOTO CAMOIHKCIA € MEPEMEHHOH CKOPOCThIO kaOTﬂ}K-

Kd JeHtsl (11—200 cm-u~!; 3afiepKKa orseTa He 6Gosee 0,5 c).

«MepTBblii» 06BEM BO BCex 3.
JIEMEHTAaX CHCTeMbl [0/
MHHHMaJIbHbIM. ' oK Oumy

-5 6 :

AT |[EEe = =

Puc. 2.3.2/2. Cxema xpomarorpada s BIXKX:

I —6 ;
JIOK XpaHeHusi l'l‘poﬁbl, 2 — 60K BBOAA NPOGHL; 3 — KOMOHKA; 4 — HACOC, 5 — JeTeK-
TOpP; 6 — MHKpOTpOLECcop; 7 — JHCKOBOA; 8 — HpUHTEp '
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I'paduentroiil cmecurerd

HauGoJsiee npocToil MOJe/bl0 PaJMeHTHOrO CMeCHTeJs FBAACTCA
cHCTeMa M3 IBYX COOOLIAIOILHXCS COCYAOB, NIPHMEHsAEMasl B XpOMaTO-
rpaduu HH3KOTO AaBjieHHst (CM. DHC. 2.3.1/2). BoJjee coBpeMeHHbie
MOJ€JIH TPaJMEHTHBIX CMecHTesedl CHAaGXKEeHbl KlaNnaHaMH, ylnpas/sie-
MBIMH TIPH NOMOILM MuKpomnpoueccopos. [IpenmMyl1ecTBO TakHX MOJe-
Jlell 3aKJI04aeTcsi B TOM, UTO AJIS CO3JaHUA TpajveHTa KOHIEeHTpal
JI0CTaTOYHO OfHOrO Hacoca. MiHoraa ucno/ib3yloT MOAe/b C ABYMSA Ha-
cocaMH B eAMHOM 6JIOKe ¢ MHKporpoleccopoM. B sTom cryyae rpa-
AHeHT GOPMHUPYIOT B 00JIaCTH BbICOKHX LaBJeHH, T. €. HA BXOJAE B
KOJIOHKY, TIPHUYEM H3MEHEHHE TPajHeHTa NOoJNy4aeTcst ropasio TOUHEE.
B GoJbluMHCTBE CJAy4aeB BIOJHE JOCTATOYHO OJIHOKPATHOH Aeaspa-
LHH pacTBOpHTENell MmyTeM BbIAEPKHBAHMS HX B BaKyyme.

Ycrpoticrea s8soda npoboi

BBojL Mpo6hl MOXKHO OCYILECTBJISITh NP  MOMOLIM  Unpuyd
(puc. 2.3.2/3). llinpuuem, ©306paKeHHbIM Ha PHC. 2.3.2/3, a, MOXHO
BBOAHTH NMPoGy moGoro o6bema ¢ xopolueid BOCMPOM3BOAMMOCTLIO B
KOJIOHKY, HaXOAALLYICs MOJ AaB/JeHHEM IO 1,5 MIla.

OaHako B HacTodAlllee BpeMsl PeIKO MOJb3YIOTCA WINpULAMH A
BBoJa 06pa3lia, TaK KakK K HAM PeLbsBJAIOTCS BbICOKHE Tpe6oBaHns
nmo repMeTHuHocTH. Yalle BCero HCNOJb3YIOT neriesvie dozaropot

(puc. 2.3.2/4), KoToprie MO3BOJAIT BBOAHTDL npo6y npu pabouem’

_paBiaeHud. IlpuMeHsiioT 103aTOpbl (HHPMBI
Rheodyne (mnuHa KaHa/Ja netyu 5 cM, 1Ha-
metp 0,56 MM, OTMepsieMbiit 06beM npoObl OT
1 no 2000 mkix).

Koaonku

KOJIOHKH TIpecTaBJIsIioT CO60H TPYOKH H3
HeprKaBelolled cTaji ¢ XOPOLIO OTMOJTHPO-
BaHHOH BHyTpeHHeli nosepxnoctbio. Han6o-
Jiee pacnpoCTpaHeHHbIMH SIBJISIOTCA KOJOHKH
CJIeAYIOIUX THIIOB: ’

nus (puc. 2.3.2/5) pasmepom 4X250 uau
4% 125 MM; npUMeHEHHe KOPOTKHX KOJIOHOK
¥ HOBbIX COPOEHTOB (C AMAaMETPOM YACTHI

Puc. 2.3.2/3. Inpuust aast B3)KX (Latek Labortech-
nic-Gerate, Heidelberg):

@ — MMKPOLIIPHL ¢ Te(JOHOBBIM NOPIUHEM; 6 — MHKpO-
WIPHIL ¢ aaanTepoMm
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KOAOHKU OASL QHAAUTUHECK020 pasdene-

Puc. 2.3.2/4. Tlernesoit nozato Latek
Labortechnic-Gerate GmbH, He?del(beérige):

a -~ obwui BHA 6J0Ka ¢ go3upyowel nertaed
M umnpHueM; 6 — NOJOKEHUS KpaHa-nepek.aioya-
TeIA; 8 — CXeMma KpaHa-nepekmouartens; [ —
aAosupyloas neraa; 2 — Hacoe; 3 — KOJOHKA;

4 — wnpuy; 5, 6 — Ha BLIXOKL '

8603 npoder 6 )
Jo3upyrouyyro 8600 1podss Cmamop Pomop Pyrosmua
nemaro 8 xononwy
\

T

O T
N

Karan Ona

B8600a uzne

flemng nemns
. fpodra

5 MKM H MeHee) Mo
3BOJISIET JOCTHUTHYTh OU€Hb BBICOKOro
as
npu HeCOJIbUIHX 3aTPaTax; PavpEHIEI
KOAOHKU 0As npenaparusnoeo pasdeienus ¢ BHYTPEHHHM Iua-
mMetpom 8, 10, 16 MM u mausoi 250 u 500 mwm.

Copbentot

Hist Beex Bapuantos B9)KX, 3a nckiiouenuem adpouunoi xpoma-
Torpauu, BEIMYCKAIOTCA crelHanbHble copOenThl. HekoTopble U3 HHX
paccmatpuBaiorces B pasy. 2.1.1—2.1.3 u 2.1.5. HeperyasipHele u
cepuueckre cOpGEHTHI ¢ IHAMETPOM 4acTHIL 5— 10 MKM yIaKOBBIBAIOT
C 0CTAaTOYHO BBICOKOH BOCIPOU3BOAUMOCTbIO. TPy AHOCTH NOSIBJSIOTCA
npw pabote ¢ MeJKHMH pakuMsIMH, B YAaCTHOCTH CJOMKHON npob.e-
MOH FIBJISIETCS] MPUTOTOBJIEHHE CTaGHJBHBIX CycneH3Hi. BeIcokoi Boc-
[IPOH3BOAUMOCTH YNAKOBKH [OCTHIalOT TaK»Ke MPH HCIOJIb30BAHHHU
TNOBEPXHOCTHO-MOPHCTLIX COPGEHTOB (HEMOPHCTOE SAPO M NOPHCTHI
MOBEPXHOCTHBIA C/IOH) ¢ uacTuuaMu auamerpom 20--30 MKI{:/I) 0Cco-
GEHHO MPH CyXoM cnoco6e HaBUBKU (CM. pa3f. 2.3.1). dtn CopéeHTbI

06J1a1a0T HeGOAbUIOH eMKO
CTbIO U HCIIOJBb3VIOTCH TJaBH
OJs1 aHAJHTHYECKHX [leqel. Y i 00pason
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Puc. 2.3.2/5. KoJjonka aas BI)KX (Merck, Darmstadt):

. pkaseouias cranb 1/16); 2 — nepe-

3 — yMJIOTHHTEJbHOE KOJIbLO (Teq:;

eloumasi CcTajb,

C 4 — it ¢uabTp; 5 — TpyOK2 (HS:P)KaB .

r HOH)‘emeﬁn;g:;?Tlp 4¢MM) ¢ BHellHeil pe3b6oil; 6 — BHIXOL KOJOH
T xu (petanr [—5 B c6ope)

| — xanpaasp Ha Bxoje (e ‘
XOAHWMK (HepKapeoluian cranb);

Puc. 2.3.2/6. YcrpoilcTBO
AN YNAKOBKH KOJNOHKH MO
MeTO/ly «PaBHOBECHOH IIQT- 2
noct»  (Siemens, Mun-

chen): N
| — HakujHas raiika; 2 — na-
Tpy6oK Ansi noja4d CycreH-
amH; 3 — cjo# renraHa; 4 — g -/ %
cycnensusi copbenta; 5 — xo-
JIOHKA; 6 — BLIXOJ KOJIOHKH;
7 — maHoMerp, & — Hacoc

eJIbHbIMH
u cop6eHTaMH, HyBCTBHT
npubopa JJas YINAKOBKH KOJIOHK! v T o
B ig));;hyd)a(a Ene(p%pmupylomnmu(:ﬂ nos paeaesueM (Micrometrics, Norc

K RO GA 30093, USA): o
usi copbeHTa; 3 — MarHHT, 4 — KOJIOHKa, & — cJOH COpOEeHTa;

L9 eH3
I —or nacoca; 2 — cyen 7 — 610K Ha BHIXOAe; 8 — KamWJiAp HAa BHIXOAE

6 — GUIAbTP;
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ITpuboper dasn ynaxosxu koaonox

Crabunusaunio cycrneHsui OCYLIECTBJAIOT METOAAMH «PaBHOBeC-
HOM MNJIOTHOCTH» H «BSI3KOH cpelbl» (CM. HHXe). B nepBom cayuae
HCTIO/IL3YIOT LMJIHHAPHYECKUR cocyn — pesepByap 4 (pHc. 2.3.2/6),
00'5eM KOTOPOrO MPEBHILIAET 06beM KOJOHKH (3T0 He0GX0AUMO, 4TOGH
NIOMECTHTh B HETr0 PACCYHTAHHOE KOJHUECTBO CYCIIeH3HH copbeHTa).
Kosonka 6 sanosnnena pactBopureseM BbICOKOR [UVIOTHOCTH, pesep-
Byap 4 — cycneHsuell cop6eHTa HH3KOH MJIOTHOCTH (renran). Hacoc &8
NO/IAeT CYCTIEH3HIO B KOJIOHKY. OKOHUYaHHe Mpouecca XapaKkTepuayercst
aJleH1eM NaBJIEHHS B CHCTEME, KOTOPO€ pPErUCTPHpPYeTcs MaHo-
MeTpoM 7. :

Ilpu paGote ¢ copGentamu, YyBCTBHTENbHBIME K KHCJIOPOAY BO3-
AyXa Wi 1edOopMHUPYIOILUMHCS TOJ AaBJeHHEM, HCTIOJIB3YIOT NpHGOP,
u306paxeHHbldt Ha puc. 2.3.2/7. TIpu6op cOCTOMT H3 eMKOCTH THMa
aBTOK1aBa. [Ipu ynakoBke cycrneHsuio nepemeluBaioT IPH MOMOIUH
MarHUTHOH MeLIaJKH M NMOCTENeHHO NepelaB/HBAIOT B KOJIOHKY, Tie
copGeHT ymioTHAeTCs, QOPMUDPYS pabouHii CcJOiL. INepemenBanue
HMCKJIOHaeT HEKeNaTeJIbHBIA NpoLecc ceHMEHTALMHU, IPH 5TOM IIOT-
HOCTb M BSI3KOCTb DACTBOPHTEJA yXKE HE UMEIOT pellalollero 3Ha-
YeHHsI. , :

Monroroska npo6ul

O6pasen pacrBopsiior B pabouem pacTBopuTe/ie H Tepen BBOLOM.
B KOJIOHKY (HJBTPYIOT Ha GHABTPE C AHAMETPOM nop MeHee 4 MKM
WIH UEHTPUQYTHPYIOT AJIS y1AJeHHs! MeXaHUUeCKHX npumecedi. Ecnu
3TO# onepauHeil npeHe6peub, KOJOHKA ObICTPO 3a6HBAETCHA M BBIXO-
IUT U3 CTPOSI.

Mopsanok BeinoaHenus onepauuii

¥nakoska Koaonku

[Ipu ynakoBke kosoHKM rMaBHasi 3ajaua 3akmouaercss B TOM,
4TOGBl CBECTH K MHHHMYMY HexKe./aTejbHblil TpoLece ceaMMeHTAalLHH.
DTOro JOCTHraioT NpaBHJIbHBIM BbIGOPOM CMecH pacTBOpHTeJsel AJs
NPUTOTOBJIEHHS CYCNEH3UH: CMech MO HMeeT MJOTHOCTD, GJIH3KYIO K
TUVIOTHOCTH COpGeHTa, 6O J0CTATOYHO BHICOKYIO BSI3KOCTb. CTaGH/IH-
3allMi CYCTIGH3HH NOCTHTalT nepeMewlMBaHHeM (cM. puc. 2.3.2/7).

Mero0 pasnosecroii naotrocTu npuMeHsIOT 1npu pabore ¢ copGen-
TaMH, HEUYBCTBHTE/IbHLIMH K NEHCTBHIO KUC/IOT (KHC/IOTA, HANmpUMep
HBr, moxer nosiBUTbCS BCJeNCTBHE pasJioxxeHusi TeTpabpoMa3TaHa).
Hanpuwmep, cunukarens cycnenpupyior B chcreme TeTpabpoMsTaH —
NHOKCAH ~— YeTbIPeXXJAOPUCThIH yriaepon 20:15:15.

Mero0 es3kux pacreopureseii ocHoBaH Ha YMEHbIUEHHH CelH-
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MEHTALMH 33 CUET BbICOKOH BSI3KOCTH pacTBOpUTessi (H30MPONAHOJ,
JAHOKCaH) .

Y1nakoBKy KOJIOHKH NPOM3BOAAT CJELYyIOULHM ofpasom:

KOJIOHKY TpPOMBIBAIOT JMXJOPMETAHOM (XJOPHCTHIM METHJICHOM),
OroNacKHMBAIOT BOLOH, ropsiunM 5%-M pacTBopoM AeTepreHTa H OJHO-
BPeMEeHHO MPOTHPAIOT ePLIOM, CTapasicb HE MOBPELHTH BHYTPEHHIOO
NMOBEPXHOCTD; B 3aKJ/IOUeHHE KOJIOHKY NPOMBIBAIOT BOJ/IOH, METAHOJIOM
W BBICYLIMBAIOT, HCKIIOYAsA BO3MOXHOCTD MOMAJaHHsA BHYTPb HacTHIL
[BLJIH W KaneJeK macaa,

NOPHUCTYIO MIACTHHKY WK GHIBTD, A@JNHTEb IOTOKA, yIIOTHATE/Ib-
Hble KOJIblla MOHTHPYIOT Ha BbIXO€ B COOTBETCTBHHM C PEKOMEHAALMs-
MH (QHPMbI-M3TOTOBHTEJIS; NOC/E YNAaKOBKH KOJOHKH Ha BBIXOAE MOA-
COEUHAIOT KaNW/JISPHBIA HAKOHEYHHK;

Ha BXOJEe B KOJOHKY MOHTUDYIOT MPHOOp /s YNAKOBKH;

COpGEHT CyCleHAMPYIOT B CHCTEME pacTBOpHTeJed, AUCIePrupyioT
B Teuende 10 MHH pH NOMOLIH YAbTPa3ByKa, MPOBOAST Aea3palHI0;

CYCMEeH3HI0 MEePeHOCHT B NMPHOOp /A YNAKOBKH H IJIOTHO €ro
3aKphIBAIOT, He AOMYyCKas MOMajaHus My3bipbKOB BO3LYXa, npubop
NOJACOEAHHSAIOT K HAcoCy; ‘

3amacHOil COCYy/l 3aMOJHSAIOT renTaHoM (B Clyuae MeToja paBHO-
BECHOH MJIOTHOCTH) HJM BSI3KUM DacTBODHUTEJSEM (B cayuae mertona
BSI3KMX pacTBopuTe/eil) (MpUMeHeHHe renTana CONMPSKEHO C PESKAM
najgeHueM pabGouero AaBJjieHHs! 110 OKOHYAHHH YHAKOBKH) ;

CYCII€H3HIO IIpH MaKCHMaJbHOM JaBJ€HHH NepelaBauBaioT B KO-

JIOHKY;
110 3aBepILEHNH NIPOIlecca YIAKOBKH OTKJIO4AIoT Hacoc 4 AEeMOHTH-

PYIOT YCTPOKCTBO 1JISi YNIAKOBKH,

u3GbITOK copOeHTa M3BJEKAlOT LinaTeqeM, Ha BXOJA€ [OMELlaloT
NOPUCTHI (QHUALTP, JeJHTENb NOTOKA, YIVIOTHATEJbHbIE KOJbLA, Ka-
MUIAp;

mepejl HayaJoM PaboTbl KOJOHKY BBIBOAAT Ha paGouuil pexum,
NMpHYeM NPEeBapPUTEJIbHO S/I0EHT NOJBEpPranT Jeaspallid, uTo0bl HC-
KJIOUMTb BO3MOMKHOCTb [ONAAHHs Ty3bIPbKOB BO3JyXa B siueiiky
JleTeKTopa. :

HUCTOYHHKH OUINGOK

Tlioxast ynakoBKa: celHMeHTalus COpGeHTa Npu yNaKoBKe BelET
K HECHMMETPHUHOCTH MHKOB. PeKOMeHLyeTCA: YCKOpUTH Npolece yna-
KOBKH (MPOM3BOAMTENbHOCTD HacoCa yCTaHOBHTH 1000 ma-u~ ', pa6o-
yee gasnenne 5-107 I1a); npu HeLOCTaTOUHOH MeXaHHYeCKOH Mpou-
HOCTH dYacTHl copGeHTa YNaKoBbiBaThb MpH MNepeMelltBaHHK (cm.
puc. 2.3.2/7).

[lioxoe KauecTBo cOpOeHTa W/IH PacTBOpUTeNst BelET K 10X0H
BOCNPOH3BOAMMOCTH Pe3yJIbTaToB. PekoMeHyeTcsi: MEX Ly Hacocom
6j0KOM BBOAA NPOGHI MOMECTHTL MPEIKOJOHKY GOJIbIIOro obbema

¢ KPYTMHO3€PHHCTEIM COPGEHTOM.
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Puc. 2.3.2/8. Xpomarorpamma paspenenns metorom BIKX MONHLMKIHYECKHX
ApOMATHHECKHX COefHHeHHH Ha Hykneochae C 18 (5 mkm):

! — kopoueu; 2 — Genao [a] ko ;
; poHeH; 3 -~ HEeHJeHTH(PHUHPOBAHHDBIH KOMNOHEHT;
‘ Hr; 4 — -
Hon[2,3-a] KopoHeH; 5 — HeueHTHOHUHPOBAHHBIA KoMnoneHT [Thomas RT Zahna;:rpa/[\l/le
Z. Anal. Chem. 282, 443 (1976)] ' )

THBJ?:;;)ge::fm?mnb;pa Ha BXOJ€ B KOJIOHKY YBEJHUMBAeT CONpO-
KH. Pekomenayerca: cMeHdTb ¢
: WJILTP HJH TNPOMBITD
KOJI
gm(y B PEXHUME MPOTHBOTOKA; TillaTe/bHee (HUJIbTPOBATD ppaCTBO
npoGhbl H PacCTBOPHTEJS. P
Hea}gziTrpaﬂHeHTHOM SJIOHPOBAHUH NPHCYTCTBHE B PACTBOPHTENSAX
HeaRau €/LHBIX IPHMECEH BEeT K MOSABIEHHIO HA TpadHKe paHTOM-
AL Kl(())B. NpuUMecH copOHPYIOTCA Ha BXOJ€E B KOJIOHKY, a 3aTeM Jle-
nu?(u fq}(; TCH6 MO Mepe H3MEHEHHsl COCTaBa 3JI0eHTa; MOJyuyaeMbie
YT ObITb OUIMGOYHO NMPHHSATHL 32 KOMIOHEHTBI AHAMU3HPYe-

MO#l cmecH. Pekomenayercs:
! HCMOJIB30BaTh TOJBKO '
lleHHBI€ PACTBOPHTEJH. HHaneibto ot

Odopmaenne pesyabTartos

Hs!ip;;i?dc;{:mnggypﬂane NpUBOAAT Xpomarorpammy (puc. 2.3.2/8)
aMeTphl 3g10aTa (3KCTHHKIH ' -
yoprepaense na UUsl IPH MOMMOUIEHHH B
HHUSAX IUKaJbl CAMONKHCLA B 3aBH
CHMOCTH OT UyBCTBH-
TEJbHOCTH JAeTeKTopa) OTKJIaj 4
bIBAIOT Ha OcH opauuar. Ha
. npume
gﬁg;{n:}zﬁ;;smenbﬂocn IeTekTopa ycraHoeJena Ha 0,02 eﬂiﬂnuii
, TO 3TO 3HaYeHHE COOTBETCTBYE 2
T
R, 10 ¢ yeT MakCHMaJIbHOH BhICOTe
HOH,!Z([anEe4B S(a)lgoqem KypHasle NPUBOAAT CJELYIOHIHE JAHHBIE: KO-
e X MM, NOABHXHAS (pa3a — H3MEHEeHHe KOHLEHTpaluu
or 40 300 BOAHOrO pacTBOpa aueToHHTpuIa 10 100%-ro aneToHHTpH-
1a s MHM@, CKOPOCTb MOlauu 3J10edTa — | Ma- MU~ '; gaBjienne —
I a,5cn(§)co6 perucTpaluy — noryoileHde npu 340 HM; TeMme-
parypa — 50 °C; o6beM npobbl — 10 MKI. ’
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0O6aacTh NPUMEHEHHS

YCKOpeHHbifl aHa/H3 pasHooGpasHbIX cMecefl 1pH BBICOKOM paspe-
|lIeHHY, BbICOKOH YyBCTBHTENbHOCTH H Xopouie#l BOCIPOH3BOANMOCTH.

[MpenapaTiBHOE pa3jlefeHHe BEILECTB B KOJUUECTBE OT HECKOJBKHX
MUJJIRTPAMM 0 HECKOJbKHX TPaMM.

BI/IBJU/IOI‘PACDI/IHECKI/IIH CIMCOK

H. Epgelhardt, Hochdruck-Flussigkeits-Chromatographie, Springer, Berlin 1975
J. F. K. Huber, Hrsg., Instrumentation for High Performance Liquid Chromato-
graphy, Journal of Chromatography Library, Bd. 13, Elsevier, Amsterdam 1978
0. Mikes, Hrsg., Chromatographic and Allied Methods, Ellis Horwood, Chichester

1979
L. R. Snyder, J. I. Kirkland, Introduction to Modern Liquid Chromatography,

Wiley, New York 1974 \

2.3.3. LETEKTOPbI

XpomaTorpaguueckue ACTEKTOPbI npejacTaBasiorT co6oi npHOOpHI,
H03BOJSIONULHE BHIIBJATH IleJeBble BellecTBa B MOTOKE 3JI0CHTA 1O
XapaKTepHbIM CBOHCTBaM (OKpacke, dayopecueHiuy, MOrOIEeHHH B
Y®-06acTd cnekTpa M Ap.). '

OcHoBbl nIpoliecca

B KUAKOCTHOH Xpomarorpauu npuMeHenue 1eTeKTopos 1103BOJIsA -
eT pellatb Cjelylollne 3aaauu: oGHApYXKeHHe H HIEHTHQHKALHUIO
aHAJM3HpyeMbIX BellecTB N0 06beMy 3Ji0ata HiH BpPEMEHH yIEePXKH-
BAHNS,  KOJMYECTBEHHYIO OUEHKY aHaJu3UpYeMBIX BEILECTB (no nJao-
{Ulaj¥ NHKOB HA XpOMaTorpamMe). :

JleTeKTOphl AJsi HHAKOCTHO xpoMaTorpapuu A0/ KHbI obsanarb
quefikamu HeGoablioro oobeMa (B B3YKX He 6o.see 8 M), a pabora
WX LOJKHA XapaKTepH30BaThCH BHICOKOH UYBCTBHTEILHOCTHIO MpH He-
3HAUMTEbHOM LIYMe, IIMPOKHM [HanasoHOM H3MEPEHUs NpH coxpa-
HEeHJY 10 BO3MOMKHOCTH JIHHEHHOro OTBETa, HEUYBCTBHTENbHOCTBIO K
KoJeGaHNAM ABJeHHS, CKOPOCTH TOTOKA, TeMIepaTypel B H3MepH-
TeJbHOH siuefike, cTabUJIbHOCTHIO BO BPEMEHH.

B KHAKOCTHOH Xpomatorpaduy HM3KOTO AaBJCHHS K LETEKTOPY
NpeAbsBIAIOTCS He CTOJb BBICOKHE tpe6oBanns. OH MOXeT GbITh
npoile B KOHCTPYKTHBHOM OTHOLICHWH H felresae B U3TOTOBJEHHH.
B npenapaTHBHOH xpomartorpagun BbiCOKas YyBCTBHTEJNbHOCTD J1€-
TeKTOpa TaKkKe He 00si3aTe/NbHa. :

Jlnst aHanM3a MHOTHX K/1acCOB BEILECTB HauboJiee BCErO NOJXO-
IST ABa THIA [€TeKTOPOB: :

CneKkTpogoTomeTpusecKull — perucTpupyeT nordolueHie B YP- 1
BHAHMMOMH 06J1aCTH CIIEKTDPA;

ped)pamouemuuecnud (nuddepeHinanbHE pebpakTomeTp) —
u3MepsieT PasHOCTb fioKasaTejied TpeJioMJIeHHs B CpaBHHTE/bHON
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(noxBukHas ¢asa) u paboueii (
BEeUIeCTBOM) KIOBeTax.

Io
d)ﬂp;fpﬂ;ﬁwp;:me TIPHMEHSTIOTCSA APYTHE THITbl AE€TE€KTOPOB.
B it gapaiiglgilgpupyeTGQ)ﬂyopecueﬂumo BellecTB. B neaom
yeTcst 6oJiee BBICOKOH U '
oToT YBCTBHTEJBHOC
ppaa3:l-({;3)1{6m(a) CO CMeKTPOPOTOMETPHUECKHM IETEeKTOPOM. e
o o Zeingogﬁexrpoxumu%ecxue AETEeKTOPbI, HAMPHMep: 1po
- bl; HOH-CeJEeKTHBHBIC . 5.1 . -
XKEHHA HEKOTODPBIX BHIOB e ToreopEt ne by
HOHOB; NPOTOYHbIE jeTe]
e | . €KTOPHI 110 3JEKTPO-
C];()He lfer(c)aiTTlnguOﬂ;;gMnepOMeTp“quKHe JAeTeKTOpbI, aMHepomeTpnge-
\ T1a WX Ha3blBAIOT 3J1€KT
C/Ie[[Hee BPeMSl 3TH Hel0p FRAT noe Gones oo,
OrHe JeTeKTO
e e pbl HaxoasT Bce GoJee LIKPO-
Hocfbaduoarcrusauuonume " AETEKTOPBI — PErHCTPHPYIOT
il Bk;ouéy-nsnyqeﬁnﬂ PaJHOAKTHBHBIX M3OTONOB.
- nao oKpaaﬂble AETEKTOPbI (OGbIUHO hoTOMETPOL) ANS OGHAPY HKe-
cxmvmp eaayr TOB peakKlli¥ aHaIH3HPYeMbIX BEUIECTB CO ClelHpHUe-
pearempa ; §HT3MH. B stom ciyuae smoat emewmnsaior ¢ pacTBopom
pearer Kanma;:g« gsg:xo'r B PEAKTOp — CBepHyTHI B cniupasb Ted.io-
nejenHod anubel. OKpa z
HoBuli Kan . Oxpatennsi#i uau Qayopec-
noggx{eﬂxé;pgnym PEAKLUHH PErHCTpHpYeTCs KOqueCTBeHS()) }; gacf
Clel 3a peakropom Y®-gertektope waH (doTomerpe

B kauecrse
npuMepa peakuuH, Hcl
, 0Jb3yeMbIX 48 06
BEILECTB B IIOTOKE, MOXHO yKa3aTh CJeaywlue: Hapye

Denon+ Ce*t — Cedt
e
AMHHOKHCAOTHI - HUHrHADHH — OKpalllel-l(l?bJ:gl()(%{H“gilTp”ﬂ)’ )
(dpotomerpusi npu 570, 440 uM a5 0GHz i npomnitay LK
_— , st OGHAPYIKEHHS NPOJHHA)
HCA0Thl + Payopeckamud — Puyope Y
(qmyopumey pecUHpylollHe  NpPOAYKTHl  peakuUuH
MeT
AMHHOKHCAOTH + 0-DTaneBblil’ adbrerns Tﬂ(l))}lyopecunpvm
YIOIHE [IPOAYKThI peak-
Katexonamuinl okucepne L (PaAvOpHMETpUA), PORIITHL peax
—_ ]
['purunpoxkcunnmon (payopumerpus),

N-Hurposoamu
A+ Cyaspanunosas Kuea
ora-+2-[(HadTua-1)amu
J MHHO] :
— OkpamenHble NPOAYKTH peakuui (poromerpus npu) 550 H'\]/x?T”MM”“»

NMOJABHKHadA (pasa C aHaJU3HpyeMbIM

UHTEHCHUB-

MpuGopwi
YP-derexropst

B nacro
YO-cnextpofoTowetpur. O Saimaior oanos 1 oveome
e . 0- U ABYJy4YeBbIe.
o pemﬁc;:(%MﬁeEglec ONTHYECKHUMH (DUJIbTPAMH }muyc AHPpaKilHOH-
Hpw on6oen cooTB(e){rI?lOT BECTH peructpauuio npu 254 uaun 280 um.
0 o A SooTBer TBYIOIHX (PHIBTPOB MOXHO BECTH H3MEpEHHSI
oy T BOJIH. [letekTophi, paGoTtaiolume npu anuHAX
S npﬂ,ﬁgeu;ggﬂaqeﬂu 4Js1 06HApPYKEHHS BellecTB, He
O R HSEIOULIX TP & anz HM (Harpumep, aMHHOKHCJIOT, CaXapoB).
e y TMPHTOAHBI JIMLIb HEMHOTHE PacTBOPUTEH
, HHTPHJI), He noriowarnimne npu 210 um (M. pasn. 4.1)
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Puc. 2 1. Onrudeckas cxeMa ﬂByXle'—leB()lO &(D' eTeKTopa IS(:O Lin oln
i ( » mnc )

— peryJd yviouwas cbomﬂuem(a 2 — pTyTHAs J amna HH3KOro AaBJeHHs 3 — oTpaxareib
Y 5
i p P ’

. 5 — docdopecuHpyiOmAH
oTcekaTenb (BXOMMT B COCTAB CMEHHOTO (beTpae)nlnoro (g)um?wz); 6 — agio-
4 — HUALTP- UPVIOLLHIl SKpAH-YCHIKTENb (BXOAHMT B cOCTaB CW)I‘ 7 — pabouee MOMNONKEHHE
uau ﬂmM”He(;gﬂElYa (BXOAMT B COCTAaB CMEHHOTO duabTpa);
M HHEBas

. 9 — BOTOYMHOXHTEND,
; opecuupyoiIHM  ClO0eM; M ;
e cpresanas K810;T?UIIIJITE— Ci)ag::d)’ll‘eﬁbHaﬂ kiopeTa; /2 — KaauGpOBOUHBIH CTAHLAPT,
10— womepureioan "13 — nuagpparma; 14 — pyKoaTKa 600 )
i Z — HM
CriexTpoOTOMETp € MePeMEHHOH JIHHOH BOJIHBI (23(1)1?4;1 00
HCNOJBb3YIOT AJIS KOJIMYEeCTBEHHOTO aHaJju3a. p&l"I/ICTgu_LeHMﬂ g
MpH AJHUHE BOJHHI, COOTBETCTBYIOLIEH MaKCHUMyMy NOILJ i e Tio.
SpyeMblx BelllecTB, MJIM Ke Mpy LJIHHE BOJIHbI, TIPH K P
3 b
NpUMECH.
al0T COMYTCTBYIOULHE . CLLHOCTHIO
”IOL,ﬁeTeKTOpk?II ¢ aBTOMaTHUecKH peryJjaupyemon YYBCTBHT!

o

i HU3KOTO
pUMEHSIIOT B MpenapaTHBHOHU JKHAKOCTHOH xpomartorpaduy H
can THS [OJIHO-
llaBJCIKaHupylomuﬁ CrIeKTPOPOTOMETP NMPUMEHSIOT zm;; C:ﬂnposeneﬂuﬂ
O CHeKTpa MOIVIOUIEHHsI BELIECTB B MOTOKE amoaTHOM Do
KOJIMUECTBEHHOTO aHalu3a jfaxe npu BecbMa yc.no(n;,ﬂ Hg)TOM o
aHasusupyemoil cmecu. [las 06paboTKH noJay4aeMmor lgllI/ICJIHTeJleOﬁ
Horo o6beMa WHpopMaluH TpebyeTcss NpUMEHeHHE B
' - Topa.
Tex}ﬁl:“ uc. 2.3.3/1 n3obpakeHa ONTHYECKas CXeMa yq)ol;?:;e r?pn
BOJIbuIHpHC’I:BO' npr6OpPOB MO3BOJSIOT NPOBOLHTD ne;zx;ng&ecma ot
eM
TOM Cjydyae aHajJu3upy -
X JJuHAX BosiH. B 3 ectsa e
ﬁgime% HYKJIEOTH/LbI ) HAEHTHQHUUPYIOT MO COOTHOIHLEH bd
’ d
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LUMEHTOB SKCTHHKLHH (CM. pa3n. 3.4.1/1). [lasi npenapaTHBHOro Bhige-

JICHHs BIIOJIHE AOCTAaTOYHO OAHOJyueBoro YP-gerekTopa, paGoraio-
ero MpH OJHOH [JIHHE BOJIHBI.

Pegpaxromerpuseckue derexrope

[Tpunuun geficTBrsi auddepenunanbHOrO pedpakTOMeTpa OCHOBAH
HA TOM, YTO NPH MPOXOXKAEHHH Jyua CBeTa Uepe3 JABe KIOBeThl, 3ar0/-
HEHHbIE KHAKOCTSIMH C Da3/HYHBIMH TOKA3aTelsiMH IIPeJOMJEHHUS
(OGbIKHOBEHHO H3MepHUTe/bHAsl KIOBETa 3arlofHEeHa 3,10aToM M3 KO-
JIOHKH, a CpaBHUTEJbHAs KIOBETA — YHCTBIM PacTBOpHTEJEM), J1yy
OTKJIOHSIETCST H& YroJ, NpOMOPUHOHAJbHBIN PAa3sHOCTH MOKasaTesed
npesomiaedust. OtpaxkeHHbIll Jiy4 Gokycupyercs: Ha ¢$oToConpoTHBIIE-
HUH, KOTOpOe BbipalaThiBaeT 3J€KTPHUECKHH CHTHAJI, peructpupye-
MBIH caMomnuclem.

OTH eTEKTOPbl NMPUMEHSIIOT [ 06GHapy)KeHHsI BelleCTB, He [0-
[JIOLIAOUWIHX CBET B BUAMMOW U Y®-o6aactu crekTpa.

3arpy/iHeHHsi BO3HHKAIOT NpPH IpPajHeHTHOM 3JIIOHPOBaHUH (CM.
pasa. 2.1.3), Tak Kak pacTBOpHTesNH Aas Xpomarorpaguu, Kak npa-
BHJIO, HMEIOT pas/MyHble MOKasaTe/d MNpeJomJeHHs. B sTom cayuae
CTapaloTCsi HCNOJb30BaThb PACTBODUTENH ¢ OGJU3KHMHM TMOKA3aTeNsIMH
npesiomsieHusi (cMm. pasa. 4.1). CyliecTBeHHbIM HELOCTATKOM pedpak-
TOMETDPHYECKHX NETEKTOPOB SIBJSIETCS HENOCTATOYHO, BBICOKAs UyB-
CTBHTE/IbHOCTb 110 CPaBHEHHIO ¢ YP-meTeKTopamH.

BUBJ/IMOTPAOUYECKUH CITMCOK — cwm. pasn. 2.3.2.

2.3.4. ONITHMH3ALUA YCJIOBUN
XPOMATOIPA®HYECKOI0O PA3AEJIEHUR

OcHoBbl MeTOaa

Ilepen nposesennem xpomarorpaguueckoro anaansa
fICHO OYEPTHTb KPYT pellaeMbiX NpobJem:

IPE/ICTOHT BBIAGJSATD JIMIUbL OJHH KOMIOHEHT HJIH BCE KOMMOHEOHTHI
aHaJM3UpyeMolii CMecH;

NPEACTOMT MPeNapaTHBHOE pa3/ieieHHe /M aHaJu3;

HEOGXOJMM EeNHHUYHbIH IKCIEPUMEHT HJH CepHS 3KCNIepHMEHTOB;

JOCTATOYHO MOJIYYHTh XPOMATOrPAMMY HJH HEOGXOAMMO BbLAEJHTD
BELIeCTBA [J/Isl MOCAENYIOLIEr0 H3ydeHHs; '

HAaCKOJIbKO TMyGOKH DPas/juyHsi B CBOWCTBAX pa3jie/sieMbiX Be-

LeCTB  (MOJIEKYJIApHAst Macca, HaJuuhe (YHKUHOHANbHBIX rpymii,
CTPYKTYPHOWH H30MepHH H 1p.).

HeoOX0IUMO
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Botbop npunyuna pasdesenusn

Uem mnosHee nHMOpPMAaLHsA O CBOMCTBAX aHAJNH3UPYEMBIX BELLECTB,
TeM npolle pelnaercs npobJsema pasneneHus. Tak, HaNpUMep, TONbKO
[ @aHHbLIE O PACTBOPHMOCTH LIEJEBLIX BEILEeCTB MO3BOJIAIIOT CAeNaTh JO-
CTATOYHO cepbe3Hble BHIBOAL (Taba. 2.3.4/1) o BO3MOXHOH cxeme
nposeeHHs 3KcrnepuMenta. Eciu umeerca Kakas-nub6o npeapapu-
TeibHas WHGOPMALHKsi O CBOHCTBAX aHaNU3HPYEMBbIX BelLECTB, TO,
PYKOBOACTBYSICh [aHHBIMM, TPHBEJEHHbIMH Ha puc. 2.3.4/1, MOXHO
BHIOpaTh MOAXOASIUINHA NPUHUMN pa3jieseHus.

AnaJju3npyemble BellleCTBa pacrpefiesieHbl MO MOJNSPHOCTH YHK-
IHOHAJNbHBIX TPYNN (BO3pacTaeT clieBa HANpPaBO) U MO UHCAY (PYHK-
ILHOHAJbHBIX TPYI B MOJIEKyJe (Bo3pacraeT cBepxy BHU3). Henonsp-
Hble BenlecTBa pasgensiorT npu nomoiid HOX. Coenunenus, conpep-
Kaliue, Hanpumep, 60oJplie IBYX aMHUAHBIX TPYIIN, Pa3lensiioT MeTo-
gom O®X. BeulectBa ¢ AByMsi aMHJIHBIMH TPYNNaMH pasfelsioT Me-
TOJOM pacnpejejinTesbHO# XxpomaTorpadui. Beliecrsa ¢ HOHOreHHbI-
MH TPYNOaMH . pa3fensiioT Kak MpH MOMOIIH paclnpeleNUTeNbHOMN, Tak
Y [pH MOMOIUM HOHOOOMeHHOH xpoMartorpadun. Ilo mepe yBennuenus

Tabauya 2.3.4/1. Boibop npunyuna pasdesenus u tuna copbenra
8 3ABUCUMOCTL OT PACTEOPUMOCTL YEACBO20 BeULecT8a

Pactso- CopGenrt

PHMOCTb [Mpasuun

11eJ1€BOro pa3aenenns xpomaTtorpadusi HH3KOTO Xxpomatorpagus BbICOKOTO
BellecTsa fAaBReHUsA fAaBJeHnsA

Hayske (Dowex), ceda- HouooGmeHHHKH Ha oCHO-

Toabko B Hondobmen
JEKC, HOHOOOMEHHAsA UeJ- Be CUJIMKareas

BOzE
J0J1032
leab-xpomarto- Cetanekc G, 6uoresb, [lopucroe crekno (CPG),
rpadus * ruaporeds, cepakpua, TSK-reas
araposa .
B Boge wu Apncopbuus RP 8 RP 2, RP 8, RP 18
ITaHose (0PX)

Pacnpenenenne Uemmonosa wuau moau- Cuinkarenb
(UUHPOBAHHBIH QeKCcTpaH
(cepanexc LH), sawenr:
MaJIonoAAPHbIA + CUIBHO~
NOJIAPHLIH PACTBOPHTEb)

Cenb-xpomaro- Cedaneke LH

rpadus *

[Toparess, nopacua, nopu-
croe crekio (CPG) '
MonupuurpoBansblft  Ku-

B stanose u

Ancopbuust wan  Cunuxareds,

Cedagekc LH

seabreib (—OH, —NOo,

AuXJopmeTa- pacnpeieieHue

He  (XJOpH- : —CN, RP 18)

CTOM MeTH-

Jaexe) Tens-xpomato- Cedagexc LH [NoauctHparegs  (Hanpu-
' rpacdus * Mep, cTHpareib)

B nuxaopme- AncopOuust uiu  CuiMKarenns, okchi amo- Cuaukaress

TaHe H Fefl- rejJb-XpOMarto-  MHHHA

TaHe rpacus * IMonuctuparens (nanpu- [lomucTupareas  (Hanpu-

mep, GHo-6eac) Mep, cTHparefb)

* B cayuae MoJibHEX macc 6onee 500 r-moab ',
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upcia 3apsKeHHbIX TPYNH, a TakwKe o61ell MOAAPHOCTH COeNHHEHHH
MpeANOYTHTENbHBIM METOAOM CTAHOBHTCH HOHOOOMEeHHAsA XpPOMATO-
rpadus. C yBeqHUYCHHEM MOJIeKYJIIPHOH Macchl (BO3pacTaer CHU3Y
BBEpX) BO3pacraer poJib noJsipHbI TPYN W HOHHBIX B3auMoJefcTBHY.
Takue BellecTBa ckopee Bcero OyAyT pacnojararbes B npaBoi 4acTH
JuarpaMmbl.

Boibop cucremvl 31108HTO8

Tenb-xpomarozpagus. 31ech PYKOBOACTBYIOTCA TPOCTHIM npasH-
oM BeleCTBa AQJIKHBI XOPOLIO PACTBOPSTLCA B SJIOEHTE, & BAKOCTD
3JI0€HTa W pacTBopa Mpobbl 10J1XKHA GbiTh MuHHMMaJbHOH. Hexena-
TeNbHYIO AACOPOUMI0 CBOAAT K MHHMMYyMY MpH MOMOLLH 106aBOK K
saoenty (cm. pasg. 2.1.5).

Honoobmennasn xpomaroepapus. BiusiHAe BENTHUHHDI pH u nouHo#
CHJIbl PacTBOpPAa HA CEJEKTHBHOCTDH MOHOOGMEHHHKOB paccMaTpuBa-
eTcst B pasa. 2.1.3. Cneayer eile pa3 HANOMHHTD, HTO CEJNIEKTHBHOCTh
33aBUCHT HE TOJbKO OT HOHHOM cHJbl Gydepa, HO M OT NPHPOAbI MPOTH-
BonoHoB 6ydepa.

Adcopbyuonnas xpomaroepagpus {cm. pasa. 2.1.1). BuGparhb cu-
cTeMy AJisi XpomaTorpaduu Ha HEMOJAPHBIX copbentax (OPX) B
1esoM mpole, yem AJIs xpomarorpadun Ha NOJAPHBIX copOeHTax
(H®X). Bo MHOrHX caydasx BIOJHE MOAXOAAT CHCTEMBl METAHOJ —
BoAa WJH ALETOHHTPHI — BOAa. BTOpas CHCTeMa SBAACTCA MPEA-
OUTHTE/bHOH, TaK KaK BA3KOCTb 3JI0EHTA [0 Mepe BO3pacTaHusi
KOWLEHTPALMH ALUETOHUTPUIA YObIBAeT, TOTAa KaK B CHCTEME Mera-
HOJI — BOJla BSI3KOCTb BbIllle, UeM B YHCTHIX PACTBOPHTEIAX. Conpo-
TUBJIeHHE KOJOHKH /ISl CHCTEMBl METAHOJ — BOAA BbILE, YeM 5 CH-
ctembl atietonutpua — soga. B HOX MOXKHO yBeJIHUHTb CEJIEKTHB-
HOCTb MPOIleCCa H CKOPPeKTHPOBaThb pOpMy NMHKa, €C/H HCMOJIb30BaTh
He OueHb MOJISIPHBIH PaCTBOPHTE/D, comepxauuil 1—2% mnoasipHoro
pacTBopuTensi (Hanpumep, MeTaHoJa, YKCYCHOB KHCJOTH H_Ap.).
BajkHO MCIOJNbH30BATH TILATEJNbHO OUULUICHHbIE PACTBOPHTEH. Haunu-
uhe BJIATH CYIIECTBEHHO BJHMsieT Ha CEJEKTHBHOCTDH HEeNOJSPHOH CH-
crembl pacisoputenedl. Ha puc. 2.3.4/2 NpOMJIIOCTPUPOBAHA 3A4BHU-
CHMOCTb KauecTBa pasjieieHHsi OT COJepKaHHi B 3JIOEHTe BO/bL.
JlaHHble IPHBeeHHl AN ciefywoiied xpomaTorpaduuecKoi CHCTeMbI:
KonoHKa pazmepom 23X 500 Mm; naBienne 5,6 MIla; ckopocTb NOTOKA
300 ma-u~"; copbent Ileprucopl A; 3JI0CHT — H-TelNTaH. B cayuae 6
H @ UyBCTBHTENbHOCTb JETEKTOPa BbilllE, COOTBETCTBEHHO BHlILIE H
nukH. B nenom xpomatorpagus B aGCoMOTHPOBAHHBIX PACTBOPHTE-
nax He ofecreunBaeT Hauayuwero paspenenns. CieayeT HaNOMHUTD,
4TO TOBApPHBIA XJOPOGOPM COAECPXKHT B KadecTse crabuau3artopa
194 sTaHosia, 4TO OKA3bIBAET 3aMETHOE BJIHAHHE HA KAUECTBO pasje-
nenuss. OpraHHYecKue PacTBODHTE/NH BHauaje OUHILANT HA oKcuje
AMOMUHKS W (Hau) cuaHKareae (cM. pasi. 4.1). He cnegyer ucnoJs-
30BaTh B KauecTBe OCYIIHTe/NeH MOJIeKyJsipHEe CHTa, TaK Kak B HHX
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Pue. 2.3.4/2. 3aBucumocTb KauecTBa pasiedie-
HHS CMECH OT COJlePIKaHHs B 3JII0€HTe — H-refra-
He — BOIBL:

@ — H-rentad ofe3BoxeH; 6 — wn-renrad Ha 309 Ha-
ChilleH BOAOH; 8 — H-reNTaH CHILHO HACHIUEH BO-
noii; I -— 6euzon; 2 — OGHeHUN; 3 — m-TPUDEHH;

4 — m-rerpadenns; 5 — M-neHTapeHHg '

1-§ 8
Y
0 7 z
Bpemsa ydepwcubarun, mur
600+2 § +300
W % = 5
B . 2 s
o0 A 200%
g N \ 7 ‘7 o
3 H S
8 3]
3 g
]
. 5 43 §
L 1 L i 1 Lﬂ”’-’ L T < =
7 2 3 4 J&5 10 40

Bpemsn ydepacubanus , mur Pasmeps! yacmuy , mrr
>

Pue. 2.3.4/3. 3auBHCHME)CT]3 KauecTsa pasjiesieHHs] OT pasMepoB YacTdil copbeHTa npH
BBICOKOW JMHeNHOM ckopocTd notoka ajioenta (Merck, Darmstadt):

a — auametp uactri 30 MKM; 6 — JHAMETP YACTUL 5 mkM (koaonka pazmepoMm 3 X190 mm;

copGent JIuxpocop6 Si-100; 2/110€HT — #-TenTaH; CKOPOCTb MOTOKa 2 Mn - MiE ") '

Puc. 2.3.4/4. B3auM03aBHCUMOCTD BbICOTHE KOJIOHKH, Pa3MepoOB 4acTHIl U pabouero AaB-
JCHHS (YHC/IO TeopeTHuecKMX Tapetok 3000, cKopocTh mogaud siwenta 1 cm-c™'):
I — kpuBas aasaenus; 2 — kpusafa BITT; 3 — kpuBas BLICOTH KOJOHKH (NPH AHAMeTpe 4a-

cruu 10 MKM BbICOTa KOJOHKR aonxua GblTh 20 cM, paGoyce paBaeHHe cocrasasier 180 6ap
a BATT 0,3 mu) ’
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BCErja NMPHCYTCTBYIOT MeXaHHYeckHe npumecd (fbinb), 3abuBamlUMe
KOJIOHKY. DJIIOEHTBl HEOGXOANMOH CTEeNeHH BJIAXKHOCTH TOTOBSIT CMe-
LIHBaHHEM C HacbllleHHbIMY BOAOH PacTBODHTEJISIMH.

" Pacnpedeautessras xpomaroepagus. 31ech BO3MONKHO OrPOMHOE
UMCJI0 COUYeTAHMH MOABHMKHOM M HEMOABMUXKHOH (a3 (cm. pasa. 2.1.2).
OfHAaKO BCJENCTBHE TMOJyYeHHsl CH/HKarejed, MOAU(PHUHPOBAHHBIX
pa3fioo6pa3HbiMH QYHKIHOHANbHBIME TPYNNaMH, pacnpefenuTenbias
xpomaTtorpadusi B 3HaUHTeJbHOA CTENeHH YTPAuHBaeT CBOE 3HAUEHHE.

Buibop pasmepos wacruy copbenra

B 5TOM BONpoCce PYKOBOACTBYIOTCA CJEYIOLHMH [PABHJAMH: *

yeM MeHbille pa3Mepbl YacTUIL copOeHTa, TeM Bbllle paspellieHHe
(puc. 2.3.4/3), 0AHAKO TeM Bblile U paGouee NaBjeHue (conpotyBsie-
HHe KoJioHKH) (puc. 2.3.4/4); »

yeM OJHOPOJHEE YACTHLbI, TeM Bbillleé Ka4yeCTBO YMAKOBKH KOJIOH-
KH, TeM Bbillie pa3pelleHHe. .

Hcronb3oBaHKe copbeHToB, pa3Mep 3epeH KoTopuix Mexee 10 MKM,
BeleT K yBeJMYEHHIO pabouero AaB/eHUs IPH COXPAHEHHH MOCTOSIH-
HO¥ CKOPOCTH mojaud »moeHta (cM. puc. 2.3.4/4). Ilaa eAHHHYHBIX
SKCMePHMEHTOB, a TaK)Ke IS CepHHHBIX aHAJIH30B ONTHMAaJbHbIMH
ABJSIIOTCSl MaTepHaJbl ¢ 4acTHuaMi pasmepoM 7 uin 10 MKM.

Buibop ycaosuti paszdenrenus

[locse Toro Kak ompejeeH NPHHLHMN pasjelieHus, nofo6pabl
3JI0€HT ¥ pa3Mepbl yacTHll copbeHTa, HEOOXOAMMO HaTb OTBET HA
cJIe[lyIoliHe BONPOCHL:

KaKoe paspelleHHe AO0JKHO ObITh JOCTHTHYTO,

KaKoe KOJIMYECTBO BellecTBa HeoOXO1MMO pa3jesuTh,

HaCKOJbKO Ba)KeH (PakTop BPEMEHH.

Ha npakrtske Bce nmapaMeTpbl B3aHMOCBSI3aHbl, H yCJOBHS XpoMa-
TOrpaMueckoro pasiesieHusi MOryT ObiTb ONTHMH3HPOBAHbI TOJLKO
Mo OJHOMY M3 Tpex napameTpoB. B3aumocBsi3b 3THX OCHOBHBIX na-
pamMeTpoB MOXeT ObiTb NMpEACTaBJeHa B BHIE «Mardyeckoro» Tpe-
yronbHuka (puc. 2.3:4/5).

B o6uieM cayuae npefeibHoe pa3pellleHHe OKasbiBaercsi He 00-
3aTeJbHbIM. B aHAa/JHTHKe - JOCTATOUHO YMEPEHHOTo pa3pelleHus
(R<C1, cHrHa;i camomucua He ROCTHraer 6a30BOH JIHHUH) MEXIY
nukamu (cp. pasa. 2.3). Ha puc. 2.3.4/2 npeacrasieHa Xxpomaro-
rpaMma pa3sjelleHus MOJU(EHHIOB B Pa3IHUHbIX YCIOBHAX. Ba-
PHAHT @ WLIIOCTPHPYeT HauboJlee BbICOKOE paspelleHHe. Yepes 1 muH
nocje Hayajaa 3JIOMPOBAHHS Ha rpaduke MOSIBJISIOTCA MepBbie 1Ba
MHKa, CIYCTsl HEKOTOpoe BpeMsi — OcTajibHble. [THKH y3KHe u jfocTa-
TOUHO BbicOKHe. [TpH TOCTOSAHHON YyBCTBHTEJIbHOCTH [€TEKTOPA 06beM

]'lp06bl MOXKHO YMEHbIIUTD, YTO HEeCKOJIbKO MOBLILIAET CTENEHL pa3pe- |

weHuda. boJee Toro, MOXHO BJBO€ YMEHbLIIHTDb 06beM KOJIOHKH (l'IpI/I
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Puc. 2.3.4/5. «Maruueckuii» TPRYrOJIbHHK XpOMaTOrpa-
UM — B3RHMOCBA3b NapaMerpos:

! — paspewenue; 2 — spems; J — HArpy3Ka

3TOM yMeHbllaeTcst 06beM Npo6bi U PacXOl pacTBOpHTesei), HO Xpo-
Marorpamma sce eule GyJeT NPHroJHa AMs1 KOJHYECTBEHHOH OLEHKH).
OnHako NmpH CIMUIKOM KOPOTKOH KOJOHKE Ha KAuecTBO pasjieseHHs
BCe GoJibliiee BIMsiHME GYJeT OKa3blBaTh OOIUMEl MepTBbI 06beM CH-
CTeMbl, B 0COOGEHHOCTH 06beM siueiiku JeTeKropa. :

Ontumusayus yciosuii npenaparusnozo pasdeienus

[IpeaBapuTebHO ONTHMH3HPYIOT YCAOBHS Pa3leNeHusi Ha aHAMH-
THYECKOM YpDOBHE, PacTBOPUMOCTb NPOOGHI NMpPH 3TOM JOJKHA OBITh
AOCTaTOYHO BBICOKOH. JTO yC/IOBHE, B OOLLEM-TO HeCyllecTBEHHOE
pH aHAJHTHUECKOM pasjieJieHHH, obJeryaeT mnepexoj K MpenaparHs-
HOMy paspeneHuio. Bce BapuanThl npemnapatHBHOro pasgeseHus
MOXHO CBECTH K TpeM THIOBbIM cayuasm (puc. 2.3.4/6—2.3.4/9)
no Cuainepy u Kupknauny. - ’

L. Lenesomy sewjectsy cooreercreyer ocHoBHOL NuK Ha.xpoma-
Tozpamme. B 3ToM ciyuae nepexoa OT aHAJMTHUECKOTO pa3iesieHHs
K NPENnapaTuBHOMY OCYLUIECTBISIOT B COOTBETCTBHH CO CXEMOH, mpes-
CTaBJIeHHOH Ha puc. 2.3.4/7: ‘

MPOBOAAT aHAJHTHUECKOE pasjeseHue;

NOBBILIAIOT KAYeCTBO pasjiesleHHsl 3a "CUeT YBeJNHUECHHs cesleK-
THBHOCTH;

YBEJHUHBAIOT Mpelebl HArpy3KH KOJIOHKH (BeLyT pasfeneHue 10
Hauaja NepeKpbiBaHHA COCEAHHUX ITIHKOB);

neperpyska KOJIOHKH HPHBOIMT K NPOCKOKY BEIECTBA, NPH 3TOM
KOJIOHKa TepsieT pase/siioulylo CHOCOOHOCTD.

a l b 8
l l .
Puc. 2.3.4/6. Tunossle cayuan NpEenapaTHBHOrO pa3esieHHs:
L P : .
ue.neaomy BeLLleCTBy COOTBeTCTByeT rJaBHbIM TIHK; 6 — LeJME€BbIM BELUIECTBAM COOTBET-

CTBYIOT ABa 0OA ;
y 0X0 Lg(z)aﬁsnenuemuxcs MHKa; 8 — LEJEBOMY BEUIECTBY COOTBETCTBYET HeGOMb-
MK Ha (oHe GONbIUIHX MHKOB MOGOYHBIX BeILECTH
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Puc. 2.3.4/7. Cxema mepeHoca yc/JOBHH aHANUTRYECKOTO Pa3/e]eHHs Ha Npenapartus-
o Hbifl ypOBEHb:

C C raBHOM
a — pa3jiefieHHe Ha aHAJUTHUECKOM ypoBHe (ueneaoe BEULECTBO CO}lQp)KHT.(.R B .
ﬂHKe;" 6 — ONTHMH3AUHA yCﬂOBHﬁ pasjeneHns — YBEAHYEHHE CENeKTHBHOCTH. 8 Yy
‘ HHE Tpe/leioB HATPY3KH, 2 — KOJJOHKA R[eperpyrkeHa

2. Jlsa yenesoix sewectsa naoxo pasdeastorcs. Ecan HcgepnaT-
Hbl BCe BO3MOXXHOCTH NOBbIUIEHHS qx)(aqeiraa an?é}lf;lg)H.Hﬂ, npuberaio
oHHOH XxpoMmaTtorpaduu (puc. 2.3. :
¢ pf{l;z%lzi{;ﬂ:{l: Konorms np06ypn OTJEJSIOT 1ieieBble BelllecTBa OT

i (puc. 2.3.4/8, a); )
npﬂr:;%e(ﬁeneame éeme)cma (cOOTBETCTBYIOT KpainuM 006sacTsM
IHKOB KoMrnoHeHTOB A u B) co6upaioT 0TAe/bHO; \ o6

cMech LesieBulX BellecTB A # B (COOTBETCTBYET BHYTPEHHEH 00-
JIACTH CIBOEHHBIX MHKOB) KOHLUEHTPUPYIOT H XPOMATOrpadupyioT BTO-
PHUHO, T. €. IPH NOMOLIH NepeKIoUaTensi HeMOCPeACTBEHHO Harpas-
JISIOT Ha BXOA KOJOHKH H MNPONOJXKAIT paGoTy B HENPepblBHOM
pemﬁrekonomy HAHOCAT 6OJbUIYIO NMOPLUHIO NPOGHI, 4TO npennoqm:
TeJbHEe, YeM MHOTOKDATHAsl 3arpyska KOJIOHKH H§5OJIbU.IHMHU nop_
uaMy. TTocae oTAeNeHHs COMYTCTBYIOUMX NpPUMeECEH HA MEPBOU CTa
VA TJ1aBHOM Le/bI0 SIBJISIETCS pa3jleieHde JABYX LeJeBbiX BELLEeCTB.
Pa6ounfi LMK COKPALLalOT, HAHOCH MOCAEAYIOULYKO MNOPUHIO pa3je-
JSIeMOi CMeCH, COJEepHKAalUyio leJeBble KOMIOHEHTH, OUHUIEHHbIE OT

1 a &
I | |

X

\

i\

A+B

BE-

Puc. 2.3.4/8. TlpenapaTiBHOe pa3jejieHHe ABYX MJOXO pasﬂeﬂﬁ}?muxcﬂ‘ eseBblX
lecTB PELHPKYJISLLHOHHOH XpomaTtorpaduen:

e

a — oTjgeneHHe npumeceid; 6 — NOJyyeHHe YACTH KOMIIOHEHTOB A v B B OUHHIEHHOM BHA

-
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Puc. 2.34/9. [penapatusnoe Bhiiesenne HEeGOJBIIOTO KOJNHYECTBA LEJNEBOrO Bellle-
CTBA Ha (pOHE BHICOKOrO CONEPINKAHHSA NMpHMeceil:

@ — aHAJHTHYECKOE pasjiesieHde; 6 — ONpejeseHHe [PENEJOB HATPYIKH KOJOHKH: 8 — nepe-
rPY3Ka KOJIOHKH H 0T60p HeGoJbiMX (pakuuil B 30He, COOTBETCTBYIOWEH LENeBOMY KOMMO-
HEHTY; ¢ — xpomarorpapupoBanne 06beAHHEHHBIX QPaKUKi, COASPKALIHX LENCBOE BEUECTBO

CONYTCTBYIOWHX MpHMecel y>Ke NpH MOSABJIEHHH HA BHIXOJE KOJOHKH
BTOPOro KOMMOHEHTA.

3. Llesesoe sewjectséo cocrasaser HeboabuwYI00 4acTy ucx00HOL
¢mecu Ha (oHe GOMBLIONO KOMHYECTBA COMYTCTBYIOULMX NpHMeceii
(puc. 2.3.4/9, a):

KOJIOHKY NeperpyxalT, HO He 3a CUYeT MOBbIUIEHHsI KOHUEeHTpa-
uxH BeillecTBa B npobe (puc. 2.3.4/9, 6);

B 06JIaCTH BBIXO[a LeJEBOr0o BEILECTBA /110aT COGHPAIOT B BHjE
OTAENbHBIX Gpakuuil (puc. 2.3.4/9, g); .

¢pakuuy, coxepxallye neneBoe BellecTBO, OGbEAUHSIOT H BHOBb
HAHOCAT Ha KOJOHKY (pHc. 2.3.4/9, 2), nocie 4ero pasieneHHe Be-
AeTCA KaK B NMEPBOM M3 TPeX THIOBLIX BAPHAHTOB.

Hanocumas npo6a He nosixHa 6biTbh CaAHLIKOM KOHIEHTPUPOBAH-
HoH. Kak Buano u3 puc. 2.3.4/10, fo onpefeneHnoit KOHLLeHTpauin
3((PEKTHBHOCTb KOJIOHKH OCTAETCA MOCTOSIHHOM, OAHAKO NpH AOCTHXe-
HUM TIpe/le/IbHOH KOHUEHTPAlUHH paspellieHHe pesKo najaer. Pasau-
4aioT B2 THNA Neperpy3kH KOJOHKH: 3a cyeT 6OJbLIOro o6bemMa npo-
Gbl ONTMMaJ/bHOH KOHUEHTDALHH M 33 CYET BBLICOKOK KOHLEHTpalHH
Benlectsa B npoGe. B nepsom cayuae paspemarmomas cnoco6HocTb

|
3

By |
3
Puc. 2.3.4/10. Bansinve Harpy3ku KOJIOHKH Ha ap- &
(eKTHBHOCTL pasiesieHHs (MyHKTHPOM 0603Haues ]
npenes Harpysxu) : S
E
g
3
X

Haepysra
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KOJIOHKM OCTaeTcsi Heu3MeHHOH (Ha XpoMmaTtorpamme HaGi0AAIOTCs!
KPYTble NHKH) HJIH [POHCXOAMT YUIMPEHHE MHKOB. Bo BTrOopoM cayuae
paspelueHye YMeHbLIAETCH, TaK KaK BCE KOMIIOHEHTbl Pa3MbIThl B ﬁl/l-
pokoil ob6JjacTH (NHMKM Ha XpoMarorpamMme He Haémonalm‘ca). o-
5TOMY NPEIINOYHTAIOT HAHOCHTb NPOGY ONTHMAIbHOH KOHUEHTPALKH B
GoablioM oObeMe, ueM Mpo6Yy BBICOKOH KOHUEHTpaUHH B MajoM

obbeme.

Cneyuanbroie MeTo0bL xpomaroepapuu

PeyupkyaayUuosnas xpomaroepagus. 10T BAPHAHT NPHMEHAIOT
B caydae KpaHHe HH3KOTO pa3pelleHusi LleJeBbIX BelecTs (cm.
puc. 2.3.4/8, a). Cxema yCTaHOBKH /sl PEUUPKYJISLHOHHOH XpoMma-
Torpaduu npuBeleHa Ha puc. 2.3.4/11.

BHauaJie LeneBble KOMNOHeHTH A U B oTiensiioT OT conyTCTBYIO-
mux npumeceil (cm. puc. 2.3.4/8, a). [lpu sTom mepexnodaresu Vlllg
Vs ycTaHOBJIEHBl B COOTBETCTBHH CO CTPE/IKAMH HA PUCYHKE, a Ha30c2
nofaeTr Ha KOJMOHKY 3JIOeHT M3 pesepByapa L (puc. 2.3.4/11,6, 1, 2).
®pakuuy, cofepKallHe lejeBble BEIECTBA, 0GbEAWHAIOT, KOHLEHT-
PUPYIOT ¥ BHOBb HAHOCSIT Ha KOJIOHKY.

Kak TosbKO lieJieBoe BeIeCTBO HauHHaeT NOCTynaTb B KIOBETY
JeTektopa D, uTO perucTpupyer camolucell, qublpexxom%BBoZ i({)agl
V5 HepekIioyaioT, Halpas/Isisi 310aT Ha BXO KOJIOHKH (puc. 2.3. /11,6,
3). Ilpu TakoM [MOJIOXKEHHH KpaHa XpoMaTorpaduio nponon4m?§9T
O JOCTHKEeHHs] YIOBJETBOPHTEJBHOrO paspeulenus (puc. 2.3.4/12).

Puc. 2.3.4/11. PeunpkyasiioHHasi XxpoMmarorpadus:

a — ofuiasi cxeMa yCTAHOBKH AJ5 PeilldpKYJISAIHOHHOHR xpomaTorpaqymf;Qé; cx(;xg“n%;;ea;(:“g

YeHHS YCTAHOBKH B Xofie npouecca; [ — nogaua obpasua B Konou'}()}s E ‘:)c- % pyl ne;

3 — peunpxyasuusi; L — pesepsyap; S — kononka; D — perekrop; P — nacoc; V, 2
nepexJjiouaTesd NOTOKOB
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Konuvecmbo qurnob

Puc. 2.3.4/12. INpenaparusHoe pasgenenue ABYX BEUIECTB NPH [OMOIIH PeLHPKYJIS-
LHOHHON XxpomaTtorpaduu (yAOBJETBOPHTENbHOE paspelleHHe JOCTHTaeTcsl Jdllb Ha
NATOM LHKJeE) :

KpaH ycTanasiHBaloT B MepBOHAYAJIbHOE MOJOKEHHE H 10T CO-
GupaioTt no ppakuuam (cM. puc. 2.3.4/11, 6, 4).

Ha npomexyTounbix umuKaax 4ucToe weseBoe BelecTBO (cooT-
BETCTBYeT KpaHHHM 06J1aCTIM CABOEHHOrO MHKA) HaNpaB/siOT Ha
KOJJIEKTOP, a VISl TOC/EAYIOIIEro pasfiefieHus HCHOAb3YIOT JHLIb
NPOMEXYTOUHblE (pakiiH cO cmechlo BewecTs A u B. Takoll npuem
Ha3bIBAETCS PEUHPKYJIAUHOHHOH xpomartorpadueit ¢ or6opom.

K ycranoBkam misi peuupKyasiLHOHHOM Xpomartorpapuu npeab-
SIBJSIIOTCA CleLHaJ/bHble TPeOOBAHHA: \

Hacoc fo/KeH ObiTb HeGoablIOro pabouero o6bema (B KJAACCH-
YECKOH KHIKOCTHOH XpoMartorpapuu 3T0 OGBIYHO [IepHCTAbTHYE-
CKHii HACcOC), YTO MNPENATCTBYET HeKeJNaTeJbHOMY PA3MbIBAHHIO
IIHKOB;

siuefika [1eTeKTopa JO0JIXKHa BbLIEPKHBATL paGouee jgaBieHHe (u
BBICOKOE A1aB/ieHne npu BIXKX) n umerh MHHHMabHBIA 06beM; B npe-
NapaTHBHOA XPOMATorpauu LOCTATOYHO UMEThb KIOBETY HeGOJIbLIO
TOJILIMHEL, TaK KaK 0ObIYHO paBoTalOT ¢ PACTBOPAMH Lie/1eBbIX BEIIECTB
JOCTATOYHO BBICOKHX KOHLEHTpaUMii; ‘

KeqaTeNbHO MpHMEHEHHe DPa3HooOpa3HbIX CPENCTB aBTOMATH3a-
LMK (Hanpumep, MOPOroOBOro NepekYaTesis).

B 3akqiouenne caesyer ykasaTbh Ha caeayiouie npeumylecTBa
PELHPKYASIUHOHHOA XpoMaTorpaduu:

MpH paboTe Ha HECKOJIbKHX KOPOTKHX KOJOHKAX J0CTHraeTcs
GOJbIIOE YHCIO TEOPETHYECKHX TapeJloK; KpOMe TOro, 6oJee KOpOTKHe
KOJIOHKH [POILle YyNAaKOBAaTb MO CPABHEHHIO C AJHHHBIMH;

Ha KOPOTKHMX KOJIOHKaX MOXKHO paGoraTh npH HeGo.biliom pabo-
YyeM JlaBJIEHHH; ’

NpH pEUHKJe HCMOJAb3YeTCsl MeHble COPGEeHTa, UYTO 3IKOHOMHT
CpeAcTBa NP NMPUMEHEHHH AOPOrOCTOSILLUX COPOGEHTOB.

Kackadnas xpomaroepagus. Haumnyuwee paspeluerue Bo3MO-
HO TOJIbKO MpPH 3JIOHPOBAHHK B H30KDAaTHUECKOM pexkume. OHAKO |
€CJIH B aHAJH3HPYEMOH CMeCH MPHCYTCTBYIOT BEUIECTBA C CHJIbHO
pas/iualolaMucs KO3 HUMeHTaMl eMKOCTH k’, pa3fie/leHHe B H30-
KPAaTHYECKOM DeXXHMe JIMIIEHO CMbICaa (H3-332 GOJbLIOH NPOLOJIKH-
TEJIBHOCTH NpOLecca U Ype3MepHOro pacxoia 3/eHTa). B aTom cay-
uae 1enecoo6pa3HO NMPOBOAUTb pas3lelNeHHe B TIpajHeHTe COCTABa
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Puc. 2.3.4/13. Cxema KackaiHO# XpomaTOTpagHu:

@ — BBOJ CMECH TPEX KOMIOREHTOB (/IBa C HM3KHMH R’ H OJLHO C BBICOKHM k’) Ha KOJOHKY S'f

6 — nepeMelleHHe KOMIOHEHTOB ¢ HU3KHMH k' Ha koaonky S; A5 60Jee NOJHOrO panJ:eneHuﬂ,

8 — pa3iesieHHe BEIIEeCTB HA KOJOHKE Sp; ¢ — MNepex/ouenHe kpaHa V ¥ HanpasJieHde noToxa

KOMIIOHEHTAa C BbLICOKHM k’ HENOCPEACTBEHHO B feTextop [; 0 — PErucTpauds MoCaeAHero
KOMIIOHEHTa

pactsopuTessi. [Ipo6aeMy BOCIPOM3BOAUMOCTH Pe3Y/IbTATOB PELIAIOT

IpH MOMOLIM OCTPOYMHOIO TNpHEMa fepeKJIodenusi KOJOHOK. s
pasjieseHus UCIOJNb3YIOT ABE WM GoJjee KOJOHOK, COEAMHEHHBIX To-
caegoBaTenbHo. Ha JUIHHHBIX KOJIOHKaX BeLLECTBA C BBICOKMM R
(k' >10) smoupylotcsi ¢ 60/bLWIOH 3afep:KKofl (LUHPOKHE H HH3KHE
MHKH), 4TO BeJleT K GOJIbLIAM OlIKMGKaM IIPH KOJTMIECTBEHHOM aHaNH3E.
CoeyHeHHe HECKOJIbKHX KOPOTKHX KOJIOHOK C NIOMOUIbIO TPEXXOAOBBIX
KDaHOB TMO3BOJISIET JIETKO H3MEHSATh 001LyI0 LJIHHY KOJIOHKH B rpouec-
ce xpomartorpadun (puc. 2.3.4/13), B pesyJbTare Hero CyuleCTBeH-
HO COKpallaeTcsi MPOAOJIKHTENbHOCTh aHaNU3a MpPH COXpaHEHHH BO3-
MOKHOCTH OOHAPYKEHHUSI CHIbHO YAEPKHBAEMbIX HA KOJIOHKE BELLECTB.

O6aacTb npHMeHeHust

PeuupkyJ/isildOHHAsl XpOMaTorpadusi nNpUMEHseTCs:
" IpH 3aTpyAHeHHAX B C/Iyuae MPenapaTHBHOrO pasieeHHd;
MpPU CHHTe3e MPHPONHBIX COEJMHEHHH, KOrjia CHHTe3 IPHBOAUT K
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00pa30BaHHIO CMECH CTEPEOH30MEPOB HJIH AHACTEPEOMEPOB ¢ 6JiH3-
KHMH XpOMaTtorpauuyeckKuMu CBOHCTBAMY,

NpH BbifleJIeHHH GHONOJHMEPOB C GAU3KHMH MOJIEKYJISIPHBIMH Mac-
CcaMH METOJOM reJsib-XpOMaTorpadus.

MeToa nepek/IoYeHHs] KOJOHOK MPHMEHSIETCS C HeJbio mpenapa-
THBHOTO BbIIEJIEHHS LEIEeBbIX BEILECTB H3 CJIOMKHBIX NMPHPOAHBIX HJIH
CHHTETHYECKHX Npenaparos.

BUBJIMOTPA®HUYECKHUHA CITHCOK

R. E. Kaiser, E. Oelrich, Optimization in HPLC, Huthig, Heidelberg 1981
L. R. Snyder, J. J. Kirkland, Introduction to Modern Liquid Chromatography,
Wiley, New York 1974

2.3.5. HCTOYHHKH OUWIMBOK

OwHO6KH CO CTOPOHBI ONEPaTOpa NMPH HCHONB30OBAHHH XHIKOCTHOH
xpomarorpaduu Bo3MOXKHb GYKBaJIbHO Ha Bcex 3Tanax pabortn. He-
06X0HMO 3HaTb HanboJlee THNHYHBIE OIMGKH, HX IIPUUYHHDL H CIOCOGHI
YCTPAHEHHS.

Ywupenue nuxos. IIpHyHHb: nJ0Xasi ynakoBKa KOJOHKH, CJIMLI-
KOM BbICOKAs CKOPOCTb 3JIIOHPOBAaHHA.

upokue, cunrvno acummerpuynsie nuku. TIpUUHHBI: KOJOHKa
neperpyeHa H3-3a BbICOKOH KOHUEHTPalUHH BeulecTBa B npobe, BHI-
COKOE COMPOTUBJACHHE B COEJHHHTEJbHBIX [LIaHraX HIAH B KIOBETE fe-
TekTopa, 60/bLIOH MepTBLIi 06beM B BepXHeH YacTH KOJOHKH H3-3a
YIIOTHUBILETOCs CJIosl refsi (B KauyecTBe BPEMEHHOH Mepbl PeKOMeH-
AyeTcs 3aNOJHHTL NPOCTPAHCTBO HaJ reJieM CTEKJISHHBIMH LIapHKa-
MH), HENpaBHJbHBEIA BLIGOD 3JI0€HTA — HAJ/IHYHE B 3JI0EHTE KHCJOT,
Henpasu/bHbIH BbIOOD 3HaueHusi pH.

danromnsie nuky UIH HEOXKHIAHHO BHICOKHH YypoBeHb 6a30BOH
auHud. [IpuunHbL: BRIGPOC NY3BIPHKOB ra3a B KioBeTe Jerektopa (pe-
KOMEH/YEeTCsl YCTaHOBHTb KalUJJISIPH NOC/ie AeTeKTOPa MY NPOBECTH
JAeas3palHIO 3JI0€HTA); IPHMECH B 3JIIO€HTe NpU FPAJHEHTHOM 3JO0H-
pOBaHHH, KOTODbie BHauaJe COPOUPYIOTCS Ha KOJOHKE, a NPH omnpee-
JIEHHOH MOJIAPDHOCTH HJIM HOHHOH CHJIE 3JHOMPYIOTCSl (pPEKOMEHAyeTCst
HCNOJb30BaTh OYHLLEHHbIe PACTBOPHUTEIH).

Apeiip 6a3osoli aunuu. TIpuunHb: MeaneHHOE BbIMbIBAHHE H3
AETEKTOpa Ny3blPbKOB BO3AyXa; NPH BLICOKOH YYBCTBHTEJIbHOCTH Je-
TEKTOPa H CMEHe 3JII0€HTa — OCTATKH MpelblAyLero pacTBOPHUTENs,
YIAEPXKHBAEMOTO KOJIOHKOH, TeMmmepaTypHble KoJieGaHHs B JeTeKTope
HJY HeCTaGHMJIbHOCTL PaGoThl JaMNbl [ETEKTOpPA BCJAENCTBHE HELO-
CTATOYHOTO BPEMEHH OTMKHra JaMIbl.

[Troxan socnpou3sodumocts. TlpuuuHB: HeyoOBJETBOPUTE/NbHOE
KauecTBO copbeHTa HWJIH 3J10€HTa (PeKOMeHIYyeTcs TLLaTeNbHO MPUIo-
TOBUTb AOCTATOYHBIA 3anac 3JI0eHTa).

Huskas wyscrsuressnocto derekropa. TIpHUMHBL 3JI0HT TOIO-
maer B Y®-06sacTu CleKTPa, OKOIIKO KIOBETHl 3arPsi3HEHO OTJIOXKe-
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HUSIMH MeJKHMX UYacTHL copbeHTa B Cjyuae CBEXeNpUroToBJIEHHOH
KOJIOHKH.

Hacoc ne nodaer 34t0eHT 8 KoAOHKY. [IpuunHbl: Ha/JlHUHE BO3AyXa
B KJanaHax Hacoca (peKoMeHIyeTcsi BblaBUTh ITy3bIPbKH BO3/yXa IpH
MOMOLIK FHAPABJHYECKOTO HMIY/bCa, MO1aBAEMOro MOPIIHEM HACO-
ca, BO3AYX M3 JIHHMH BBICOKOTO AaBJieHHsl yAaJHMTb UIMpHieM), GJo-
KHPOBKA KpaHa-llepek/ioyaresisi, HapHMep H3-3a HaJU4Usl KPHCTa-
JMUECKOTO OcajKa (peKoMeHIyeTcsi PacTBOPHTb KiHCTAMIHYECKHE
OTJIOXKEHHsI B KpaHe), 6JIOKMPOBKA KaNMJJIAPHBIX COt - 1HEHHH (peko-
MeHJIyeTcsl NIPOBEPHTH JHHHIO MOAAYH 3/I0eHTa).

Her npoToKka 3A10eHTQ Hepe3 KOAOHKY UAU CAUULKOM BbICOKOE CO-
nporusaenue. TIpHUHHBL MOPUCTHIA (QHUJBTP KOJOHKH 3aCOPEH Mexa-
HMUYECKUMH NPHMECSIMH W3 3J1I0EHTa HJIH PacTBopa npoGhl (peKomeH-
ayeTcsi paGoTaTh TOJLKO NPH HAJHYHH (HJBTPYIOILErO 3/eMeHTa Ha
Hacoce, 0653aTe/bHO (PUALTPOBATL HJH LEHTPUPYTHPOBATH NMPOOY, B
HeOGXOMMMBIX CJayuasix BCTPaHBaTb B CHCTEMY HeGOJIbILYIO MPEAKO-
JIOHKY H CBOEBDEMEHHO €€ 3aMEHsiTb), KPHCTaJIMYECKHE OTJIOKEHHS
B KOJIOHKE M3-33 BBICOKOH KOHLEHTpAalliH MartepHana B MpoGe HJH
HeTpaBUJABLHOrO TOPSAKA CMEHbl 3/I0EHTOB, HaNpHMep MOC/AEL0Ba-
TeJbHOCTb COJIeBOH Oygep — OpPraHHUeCKHd pacTBOPHTEIb BMECTO
MOC/Ae10BATENLHOCTH COJeBoH Oydep — BOAa — MeTaHoJ — OpraHu-
UeCKHil pacTBOPHUTEb.

2.4. fASOBAﬂ XPOMATOTPA®HA

lazosas xpomarorpadpusa ([X) — mMeTox pasje/neHHs JETydHX.
BellecTB: ra3oB (MPU HOPMaJbHOH TeMreparype) HJHM 1apoB (mpH
noBbieHHOA Temuepatype). B xauectse HemoiBuxHOH ¢dasbl B I'X
HCTIOMIB3YIOT TBEep/Able MATepHalibl (HacaaouHble HIH HAOHBHbIE KOJIOH-
KM), TBEpJible MaTepHabl, MOKPBITbIE CJIOEM XKUAKOCTH, HJIH XKE KalinI-
JISIPbl C HAHECEHHBIM HA BHYTPEHHIOK MOBEPXHOCTb CJOEM YKHIKOCTH
(KanunspHbie KOMOHKH). B KauecTBe MOABHXKHOM (a3bl HCMOJB3YIOT
ra3-HOCHTEJb, TIEPEHOCAIHI pasfiessieMbie BEILeCTBA Yepe3 KONOHKY.
Paspe/ieHHe analM3HPyeMOl cMecH OCYLIEeCTBJIsSIETCS 3@ CUeT Pa3Juy-
HOFO BpeMeHH yIepKHBAHHsI BELIECTB B HEMOJABHXKHOH (ase.

OcobenHocTH meToaa

Mexay *XUAKOCTHOH H rasoBod xpomarorpagueil He CylLeCTByeT
NPHHUKMNHANBHON pasHulibl, Ans ['X cOXpaHsATCA 3aBHCHMOCTH, MPH-
Befennble B pasd. 2.3. ['X oTinuaeTcs JHillb CBOHCTBAMH MOJBHAKHON
(pasbl: BLICOKOH CKOPOCTBIO AWM (Y3HH ra3a-HOCHTENs H €r0 CBOHCTBOM
cxumaTbest. Ha puc. 2.3/2 npeBeaeHo ynpouleHHoe ypasHeHde Bah-
JleemTepa AJ/isi ONHCAHHS BHICOTbI TEOPETHUECKOH TapesiKH, COXpaHsiio-
ee cBOe 3HAYeHWe W B ras’oBOH XpoMaTorpaguu:

H=A}B/U+CU,

rae H — BbicoTa, SKBHBaJIEHTHas TeopeTHYecKo# Tapeske; U — JHHeliHast CKOpOCTb
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ra3a-HOCHTENA B KOJOHKe; A — ujlen, y4HTHIBAWOLWKA TypOysenTHyl Anpdyauio;
B — usien, yunThIBAOIHKA NPOJObHYIO Auddy3u0; C — wieH, yYuTHIBAIILME Macco-
nepegauy.

Cnaraemoe A yuuTbiBaeT TypGyJeHTHYIO Auddy3HI0, BOZHHKAIO-
HIYIO 33 CYET MHOrOOGPA3Hs MyTei, 10 KOTOPBIM MOJEKYJIbl pasesse-
MBIX BelLIeCTB NMPOXOAAT MeXAy 4yacTHUamu copbenra. [Ipu pacuere
KaNUJIISIPHBIX KOJIOHOK, TJIe YAepKHBaHHe POUCXOHT TOJNbKO B IIJIeH-
K€ XKHJKOCTH Ha CTE€HKe KOJIOHKH, ITHM cjlaraeMbiM npeHe6peralor.
Cnaraemoe B/U B I'X npuoGperaer cylecTBeHHO GOMbLUIKHEA Bec 1o
cpaBHenHio ¢ XKX. ITosoxxenne MuHUMyma Ha rpaduke Ban-[eemre-
pa, a cJel0BaTeNbHO, MaKcHMaJbHas pazjaensiionlas cnoco6HOCTDb
KOJIOHKH B I'X 3aBHCAT OT C/eyIOLIHX NMapaMeTpoB: KOJIHYECTBA He-
MOABUKHOW (a3bl (KadecTBO YMaKOBKH, TOJILIHHA CJ0s); pasmepa
YaCTHIL WAM AHANIA30HA pa3MepOB UYaCTHIL MaTepHasa-HOCHTEst; pas-
MEDOB KOJIOHKH; BAAI3KOCTH Ia3a-HOCHTES (4 CJef0BaTENbHO, H TEMITE-
paTypbl KOJIOHKH).

B 3aBucumocTH ot cocrosinusi ¢as pasauuaior [AX (rasorsepio-
(basuyio niu rasoaiacopbunonnyio xpoMmatorpacuio) u [DKX (raso-
XHAKOCTHYIO /M pacnpefenuTe/bHylo xpomatorpaguio). Tun Henox-
BHKHOH (Da3sbl, MEXaHH3M pa3/ieJeHus] U BO3MOXKHOCTH OB0OHX METOLOB
conocrapJenbl B Taba. 2.4/1. [lpy KosHuecTBEHHOH OLEHKE pe3yJib-
TaToB pasaesenusa Meronom I'X (cm. pasa. 2.4.1) Gosbluoe 3HaueHHe
umeer ¢opma nuka. CHMMETPHUHOCTb MHKA 3aBHCHT OT DPacTBOPH-
MOCTH aHa/JM3HPYyeMbIX BeIIeCTB B KHIAKOH (HernoABH:KHOH) ¢a3e.
B cBoio ouepellb pacTBOPHMOCTb OIpPE/IE/seTCs 3aBHCHMOCTBIO JaBJie-
HUSI TIAPOB PACTBOPEHHOTO BELIECTBA OT ero KOHHUEHTPAlHH B XUAKOH
¢base. Ilpn nocrosHHON TemmepaType 3Ta 3aBHCHMOCTb MNPeACTaBJe-
Ha B BuAe H30TepMbl (puc. 2.4/1). Eciu namnenue mapa BellecTsa,
pacTBOPEHHOTO B XKHKOI (pase, pacTeT ¢ NOBbIIEHHEM TEMIEPATYPbI
JIMHEHHO, HMeeM JIMHeHHylo u3otepmy (puc. 2.4/1, a). B 3ToM cayuae
Ha rpaduKe JIOHPOBAHUA T0JYUAIOT CHMMETpHUHbIA MHK. [THK 06blu-
HO CHMMETpPHUYEH, €CJIH pasjessieMble BELIeCTBA M KUAKOCTH, HpHMe-
HsleMble B KauyecTBE HENOABHIKHOH ha3bl, TPHHALIENKAT K OAHOMY
Kjaccy (npumep MieatbHOH cMellnBaeMocTH ). OTKJIOHEeHHS OT cayuasi
HI€aJbHOA CMELIHBAEMOCTH MPUBOIAT K HCKPHUBJIEHUIO H30TEPMbI H
06pa30BaHHIO HECHMMETPHYHLIX MUKOB (puc. 2.4/1, 6, 8) ¢ pa3MbiTOH
Bocxoisiiuelt («(pPOHT») WIH HUCXOHsIel («XBOCT») BETBBIO. DTOT

Tabauya 2.4/1. Bapuanrer 2a30800l xpomaroepapuu

Hazsauue meroaa Henoasuxiaa ¢dasa UpuHuun O6aactb npumencins
pasaeqaenuns MeTOo/la
lazoancop6unonunas AncopGenr Ancop6buust  AHasu3 rasoB H napos
xpomarorpadus (IF'AX) AHIKOCTEH
lasoxupkoctHas (pac-  JKuakasi ¢asa, wane- Pacnpese-  AHaju3 rasos u napos
npefenuTesbHasi) XpO- CCHHAN Ha WHEPTHLIH JeHue KHIKOCTEH; MeTopHue-
matorpadua (I KX) MarepHaa-HOCHTEb CKHE BO3MONHOCTH Bbi-

we, vem aiasa FAX
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Puc. 2.4/1. Bausinne GopMel u30TEPMbl PACTIpE/ICICHHS Ha $opmy nHKa:

a — n30TepMa auHeHHas,
8 — u30TepMa BOTHYyTas,

NHK CHMMeTpHUeH; 6 — H30Tepma
nHK umeeT «dpout» [Schomburg

BBINYKJAAS, MHK HMEET «XBOCT»]
G., Gaschromatographie, Ver-

lag Chemie, Weiheim 1977, Abb. 4, p. 9]

~——— YBenuvenue pacmbopumocmu

wormonetmol crecu 8
HenodBuxcHod pase

~—— Ymenswenue dabnenus napod

Komnorenmol crecu

Mawcurym
nuna

12

Cuernan demenmopa

t
|
1
}
!
|
¥

ffyﬂ-? fa

w Kowey h’a:aum

nuxa

Puc. 2.4/2. Xpomarorpamma, nojlyyeHHast B H30TEPMHUYECKHX YC/IOBHSX:

A — MOMeHT BBOAa npolul; 5 — IHK Heco
HECOpPOHPYEMOFO KOMMOHEHTa; fyat, fyno,

pOHpPYEMOr0 KOMTIOHEHTA; fo — BPEMA YAEPXKUBAHHSA
tyn3 — BPEMS YAEPKHBAHHH KOMMOHEHTOB 1, 2, 3,

© — WMPHHA UHKA (PACCTOSIHHE MMy TOUKAMM MEPECedCHHs ABYX KacaTeabHbix n]u9n7u7n
¢ uyaesoi anuuuei) [Schomburg G., Gaschromatographie, Verlag Chemie, Weinheim R

Abb. 6, p. 13]

3QheKT CTAHOBUTCS OCOGEHHO 3aMeTHbIM IPH YBEJHUYEHHH HArpy3KH
Ha KOJIOHKY.

Bpemsi ynepXHBaHHA 3aBHCHT OT BePOSITHOCTH MONAAAHHS MoJe-
KyJI BelllecTBa B MOABHXKHYIO ¢a3y. [Ipu 3T0M KOMIOHEHTBI C BLICOKHM
AaB/ieHHeM MapoB M COOTBETCTBEHHO HH3KOH PACTBOPHMOCTbIO B He-
NOABHXKHOH (paze yjepxuBawores crnabee. Hanpotus, BeutecTsa ¢ HH3-
KHM JaBJeHHEM Iapa H BbICOKOH PacTBOPHMOCTBIO 3JIOHPYIOTCS
np3jHee. .

Ha puc. 2.4/2 npuBenena xpomarorpamma, nosyuyeHHasi mpH mno-
CTOSIHHOM TeMINepaType, Ha IpHMepe KOTOPOH [EeMOHCTPHPYIOTCS
OCHOBHbl€ MOHATHA ra3oBoll xpomartorpacuu. Ecau B npouecce pas-
AeJIEHUs] TeMIepaTypy MOBHILIAIOT, TO TOBOPAT O ra30BOH XpOMATO-
rpaduyu npu nporpammupyemoii temnepatype. OCHOBHBIC BeJHUHHBL,

KOTOpbIMH onepupyioT B I'X, npuBenennl B taba. 2.3/2 (nociensuit
ctoJbel cnpaBa).

Mopaasok paborst. O6nacTb npuMeHerns.

BHUBJ/TMOTPA®PUYECKHI CITMCOK — cm. pasa. 2.4.1 u 2.4.2.

2.4.1. AHAJIUTHYECKAS TA30BASl XPOMATOTPA®HSI

MpuGopbrl H MaTepHain

B KOHCTPYKTHBHOM OTHOLIEHHH npuGOps A5 ['X npoiue no cpas-
HeHHIo ¢ npubopamu aast BO)KX xorst 66 notomy, 4TO BMECTO A0pPOro-
CTOSILIEro Hacoca BhICOKOTO AaBJeHust B ['X npUMeHSIIOT 06pIuHbIH Gas-

JOH ¢ ras3oMm-HocuteseMm. Cxema npubopa aast ['X npusemeHa Ha
puc. 2.4.1/1.

Koaornku

B I'X npumensior Tpu THna KOJMOHOK (puc. 2.4.1/2).
Hacadounete roaomuxu (puc. 2.4.1/2, a). HsrotoBaeHsl u3 cre-
KJISIHHBIX WJIH MeTa/lJIHuecKuXx TpyOok (Hepxkasewowwas cranas) U-o06-

Puc. 2.4.1/1. Cxema raso-
BOro xpomarorpada:

I — 6annoH ¢ rasoM-HOcHTe-
Jaem; 2 -~ UroNb4aThll BEHTHb
6aanona; 3 — perysAtop no- . 4
TOKa rasa-Hocurenss (apoc-
cenb); 4 — no3upyollee ycr-
poficto (610K BBOAA NIPO6HI) ;
5 — konoHKa; 6 — TepmocTar;
7 — poTaMeTtp; 8 — AETEeKTOp
(M1aMeHHO-HONH3ALHOHHBIH ) ;
9w 10 — cucrema aJs nogauu
rasoB B AETEKTOD (BOAOpON H
BO3AyXx B cayuae ITHU][);
11 — 371eKTpOHHBIA 60K 06-
paGoTku curuana (uHTerpa- 6
TOp); 12 — camonuceu
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Puc. 2.4.1/2. Tunbl KOJOHOK:
a — Hacago4nasi KOJOHK4, 6 — TOHKOCJAOHHAR KAMHAJIAPHAR
konorka (SCOT-xonouKa); 8 — KjaaccHueckas Kanuaasp
Haa KOJIOHKAa
8

pasHOH (OpMbl HJH CNHPaNeBHUAHbIX. Meranandeckie KOJNOHKH Go-
Jlee YCTORUMBbL K MEXaHWUECKHM BO3EHCTBUSIM, OIHAKO Ha NOBEPX-
HOCTH MeTaJjia BO3MOXHO MpOTeKaHHe KaTaJMTHUECKHX DPEeaKUHH.
Crek/siHHblE KOJOHKH 00/1aJaloT HexeJaTe/bHbIMH a,1COpOILHOHHBIMH
5¢pdeKTamMy, OJHAKO HX MOXKHO YMEHbIUHTH NMpU NMOMOLIH crneyyalb-
HOH 00pabGoOTKH KOJIOHOK (cunauusuposanme). Hacanounble KOJIOH-
KH XapakTepH3yloTcsi G0JbLION MOBEPXHOCTHIO H BBICOKOH pa3aesiio-
leli cnocobHOCTbIo. OHAKO STH KOJOHKH 06iajaior 6OJIbUIHM CO-
NPOTHBJEHHEM, UTO BeleT K GOPMHPOBAHHIO HEPABHOMEPHOTO NnoTOKa
rasa (Bc/leACTBHE TOTO YTO ra3 XOpollo cxumaem). CorjacHo ypas-
weHuio Bau-JleemTepa, CyllecTBYeT ONTHMajbHOE 3HAueHHE NOTOKA
rasa-HocuTeJsi, IpH KoTopom 3nauenue BOTT MHHHMABHO. Yem AJuH-
Hee KOJIOHKAa, TeM JaJbille OT ONTHMaJbHOTO 3HaueHHE CKOPOCTH
[IOTOKA rasa-HocuTess. XOTs TeopeTHUeCKH YHCJIO0 Tapesok pacter
JMHEHHO C yBeJMYeHHeM JUIMHbL KOJIOHKH, Ha NPAKTHKE NpenmyLie-
CTBO JUIMHHBIX KOJIOHOK CBOAMTCS «HA HET» H3-3a yBEeJHYCHHS COMpO-
rupnenusi. Hanbosee pacnpocTpaHeHbl HacaliouHble KOJIOHKH JJTHHOH
0,5— 10 M npu BHyTpeHHeM axamerpe 1—5 MM.

Tonkocaoinbte Kanuaraphvie koaonku (puc. 2.4.1/2,6). Cokpa-
wenHo ux naspiBawtT SCOT-kosmoHku (support coated open tubular
column). OHH 3aHAMAIOT MPOMEKYTOUHOE MECTO MeX(1y Hacalo4Hbl-
MH M KaldINsiPHBIMU KOJIOHKAMH. BHYTpeHHsl NOBEPXHOCTH KOJIOHOK
TIOKPbITA TOHKHM CJIOEM MEJKOJHUCIEPCHOrO copbeHTa, MPONUTAH-
HOTO XHAKOH (pa3oil. Bo3moxHas HArpy3Ka Ha 3THX KOJIOHKAX BbILIE,
yeM Ha KaNW/JISPHbIX, OJHAKO UHCJO TEOPETHUECKHX TAPEJOK B pac-
yeTe Ha | M JJIMHB KOJOHKH HEBEJIHKO.

[lo uMcay TapenoK KOJIOHKM 3TOTO THMa NPEBOCXOAAT HACaL0H-
Hble KOJIOHKH, TAaK Kak 06/1afaloT MeHbLHM CONMPOTUBJICHHEM. Kounon-
K#t uMeioT adauHy 1o 200 M, BHYTpeHHHH AMameTp coCTaB/ser 0,3—
0,5 MmM. ) '

Kanuansprole KOAOHKU U3 CTeKAQ UAU Hepacaserowetl cTaau
(puc. 2.4.1/2, 8). Ilpn paBHOR ¢ HacalO4HBIMH KOJOHKaMH JaJuHe
06/1aaI10T CylLECTBEHHO MEHbUIUM CONMPOTHBJCHHEM. KoJ/ioHKH HMEIOT
aauny go 200 M nmpd BHYTDEHHEM QuHaMeTpe 0,3—0,5 mM. KoJsonku
BCJIeCTBHE JOCTATOUHOH AJHHBL MMET GoJsblioe YHCI0 TEOpeTHHE-
CKHMX TapeJioK, OAHAKO [JIsl HHX XapaKTepHa HH3Kas Harpyska. Bsoa
npo6bl HEGOJBUIOro 06beMa OCYILECTBSIIOT NPH MOMOLLH ycTpoicTBa
BBOJA MPOGH ¢ JAeNHTeNeM IoToka. [leTekTHpoBaHue OCYLLECTBJAT
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Hgld MMOMOILUH YYBCTBHTEJbHOIO JdeTekTopa ¢ HeOOJAbLIHM MEpPTBhIM
00’ bEMOM (ﬂJlaMeHHO-HOHHL’»aU.HOHHblf;I )le’l‘eKTOp).

Ycrpoiicrea e8oda npobet

Crnoco6 BBoj1a NPoGBl 3aBHCUT OT BUAA MPOOKl (KHAKAS HIAH raso-
a6pa3Hasi) U THNa KOJIOHKH (HacalouHas WM Kallu/JIspHas).
ITpoGy BBOAAT winpuyem npu pasjiejeHHH KHAKOCTeH B Hacamo4d-
HbIX KOJIOHKax (puc. 2.4.1/3). Hraolt mnpuna npokansisaot mem6pa-
Hg’ (Npo6Ky H3 CHJIMKOHOBOH pe3uHbl) ¥ BBOAAT npo6y. [ToTrokom
ra3a-Hocuressi 1po6a YHOCHTCHA HENOCPeICTBEHHO B KOJIOHKY.
[Ipo6y BBORAT npu noMolu Odeaureis noroka (puc. 2,4.1/4)
npu paGoTe Ha KanUJIAPHBIX KoJodkaX. Llnpuuem uepes Men‘46.paﬂy
npoGy BBOAAT B KaHaJ Hcnapenus npo6ul. [Tocae ucnapenus npo6a
gg:éasnnewa rasom-HocutesieM. bosiblasi yacTb rasoBoil cmecH ue-
WroJlb4aThlil BEHTHJIL HaTlpa
D paBJasieTca Ha c6poc, MeHblUast 4acTb —
[Ipo6y BBOAAT NpH MOMOIUHK Q03upyrouieii neTau pU aBTOMaTH3H-
POBaHHOM aHaJH3e rasoBbiX cMmeceil. B saBucumocTu or BHIa 103H-
PYIOLLEro YCTPOHCTBA MET/II0 BHAUalle BAKYYMHPYIOT, a 3aTeM 3allof-
HSIOT NIpOGOH rasa B mpolecce MPOMBIBKH HJIH nocJe Hee.

Membpara
h KosoHk
0HKO Membdpana
Heonsyameid
ras- Benmuns

Earry

HOCUMENS

fas~
G % HOCUMENL

l_fLTJ'_f:I

Puc. 0244‘1/3. Kosionka ¢
YCTPOHCTBOM BBOAZ 1poGhI Kanunnspras
KonOHKA

Puc. 2.4.1/4. Kanunasprasi KOJIOHKA ¢ Ae/HTeNeM MOTOKA
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HerexTopol

Ha npakTuke HauGoJee LIMPOKOE NMPHMEHEHHE MOMyHHJIH JETEK-
X THHOB.

Topl;;/il(fzeuuo—uonusauuoHubui derexrop (MTH ). Cxema JleTeKTOpéf
npeacTasiena Ha puc. 2.4.1/5. Ha BbIxo/e KOJIOHKH IOTOK rasa-nocnh
Tessi CMELIMBAeTCsl ¢ BOLOPOAOM H BO3AYXOM, [OC/e 4ero CMeCb CXH
raeTcsl B IJIaMEHH TOpesikH jAeTektopa. [losiBieHHe B MJaMeHH 3aps-
JKEHHBIX YaCTHIL BeJeT K BO3HHKHOBEHHIO HOHHOIO TOKa, BeJIPI'-ll/IHHa-
KoToporo perrcrpupyercsi. Ecin B niaMeHH cropaet TOJIbI!SIO rasoﬂj_
cHTe/b, TOK AETEeKTOpa He3HauuTesleH M paBeH QoHosomy. llpu 1 A
JieHHM B I1aMEHH YIJIEPOACOMEpKAUIKX BEILECTE BeJUYHHA T(;lfl_
BospacraeT. [IpenMyllecTBaMu TTHU]1 sBasiOTCS: BbiCOKAs '-lyBCT”Ka
Te/bHOCTD; 6e3bIHEPLHOHHOCTD; WHPOKas 06.1aCTb JIMHEAHOT0 OTKJ @
(na 6—7 nopsiAKoB); HEGONbIIOH MEPTBbIH o6beM. Kpome TOTO, I

Top He TpefyeT TepMOCTATHPOBAHMS.
TeK]IgTeKTOS ng renaonpogodnocru (ATI). Cxemz: JIETeKTOpieEE(I)/ll;I
peseHa Ha puc. 2.4.1/6. Ilpu ombIBaHMH Harperod MeTaj/l CKOM
CNMpajH NOTOKOM ra3a-HOCHTe/IS ee CONPOTHBJICHHE MeHﬂISITCH -
BHCHMOCTH OT TeIJIONPOBOAHOCTH OKPY2KAalOIEH CPeAbl. 3meHeHyy11_
COTPOTHBJIEHHS] H3MePSIETCs! C TIOMOILBIO MOCTa YuTcTOHa M PerucTp

pyercd Ha CaMOTIUCLLE. Ecan B xauyecTBe ra3a-HOCHTEJSI UCTIONb3YET- -

cd BoAOpOA HJIH reJuit, obaajgaimouiye BLICOKOH TEH.HOHPOBOIIHOCTI)}?’I,‘
TO Bce BellleCTBa, 3axXBayeHHble IIOTOKOM rasa-HocHTeNdA, CHHXa ‘
YpOB€Hb TENJONIPOBOLHOCTH B MOTOKe, YTO PErucTpupyercs, H TaKHPI;/l
nyTeM BelllecTBa OﬁHapy)Kl/lBalOTCH B 3J104aTe Ha BbiXOJ€ KOJOHKH.

"

3
I ZM .z

Puc. 2.4.1/5. Cxema NMJIaMeHHO-HOHH3AUMOHHOTO JETEKTOpa (Iay:

; ;4 - . 5 — ropenka, 6 -— nojgaua
— - . 2 — sogopona; 3 -— BO3AYX; 4 — M30JATOPEI
IIIHTa;?/l:; Hggm:;ebx'rponbl; 7‘}1 m1aMs ropetkH; 8 — 3eKTPOA-KONNEKTOD [Sc‘&omburg G,
Gaschromatographie, Verlag Chemie, Weinheim 1977, Abb. 20, p. 44]

Puc. 2.4.1/6. Cxema siueiiku [leTeKTOpa 10 TelNONPOBOAHOCTH (ATI):

E ;3 — atorpaduye-

— WTH; 2 — W3MepuTenbHas Kamepa; 3 — INIOTOK rasa H3 Xpom :

]Koﬁciz%iﬂi*;ble(azmm); 4 — cpaBHHTeNbHasi xkamepa; § — UHCTHIA ra3-noc;4'8renb 4[ﬁchom
¢ burg G., Gaschromatographie, Verlag Chemie, Weinheim 1977, Abb. 18, p.
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[Tpeumywecrsom IATI1 siBasiercss ero ymuBepcasbHoctb. Hepocrat-
kamu JITII siBAfiIOTCA: HH3Kast yyBCTBUTEJBHOCTb 10 CPABHEHHIO C
ITHI; BbicOKasi MHEPUHOHHOCTL M 60JIbLIOH MepTBHI 06beM (BCaes-
CTBHE 4Yero AeTEKTOp HEBO3MOXKHO HCMOJb30BaTh MpH paboTe Ha Ka-
NMAJJIAPHBIX KOJIOHK2X) ; HEOGXOAHMOCTb TILATENLHOFO TEPMOCTATHPO-
BaHHSA.

CHraanbl 060HX LETEKTOPOB NpPONOPUHOHANbHBl MAacce BBEJEH-
HOTO OPraHHYECKOrO COENMHEHHSI, H [OITOMY 3TH [JE€TEKTOpbl MOTYT
NPUMEHSITLCA MPH KOJTHYECTBEHHOM aHaJslh3e.

Kpome IMTHUIL u JTIT cyuecTByer psif ceseKTusnoLx deTeKTopos:

T/IaMEHHO-HOHH3ALHOHHbIE JeTEeKTOPb /151 Ope/leieHHUs IaJjJoreH-
COAepKALIHX COelMHeHHH, a30T- H (dochopcosepKallux BellecTs;

N71aMEHHO-(OTOMETPHUECKHH JETEKTOP IJisl ONpefeseHHs] CoeLiHe-
Hui ¢ocdopa u cepi;

3/IEKTPOHO3aXBaTHhlE AETEKTOPbI [ OGHAPYIKEHHS BELIeCTB ¢
3/1eKTPOHOAKLENTOPHBIMH TPYIIIAMH;

Macc-CneKTpoMeTpudecknit gerekrop (cm. pasn. 3.2.9), nosso-
ASIOLIHIA 110 XaPAKTEPUCTHYECKHM BeJHYHHAM m/e B Macc-CreKTpe
HJIEHTH(HUIHPOBATh aHAJH3UPYEMblE BELIECTBA.

IleTeKTOpH, NpefHa3HAauYeHHblE IS KOJHYECTBEHHOTO aHaJ/M3a,
JOJIXKHbl 06ecneunBaTh:

BOCIIPOH3BOAHUMOCTb PE€3YJbTAaTOB, YTO BO3MOXHO JiHIb MpPH BhI-
COKO# CTa0UNBHOCTH OCHOBHBIX PaGOYMX NapaMeTpoB (BeSMUHHBI TO-
Ka B MOCTHKe YHTCTOHa, Temneparypsl B cayyae JTII, notokoB Bono-
poaa u rasa-HocuTeJsl, BesiMYHHB (OHOBOro -ToKa B cayuae TTM);

AOCTOBEPHOCTh MOKa3aHHH MpHGOpa, YTO AOCTHTAeTCsl 3a CueT
XKECTKOH 3aBHCHMOCTH CHTHa/a JIeTEKTOPA OT <«OTKJHKa» H3MepH-
TeJbHOH AYeHKH.

[Ton noHAITHEM <OTK/IHMK» NOHHUMAIOT 3aBHCHMOCTb NOKA3aHUi Je-
TEKTOPA OT CTPYKTYPBl aHaJM3HpyeMbiXx BellecTB. Tak, Hanpumep,
¢ nomownio TIH]l perucrpupyioT comepxkauue yraeposa B npoGe
OpraHH4yeckux coeiuHenuii. C yBe/MueHHEM B MOJIEKyJsie UMCAa TeTe-
pOaTOMOB MpPOUEHTHOE COAEpKaHHe YIiepofa YMEHbIIAeTCH, COOT-
BETCTBEHHO YMEHBILAETCS CHTHAJ LETEKTOpa. DTy 3aBHCHMOCTb YUH-
THIBAIOT C MOMOULbLIO KO3QHIHEHTa KOPPEKIIHH.

Marepuaavi-nocuteau

FAX npuMeHSIIOT ¢ UeJbio pa3fesieHHsl ra30B HIH HH3KOKHMSILIHX
BELLeCTB H OOHApYXeHHs ra3000pa3HbiX MpHMecedl B Bosayxe. B ka-
uectBe ancop6entoB B [AX npHMeHSIOT: akTHBHPOBaHHbIE YIVIH HJH
rpagurupoBanusie caxu [kapb6onak C (Carbopack C)], nopucrsie
CHHTEeTHUeCKHe noaumepbl [renakc (Tenax), nopanak (Porapak),
xpomocop6 (Chromosorb)], nopucrele Heopranuueckue MaTepHalbl
(MosieKyasipHble cHTa). HanecenHasi xuakas ¢pasa B KOAOHKAX AJst
FAX e npumensiercs.

B IDKX copGeHTBbl BBINONHAIOT (GYHKUHIO HOCHTEJNEH HEHOIBHX-

207



Tabauya 2.4.1/1. Hocureau 0asn KX

CreneHb
i ﬂpOﬂHTKH ACTb NPHMEHEeHHUS
Hocureaun du3nueckde cBoicTBa A HAKOR O6.1a p
tbasoit
Ha ochose cuin-
Karefs i
xpomocop6 MexaHuuecKH NPOYHbIH, Finskan Auanus
G YCTOHUYHB K HCTHPAHHIO, HE~
GosibLIas 10BEPXHOCTh
CBET/IO-XKEeJTOro uBera
i 9 aTuBHOE
xpomocop6 MexaHHUYECKH npounstit, o 30% Anaau3 u npenap HeHoe
GoJplllaf NMOBEpXHOCTb Ge- pasjeseHne TOJisipHb
ecTB
Joro usera , 1y i .
XpoMocop6 Mexaunuecku npounsli, 66- Jlo 15%  AHaius BellecTs cpeiued
- JOTo UBETa NOJSIPHOCTH e
xpomocop6 Boabiuasi HOBEPXHOCTh Buicokas  [lpenapaTuHoe pasne
HHe
ras-xpom Q CuibHo  unaktusupoBaH- Hyaesasi  Ananns  JaGHAbHBIX  Be-
(Gas HbLi1 lecTB  (CTepoHAbl, aJaKa-
jas-
) OMibl
Chrom Q) JIOWADI)
Ha ocuoBe Ted-
oo 209 Pasje.ietne BblCOKONOJSIP-
xpomocopb Tonkue Tedaonosble Boaok- o 20% asjue’ : p
Ha, ycroiunsbi no 220 °C HBIX H PeaKlMOHHOCNOCOO-
‘ HBIX BelecTB (rMAPA3HH,
: SQ,, ranoreusl)
Ha ocHose yrae-
s C [padurupoBanHast caxa o 1% Pasjesedne NoJAspHbIX Be-
KapGoniak aabuaeH wects (HeS, SO», cuup-

To!, (heHONDBI)

HOM MHIKOH a3kl M He OKA3bIBAIOT BJHFHWSA Ha MPOLECC pa311§n:?m;.
HauGoslee BaKHble H3 5THX MaTepHasoB MPUBEAEHbI B taba. 2.4.1/1.

JKuodkaa ¢asa

B aurtepaType OMHCaHbI OKOJIO 01000 HavMMeHOBAHHH Ma’%epua;llg::
MCTIOJb3YEMbIX B KauecTBe JKUAKOH ¢asbl. [Topasasitoulee 6075 -
CTBO BO3HMKAIOLAX HA NMPAKTHKE Mpo6JeM M0 PasAeNeHHio CIOXHE _
cMeceil pel1aioT TpH MOMOLLU Heégﬂbmorooua6opa CTaHnapTHm)l(o:é)ﬂ
JoHOK. [1pu noa6ope MOAXOAALICH KHAKOH hasbi pyxosoncm;}/m e
e/IMHCTBEHHbIM [IPABHJIOM: HEMOJiApHbIE BELleCTBA (bpamfuounpyB e
Hero/IsipHO# (a3e, NOJSIPHbIE BellecTa — HA 10J151IpHOM (pase.o -
crosililee BpeMsi 3TO NPaABHJIO CYUIECTBEHHO yCOl?'epHJeHCTBOBa;lBOJImO_
rogapsi KoHcrawtam Popiuinadiepa H Mak-Pe#iHoabaca, 1O
UIUM PACCUHTATH BEJMUHHBL YAEPIKHBAHUSA.

MoaroToBka npoGhi

HenpapuibHasi MeTo/lHKa 0T60pa npoGbl U OLIKMOKH MPH MOLrOTOB-
ke pOGHl MOTYT CHJBHO TNOBJHSATL Ha pe3yJbTaThl aHanu3a.
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CoKHKEHHBI ra3 oT6MpPAIOT M3 peayKTopa 6a/jioHa, HCNApAIOT B
noaxoAsilledl eMKoCTH M aHanusupylor. Hagexxnee or6upath npoby
B Mpolecce HCMapeHHsl XKHAKOCTH, MOCKOJbKY IO COCTaBy ras B 6aJ-
JIOHE MOXeT OTJHYaTbCA OT XKUAKOH (hasbl.

dan ananusa napos Hafk XKHIAKOH HJIH TBepao# dasoil (Hanpumep,

pu omnpejejeHud cnupra B npobGe KpoBH) paspaboTaHa cnelnasb-
Hast Meroanka Head-Space-Analyse («u3 o6beMa Hal KHAKOCTHIOY).
Heo6xoaumoe KoauuecTBO Mpobbl ra3a OTGHPAIOT ¢ MOMOLLbIO NPo6o-
0TOOPHHKA HEMOCpeJCTBEHHO H3 eMKOCTH [JIS XpaHeHHs (HamnpuMep,
13 KoHcepBHOH 6aHkH) . 1o Apyroit MeTonnke npoby NOTOKOM BO3ayXa
HanpaBJsOT B OXJaxJlaeMywm JOBYLIKY H 3aMopaxkuBaior. Tperuii
BaPHAHT 3aKJAI0YAETCA B TOM, UTO ra3 NpH NOHHXKEHHOH TeMmeparype
aJAcOpOHPYIOT HAa KODOTKOH KOJIOHKE, 3aTeM TIpH MOBBIIIEHUH TeMIie-
paTypbl ecopOHDYIOT M HalpasJfiOT B XpoMaTorpaduueckyio Ko-
JIOHKY.

I1pr aHanuse BaaxKHbIX MPOG He LOMYCKAIOT KOHAEHCAUHH BOJIbI
B KOJIOHKe; 1J15 3TOro npo6y ocyluaioT.

TBepable HacCTHLb! B a3P0O30JI5IX OTAGJSIOT C MOMOUIbIO GYMaXKHBIX
candeTok Uau (QUIBTPYIOULHX NATPOHOB.

ITpu anann3e Kuikux Npo0, COAepKALUX KOMIOHEHTHl C Pas3J/ny-
HOH TeMnepaTypoH KHMMEHHS, HCKJIOUAIOT BO3MOXKHOCTh KOHIEHCAIHH
KOMIIOHEHTOB B JO3MPYIOLUIeM WINPHIE, AJ1s 3TOTO IWIPHIL HArPeBaloT,
He JolycKas pasJioxeHus obpa3sua.

Mopsanok BeINONHEHHA onepauvi

Ilodeoroska kKoaroHKu

Ko/10HKy NpOMBIBAIOT XJODHCTBIM METH/IEHOM H alleTOHOM (CTeK-
JSIHHYIO KOJIOHKY J[OINOJHHTEJNbHO MPOMbBIBAIOT X/JOPOBOAOPOAHOMH
KHCJIOTOH). 3aTeM KOJIOHKY BbICYLIMBAIOT B [OTOKE BO34yXa, OUH-
IEHHOTO OT MBbIJIK H Kalne/b Macjia. BHYTpPeHHIOI0 MOBEPXHOCTh CTEK-
JIAHHBIX KOJIOHOK HHAKTHBHDYIOT (CHJIaHH3UPOBAHHEM).

Hanecenue nenodsusicnoid wudkod paset
Ha T8epOblli HOCUTEAb

ITpuroros/ieHne KoJOHOK Tpe6GyeT Omnpees]eHHOr0 ONbiTa, OJAHAKO
rpy6bix OMHGOK yaaercss H36exaTb, €CIH HNPHAEPKHUBATHCS CJeLYIO-
ILMX MpaBHJI:

pacnpenensiTb HENOABHXKHYIO a3y Ha TBEpPLOM HOCHTeJIE PAaBHO-
MEPHO;

H36erartbh NOBPEKACHHSA (MCTHDAHHS) YaCTHI HOCHTEJS MPH HaHe-
CEHUH HENOABHKHOH (ashl;

H36eratb OKHUCJICHHS, THAPOIH3a MIH UCMapeHHs] KHAKOH ¢asbl B
npouecce HaHeCEHHS.

Marepuan-HocHTeNb B3MYUHBAIOT B PACTBOPE KHAKOH (hasbl B Jier-
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KOKHMMsIIleM PacTBOpUTENe (HampHMep, aueroHe) Tak, yT0OB! TBEPABIH
HOCHTENb Gbl MOJHOCTBIO MOKPHIT caoeM xuakocTH. [locae Tuiatens-
HOrO nepemMellHBaHHsl PacTBOPHTEb YNiapHBAIOT HA POTOPHOM HKCHa-
puTese (10 BO3MOXHOCTH 6€3 10cTyna Kuca0poaa Bosayxa). B sako-
yeHHe MaTephas AOCYIIHBAOT B TEPMOCTATE H OTCEHBAIOT OT KOMKOB.

3anoanenue KOAOHKU

HukHHE KOHEll KOJIOHKH 3aKPHiBAIOT TAMITOHOM H3 CTEK/IO0BATHl U
yepe3 CK/IsSIHKY Byibda NMPHCOEAHHSIOT K BOLOCTPYHHOMY HAcOCy.

HacaaKy BHOCAT HeGOJbUIMMH MOPUHAMH uepe3 BODOHKY, MOCTY-
KuBasi MPH 3TOM MO KOJOHKE JIEpPeBSIHHBIM GpYCKOM. [Tpumenenue
BHGPATOPOB He Bceraa ObiBaeT SQPeKTUBHBIM.

fTocsie 3aNOMHEHHS KOJIOHKY €€ BePXHHH KOHEIl 3aKPbIBAIOT TaMiio-
HOM M3 CTEKJOBAaThl (CHJIAHH3UPOBAHHOM).

KOJIOHKY yCTaHaBJIHBAIOT B TEPMOCTATe, HE COEJHHAA C AETEKTO-
POM, W NIPOYBAIOT MPH HATPEBAHHH Ia30M-HOCHTEJIEM (aprow, resmi,
a3oT), He MpeBbiliast TeMneparypbl, JOMYCTHMOH Julsi NaHHOH HEMOA-
BHXKHOH (a3sbl.

KOMIOHKY COEMHSIIOT C IETEKTOPOM, He H3BJIEKasi €€ H3 TepMocTaTa
xpomarorpada (H3-3a OMACHOCTH OKHUCJIEHHS HACAJKH) .

Bsod npobbt

YKuakylo npo6y BBOASIT B KOJOHKY HENOCPEACTBEHHO, TBEPAYIO

npoGy nepei BBOAOM [EPEBOAAT B PacTBOp. ul“a3006pasuyro npoby
BBOJAT B KOJIOHKY NPH MOMOILHU Npo60ooT60pHoit netsn. O6bem npoGel
3aBHCHT OT THIA KOJOHKH (HAacajouHas WIH KaMH/IsIpHas), CBOWCTB
HacaKM M psiia ApPYrux (akTopoB: KOJHMUECTBA HEMOABHMKHOH cpaablj
pacTBOPHMOCTH AaHA/NHM3UPYEMBIX BEIIECTB B HEMOLBHXKHOH dase;
TeMneparypol TepMocTaTa.

TIpu meperpyake KOJOHKH HAGII0A3€TCA NOSBAEHHE HECHMMETPUY-
HbIX THKOB (cM. pHc. 2.4/1, 6). Jlis HacanOUYHBIX KOJOHOK OMTHMA/b-
noil sABasiercss Harpydka 0,1—1 MK/ KaXAOro KOMIOHEHTA B npoobe,
T. €. OpH MSATH KOMIOHEHTAX Harpy3ka cocTaBJjsier 0,5—% mka. [Ipn
HaHECeHHWHM MHKPOLITPHIEM OLIHGKa COCTaBJsIeT MeHee 10%. as Ka-
MUJISIPHBIX KOJIOHOK ONTHMaJIbHOM AIBJIARTCS HATPY3Ka B 20—1000 pas
MEHbILE, YyeM AJISi HACAJOYHBIX KOJOHOK. COOTBETCTBEHHO NEJNHTE/b
[IOTOKA B CHCTEME BBOJA CKOHCTPYHPOBAH Takkm OOpasoM, HTO TOJb-
KO He6Gojbliast yacTb nNpoObl monajgaer B KOJIOHKY.

[epen BBOAOM NPOOHI CTAGHIH3HPYIOT HYJEBYIO JIHHUIO. 3aTeM
npu BBOJE MPOGH! IINPHLUEM BBINOJHSAIOT C/IENYIOLLHE ONepaLHH:
TIPOMBIBAIOT MHKPOLUNPHUIL aLETOHOM M BbICYUIHBAIOT;

or6upaloT npooy; )

yepes MeMOpaHy NOJHOCTbIO BBOASIT MPIY ILNPHLA B YCTPOHCTBO
BBOAA MPOGH, )

BBOAAT NpOGY W OHOBPEMEHHO HA JIEHTe CaMONHcua AeMaloT 10-
METKY,
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CMYCTA HECKOJbKO CEKYHJ HIJy M3BJEKAIOT M3 MeMOpaHbl.

ITpobKy M3 CHIIMKOHOBOH pe3kHbl 3amMeHsioT nocie 30—40 BBOIOB,
npH Temnepartype ycrpoicrea Baopa 6osee 150 °C npo6Ky MeHsIOT
yauie.

CneyuansbHble 8apuantsL 2azo80l xpomaroepagpuu

[Tupoaus. Paznaraiouivecsi NpH HCMapeHHH BELIECTBA HIAEHTH(DH-
UHpYIOT Ha rasoBoM Xpomarorpade B BHIE NPOLYKTOB MHPOJIH3A.
[Tuponn3 npoBOASAT B MHPOJIHTHUECKOH NMPHCTABKE HA HArpPeToH mia-
THHOBOH NPOBOJIOKE, HJH B KepaMHueckoH Jopouke. [1pu 3ToM Hcxo-
HAT U3 TOTO, 4TO GONBLIHHCTBO CTPYKTYPHBIX IPYIIUPOBOK AAET CTaH-
AapTHbIE U BOCHPOHU3BOJHMbBIE MHPOrPAMMBI, :

Coueranue eazosoi xpomaroepagpuu ¢ macc-cneKTpomerpuet.
Coueranrie ByX METOLOB HCIOMB3YIOT IPH aHAJIH3€E CITOXKHBIX cMecek,
[Ipo6y BHauasie QpaKkUHOHHPYIOT HA ra3oBoM xpomaTorpade. OTaenp-
Hble (PpAKUHU B pexxume «on-line», T. €. 6€3 N1POMEKRYTOUHOrO BbIeIe-
HHSl KOMIIOHEHTOB, HAMpPAaBJSIOT B Macc-CIeKTPOMeTp, Tle BelecTBa
HIEHTHHHUKPYIOT MO Macc-crekTpam. Macc-crnekTpoMeTp MOXKHO Ha-
CTPaHBaTb HA ONPELETEHHYI0 MACCy U HCMONb30BATb €ro Kak Upe3Bbl-
YalHO CEJEKTHBHBIH JeTeKTop (Macc-pparmeHtorpadust).

OueHka pe3yabTaros aHajn3a

[lnomwanb nMka paccyUTHIBAIOT BPYUHYIO NPH YCJAOBHH, UTO CHTHAJ
JEeTeKTOpa MpPOIOPUHOHANEH KOHLEHTPalUHWH BeulecTBa, d NHK CHM-
mMerprued. [IpH OLleHKe acHMMEeTPHUHBIX MHKOB BO3HHKAKOT GOJblIHE
OHOKHU. [Ipu 3/1eKTPOHHOM HHTErpHUpPOBaHHH (GOpMa NMHMKA HE CTONb
BaxHa. Bo Bcex ciyuasx HeOGXOIMMO BBECTH KO3(MHULHEHTb KOp-
PeKLHH, cneunduyeckne A1s Kaxa0H rpynmnsl Beuects. Kosdpduunen-
Thl KOPPEKUHH MPHBOAATCA B Tab/HUaX.

Pacuer naowadu nuka no npouszeedenuro €20 8vlcOToL HA NOAYULL-
puny. [lpu uneanbHolt hopme nukKa (rayccoBa KpuBasi) TAKHM MyTeM
yuutbiBaercst 949% c¢akruueckolt nuowanyu. TlpH uaeanvHoit dhopme
BCeX MHKOB XpPOMAaTOrpaMMbl OLIMGKOH MOXKHO npeHe6peub. [LaHHbIM
CNOCOGOM Hesb3s1 OHPEAEISTh MJOIIAJb HU3KHX NHKOB C GOJbLIUM
OCHOBAaHHEM. ' ,

ITaanumerpus. TIpeUMyLecTBO AaHHOrO cnocoba 3aKJI4aeTcs B
TOM, YTO OH MMO3BOJISET ONPeLeIATh OUAAH HECHMMETPHUHBIX ITHKOB.

Merood eeipesanus u 83sewusanus nuxkog. C XpoOMaTorpaMmmbl
CHUMAIOT KONHIO, H3 Hee BbIPe3aloT NHKH, d 3aTeM B3BELIHBAIOT HX
Ha aHaluTHYecKHX Becax. OTHOcHTesNbHAast OWIMGKA ONpefeaeHus 3a-
BUCHT OT aGCOMIOTHOH MJOWLAAH NHKA. AGCOMIOTHYIO MJoWAagb MHKA
YMEHDBILAIOT 34 CYET CKOPOCTH MOJauM JIeHThl CAMONHKCLA U HHTEHCHB-
HOCTH OTKJIOHEHHS mepa camornucua.

Jarexrponnoe unreepuposanue. Cnoco6 UMeET psil NPEHMYILECTB:
YAOGEH NpH aHaJU3€ CI0XKHOTO NPOGHAS 3MI0MPOBAHUS (CEpHHHbBIE
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aHa/in3bl); HCKJIOUaeT CyObeKTHBHYIO OLEHKY; I03BOSET He MPOBO-
JHTb KOppeKuuio 6a30BoH JiuHHM. |1pH MOMOLLH 3/IEKTPOHRHOrO MHTE-
rPHPOBAHHS TIMKOB ABTOMATHU3MPYIOT CJeAyloUMe Onepaliu: Onpeie-
JleHve Hayana MHKa, OKOHUAHHUS MHKA, NOJOXKEeHHSl MaKCHMyMa, 1.10-
WAAM NHKA; KOPPeKUHio 6as3opoil JHHMM (mpefid); MonydueHne cpe-
JleHHi O MOJOXEHHH MHKA Ha MPOQH/IE JI0HPOBAHHA.

K HemocTaTKaM TNpHBEJEHHbIX CMOCOOOB OTHOCHTCS HEYLOBJIETBO-
PHTEJbHOE ONpejeeHHe oW afed YaCTHUHO NEPEKPHIBAIOILHXCS HITH,
He60/IbIINX MHMKOB HA HHCXOASLEHd BETBH OCHOBHOTO MHKa — CJIy-
yaii, YacTO BCTPEUAIOLIMIICA HA MPAKTHKE NPH ONPELE/IeHHH Ce10B
npumeceil. Jra nmpo6aema peliaercs NpH MOMOLLH KOMNbIOTEPHOrG
ofecriedensi: MHKH PECHCTPUPYIOTCS B BHAE NYHKTHPHOM JIHHUH (TOY-
KW MW IITPUXH), @ 3aTeM OOCUHTBHIBAIOTCH UHC/IOBbIM HHTErpaTrOpoM.
Tpu stom IBM onpenessier nojoxeHHe U MoWanH MUKOB, B TOM
uHC/Ie M HeCMMMETDPHUHBIX, TIPOH3BOANT KOPPEKLHIo 6a30BOH JIHHHH,
BBOAMT (PAKTOPbl KOPPEKIHH, COXPAHSAET B MaMSTH Pe3yJabTaTbl aHa-
JIH30B.

Hcrounuku omn6ok

TTosisaenue A0MCHbLX NUKO8 338 cueT paboThl KOJOHKH B IPafHeHT-
HOM TemiieparypHoM pexume. [TpuunHoOi fBNfieTCS NOSIBJEHUE B 00-
pasile BLICOKOKHIMSILUX NPHMeECeH H3 CHJIMKOHOBOH NpOOKH: BHAuaJge
OHH OCa)KAAIOTCA Ha XOJMOLHOH KOJOHKE, a 3aTeM Tpu paboueit TeMm-

nepaType 3JIOHPYIOTCS KaK KOMIIOHEHTHI aHanausupyemoil cmecH. Pe- -

KOMEH/1yeTCsl: BBIMOUYHTD NPOOKY B rekcaHe npu 4yacToH cMeHe PacTBO-
puress, npocywnth ee npu 100 °C u 3arem B TeueHHe 2 4y npu 200 °C;
OYMCTHTb CHCTEMY BBOA.

Koaebanus 6a3080L AuHUY 33 CUET HECTAOM/IbHOCTH TOKA H TEM-
nepatypsl aerekropa B JITII, HecTaGHIbHOCTH paGoThl YCHIHTENS B
[T 1, BCeACTBHE /1I0MPOBAHHSA KOMIIOHEHTOB HJIH IIPOAYKTOB pasJio-
JKeHHS MpeulecTByoLlero o6pasua (peKoMeHayercs nepei Hauyaiom
pa6oThl MPOrpeTb KOIOHKY), BCAGACTBHE HANHUHSA npuUMecedf B rase-
HOCHTEJe MpH [POrpaMMHPOBAHHH TeMIeparypbl.

BO3HUKHOBEHUE (POHOBBIX UAL O4eHb OCTPLLY NUKOB. 3a CUET He-
Y1OBNETBOPHTEIbHOR PabOThl 3JEKTPOHHKH HJIH HATHUMR npumeces
B rase-HocHUTeJe.

Acummerpus ko (cM. puc. 2.4/1, 6, 8) 3a cuer: A

afacopbuuu (peKoMeHayeTcsl HCIOAb30BATh 6oJjiee TIOJNSIPHYIO He-
MOABHKHYI ()a3y, HHAKTHBHPOBAHHbBIA MAaTepHas-HOCHTEJb, HCIOJb-
30BaTh CTEKJ/SAHHYIO KOJOHKY);

norpeliHocTelt B pabore — HELOCTATOUHOrO0 HarpeBa CHCTEMBI
BBOILA M aAcopOiluy BellecTBa HA MeMOpaHe, CIHIIKOM BbICOKOH Ha-
PY3KH NpH ONpEAENEHHH NIpUMeceii, MJI0XO0H TeXHHKH BBOJA H 3arpss-
HEHHSI TPOGhl, CJAMLIKOM GOAbIIOTO MEPTBOrO O6bemMa /M J10THOH
HAaGHBKH KOJIOHKH, OCOOEHHO B cJydyae KanWJIsipHbIX KOJOHOK;

BHICOKOH HArpy3kd (pPeKOMEHLyeTcsi YMEHBUIHTb Harpysky, Hce-
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NONL30BATH KOJOHKY € GOJBLIHM KOMHUECTBOM HEMOABHIKHON (hasbl
HiaH 6ojiee IIOTHO YNAKOBAHHYIO, MOBBICHTb TEMIEPATYPY KOJIOHKH);
TEPMHUYECKOH WJIH KaTaJuTHUeCKOH TpaHchOopMauuu aHaJIHSpre:
MbIX BELIECTB CO CKOPOCTbIO, COMOCTABHMOH C MPOLOIKHUTENbHOCTBIO
XPOMATOrpaHUECKOro LHK/IA, HO He GBICTPOro Pas3/ioKeHHS B GJOKe
BBOJA (peKOMeHI[yeTCH YCTAaHOBHTb MHHHMAJbHYIO paGouyio Temme-
parypy, HCno/Mb30BaTh MPENE/SbHO KOPOTKHE KOJOHKH).
Obpasosanue OTBeAbHOIX WUPOKUX NUKOE HA XPOMATOrpamme
Ba CYeT NepeKpbiBaHHF MHKOB pAasjMYHBIX KOMMNOHEHTOB H3-3a He-
YOBJIETBODHTEJBHON Pa3fesiiollel crioCOGHOCTH KOJOHKH ( peKoMeH-
AIyeTcsi 3aMEeHHTb HENONBHXKHYIO (ha3y, H3MEHHTb MapamMerphl KOJIOH-
;Lél)”p;nu(lfa CHeT 3/1I0MPOBAHHS BELLeCTB NPEALIECTBYIOLIEr0 IKCIEPH-
H NOBTOPEHHH OIIbIT [
I/I3BO[1P[TC$?), p a Takasi xpomarorpaMma He BOCHpO-

Obpazosanue nuskux
nukos (paspelieHde HEYAO0BJETBODH -
HOe) 3a cuer: Y pHTELE

HELOCTATOYHOrO KOJMYECTBA HEMOJBHKHOH ()a3bl UM HeNpPaBH/Ib-
HO BBIGPAHHOW HENOIBHXKHOMH (a3bl;

C/MLIKOM KODOTKOH KOJIOHKH;

CMIUKOM BBICOKOH TEMMEpaTyphl WAH CAHIIKOM GOAbIIOH CKO-
POCTH NOTOKA rasa-HOCHTEJIS;

CJHMIIKOM KPYTOro IpajHeHTa TeMIepaTypbi.

O6pa3aoeauue CAULUKOM WUPOKUX NUKOS 33 CUer:

HH3KOH CKODOCTH MOTOKA ra3a-HOCHTENsl, BO3MOXKHO 38 CYeT He-
[JIOTHOCTEY B COEJHHEHHSAX MPU TPABHJAbHO 3aNAHHOM J18BJEHHH:

HErOMOT@HHOCTH NpO6HI. Y

[1r0xas socnpoussodumocre 3a cuer:

HEMTOCTOAAHCTBA TEMIIEPATYPbI HIH CKOPOCTH NOTOKA;

H3MEHeHHS] HEMOLBHXXHOH (hasbl BCJENCTBHE HCHApeHHs (peKo-
MEHJlYeTCsl CHH3HTb pabouyio TeMIeparypy), pasioKeHHs! HEMOLBHK-
HO# (ha3bl, aACOPGUHH NMPONAYKTOB PA3NOKEHHS MPOOLI B HEMONBHNK-
HOH (ase;

CJHILKOM BBICOKOTO CONEP>KAHHSI OTHE/NbHbIX KOMIIOHEHTOB.

Odopmaenne pesyabraros

B paGouem xypuane nmpuBoasT xpomarorpammy (puc. 2.4.1/7)
CHAOXKEHHYI0 HcuepnbiBaolledl HHpOpPMalHeld 06 ycJOBHAX onbita:
KOJIOHKA pa3M6p9M'3 MM X 2 M; HenopBHxHasi ¢aza — 2,5% cmm:
kona XE 60 (Silicon XE 60) na xpomocop6e G, AW-DCMSOO 15—
0,18 mMm; ras-HocHTesnb — a30T, CKOPOCTb nomaud — 25 MU MHH
Temneparypa B pexume nporpaMMmupoBanusi or 130 po 140 °C co
cKopocTblo 3 °C B 1 MUH; CKOPOCTb JBHXKEHHsI THATPAMMHON JIHTH —
10 mm-mun—"; perekrop — ITHU]I.

O6aacrb npumenenus

6AHaJIPI3 BCEX KJIACCOB BEILECTB, TEPMHYECKH CTAGHJBHBLIX M CIO-
COOHBIX HCMapsATbCs, HE pasjarasich (B GOMbIIHHCTBE CJIy4aeB He-
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1 Puc. 2.4.1/7. XpomarorpaMma, [ONyueHHas METOAOM
He / pasn:

| -— Tpanc-AeKanun; 2 -— 4uc-eKaNuH; 3 — TeTpaﬂHH;an;t
2 HEHAEHTH(HUUHPOBAHHBIH KOMITOHEHT] 5 .— |-meTuaHAPTATHH;
6 — 2-meTuaHapTaNUH

JeTyuHe BelleCTBa MOryT OBITb IOJy4eHbl
B BHJE JETYUuX IPOH3BOJHBIX).
“JT Pasjejende W uaeHTHUKaUHsA Heopra-
HUYECKHX H OPTAHHUECKHX BEilleCTB.
HcenegoBanye NpPoAyKTOB NMPOJK3a BbI-
COKOMOJIEKYJISPHBIX BELLECTB.
AHaJju3 3HaHTHOMEPOB!
HA ONTHYECKH aKTHBHbIX daszax (NpHCyT-
CTBYIOUIHE B CMECH SHAHTHOMEDEI oGpa3yior
Bpemn ydepwcubanusi,mun € ONTHUECKH AKTHBHOU u(pasou, Hanei?{}(l)fcl(:;
Ha KarHJISPHYIO KOMOHKY, KOMIJIEKChl Pas3/MuHOH CTENEHH 1PO cT
W BCJENCTBHE ITOrO MOTYT ObITh BblieJ€Hbl B BHIE OTAEIbHBIX dp
uHMl}IilTeM JlepHBATH3aLHH (CMECh SHAHTHOMEPOB o6pabarpiBaloT gr;:
THUECKH aKTWBHBIMH pearentami, o6pasylouinecs guacrepeoMepsbl p :
AMYATC 110 (QU3HKO-XMMHUECKHM CBOHCTBAM, YTO MO3BOJAET pas
1e/IUTb HX OOBIUHBIM CIOCOOOM).

T 1 1
26 20 15 10 § O
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Handbuch der Gas-Chromatographie, Verlag Chemie,

2.4.2. TIPENAPATUBHAS TA30BAS XPOMATOTPA® HSA

OTJHUHTENbHOH OCOBEHHOCTBIO NpellapaTHBHON ra30BOoH xpOOMre;Tg:
rpacduu SIBJAACTCS TO, YTO NMOCAEL0BATEILHOCTD onepaumdeB((;srBo J}aeuﬁe‘
6bl, ucnapeHde npobbl, pasjeieHye H HaKofmJeHue uen ro pene
CTBA B OXJaXKjiaeMoM COOpPHHKE) MOBTOPAIOT A0 MOJYHEHH ‘

JIUMOro KOoJMuecTBa NpOAYKTA.
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OcnoBbt MeTona

Ilpd Bcex npenmyliecTBax COBpeMEHHOH XUAKOCTHOH XpOMaTo-
rpaguu (MHOTHE BEILLECTBA MPOLLLE H y106HEE BLIAEISTh HMEHHO TAKHM
06pa3OM) NPHOPHTET ra3oBOH XpomarorpadHH OCTAETCSl HEOCHOpH-
mbiM. ['asoByo xpomarorpaduio Hapsiay C KHAKOCTHOH HCNOAb3YIOT
C LENbI0 NMpenapartuBHOro Bhipenendsa. OcHOBHOH npo6aemol ABJS-
ercst OT/eleHHe HeOOJbIIHX KOJHYECTB LEJEBOrO BEllecTBa OT 6O0Jb-
WHX 06beMOB rasa-Hocutes. IlpenaparuBHoe pasienenue npoBogaT
Ha ra3oBoM Xpomarorpacge, cnoco6HOM paboTaTh B HENPEPHIBHOM
pexXHMe B TCYEHHE MHOTHX CYTOK ¥ Heaesb. Kak npaBWjo, rasobbie
Xpomarorpadbl aBTOMaTH3UPOBAHLI, HAIEKHOCTb CHCTEM XpOMaro-
rpag)a H KayecTBO KOJOHOK OTBEYAIOT BHICOKHM TPeGOBAHHSM.

Kak # B XuIKOCTHOH, B ra3oBoil Xxpomarorpaduu cyliecrsyer
CBOH «Maruyeckuil» tpeyroabHHK (cM. puc. 2.3.4/5), orpaxamouiuii
B34HMOCBA3b OCHOBHBIX [1APAMETPOB — pa3peLieHHsi, CKOPOCTH H Ha-
rpyskd. OnNTHMH3auusi mpoiuecca MO OJHOMY H3 Tpex NapaMeTpoB
HEH30e)KHO CHHXKAET YPOBEHb ABYX APYrHX mnapamerpos. Ilpu nox-
Gope yc/0BHIA NpemapaTHBHOTO pa3jieJieHHsi B ra3oBOi Xpomarorpa-
GHH UebIo ABJAETCA HE TOJNbKO Pa3ie/ieHHe 3a ORHMH LUK/ BO3MOX-
HO GOJIbLIErO KOJHYECTBA HCXOMHOH CMECH, HO TaKXe OfecrnevyeHHe
MaKCHMaJIbHOH NPOM3BOAHTENBHOCTH NpoLecca, T. €. Haubosiee BbICO-
KOro cheMa 1eieBOro BeUIeCTBA B €IHHHLY BPEMEHH.

B orimume or amanuTHYecKOH B npenapaTMBHOH ra3oBoll Xpoma-
TOrpaguH KHAKHE 06pPasubl BBOAAT B KOJOHKY TOJNBKO MOCJAE NEPeBO-
la HX B razoo0pasHoe coctosinue. [l1sl KO/JHYecTBa BelllecTBa, NpH
KOTOPOM HIHDHHA MHKA elle 3aBHCHT OT BEJIHYHHbBI MPOGHI, CpaBe-
JHBO ypaBienue Bawu-Ieemtepa:

V<< Vy/(24/n),

rae V — o6bem rasza-HOCHTeNIs, HEOOXOAHMOrO JAS NEpPeHOCa BElIeCTBa B KOJIOHKY
(70T O6beM pasen o6beMy NMpOGH B NapoOGPasHOM COCTOSHHHU, TaK KAk npo6a Bbl-
TECHSIETCA ra3oM-HOCHTENEeM B KOJIOHKY); Vy; — O6beM yaepKHBAaHHS, 1 — YHCAO TEO-
PEeTHYECKHX TapesoK.

B cranpaprabix aasi TX yc/a10BHSIX Ha KOJOHKE NJIHHOH 2 M H
BHYTPeHHHM puamerpom 20 MM MOXeT GuiTh pasjeneno 100—200 mr
BEILLeCTBA, OAHAKO Ha NMPAKTHKE KOJOHKU HAFPYXalT HACTOIBKO, 4TO
paspemnieHne MUKOB €iBa 3aMeTHO. [lJisi JOCTHXKeHHsT BBICOKOH 3¢ ex-
THBHOCTH pasjeJieHUs1 HeOGXOAUMO, 4TOBHI Henapsiemasi npoGa He pas-
GaBJisl1ach NOTOKOM Ta3a-HOCHTENIS: B 9TOM CJyuyae, B COOTBETCTBHH
¢ 3akoHOM ['enpH, pacTBOpHMOCTb B HENONBHXKHOH (hase MaKcH-
MaJbHa.

ITpu nposeaenuu npenaparusnoii I'X pykoomcTByloTCs ciienylo-
ILHMH PEKOMEHalHsIMHU:

He cjefyeT MpPeBbIIATh MPEAE]IbHOH BEJIHUMHBl HATPY3KH Ha KO-
JIOHKY [Py NpeBbllIEHUH NPefiesia Harpysku 3(@eKTHBHOCTb paspe-
meHust GbicTpo mapgaet (cm. puc. 2.3.4/10)];
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npo6a, npeiHa3HaueHHas A BBEeJEHUS B KOJOHKY, AOJI>KHA HC-
napsTbCcs B TeUeHHe 5—10 c;

fepejl BBeJleHHEM B KOJOHKY npo0y He caefyer pa36aBJisiTb Ta30M-
HOCHTEJEM;

cnoco6 BBefeHus MPOOHI HE HMeeT GONBLIOFO 3HaYeHUsi (OH BaxkeH
B cayuae GbICTPO JOHPYIOLIHXCA BEIECTB, AJs yAepPKHBAEMbIX KOM-
[IOHEHTOB 3TOT ()aKTOp He CTOJib BaXkeH).

UeM MeHbllle pacTBOPUMOCTb pasje/sieMOl CMeCH B HENOIBHXK-
Hoil (ha3e, TeM TOuHee CJeAyeT NpPUAEPXKHUBATHCH NEPBLIX TPEX PEKO-

MeHA ALK,
MpuGopnt
Koaonku

B oT/HuKE OT MKHAKOCTHOH B rasoBOH xpomaTorpaduu HpOKUe
KOJIOHKH 3aMOJIHATH CJOXKHee, ueM yskue. Beenctsue 3Toro HeoO-
XOJHMO 06513aTe/ibHO ONTHMH3HPOBATL YCJIOBHS skcnepumenta (T. €.
JOOGHBATHCS MAKCHMasibHOM MPOU3BOAHTEBHOCTH npolecca) 3a cuet
BbIOOpa MaTtepHasia-HOCHTe/s (cm. Taba. 2.4.1/1), JKUAKOHW HeMoj-
BUXKHOM (ha3bl, yCJAOBUH 3KCILIyaTaLHH KOJOHKH. Heo6xonnmo, 4ToGHI
HenoABH)KHAs (asza MPOUHO YAepxKuBajach Ha MaTepHaJe-HOCH-
Tesle MPHU MOBbILIEHHOM TeMIepaType. KoJ/IOHKY, TepsiiollHe HETIOABH K-
Hylo a3y (ABneHHe «HCTOLLEHHS> KOJIOHKH ), HEMIPUTO/HB! AJI5 Mpena-
patuBHoi ['X, NOCKOJIBKY 11€J1€BOe BELIECTBO GyjeT coaepxaTb caesbt
KWAKOH (a3pl. Pasjesienne CTPeMATCH NPOBOIMTE MpH BO3MOXKHO
Gonee Huakoil Temnepatype (Ha 200 K HuxKe TOUKH KHIEHHA KHUIKOH
thasbt).

HereKkropst

Jlasti ueneit npenapaTtueroi I'X GoJee BCEro MOAXOAST [1IaMeHHO-
wonusaunonubil aerektop (ITHJIl) H [€TEKTOp 1O TEMJIONPOBOLHO-
ctu (ATIT), npuuem [TN]1 npeamouTuTe/bHEE. [ToCKOMBKY AETEKTH-
posanue B [1M]Jl OCHOBAHO HA CXKHraHHH 3]10aTa, B fluefiky Hanpas-
JSIOT TOJIBKO UacTh NOTOKa. Korja mokasaHHs NeTeKTopa HauduHAloT
CBUETE]bCTBOBATH O MPUCYTCTBHU B 3J10aTe L€JEBOTO BEULECTBA, oc-
HOBHOIl NMOTOK HaNpasJsiioOT B oxJaxaaeMblii COODHHK Ha KOHACHCA-
uno. B cayuae HTIT nenenne notoka TaK)e 006dA3aTeJbHO, TaK KakK
CHTHAJ [eTeKTOpa HeJMHEEH MPH BbICOKOH KOHUEHTPAlUUH BElleCTBa.

TopsiaoK BHINOJHEHHA onepauni

Bsod npobol

HeGoJiblupe KOJMMUeCTBA BelleCTBA BBOAAT BPYUHYIO UHIPULEM.
Jlns BBOZAA GOJBIUHX KOJHUYECTB BELUECTB HCMOJBLIYIOT aBTOMAaTH3HU-
pOBAHHbIE CHCTEMbl BBOAA MPOGHI. '
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ANMENYYNA
TN : ) -
Puc. 2.4.2/1. Pazauunsie c60pHukH

\/ aast npenapatusnoll KX [Zlai-
\ kis A., Pretorius V. (I[:ds(.l)

I —~  Preparative Ga
: s Chromatogra-
/L ;1 phy, Wiley, New York l%’/’g,

Fig. 4.6, p. 150]

Cbop pasdeasiemoix sewjecrs

[Tomu
crayes HM006 NpoGJeMbl pasjeieHHs] aHaJH3HPYEMOll CMecH ¢ uie
HanpaBm;{)}OTﬂgmaé YAEPXKHUBAHUS LieJeBbIX BeliecTB. BHauaJe H}(;TOK
hanpe 3aBI/ICl/IMCOC(”)I‘II)/IHP({)}’<l‘ nCpH MOMOLIK KpaHa-nepekauarTess, KOTo-
JIOXKHOCTH XPOMAaTo
puuit 8 3 TpaMMbl ynpaBasieT
ME))}I;I ﬂgBy?HJIKp; aOBgOMaTqucxu. I[Tpu koupencaumuu napos }B/ opxnamnace;.I
o MOBYUIKE pasyercst a3p03oib. Bbicokoe nmoBepxHocTHOe HaTsi-
wenne Oépasgggf{;aenzuecuknu 3apsAi MPemsATCTBYIOT 06pa3oBaAHUIO
. TOHKOIO a’3p030Ji1 CBO
IAT K M
ncxgnfqu”aloT IpH NOMOIUHK CJAEAYIOIHX PUEMOB: R
MH3 i .
Soomri 4LUHH TEOMETPHYCCKOH ¢opMbl c6opHUKa, obecneyer
H MOBEPXHOCTH (pHuc. 2.4.2/1); ’ e
BO3MOXHO GoJiee riy6 ;
) OKOTO oXxJa
XKHAKHH a30T); e
IpUM
KareJ?ﬂ eM}(l)eﬂHeI/:;;ﬂE;ﬂCOPGEHTOB, HATIDUMEp OKCHAA AJIOMHHHUS, CHJH
b4
PHbBIX CHT, akKTHBHpOBA , —
HHOT
miecTBa MOTYT OblTh BHOBb J€CO 4 i Tor
neparype);
[IPUMEHEHHUS XKHAKHX MO i
TJIOTHTEJIEH, KOTOpbIE
| 3a
JIAIOTCA NMPU NOMOIUH NEPErOHKH; ’ P TN erko orae:
KOH
o ﬂuzéil-é;zu;? LleJIeBl))IX BEIIIECTB BMECTE C rasoM-HOCHTeJdeM
, JIepoNa) NPHU NMOMOLLH XK u
1 MAKOro a3ota;
SJIEKTPOCTATHYECKOH Pa3psAKH a3po3oei o

aleTOH — cyXo# Jef,

: (uesnieBoie Be-
POHPOBaHbl NpHU MOBBLIIIEHHOH TeM-

(ap-

O6aactb npumenenns

Bhl
Buigﬁgﬁne BELIECTB, KOHUEHTPAUHSA KOTOPbIX B CMeCcH MaJa
B oo Oéﬂance Mlg;(aéonmos B OHOXHMMH H KJAHHHYECKOH XHMH .
TH Bce GoJsiee BhITecHsIeTcsl MeToaoM BIYKX "

BUBJIMOTPAOHUYECKUH CITMCOK

A. Zlalkis, V. Pretori :
York 197] retorius, (Hrsg.), Preparative Gas Chromatography, Wiley, New
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92.5. 3JIEKTPO®OPETHYECKHE METOJ bl PA3JLEJIEHHA

JnekTpohopes — MeTOL pas3fe]eHHs BELLECTB, OCHOUBaHHbIePl ng;
SIBJIEHHH MHTPaUMA 3aPFXKEHHBIX MHKPOUACTHLL B KHUAKOH cpell

JleHCTBHEM BHELIHETO 3JIeKTPH4ECKOTO NnoJIA.

PH3NUECKHE OCHOBbHI METOAA

CylecTBylOT TpH pas/HUHbIX 3J1eKTPOHOPETHYECKHX n;e;‘;)ga;
(puc. 2.5/1). Tlox COBCTBEHHO 3JeKTpodope3oM OébmH(())Cl:l?‘HHaaBa—
30HANbBHBIH 3jeKkTpodopes (39),(fj;lBaaq)L;pyHm:sOMTeaT;On(gO;{esa Gy,

HHS
He HM303AeKTpodOKyCHpOBa
! sektpodope3 NPHMEHSIOT TJ1aBHBIM o6pasoM AJss pasnegzmgf
BelLleCTB, MOJIEKYJbl KOTOPBIX B COOTBETCTBYIOLLHX ycng{n:{yggu r%y
’ BH . -
0 3JeKTPOGOPETHUECKOH MOA
KEHb M pasjuuaiorcd [ ( fonBKOCT o
caoBuit (nanpumep, pH cpenbl,
TeM H3MeHEHHS BHEIIHHUX Y : pa-
epHOro pacTBop
ocTaBa H KOHLeHTpauuu Oyd
Typbl, CHJIBl TOKa, C Horo paceaop
NOAXOASIMe YCAOBHA A P
WK HOCHTeJsi) moaGupaioT 1 Leqenit.
€JIeHHH Ha MOJIEKYJbl AEHCTBY
BcaeAcTBHE TOTO UTO MPH pasi TBYIOT TOIb
bi, 3MeKTpodopes CUMTAIOT M
KO 3JIEKTPOCTATHHECKHE CHJIbL, _
JIOM H ngaTomy yacTO NPHMEHSIIOT I PaboThl € AabuJAbHBIMH BE
[iecTBaMHy. _ _
DeKTPOPOpPE3 MOKHO NPOBOAUTD B PACTBOPE, H(C) y;iusj }Txgly;;gi?;ﬁ
o3HHKaolle# B CBA3H
HOro BbijleJIeHHsi Tella H B i
KOHBEKLHH NPOLECC, KaK NpaBH/O, NPOBOAAT HA HOCHTeJse, UTO Mp

H303nEK-
mpUYECKOE
porycupoba-
wue {(n3g)

Inexmpogo-
PemuYEcKue
memoBs

SonansHend
INEKMPOPOPE
(33)

Ha Syraze u 8 mox- [ens- %/refnngm;’zes
Kom o€ (uennono- 11 o e
| 3a, cunuragens u Gp.

(ah s

N

B epaduenme
uckK- nopucmocmu

A
nekmpopopes | | noauanpun-
s PopIP amudnozo 2ena

Puc. 2.5/1. dnekTpoopeTHuecKHe METOAR
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ISATCTBYET MepemMellnBaHuio. BesencTBue psajna cONyTCTBYIOIMX $B-
JeHHH (afcopOLMsI, HECOM3MEPHMOCTb PA3MEPOB BBHICOKOMOJIEKYIsD-
HBIX COE[IMHEHHH W NMOp HOCHTe/Ns1) BBEJEHHE HOCHTENS OrpaHH4YHBaeT
06s1aCTb MpUMeHeHHsA MeToda. C Apyrod CTOPOHbI, CBOKCTBA HOCHTENS
HHOT/la HCMOJB3YIOT J/is NOBLILIEHHS 3((EKTHBHOCTH pa3lejeHus:
HanpuMep, NMpH 3JeKTpodopese B rpajHeHTe MOJHAKPUITAMHAROIO Te-
J51 PPAKUHOHMPOBAHHE OCYLIECTBJISIETCS] HE CTONBKO 3a CUET PasJHy-
HOH 3JeKTPOOPETHUECKOH MOABHKHOCTH BELUECTB, CKOJIbKO 3a CyeT
pasyMuHA B UX MOJIEKYJsPHBIX Maccax.

BUBJTUOTPA®@UUYECKHH CITMCOK — cm. pasa. 2.5.1—2.5.3.

2.5.1. 30HAJIbHbIHA 3JIEKTPOPOPE3 (33)

30HaNbHBIA 31eKTPOPOPE3 — 3TO METOL PA3/AEJNEHHS 3aPAKEHHBIX
YaCTHIL B 3/1€KTPHUECKOM [10J1e, OCHOBAHHBIH HA TOM, YTO YaCTHLBI C
Pas3jMYHBIMH COOTHOIUEHHUSAMH 3apsii/Macca MUIPUPYIOT C Pa3JUYHbI-
MH CKOPOCTSIMH B BH[E OT/eJIbHbIX 30H.

PH3IHUECKHE OCHOBDBI MeTONA

B 3aBuCMMOCTH OT 3HaKa 3apsia MOJEKY/bl BEUECTBA MHIPUHDY-
IOT B 3JIEKTPHYECKOM TI0JIe 110 HANpaBJEHHIO K aHOAY HJH K KaTOLy
(puc. 2.5.1/1). Pe3vabTaTOM perscrpailiu 3TOro npouecca siBAseTcs
3JIeKTpooperpaMma (Mo aHaJNOTHH ¢ Xpomartorpadueil).

Panee ucnosb30Basy oMH H TOT XKe Gydep B c/J10€ HOCHTeJs! U B
SJIEKTPOJIHBIX Kamepax, T. €. pa3/iesieHHe BeJIH B HelpepreIBHOH Oydep-
HOH cHcTeme. B Hacrosilllee BpeMsl 3TOT NpPHEM Bce ellle NPHMEeHSIOT
NpH 3/1eKTpoopese HA Oymare H naactuHkax. OqHako 6bLIO OKAa3a-
HO, UTO MPH 3J1eKTPOdopese B npepbiBUcTON GydepHolt cucteme (pas-
JHUHble Oy(epbl B CJIOE HOCHTENISI H B 3/JeKTPOAHbIX Kamepax) GbICTPo
MHTpHpYIOLIHe BellecTBa 06pasyiorT Gosee y3kue 30HBI. DIeKTPOdo-
pes B NpepeIBUCTOR GydepHOH CHCTeMe HCMOJb3YIOT TMaBHBIM 06pa-

A 4 o1

Puc. 2.5.1/1. Kamepa aas 3onanb-
HOTO 3JeKTpodopesa: U

a— BUA CcOOKYy;, 6 — BHI CBepXxy;
I — sjexkTponbl (aHOA W  KAaToA);
2 — 6ydepHbll pacTBOp B KIOBETE, I
3 — clol reins Ha nJaacTHHKe (B
UeHTPe MAACTHHKH MOKAa3aHbl CTapTO-
Bble 30HBl aHAJH3HDYEMOH cMecH);
4 — MOCTHKH U3 QHIBTPOBAABLHOH Oy-
Mard; § — oxJaxpaemMasi NpPOTOYHOMH
BOJAOH MeTajJiHMecKasi naacTHHa AJs
OTBOJA U3GBLITOUHOTO Tenia
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30M B redb-3jaekTpodopese. 33 06GbIUHO IPOBOAAT HA 6yMmare, [JlactTuH-
Kax W FeJisix B BOJAHbIX OydepHbIX pacTBopax.

Tpu s/1eKkTpodopese B 3IEKTPOLAHBIX KAMEPAX MPOUCXOAHT 3J1eKTPO-
JW3 pacTBOpa H BCJICTBHE 3TOrO — M3MEHEHME COCTaBa 6ydepa.
[TosTOMY 3J€KTpPOABl pacrnojaraioT Tak, 4yT0Obl OHH HE KacaJ/jHch HO-
CHTeJSl, @ KOHTAKT MeX1y HHMH OCYLLECTB/IAETCS MPH NOMOUIM HOJIO-
cOK (uIbTpOBalbHOH Oymard (cM. pHC. 2.5.1/1). Daexrponnas
Kamepa pasjejeHa Ha [Ba OTCeKa, KOTOpble COCAMHSIOTCH JIOMOJIHH-
TeNbHBIM MOCTHKOM H3  (uJIbTPOBaJbHOH OyMarq. [Ton6upas
COOTBETCTBYIOIIMH O6bEM 3JEKTPOLHBIX KaMmep HJIH lepekaunBasi
Gydep HAcCOCOM OT aHOAA K KATOAY, NOLAEPKHBAIOT NOCTOSIHHBIMH
KOHLeHTpauuio W 3Hauewne pH Gyopepa B JBYXKaMEpHO# cucreme.
PeKOMEHLYETCA TaK3Ke NPOBOJHTb NENOJIAPH3AUHIO SIEKTPOROB MOCAE
KaMJI0ro 3JeKTpodopeTHIecKOro pasaeeHus.

Marepuanbi-nHocureau

MarepuaJibl-HOCHTE/H TOPA3Ae/AIOTCa Ha ABE IPYIb:

Gymara, UEMII003d, AleTHIMPOBARHAR LEJTI0N1034, araposa "
matepuanl g TCX (Hanpumep, CHJIMKareJsb);

KpaxMaJs H NOJHaKpUIaMHI.

D¢ HeKTUBHOCTb Pa3/e/eH!st 3aBUCUT HE TOJNbKO OT CYMMapHOTO
3apsiaa MOJIEKYJ aHaNM3HPYeMblX BELIECTB, HO H OT pa3MepoB’ MoJie-
KyJ1. Tak, BoJIHE BO3MOXHO, 4TO KPYTIHbIE MOJEKYJIbl C BLICOKMM CyM-

MapHbiM 3apsaaom MOTYT MUTPHPOBATDH Ha TO K€ pacCTosinie, qTO H -

He6oJIbLIHE MOJEKYJbl C HU3KHM CyMMapHbiM 3apsiloM. Onpenensiio-
UM NapamMeTpoM siBJISIETCS COOTHOLIEHHE 3apsiji/macca.

Hocuresu nepBoil rpymnilbl OTHOCHTE/NbHO HHEPTHHI H ca60 BJHSAIOT
Ha 3 deKTHBHOCTh pasjeserus. Mareprasbl BTOpO#l rpynnbl obna-
JAI0T NOPHCTOH CTPYKTYPOH, UTO CYLIECTBEHHO BJIMAET HA KAUECTBO
pasjenenusi. [10CKOJBKY pasMepbl MOp COH3MEDHMbL C PAaSMEPOM Mak-
POMOJIEKY.I, TO BO3MOXKHO pa3ieseHne BeliecTB ¢ OJHHAKOBLIMH CYM-
MapHBIMU 3apsilaMH, HO PA3/IHYHBIMA MOJIEKYAPHBIMU MaccamH (KakK,
HanpuMep, NPH HOHOOOMEHHOH xpomartorpaduu).

Beauuuna pf

HanGonblinil MHTEpeC BbI3BIBAET pa3jiefieHde aMQoTepHbIX Be-
llecTB (HAanpuMep, aMHHOKHCIOT, GeJKOB). AmdoTepHble BellecTBa
B KHCJIOH cpeje MPHCOENMHSIOT NPOTOH H BEAyT ce6s1 KaK KaTHOHBI.
B ulenouHoi cpelle OHH JeNPOTOHHPYIOTCS H npHOGpPETalOT CBOWCTBA
AHMOHOB. B M303/eKTpuueckoil Touke (pl) OHH CTAHOBATCS LBHTTED-
MOHAMH C HYJIEBbIM CyMMapHbIM 3apA0OM, T. €. HeHdTpaJbHBIMH MOJIE-
KyJIaMH, B KOTOPbIX [IPOTHBOMOJIOXKHbIE 3aPsiilbl IPOCTPAHCTBEHHO pas-
nefeHbl (BenuuuHa pl siBAsercs XapaKTepUCTHUECKOH KOHCTAHTOM
JUisl OTIpefleNeHHOTO BUA MOJIEKYJ). CymMMapHbii 3apsii TaKHX Be-
ecTs 3agucuT or pH cpelbl B IWHPOKOM AHanasoHe. [1pu aaexkrpo-

220

S
Q007
| § .07 5 P
Puc. 2.5.1/2. Wamenenue konuenrpauuii 3 0,1 M 5-0'08_ \\
pachope IIMUHHA B 3aBHCHMOCTH or pH cpeam: S O06F | r
H;3;N —CH{—‘-COOHﬁlﬂTpHXOBaﬂ auuus;  H;NtT— &
CHy,—COO~ — cnaolnas JHHUS; HyN—CHyp— EQO‘I— \
COO™ — ToueuHas JNHHHSA g’OOZ = A
t £l
\ :
S LN e .
0 2 4 6 8 101214
pH

0
g)sopé:s:xc{)?: iwfé);yT MEHSTb HaNpaB/eHHe U CKOPOCTb MUrpauuu. Huxe
, TTEP-HOH C HYJIeBBIM CyMMa :
PHBIM 3apsiaoM, CKO
MHTPALHH KOTOPOrO B 3JIeKTPHYECKOM [0Jie paBHa rfymo ’ pocT®
R : R

l
- _ pacTBOpeHHe B BOLE | -
NH,~CH—COOH 2%y NHsCH—CO0

+H+ @H_
/ }f

¢

R
+ |
NHS—CH—COOH NH2—CH—COO_
KATHOH aHHOH
ABUWETCH K KAaTony ABU ETCH K aHOLy

Hoﬂgarflmc. 2.5.10/2 ApeacTaBjed rpaduk U3MeHeHHs KOHLEHTpaluHH

HOHOR | glél/(I)Ha (0,1 M pactBop) B WIHPOKOM AHanasoHe pH. Ilpu pH

234 n 5, N+KO}E}LSHTpégHOH HsN*TCHCOOH u H3;NTCH,COO—

sNT—CH;—COO™ 1 HoN—CHy,—COO?~ co0TB!

OTBETCTBEH-

H(;(Paél-lbl. ATH 3HaueHHs] pH o6o3naualor kak pK, H COOTBETCTBEHHO

PAa. LyMMapHbIM 3apsil AMHHOKHCJIOT H MEINTHIOB OPHEHTHPOBOYHO

OLEHHBAIOT CAEAYIOLHUM 06pasom:

pgigﬁ — MENTHA 3aPsKeH OTPHLATENBHO H MUTPHPYET K aHOAY;

13)<~pH ;;gnmn 3apsizKeH [10JI0XKUTeIbHO H MUTPHPYeT K KaTonyI

s0 ~— B COOTBETCTBHH CO 3HaueHHeMm pl nen :

THJ MHIDH-

pgc; K Karoay uiau anondy. [Ipu pH, pasuom pl, CYyMMapHbIit 3a;l))ﬂ11
PaBeH HyJI0 H MEeNTHA OCTAeTCsl Ha CTApTOBOH JHHHH.

Bygepnoe pacreopet

Ye
ey N(l)qf);blme KOHLEHTpalusi Gy(PepHOro 3JeKTPoJIHTa, TeM MeHbIle
OG'bHCF;{HegggTquCKaH NOABHKHOCTb pa3jeasieMblX BeEIeCcTB. ITO
TEM, UTO 3JeKTPHUYECKHH TOK :
MEPEHOCHTCH BCEMH -
CYTCTBYIOUIHMH B PacTBOpPE HO pep
HamH. YeM BbIlIe KOHLEHT
HOTO 3JIEKTPOJIMTA, TeM GOJbIL s ek
, ast 10Js1 3J1€KTPUUYECKOro T
CHTCSl €r0 HOHAMH, TeM MeJJ it oBpasna,
, €HHee MUTDHPYIOT M
K ronry e cnemne y 0JIeKyJIbl o6pasia.
T y4eCTh, YTO HOHBI pasge.s
€MbIX BEIlleCTB OKpY-
JKEHbl TPOTHBOMOHaMH Oydep o
HOTO 3JeKTPOJIHTA, IPH
KOHLeHTpaluu 6ydepa HoHbl 06 L
. pasila 3KpaHUPYIOTCH CJI0eM
NPOTHRBO-
HOHOB H HX 3J€KTPO(QOpPETHUeCKAS] MOABHXKHOCTb afaeT P °
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3AeKTpooCMHOC

Ecau Ba MaTepuasa-HOCHTENs, B JaHHOM ciydae LLeJlaJlIOl(’)rJI;)I;%HP}
BOJIA, C PA3JHUHBIME JH3JIEKTPHUECKUMH CBOHCTBAMH Bc;)lmmL o Kow
TaKT, TO OTHOCHTEJbHO APYr Apyra OHH nproGperaioT : I())TH(.)C]/ITe.ﬂb-
HOM C/yyae MOJEKYJbl BOJbl 3apsKEHbI MOJOXKUTENLH THOCHTE R
HO LEJJIOJO3bl. B 3JEKTPHYECKOM [0Je "MOJIEKYJibl BOLb am};o ino
MHTPHpYIOT K KaTOAy, & BMeCTe C HHMH YBJICKAIOTCH BceTg T O;T)pn_
uble BelecTBa. C HEKOTOPBIMH JAOMYILIEHUSAMH CUHTAIOT, 1 Bee oTpi-
Ll ATeJbHO 3aPsKEHHbIe HOHbl TaKXKe CMellaloTest K KaTonyé,HH.“  Aei-
JKYTCl B «HENPABHIbLHOM» HANpPaB/CHUM. [pu omnpenen ni_acco:
JIOTHOH 3/1eKTPODOPETHUECKOH TMOJIBHUIKHOCTA BELLECTBA ey
06pa3loM BHOCAT HeATpajbhble COCLUHEHHs, Hanpmwe&IT OuEBHKY
win raokosy. [1o 3aBepiieHuH 3/eKTPopopesa 30HY Hmo pS{BJIeHne
COeMHEHNS TPUHAMAIOT 33 «UCTHHHYIO» CTapTOBYIO JIUH fo. Slasenne
MepeHoca HeATPasibHBIX BEULECTB B 3JIEKTPHUCCKOM noje

3JIEKTPOOCMOCOM.
TpuGopwl

Tpe6oBanusi, NpeabsisisieMble K MCTOUHHKAM IHTAHAA, SaBI/ICﬁT
or THma snektpodopesa. HMHorga HCronb3yloT nc;‘gggug ¢ perya
pyeMbiM HampsiXKeHHeM 10 500 B, HO uyauwe — 10 . secne.

JI/isl IOCTHIKEHHS] ONTHMAJIBHOTO pa3ieeHUs Heo6X0AHMO

YUTh paBHOMEPHOE pacnpeﬂeﬂeﬂne TenJa B HOCHUTEJE (OCO6€HHO B.

cjioe reqst npu reqb-3JekTpodopese). ITo obecneunBaeTcs éloncéﬂoTeaﬂ?{
(EKTHBHBIM OTBOJOM TeMJa C NOMOILbBIO BHELIHETO TEHJ(I)(:( cHen,
Ju60 NpUMEeHeHneM HCTOYHHKA, CcTaOUJIM3HPYEMOTO 1O T o};ngneﬂue
HanpsixeHuwo. B mporecce 3]eKTpodopesa MeHsieTcs COonp THAACH
HOCHTeJeH 3a CueT MCMapeHHs BOMbl, H CHJa TOKAa YBE/IM aeres.
Jto BjieueT 3a coboil elle Gojee UHTEHCHBHOE HCIAPEHHE BOL e
cyuae 3jekTpodopesa Ha Oymare MPUBOAHT K €€ nepecsl}i(;::n "
o6yrauBanuio. Ilpu snekrpodopese Ha 6ymare ununnnaCTICOKOM H;;_
nanpsikenuy 1o 300 B neperpesa He na6monaerca. 11py Bb COKOM Ha-
NPSKEHHH WK 37eKTpodopese B rejie peKOMeRLyeTcs nozpaep Kupars
NOCTOSIHHOM CHJY TOKA W TeM caMbiM CTaGHJM3HPOBATHL BbIL

TenJaa.

Odopmaensie pe3yabTaros

B paGouem ypHajse QHKCHPYIOT OTHOCHTEIbHYIO CKOPOCTb M;:!-
rpauMH, a Takxe MPHBOAAT CPHUCOBAHHYIO HJH cgororpadupoBa
’ o o
Hyl0 MAACTHHY, Kak [pH TOHKOCJIOHHOH xpomaTorpadun  (cMm.

pasa. 2.2).

O6nacts npumenenus — cM. pasa. 2.5.1.2—2.5.1.4.
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2.5.1.1. aexrpodopes Ha Oymare

PH3nueckue OCHOBR MeToaa

Hast snextpodopesa Ha Gymare MCMO/IB3YIOT CHeLUANbHbIE COPTA
Oymard, XapaKTepH3YIOLIHeCs CJAEAYIOUIHMH CBOHCTBAMH: NOCTATOY-
HOM MeXaHHMYECKOH MPOUHOCTBHIO; YAOBIETBOPHTENbHBIM yAEPKHBAHH-
€M AOCTaTOYHOTO KOJMYECTBA 3J1eKTPOJHTAa U obpasua.

[Ipumensisi cneunasnbhble copra 6GyMard, MOXHO: 3KCTParHpoBaTh
BeLLeCTBA M3 COOTBETCTBYIOUIMX 30H HJHM NATEH H HCNOJAL30BATb AJS
Aa/ibHefitiedt paGoThl; NPUMEHATD NPOCTHIE CHOCOGH 06HADYKEHHS Be-
LeCTB, HenoJb3yeMbie B GyMaKHOH xpomaTorpaduu (cm. pasa. 2.2.7);
NPOBOJHTh (PPAKUHOHHPOBAHHE B JBYX HAMpPABJCHHSX.

[Tpu ss1exTpoopese npOMCXOAUT paciIHpeHUe 30H 3a cueT AudPy-
3HH, KOTOpas OCOGEHHO XapaKTepHa AJIsl HH3KOMOJIEKYJISIPHbIX COE/H-
Henu#. OfHako AH(DY3HI0O MOKHO yMEHBLLINTb 33 CYET HOBBIIIEHHS
HaNpPSIAKEHHA JIEKTPHUECKOTO TI0JS, NPeyCMOTPEB BO3MOXKHOCTL OT-
BOJa H36bITOUHOTO Tervia. [1pH BHICOKOBOJILTHOM 3/eKTpodopese 3Ty
POJIb BBIMOJHAIOT XKHAKHE TEMJIOOGMEHHHKH, KOTOPbie OXHOBPEMEHHO
CYyKaT U30JHPYIOLUUM MaTepUHaJIoM..

fIpuboper u marepuaist

CxemaTuuHo KamepoL 041 34eKTpodopesa Ha Gymare H306pakeHbl
Ha puc. 2.5.1.1/1. : :

Kamepa drs 6b1c0k08046THO20 3aeKTpoghopesa no Muxawo aBisi-
€TCsl IPAKTHYHOH H YA06HO# (puc. 2.5.1.1/2). B takoit kamepe npoBo-
AAT 3J1eKTpo¢opes npu HamnpsizeHud 40 3 kKB u cuse Toka g0 200 MA.
B kayecTBe TensioHocHTeNs H M30MHpYIOLLEl CPellbl B KaMepy foMe-
WIAIOT renTaH, ToNyoJ, x10p6enso. Tak Kak 3TH PacTBOPHTENH TOK-
CHYHBI H TOpIOYH, HEOGXOAHMO COO6JI0AaTh Mepbl MPOTHBONOXKAPHOH .
Ge30MacHOCTH — pa3MellaTh CTeK/ISIHHble KaMepbl (TAHKH) TOJIBKO B
BHITSDKHOM WKa(y B NOALOHE AOCTATOYHOH €MKOCTH.

Hapsiny ¢ kamepamu norpyxHoro Tuna npumeHsiior Kamepsr 0as
JAeKTpOopesa 8 TOHKOM CAOe C OXAAHOAEeMbIMU NAACTUHAMU
(puc. 2.5.1.1/3), B KOTOPBIX JIHCT GyMarn MOMEWIAIOT MEXKALY IBYMst
M30NHpYIOIUMH naeHkaMUu. Kak nokasauo Ha puc. 2.5.1.1/4, usoau-
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[~15

16

1 ~7
Puc. 25.1.1/1. Cxema xamep Id \
anekTpodopesa Ha Oymare:

a4 — HH3KOBOJBLTHOTO, C TOPU3OHTABHbIM pac- g

ON0KeHHeM 3JeKTpodoperpammbl; 6 — Bbl- - =

COKOBONBLTHOTO, C TrpajfHeHToM -noTeHuHtana

90-_35 B-cm—'; I — snektponnsiii Gydep;

9 _ crekAstHHAs neperopoaka; 3 — TEMJOHO-
cutess; 4 -— auct Gymaru

Puc. 2.5.1.1/2. Kamepa aast BBICOKOBOJLTHOTO snexktpodopesa no Muxawo (pabBouee
nanpsxenue 10 5 kB): :

| — kamepa, 2 — BosibppamoBas cocTaBAsOWan saekTpona; 3 — HvxHui aekTpon (maa-
THHOBAS 4acTb); 4 — HIDKHHI 30€eKTPOAHHl Gydep: 5 -- cTekAsHHAR tpy6ka; 6 -— TeNJ0-
HOCHTeJb (TOayoa); 7 — KIOBETa 1A BEPXHEro saextpoanoro Oygepa; 8 -— 3MeeBHK ANA
NOAauM xJagoarenTa (BOAbl); 9 — BbIEMKA B KpbILIKE /151 HHKHETO 3/EeKTPOLA; 10 — KpBILIKA;
/1 — Bona;, 12 — BbieMKa B KpblliKe 1A BEPXHEro saexTpoad; I8 —- KOHTAKT-NPEJOXpaHH-
Tenb; 14 — BepXHHH 3JEKTPOL; 15 — CTEKAAHHBIA CTEPKEeHb AAA NOABCUIHBAHUA Gymaru;
16 — gaemma saextpona [Smith'l., Ed., Chromatographie and Electrophoretic Techniques,
Vol. 11, Heinemann, London 1976, Fig. 3.6, p. 40]

pYIOLLYIO MJIEHKY NOMEILAIOT BAOJb Bcell nJollajM MIacTHHbl BILIOTH
JI0 SA€KTPOJHbIX Kamep. B GOJbIIMHCTBE Cyuaes MCIOJIb3YIOT MOJIH-
3TUJIEHOBYIO MJIEHKY TOJIHHOH 0,03 mum. TTepen KaxbiM OMbITOM TLJIEH-
Ky TILATEJbHO OYMILAIOT OT SJIEKTPOJIHUTA, ocTaBluerocss Ot Mpej-

LIECTBYIOULETO onbITa. -

Bygepnobie pacrsopbol

Jlast npoBeneHusi 3aeKkTpodopesa Ha Gymare peKOMEHA0BaH Pl
6ydepHbIX pacTBOPOB (raba. 2.5.1.1/1). Jleryuue 6ycdepnt (Taba.
2.5.1.1/2) siBasiorcs GoJee MPeAnoUTHTRAbHLIMH, TaK KaK OHH JIETKO
yaadsiiorea ¢ Gymard (crapenuem) M TOITOMY He NPENATCTBYIOT
06HApYKEHHIO BEILECTB METOIOM OKpalI{BAHHs WJH BbIIEJIEHHIO
saonposasuem. Kpome TOro, JeTyure 6ydepbl yaroOHbl A5 NPOBEIE-
HUSI IBYXMEPHOro pasie/eHHs.
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Puc. 2.5.1.1/3. Topusonranbuas
Kamepa [ 3neKTpodopesa B TOH-

KOM cJ0e€:
a — O6LUHA BHA, 6 — NPUHUHMNHAML-
Hasi c.xema; I - « 1axpaemas naa-
CTHHA; 2 — JHUCT () ark; & — Kpblui-

Ka; 4 — 3JeKTPOAHbIE MOCTHKH, § —
KIOBETb C SJEKTPOAUTOM; 6 — sseK-
Tpoan [Smith I., Ed., Chromatogra-
phie and Electrophoretic Techniques
Vol. 1], Hei_nemann, London 1976,
» Fig. 3.3, p. 36] '

Mopsinok BuLinoaneHus onepaumi

Ji51
KOT({IH 3JIEKTPOPOpe3a HCHOMb3YIOT CleLHaIbHble €O
I"Fp € HapesaioT NOJOCKAMH UIHPHHOH 4 ¢M
H TPOBEAECHHH TI'OpH3 :
OHTaJILHOIO 3Jie
npo6y HAHOCAT CleAYIOLHM 06pa3oM: Kipodopesa wa Gyware
noJiockH Gyma . i
T60pa CHINAION GHALTHOBATEHON CyMaroR hosoen et )
o H OyMarou, MOJIOCKH MOMEIaT B
o6pasen (pHMepHO 4 MKJ) |
NOAa0T HaNpsiKeHHe;

pra Oywmaru,

HAHOCAT B BHJI€ NOJIOCHI, HA IEKTPOAbI

1723

Puc. 2.5.1.1/4. Cxema JIEKTPOLHOrO
MOCTHKA [IDH BbICOKOBOJIBTHOM 3J€K-
Tpodopese B ropu3oHTANbHOM Kamepe:
é, 3 ©~ M30MpyOWas nienka; 2 — JUCT l
yMmaru; 4 -— oxjaxaaemas mJumta; 5 —
CTEKJISTHHBIH CTEPXKEHb, 6 — SAEKTp(;ﬂHbIﬁ
MOCTHK; 7 — GydepHbifi pacrBop; 8 —
JeKTpoA; 9 — KioBera '

15—48
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Tabauya 2.5.1.1/1. Bypepot Qaa npogedenis 3AeKTPOPope3d Ha 6ymace
(xomnonentol bydeprot cucTeMol pacTeopalTca 8 sode u dosodar o6vem
pacreopa 0o 1000 MA)

3Ha;l:H"e Hgl;qx:g;:e \ KOMROHEHTH CHCTEMbE P&ig:i;i
4,0 AueratHbili Auerar natpus -3H0 13,61
YKcycHas KHCJIOTa

7,0 QocdarHblit KHsPO4 363

(mo Cépencony) Na,HPO,-12H0 143

8,6 Beporanbubifl  [lusTnaGapOutypat HaTpHi 10,3
Bap6uTypoBasi KHCIOTa

8,9 Tpuc-6ydep TpHe-THAPOKCHMETHAMHHOMETAH 60,5

: (Tpuc) '
JruneHiHaMUHTETPAALeTAT (DIOTA) 6,0
4,6

Bopuasa kucjora
MOAXOASLIYI0 KOHLEHTPaLHIO BellecTsa B o6pasue NOAGHPAIOT

fpeBapUTEIbHO.
Ins npoepki (eKTHBHOCTH pa3AL/ICHUA METOJ0M JIeKTPOdo-

pesa B CTapTOBYIO 30HY HAHOCAT Takoe KoJMuecTBo ofpasua, 4ToGhl
MPOSIBUIMCH COMYTCTBYIOLIHE IpUMECHbIe KOMIIOHEHTDI.

Jlnsi KOHTPOJS Tpolecca saekrpodopesa B oGpasen J06aBJsAI0T
OKpallieHHble BELeCTBa, KOTOPBIE BHINOJIHSIOT POJIb BHYTPEHHETO CTaH-
papra [nanpumep, NpH aHaNU3E AMMHOKHMCIOT H mnentupo — N*-
(nMHETPOGDEHH) TU3UH; TIPH aHasu3e 6elKOB CbIBOPOTKH KPOBH —

o

6pomdeHoJIOBbLIH cHHHH] .
B KkauecTBe MpefBapHTENBHOrO ONBITA MPOBOAAT snekTpodopes

1p# HeGOJIbIIOM HAMPFKEHHH 1103 B Teuenye | 4 UM MEHbIIEro Bpe-
MeHH, a 3aTeM NpoBepsioT 3PPEeKTHBHOCTL paszesennsa. [lpu ciui-
KOM TPOJIOJIKHTENbHOM OTbITE KOMIOHEHTI ¢ BbICOKO# 3aeKkTpodope-
THYECKOH MOABHKHOCTBIO MEPEXOJAT B 3JIeKTPOAHBIA Gy dep u He MOTYT
6bITh OGHAPYKEHbI MPH ATEKTHPOBAHHHU. Ecan noaBUKHOCTb OTHO-
CHTEJIbHO OKPAIUEHHOTO CTaHIapTa U3BECTHA, MOAOMPAIOT ONMTHMAIDb-

Tabauya 2.5.1.1/2. Jletyuue 6ygpepHble CUCTEMDL dan aaekTpoghopesa
Ha bymace AMUHOKUCAOT U nenTudos {KOMNOHENTbl pacT8opauoT
8 QUCTUAAUPOBAHHOL 800¢ U dosodar obvem pacreopa do 1000 MA)

}?:eaqpeill KOMHOHEHTH CUCTEMDI \ MJ S:eaqpei:{ KOM]'IOHQHTI)I CHCTEMbI M‘J'l
1,0 MypaBbHHAs KHCJAOTA 26 7,0 KoanuavH 18,8
YKCcycHasi Kuc/0Ta 58 YKcycHaa KUCJO0Ta 5,5
3.1 MypasbHHas KHCJOTA 40 10,0 TpusTuAaMHH 13,2
(90%-#) YKcycHas KHCJA0Ta 4,5
PacTBop aMMmHaka 16 10,4 TpusTHAAMHH 14,0
(IJIOTHOCTh 0,88) YkeycHas Kuc/10Ta 3,7
5,3 [TupuaHH 20
YKcycHas KHCI0Ta 8
6,5 Tlupunus 102

YKeycHasi KHCJ10Ta
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HYIO HamnpsiKeHHOCTb 3Je
KTpHY
OMBITA. _ PHYECKOro MOJSI H NPOAOJIKUTENbHOCTD
ITo 3aB
caMeps g 6eb?£§gn:blz;<funepHMema [I0J0CKY OyMard H3BJeKaioT M3
HBAIOT, YTOO6LI
AHOOY3HH. ’ CBECTH K MUHHMYMY BJHSIHHE

Herexruposarnue

B 6Goab
i peare}[fri?czig c(J)IquaeB NpH AETEKTHPOBAHHH HCMOJIb3YIOT OObLIY-
PBLICKMBaHUSA (110 aHaJor 7
e p ) ( HH C TOHKOCJOHHOM
I/lp2 : ’]T)()rlggiuael?o I;m);(lpomamrpa(pueu Ha Oymare (cm. paszy. 2 2;
2.7). MHOTHX KJIACCOB BEINECTB bl Crie
LUHaJIbHbIE METOAb! OKpALIHBAHHS. paspacoram cre-

Ocobeie npuemst pabore:

Beico
pasﬂHqu};}(I}gp;;ZILeHb paspeileHus oGecrnie4HBaeT COYETAHHE JBYX
MOB pa3jeseHusi, HanpumMe '

pasu , p p 2naekTpodopesa U xpo-

3J1em;?:(g);:é3§ HO()?(C;)?)(EHHOCTPI é()opoume pe3yJibTaThl naeTpcoquaEHe
matorpaduu Ha Gymare. Takoi

- . Tako# npouecc Hasml-

Jle;(z)TMdgeymepubm pasdeaenuem. O6pasen HAHOCAT B gnne Tqu:bIB

oo Hsg;ggﬂg};‘gl}{/)ngcm 6ymard U NpoBOLAT sfekTpodopes (B
. 3aTteM JIHCT BBICYII

i YUIMBAIOT, IOBOPAYHBAIOT Ha

I'IepBOMpO:ZﬁHT XpoMaTorpaguio B HanpaBJeHHH, ePeHIUKY.IPHOM

e Bcelzym10 paBiieHHI0. KOMMOHEHTBI cMeCH pacnpenenstorcs Tenepb

KOMHOHeHTH;uaJm aucra. [Ipu npaBuabHOM BbIGOpE yCa0BHI MHOTO-

Komnoie crenﬂegrl:g% MOKeT ObITb pasjie/neHa. coO 3HaYUTENbHO 6oJlee

paspelleHusi, ue
e p , UeM MpH pasjieleHHH B OJHOM Ha-
Creuu

«Omewumigbgzljllwbglee;oﬂom asg)mepﬂoro pasjesieHus ABJSIETCS METO[
», WIH «puneep-npunr». d

JIAIOT YacTH4HBle hepMeH 1 GO0 AN Honron

TATHBHbIE THAPOJH3ATHl §

IOT E €JIKOB MJIH HYKJIEH-

non Ka::(P;%ﬂOTBnonyquHbm Habop msATeH siBJseTCA cneumbqub?M

n ax quJ(;o €J1Ka HIM TNOJNHHYK/IEOTHIa, NOAOGHO TOMY KaK st

BEKa XapaKTepHBl TOJIBKO €My HPHCYILHEe OTIeYaTKH

nanbUes («(pHHrep-TMPUHT»).
O6naactb npumenennst — cm. pasg. 2.5.1.2.

BUBJ/IMOTPAGHUYECKUI CITUCOK — cw. pasa. 2.5.1.

2.5.1.2. dnekTpoopes B TOHKOM cJoe

OcHoBbl MeTOna

Anexrpodop
€3 B TOHKOM CJIO€ IIPOBO
JSIT Ha CTEKJSTHHBIX -
::xr,mnoprnblx cioeM Hocutesst. Ilo cpaBHeHuIO ¢ nonocxa15111']4136”“H
acTHHKH GoJjiee yao6HBI B obpamienn. Eciu B KauecTse H}(I)lgli-v

15*
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Tesisl MCTIO/b3YIOT CHIRKATeb, 1eTEKTHPOBAHHE PA3ACHEHHBIX BELLECTE
POBOJAT MPH MOMOILH Gosiee pEeaKLHOHHOCIOCOGHBIX PeareHToB.

TMpuGopui

Jlasi poBe/ieHHs 3MeKTpopopesa HCIoAb3YIoT npubop ¢ OXAQN-
daemobimy NAGCTURAMU, AHAJOTHUHbIE MPHGOPaM, H306paKEHHbIM Ha
puc. 2.5.1/1 u 2.5.1.1/3] VicTOUHHMK NHUTaHHs MNO3BOJISIET NMOBBILIATH
nanpsixense or 0 go 1000 B (cunra Toka po 200 mA). [lnacrunky
c HOCHTeJEM MOMEIAloT Ha H30/MPOBaHHBIA 60K (amOMUHHEBbIH),
oxJlaKaaeMblii poTouHoH BOAOH. HTOGB HCKIOYHTDH BhICYIIHBaHHE
c10sl HOCHTEJsi B Tpoliecce 31eKTpodopesa, ero NOKPHIBAIT CTEKJIH-
Ho#l MIACTHHKOH. MOCTHKH, COEAHHAIOMME HOCHTEIb € SJEKTPOLHBIMH
KamepaMHu, O/IHOBPEMEHHO C/yXaT NpokJaiKaMu MEXKILY CJ10eM HOCH-
Tensi 0 BepXHuMm crekaoM. HanGojee 4acTo HCHONb3YIOT J1aCTHHKH
pasmepamu 10X20 u 20% 20 cM. O6GBIYHO UCTIONB3YIOT TOTOBBIE MJa-
CTHHKH, TIOKpbITbie CHJIMKAre/eM, KA3ejlbrypom, Lea101030H (aHaJo-
ruuno miactukam aaa TCX). B HeKOTOpHIX caydyasix NpHMEHAIOT
HOCHTEJM ¢ TpHMecbio JomHBO(opa. [lpu MpOBENEHHH 3JeKTPOdO-
pesa IMpPeNNOYHTAIOT HCIONb30BATh JIETydHE 6ycdepbl  (cM. TabJ.
2.5.1.1/2). B stom cayuae NpH NOC/IENyIOLEM JETEKTHPOBaHUH He
Hab/IoRaeTCd KaKuX-J1H60 NOGOUHBIX peakluii; KpOMe TOro, CTAHOBHT-
csl BO3MOJKHDIM BbIeJeHHe MHKPOKOJHYECTB HE COJAEpKaUIHX coJiefl
BeleCTB NMyTeM 3KCTPAKIUH H3 NATHA WK 30HBL

MopsaaoK BHNOJHEHHSA onepauHi

Hanecenue obpasya

O6pasubl HAHOCAT KAMUISPOM (1—5 MKJI) Ha CyXylo IIACTHHKY
B BHje NATHA AMaMeTpoM He Gosee 12 mMm. [lind yBeJHueHHs HArpY3SKH
Ha CTAapTOBYIO 30HY HaHeceHHe NMPOBOLAT MHOTOKPATHO, npH4YeM pac-
TBOPHTEJIb M€Ky HAHECEHHSIMH HCIApSIOT DU MOMOILLH ¢pena (cyxoi
OCTATOK AHA/IM3MPYEMbIX BEILleCTB Ieperpesartb He caenyer).

PaBHOMEPHO OINPBLICKUBAIOT MJIACTHHKY pa6Gouum Oydepom H3
nyJbBepU3aropa (cM. puc. 2.2.2/5) 10 MOYTH MPO3PAYHOrO COCTOAHHSL.

BiiaxHas MJACTHHKA JOJXKHA MMETb BHJ MAaTOBOTO CTEKJA.

ITposedenue 3aeKTpogopesa

[MosockH (GHAbTPOBANbHON Gymard Nnorpyxaior B 6ydep, u30HI-
TOK pacTBopa nMpoMoOKaioT GuaAbTPOBATLHON GyMaroi, mocae 4ero rno-
JIOCKH, KaK MI0Ka3aHo Ha pHC. 2.5.1.1/3, 6, dHKCUPYIOT B Kamepe, MpH-
JKMMasl BepXHe# MJ1aCTHHKOM M COCNHHSIsl TEM caMbiM CJIOH HOCHTEJIS
¢ KIOBETOH.

[Mpu6op HAKpLIBAIOT KPBILIKO#H, BKJIOUAIOT OX/aXK1eHHEe H NPOBO-

AST 3]eKkTpodopes NpH HANPFKEHHH 900—1000 B B Teuenue 15 MHH.
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OTKAWOYAIOT Han
06pabaTeiBaoT coo
Ha ocHoBauuu

“ R

fB KEHHe, IJI&CTHHKY 6bICTp0 BbICYIIHBAIOT H CJA0H

HOETCTBy}OU_LHM NPOABHTEJJEM.

Hbe RaTpRXOHRE r-;'Iy(;‘leHHbIX‘peSyJIhTaTOB ONpenessilioT ONTHMAJb-
POROMKUTENBHOCTD pasnenenusi. Ecau aHaJHu-

3preMb]e KOMHOHeHlbI MHI l’”]) 0T B OJHOM Ha”paB.} €HHH, TO lal’ O-
- y ’

IMpwu

aﬂeKTgo(p%aZ(s);e C TepMONaGHNbHBIMH BelleCTBAMH MO 3aBepIICHHH

o (cyxoepsamgﬂ:CTHHKy OX/IaX[aI0T B HH3KOTEMIIePATyPHOM [LKa-

e (npup Hx;;ziime), 4 3aTeM BBICYLIHBAIOT B BaKYYMHOM

H MacJjsiHOro Haco

JKeukatope | ca, NMPUCOEIHHEHHO

ILHaMETpOpI\Z) hO’IE);)TKIjM BAKYYMHBIM LIJAHIOM ¢ GOJbLIHM BHyTpe;lfl)HS
) KOH METOJ CYyLIKH NpensircTByer paclUUpPeHHIo 30H

O6nactb npumenenus

Ananus dpakuuii, moayuenys 7
Anasnus (pepMeHTaTMBHybe rnn?gﬁ:agggéméoewou rponaTorpagi
HccnenoBanue meraGosntos. o
Paspenenne amunos, amunokucior, n
THOB, (eHO/MO0B, HA(PTO/OB, (I)eHOJTKap,GO
4 TaKXe HEeOPTaHHYECKHX COelHHeHHH.

ENTHIOB U GeNKOB, HYKJeo-
HOBBIX KHCJIOT, KpacHTesed
b

Odopmaenne pesyabraros — cu. pasa. 2.5.1.1

BHBJIMOTPAGUUECKHH CITUCOK — cm. pasa. 2.5.1

2.5.1.3. Fean-anektpodopes

OcHoBb meToga

BmecTo uesnonosn u crankaress
resiu. Huxke npuseseHnl oCHOBHbIE
Tpohopesa B cuoe rejis:

MOXKHO HCIIOJb30BaTh MSITKHE
pa6ouHe CTaaHH NMPOBEIEHHA HJeK-

Lﬂoﬁeomoﬁfra obpasya —l

{

Inexmpopopemuyveckoe
pasdenenue

flpueomobrenue
eened

AemenmupoBarue

{

Ananus peaynsmamob yu
ogopmnernue ux 8 pabo-
yem ocyprane
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6 Puc. 2.5.1.3/1. Kamepa aas 3Jexktpogopesa B
5 BEpPTHKa/NbHOM 6JIOKE reJisi:

| — kamepa; 2 — 3JeKTPOAbl; 3 — MEpHCTanbTHUE-

S i
ckuil Hacoc; 4 — 3MeeBHK AJf TOJa4H TeNJOHOCH .
4 Tesfi (xaagoarexra); 5 — CJIOH rens Mexay AByMs
CTeKJAHHBIMY MJIacTHHKAMH; 6 — H30JHpYKOLias npo-
-— kaaaKa; 7 — BEPXHSAs JNEKTPOJHAs Kamepa
3 ~1
2

M3 MHOMKECTBA reJsieil Ha MPAaKTHKE HCHOAb3YIOT TOJbKO nBaC;erﬁ:
JIH arapo3bl U NMOJHAKPHIAMHAA. HCI‘[OHbSOB?HI/Ie araposbecgfsu;g)KHbIM
HO paclupsier 06JacTh NPHMEHEHHST METOA: CTAHOBUTCS MO HEIM
aHAJM3 CJAOKHBIX GHONOJNMEPOB, HaNpuMmep ¢)epmeHT6Hblx Mnek-
cos, aunonporernos, JTHK u pHK.OHeCMOTpH Ha He Oﬂ;zl};onyqe-
HeHTpaUMio araposbl (He GoJjee 0,2%), HeOGXOIll/IMyK; JxloTc;{ onyse:
HHSL KPYIHOMOPHCTOTO reJisl, reJu anr:OpCoTilﬁ) XapakTepu3sy

i MeXaHHUeCKOH 1 .

Toqllgo 3821]31;51?:1(1);;3;1/1 ot crioco6a IPI)pHFOTOBJIeHI/Iﬂ res u THna 6y dep-
HOH CHCTEMBbl Pa3JjH4yaloT HECKOJIbKO BapnaHToZX%Tgna.

sjaekTpodopes B rejie MOJNHAKpUIAMUIA (Tt )i Svbeonoil o

nuck-saekrpodopes (auck-TTAAT) B npepbiBUcTOH ydep

cTeMe; ‘ .
31eKTpodopes B rejie MOJHAKPWIAMHAA B MPHCYTCTBHH NOACURI

cyabdara narpus (JLCH-TIAAT);
Y 9?1)empoq)oge3 B IpajMeHTe MOPHCTOrO MONHAKPHAAMHIHOTO TeJs.

JaekTpodopes 8 zeae noauakpuiamuoa (ITAAT)

S1oT BapuMaHT 3/]eKTPodOope3a HCNONb3YIOT AIA 9(pq)ng:B%(é§]o.
pasjeseHus H HeHTH(HUKALKH OHOTIONHMEPOB (r10J11/111er1g2,é_‘)LK0;3 el
KOB, HYKJIEHHOBbIX kncaor). Tedb GopmMupylOT B BHIE TOKOB 1K
CTOJNOKUKOB, KOTOpBIE pacrnojarawT B SJIeKTpO(bOpeTH‘{%CK Kau 11)4
BEPTHKAJbHO (pHC. 2.5.1.3/1). B nocaennee Bpems Bce 6OJIbLeLI MoxI()Ho
MEeHEeHHe MoJyyaeT 3JeKTpopopes B 6J10Ke, TaK KakK B JIOK6 oKie
IPOBOAMTL HENOCPEACTBEHHOE CONOCTaBJ/IEHHE MHOXKecTBa 00p .

Juck-aaexrpogopes 8 IMAAT (duck-TTAAT)

B sTOM cjyuae rejb Takxe GOPMHPYIOT B BHIE 6J10Ka (:?ﬁla“cz::lj—l
KH) WJIM CTOJGHKOB, O[HAKO COCTABJSIOT H3 ABYX cnoeBHp IO
IIOPUCTOCTH — KPYTHONOPUCTOTO (KOHueHTppr}omero) i weqwono.
PHCTOTO (paspensoLlero) reJs. dopmupoBaHHe Fejs mp mu}inﬁ A
cTajauu. BHauase 1easpHpyloT H NOJTHMEpU3YIOT pasaens p BEICO:
3aTeM HacJauBaloT pa36aBjleHHbl pPacTBOpP MOHOMEDOB (CJIO]OT o
toit 1 ¢M) ¢ 66abwnM 3Hadennem pH # eule pa3 noaUMEpU3YIOT. by
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dep B 3MEKTPOAHBIX KaMepax no 3HaueHHio pH NPHMEPHO COOTBET-
CTBYET paGouemy rejio, HO COfepX)HT Gosee ciaGyio Mo CPaBHEHHIO
¢ HCI kuciory (Hanpumep, rinnms).

[lociie Hanecennst npoGbl Ha 3/1€KTPOAB IOZAIOT HanpsikeHue.
[Ipu 3ToM Bce anuoHbt (Cl™) HAauMHAIOT ABHTATbCH K a”Hony. Honsi
[JIMUHHA MUTPHPYIOT B C/IOH KOHUEHTPHPYIOLIErO resisi, H PacTBop B
310# 06s1acTu npuoGperaer pH, 6,113K0e MO 3HAYEHHIO K €rO H303J1eK-
TPHYECKOH TOWKe, T. €. HOHbl IVIHIMHA MPAKTHYECKH TEPHAOT 3apsaf.
30Ha, rae HaxoaHTCst 06pasell, CTAHOBUTCS NIOUTH HeHTpa/ibHOM, 3J1eK-
TPONPOBOAHOCTb PE3KO MajlaeT, BO3HHKAET BbICOKHH IPA/IMEHT HANpsi-
EHHOCTH MOJIs1, YTO B CBOIO OYepPeb BbI3bIBAET YCKOPEHHE MHTPaLMH
MOJeKyJa Oejika.

CKOpOCTb MHIrpaliid HOHOB XJ0pa HAMHOLO NpeBHILIAeT CKOPOCTh
MHrpauuu. Genkos. Besenctsue 3toro gonosnutenbHo yBeanuusaer-
Csl TPajIMeHT HANpPSIKEHHOCTH MOJIsI, elle GoJiee BO3pacTaer CKOPOCTh
MHTrpalnn MOJIeKy. Genka. Hepes HexoTopoe Bpemst MoseKyJIbl Gesika
nonagawoT B 061aCTh BbICOKOH KOHIEHTPALHH HOHOB XJI0Opa, T. €. B
06/1aCTb ¢ HEGOJBUINM IPAJHEHTOM HANPSIKEHHOCTH MOJS, H X non-
BHXKHOCTb p€3KO najaeT. B urore Genkd KOHLEHTpUpyOTCA Ha rpa-
HHIE MEXKIY ABYMSt 30HAMH — HOHA XJOp&a H HOHA IMMOHHA. [ToCKOMb-
Ky B paGoyem (pasjessiolleM) reje cpeaa 6osee Kucaas, paBHOBecHe
MNIRUHH — rauude HY cuibHO caBrRyTO BIPABO, YTO KOMNEHCHPYeT
HEXBATKy HOHOB cs1a6oit KucaOTH. [lanbHeliuiee pasmenenue uaet B
OOBIYHBIX YCJIOBHSX.

Snextpogopes JJCH-ITAAT

Kputepuem crenenn ouucTKM GeNKOB SIBJISIETCS HasHUMe ORHOH
30HBI nIpH 3sekTpodopese B [ICH-TTAAT. TIpu stom Gesiku paspessi-
I0TCs1 CTPOro no MOJIeKyJsipHOH Macce. [lpensapuTesibHO Genkd B
o6pasie AeHaTypUPYIOT (pacTBOPSAIOT B aereprenre). B xone gena-
TypalUHH MOJIEKY]bl GeJIKOB NPHOGPETAIOT OAMHAKOBYIO BTOPHYHYIO
cTpyktypy. HauGosee ynoGueiM nereprentom sisastercs JCH. IIpu
B3aumozeiicreuu JICH ¢ nmonunentuansiMu nensimu o6pasyeTcsi KOM-
nnekc JICH-6enok, xapakTepusylOUMACT MOCTOAHHbBIM 3apsiioM Ha
€NMHHLY MOJIEKYJISIPHOH Macchl. DTOT METOJ MO3BOJSET ¢ JA0CTATOY-
HOH TOYHOCTbIO H HEeGOJIbLIHMH 3aTPaTaMH ONPeNeSTh MOJIeKYJIsAp-
HYI0 maccy GeqkoB. [lisi o6nerdeHust 3ajauu BHITYCKAIOTCS pasHo-
06pasHble Ha6oOpbl GENKOB-MapPKePOB C H3BECTHBIMH MOJIEKYJISIPHBIMH
Maccami. CTaHLAPTHYIO CM€Chb BHOCSIT IO 06€ CTOPOHBI OT TOYKH Ha-
Hecenust Heenenyemoro Genka. Tlocsie nposenennst saekTpodopernye-
CKOTO pasjieseHusi, 0 3J1eKTPOPOPeTHUECKOH NMOIBHKHOCTH KOMILIEK-

Ca MyTeM SKCTPANOJSLUHH ONpPEIe/sioT MOJIEKYJISPHYIO Maccy Hccse-
LyeMoro 6esxa.
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3aekTpogopes 8 epaduente ﬁopucrocm MMAAT

B nepBoM mNpuGJHKEHHA BeJIHUHHA TMOD B [TAAT 3aBHCHT OT
aBCOJIOTHOMH KOHLEHTpallii MOHOMEPOB B pabouem pactsope. I'pajy-
eHT [OPHCTOCTH Tedisi (POPMHPYIOT MyTeM NMOJaud B paGouylo Kamepy
pAacTBOPA MOHOMEPOB, KOHUEHTPALUS KOTOPbIX MIABHO YMEHbILAETCs.
[Tpy 3TOM MOPHCTOCTb refisi BO3PACTaeT B HANMpPABJIEHHH CHU3Y BBEPX
(B cayuae GeJKOB — OT aHvla K KaToady).

B rpaaunente [TAAT pasfesiiorT BELIECTBA [0 MOJEKYJASPHBIM
maccam B o6aactd 5-10*—5.10° r-monb~'. Daekrpopopernueckas
OBYKHOCTb Pa3/lefisieMbiX BeLIeCTB NPH 3TOM HMEET BTOPOCTENEH-
Hoe 3Hauenue. OcoBeHHO y3KHe 30HB (DOPMHPYIOTCSI NPH BLICOKOM
HaMpsKeHUH, TaK KaK B ITOM cjy4ae 3apsKeHHble BellecTBa MOA
feficTBMEM BbICOKOTO TOJsi GYKBaJbHO BAABJIMBAIOTCS B MEJKOINO-
PHCTYIO CETKY TeJisl. DTHM CaMblM MCKJIOUAETCA BO3MOKHOCTD PACLIH-
peHHsl 30H BCJeACTBHE GPOYHOBCKOTO JBHXKEHUS.

ITOT MEeTOJ IIPUMEHSIIOT AJf pa3jie/ieHusi HATHBHBIX M JeHaTypH-
POBAHHBIX GUOMOAMMEPOB. EHHCTBEHHBIM YC/IOBHEM €r0 NPHMEHeHHH
ABJSeTCS OJHOMMEHHBbIH 3apsill pasaessieMblX BellecTB.

TpuGopsi

J1Jis IPUrOTOBJIEHHUS re/ist KpoMe WITaTHBA AJ5 PHKCALHH SIEKTPO-
poperrueckoil Kamepbl HEOGXOAUMBL MJIACTHHKH W Tpy6ouku. [as
MOJy4YeHUsi TPAJHEHTHBIX Tejteil HEOOXOAHMBl TaK:Ke MepUCTAa/IbTHYE-
CKMil Hacoc M rpajueHTHblfl cmecutesb. [loayuaTe refn CamocTosi-
TeJIbHO HeoO0s13aTeNbHO, MOXKHO MOJb30BAThCA TOTOBbIMH IIJIACTHH-
KaMH.

Kdmepa 048 3aeKTpoopesa

Jlnsi npoBeneHust 31eKTpodope3a HCMOMB3YIOT Kamepy ¢ oxaaxcdae-
MOLi 20PUBOHTAALHOU NAACTUROL (CM. PHC. 2.5.1.1/3) wan BepTHKAJD-
Hyio kamepy (puc. 2.5.1.3/1). Bepruka/ibHaa kamepa LJsi 3/1€KTPO-
(opesa COCTOHUT M3 CJIEIYIOUIHX JeTtajei: ‘ b

HYJKHEHl 3/eKTPOJHON KaMephl (BbIpaBHHBaHHME TeMIeEpaTypbl B
Kamepe MpPOBOAMTCS 3a CUET MPHHYAWTEJbHOH UMPKYJSLHKE KHI-
KOCTH) ; ' :

TenyiooOMEHHHKa W3 MHEPTHOrO MaTepHasna;

BepxHell kamepbl (B Hed OObIMHO (DUKCHPYIOT BEPXHIOIO 4acThb
MIACTHHKH C pabouHuM rejem).

Hcrounuk nuranus

Yaile BCEro HCMOJbL3YIOT MCTOUHHMK MHTaHHA, obecrneynBaioyini
wanpskenne a0 500 B u cuty toka mo 400 mA. '
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Kiosera Oan okpawusanus u obecyseuusanus zeaell

JlJist 0OGHapyKeHHsl BEIECTB reJlb OKPALUHBAIOT COOTBETCTBYIOLINM
kpacurenem. Tak Kak MOJIEKYJbl KPACHTENS 3apSKEHbl, IeJdb MOMKHO
~o6ecLBeunBaTh 1eKTpoopernuecku npu 50 B (cm. puc. 2.5.1.3/5).
BelltecTBa BBHISIBISIOTCA B BH/€ OKpALUEHHBIX [SAT€H B MPO3PayHOM
rese. KoJH4ecTBEHHYX OLEHKY IPOBOIAT CHEKTPOGHOTOMETPHYECKH
NPH MOMOLIH CKAHHPYIOUIEr0 JEHCHTOMETpA..

Ycrpodcrso 0an seicywusanusn eeaell

[Tocae ycaakKH resiell B BOJAHOM 3TaHOJIE HJH AUEeTOHE HX BbLICYILUH-

BAIOT MeXJy ABYMsl JIMCTaMH LiesoaHa B Bakyyme MpH c1aboM Ha-
rpe.e.

floproroBka oGpasua

Haunyuiine pesynbrathl Moay4aioT B TOM ciaydae, ecan o6pasell
pacrBopen B pabouem Oydepe. [ass TOro, uto6bl YBEAHUHTH MJIOT-

HOCTb pacTtBopa B ofpasel jgobasasoT 40%-10 caxaposy WM IJH-
LLePHH.

llopanok BuinoJHeHns onepanmi

Hanecenue o6pasya

Ha cao0il renst B Kaccere nomellaloT anminkaTop W KacceTy ycra-
HaBJWBAIOT B KioBery (pHc. 2.5.1.3/2).

Kak roToBbli, Tak W IPUrOTOBJIEHHbIH CAMOCTOSITENBHO Telb Nepes
HauyaJoM paGoThl ypaBHOBeINBAOT pabouum Gydepom. C 310 Ledblo
NPOBOAAT KpaTKOBpeMeHHbH 3nekTpodopes (20 mun, 70 B).

Puc. 2.5.1.3/2. Toaroroeka Ka-
Mepbl JIst NPOBENEHUA MEKTPODO-
pesa B reJse:

a -— BBeAEHHEe annJIMKa'ropa B Kacce-
Ty, 6 — 3aKpernsieHHe KacceThl (cJol
resas MEXAY CTECKAAHHbIMH NJACTHH-
KdMH) B H30JHPYIOWEH nNpokaaake
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Puc. 2.5.1.3/3. Baecenue npoObi B JYHKH
annaukatopa (Pharmacia, Uppsala/Schwe-
den) ‘

O6pa3en BHOCAT C MOMOLIBIO NUNETKH B JIYHKH aNfIMKaTopa
(puc. 2.5.1.3/3). ’

IIposedenue anrexrpogopesa

CHauaja NpoBOASAT NpeABapHTENbHbI 3jeKkTpodopes npr 70 B B
teuenue 15—20 MHH [0 Tex MOp, NOKa Mpoba He BAUTAETCA B reJb.

YcranasansaioT pabouee Hanpsikenue. I1pu anexrpogdopese B rpa-
JMEHTHOM reJie MPOJOJIKHTENbHOCTD OTIbITA COCTABJIALT 154 npu 150 B.

[Ipu npoBeeHHH YCKOPEHHOIO 3JeKTpodopesa (4—5 4 npH Ha-
npsixKennd 1o 500 B) Gydep oxnaxaaior ao 4 °C 1 BO BpeMs OnbiTa
nopnepxxupair Temneparypy 10 °C.

Obrapyscenue

W3BaekaloT mJacTHHKy reqs (puc. 2.5.1.3/4), BblAEpKHBAIOT
30 muu B 10%-# cy/bdocainiiioBOd KHCAOTE H 3aTeM B PacTBOpE
kpacutensi (puc. 2.5.1.3/4, 8).

Cnoco6 oKpaulMBaHUs 3aBHUCHT OT MPHPOJbl Pa3jesieMbiX Be-
mects. B 60JbIIHHCTBE CAY4aeB NPUMEHSIOT chneun(bunqecxue pe-
areHThbl, TaKHe KaK KyMmaccH rojy0oH, aMHIOBbIH 4epHbIi MK Gpom-
denonosblit cunnit (0,1—0,5%-i pactBop Kpacurens B 7%-h ykeyc-

s
Puc. 2.5.1.3/4. Vssaeuenne C/Iof refsl n0 3aBepLIEHHH saextpodopesa (Pharmacia,
Uppsala/Schweden):

@ — JHIKYIO JEHTY ¢ OJHOW CTOPOHB KACCETbl CHHMAIOT; 6 — KacceTy pacKpbiBaior U refb
OTAENSIOT, 8 — GJOK TeJist MoMelaloT B GHKCHPYIOLLMA PACcTBOp KpacHTes
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Puc. 2.5.1.3/5. O6ecupeunsanue reas (Pharmacia, Uppsala/Schweden):

a — TJIACTHHKY NOMeWalT B AepXKaTedb; 6 — NAACTAHHKY B JAepxaTreje MoMellamwT B COocyn
c oﬁecuaeuusalomnm pacrsBopoM, 8 — IMocae obecluBeUHBaHHUS q)oua rejb BBICYLIHBAKT W
XpaHAT B KOHBEPTE M3 NPO3PavyHON MJIEHKH
HOA KHCJIOTE), NPOAOJKHTeNBHOCTh 06paboTKH cocTaBaser |—2 u.
BeJskH W HyK/IeHHOBbIE KHCJOTbI MPOSIBJSIOT PEAreHTOM, COMepKalluM
cosin cepe6pa. I1oT metod B 10 —20 pa3 uyBcTBUTe/bHEE TIO CpaBHe-

HHIO C MPOSIBJICHHEM HPH MOMOILM KYMacCH.

OGecuseunBanue rens (puc. 2.5.1.3/5). U36biTok Kpacuresst
OTMBIBAIOT pacTBoputetem. ObecuBeyHBaHHE MPOBOAAT TAKXKE METO-
AOM 3J1eKTpogope3a B crnenuabHOR Kamepe (puc. 2.5.1.3/5, 6).

Kowncepsayus

[TnacTHHKY re/isi BblLAepKHBAIOT B BOAHOM ALETOHE HJIH MeTaHOJIe,
a 3aTeM BHICYLIMBAIOT (B BaKyyMe IIPH c¢J1aGOM Harpebe) B CleLHaJb-
HOW YCTaHOBKe.

AHanus pesyabTaTos

KoJinuecTBeHHYIO OLEHKY NSATEH MPOBOAAT C MOMOILBIO AEHCHTO-
MeTpa.

O6nacte npumeHeHus

Pazzesienne Bcex KNaccoB 3apsixKeHHBIX BELIECTB, HanpuMep GeJ-
KOB, ()epPMEHTHbIX KOMIJIEKCOB, BHDYCOB, OJHIOHYK/JEOTHAOB M HYy-
KJIEHHOBbIX KHCJIOT.,

Onpenenenne MOJIEKYJISIPHBIX Macc GHOTIOJIHMEPOB.

Ananus GenKoB Ha MHKDOYPOBHE (aHTHIEHOB MPH KOJIHUECTBEH-
HOM HMMYHO3JeKTpodopese). '

BUBJIMOTPA®GUYECKHH CITUCOK — cm. pasa. 2.5.1.

2.5.1.4. dnektpodopes B cBOGOAHOM MOTOKE

IIpn asnekrpodopese B cBOGOAHOM NOTOKE 3J€KTPOJUT (6ydep)
nepeMelllaeTcss B BEPTHKAJbHOM HalpaB/eHHH (IepleHIHKYJAIPHO
HaMnpaBJeHHIO 3J1eKTPHYECKOTO NMoJIs1) . 3apsiKeHHble YaCTHLb NOJ Ael-
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CTBHEM 3JIEKTPHUECKOTO MOJISE MUIPUPYIOT B FOPH30HTA/bHOM HaNpas-
JCHHH U OJHOBPEMEHHO yBjeKaloTcsl motokom Gydepa. B urore pas-
neNieHHble BellecTBa paclpeliesisiioTcsl B NOTOKE B COOTBETCTBUH ¢
HX 3/JeKTPO(OPETHUECKOH NOABHKHOCTBIO H 3JIOHPYIOTCS U3 MpHGOpa
B pasjduHbIX QpaKUHUsX.

OcHoBn Meroja

B ocHOBe MeTOja JIeXKAT T€ K€ MPHHLHMBL, YTO H /I HENpephiB-
HOTO 30HAMLHOrO 3JekTpodope3a, OZHAKO 3/1eChb MOTOK 3JeKTPOJHTa
nepeaBUraeTcsi MEPNeHAUKYJISAPHO 3JEKTPHUECKOMY  [0JIIO (puc.
2.5.1.4/1). 30Hbl cTaGHIN3HPYIOTCS NPH MOMOLILH MOTOKA JOCTATOYHO
pa36aBJeHHOTO 3JIEKTPOJIHTA.

Mpubopn

Snektpodopes B CBOGOLHOM NOTOKe NMPOBOAAT B npubope Xannu-
ea, u3o6paeHHoro Ha puc. 2.5.1.4/2. Cmecb pasfensieMblX BELIECTB
u paGounit Gydep HempepblBHO MOAAIOT B BEPXHIOI HacCThb Kamepbl
MeX1y ABYMSI OXJ1aX(aeMbIMH CTEKJISHHbIMH MJIACTUHKAMH, PACCTOs-
Hue MeXxay KotopbiMH 0,6 MM. KOMOOHEHTHl CMeCH MHIPHDPYIOT TMOA
JeHCTBHEM 3/JeKTPHYECKOTro MO/ B COOTBETCTBHH C HX CyMMapHbIM
3apsiiOM B HANpPAaBJEHHH 3JEKTPOIOB, OJHOBPEMEHHO OHH MepeaBHra-
J0TCSl NOL JeHCTBHEM [MOTOKA 3JEKTpOJHTa B HANpPaBJEHUH CBEPXY

Puc. 2.5.1.4/2. YcranoBka XaH-

HATa ISl [POTOYHOTO  3JEKTPO-

dopesa (Desaga GmbH, Heidel-
berg)

ARA
g@@@@@@@UUH‘

Puc. 2.5.1.4/1. Dnexkrpodope3 B cBOGOAHOM MOTOKE:

| — rpalaMeHT 3snexkTpudeckoro mossi; 2 — GydepHslit pacTBOp; 3 — pasnejsemas CMechb;
4 — HanpaBieHHe NOTOKA AEKTPOJHTA; 5 — 3NeKTPOR; 6 — KONNEKTOP AJs cGopa @paxuui
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BHH3. B HHXXHe# yacTu notok paspensiercst Ha 48 OTAE/IBHbBIX [I0TOKOB.

. B cranpapTHBIX yCJOBHAX KOMIOHEHTH CMECH 3JIOMPYIOTCSI B OJHHX H
| TEX XK€ 30HaX, M03TOMY MOXKHO paGoTaTh B HENpPEPbIBHOM pexxHMe,

\HaKaHJIPIBa’ﬂ BelecTBa B CGOpHPLKaX KOJUJIEKTOPa.

O6aacts npumeHeHus

HpenapaTHBHoe pasjiejiecHHe 3apsiKE€HHbIX YacCTHIL,- B TOM YMCJe
KOJJION OHBIX, Cy6KJI€TO‘-IHbIX YaCTHL H KJIETOK.

BUBJ/IMOTPAPHUECKHH CITHCOK — cm. pasa. 2.5.1.

2.5.2. H30JIEKTPHUYECKOE ®OKYCHPOBAHHE (H3®)

C nomouibto u30371eKTpHYecKOro (okycuposanus (MIP) pasge-
AT aM(pOTepHbIE BEILECTBA, B YACTHOCTH GEJIKH, 10 HX M303JEKTPH-
ueckuM Toukam (M3IT). CywHocTh MeTOna 3ak/l04aeTcst B TOM, 4TO
MOJIeKYJIbl GeJIKOB MHUTPHUDYIOT NOJ AEHCTBHEM 3/1EKTPHUYECKOTO M0.is
B Cpejle C JIMHEe#HbIM ¥ cTabUNbHBIM rpafnHenToM pH 10 mocTHxkeHus
o6aactu pH, coorBercrByoueil ux UIT. :

PDusnyeckue OCHOBHM MeTOAA

Hsosnekrpuueckoe (OKyCHPOBAHHE OTJIHYAETCS OT 30HAJBHOIO
3/1eKTpodope3a TeMm, uTo pasjiesieHHe OCYLLECTBJsIeTCsl He B Gydepe ¢
NOCTOSAHHBIM 3HaueHHeM pH, a B cpene ¢ sinHelinbiM rpaanentom pH.
3uauenre pH MHHHMa/bHO BOMM3H aHOAa, MAKCHMaJbHO — BOJIH3M
KaToja.

B oGnacru Beicokux sHauennit pH aMHHOKHCAOTHL M Gesiki 3apsi-
KEHbl OTPHIATEbHO B MHTPHPYIOT B 3/IEKTPHYECKOM 110/l B HANpaB-
JIEHHH K aHOAY, T. €. B 06/1acTh HU3KHX 3Hauenuit pH. B 37o# obaactu
POMCXONHT nepesapsiika MoJieKyJs 6efka 3a cuyeT NPOTOHHPOBAHHS,
BCJIEACTBHE Uero HanpaBJ/eHHe ABHXKEHHS H3MEHFeTCsl Ha NPOTHBOMNO-

_ pH KoHuenTpuposanue 3oh
Pa 204 10 fog gesicyenem addexva
nog aeHcTRHEM $okycuposanun
anddyann
Puc. 2.5.2/1. Hemoncrpauns 3¢- 9000
(beKkTa KOHUGHTPHPOBAHHUS IPH H30- B sone [ J— -8
3/1eKTPOPOKYCHPOBAHUK (Besikp ¢ 3apaa
pasen 0 ® @
u3otoukamu pl 5 u 8 cookycupo-

OtpuuarensHo
BaHbl B y3KHe 30HBI; 3¢ ekt do- 5 sapanenme
o - MacrTmub
KYCHpPOBaHH# JEHCTBYeT B Hanpas- ? ?(? C? ABMXYTCA
JIEHHH, NPOTUBOIOJNOXKHOM siBJe- x anoay

HHIO AU y3uu) é é é 6'5

Nonoxmurenuro sapaxen-
L4 Wuie vacTuM ARNNYT-
CA K KaTORY
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Jio}KHOe. B KOHEUHOM cueTe MOJIeKYJlbl NONafanT B o6aactb, rie HX
CyMMapHBIll 3apsifi paBeH HYJIO, BC/IEACTBHE YEro OHH YTPayHBAIOT
5/1eKTPOPOPETHUECKYIO TIOJABHKHOCTb. MOJeKy/lbl, HaXONMBUIHECH B
Hayaje npollecca B KHC/IOH o6mactu 3HaveHuit pH, murpupyior no
HarnpapJeHHIO K katody. I1pu ysennuensu pH cpeirl oHH Takxke no-
nafaior B 30HY, e YTPAUUBAIOT 3apsAM U 3/1eKTPOPOPETHUECKYIO NOA-
BIKHOCTb., KOra ke MOJeKyabl 6elkoB nokupaioT obaacts MIT
peaencTBHe nuddy3HH, OHH BHOBb MPHOOPETAIOT 3apAL M HAUYWUHAIOT
nepeBUraThCsl MO AeHCTBHEM 3/IEKTPHYECKOTO MOJS 10 AOCTHKEHUHA
HMH TIPeKHEro MoJIoKeHus1 (pHC. 2.5.2/1). UeM Bblllie HANPSXKEHHOCTD
1O/, TeM MeHblle BaHsiHie AHGOY3HH, TeM Yxke 30HBI pa3fessieMbiX
BELLeCTB. _

D¢ deKT KOHIEHTPHPOBAHHS (bOKyCHpPOBaHHSA) -SIBJSIETCH BaX-
Heleil OTJMYUTENbHOH 4epTOH 3TOro Merona.

dopmuposanue crabusbrolx epaduentos pil

[1aBHBIM yc/10BHEM 3((EKTHBHOTO pasjie/feHHsi GesKOB fABJSIeT-
¢S HaJMuue crabuibHoro rpaauenra pH cpeanl. B cBsisu ¢ TeMm, uTo
Geaku 06JafaloT aMpOTEPHBIMH CBOHCTBAMH, HEOGXOIHMO, 4TOGHI
aM(OJMTHI-HOCHTEJIH — BELLeCTBa, ¢ MOMOLIbIO KOTOPHIX dopmupy-
ercsi rpajuedtT pH, o6ananu BbicOKO#H Oy(pepHO# eMKOCTbIO. Amoo-
JIUTbI-HOCHTEJH NIPEACTABJAIOT COG0H MHOTOKOMIIOHEHTHYIO CMECh H30-
MEpOB H TOMOJIOTOB aJH(paTHYeCKHX NOJIHaMHHOMOJHKA POOHOBBIX
KHUCJOT, CyJb(OKHCAOT H (OCHOHOBBIX KHCJIOT, HM303JEKTpHUECKHE
TOUKHM KOTOpPHIX DAcCloJaraloTcs B ILHPOKOH 06/acTH snaueHufi pH.
TTpombliLieHHble aM@OJNHTHI-HOCHTE/IH NpPHUBEIEHbI B taba. 2.5.2/1.

B OTCYTCTBHE 3JIEKTPHUECKOTrO MOJS PacTBOp aMOJIHTOB-HOCH-
teseil umeer snauenne pH paBroe 7. B a/lekTpuueckoM noJsie aMQosHTh
pacnpefesioTcss B COOTBETCTBMM CO 3HAUYGHHAMH HX H303JCKTPH-
yeckuX Touek. Hampumep, .BeulecTBa ¢ MHHHMAaJbHbIMH 3HAUYEHHS-
Mu pl (BbICOKHH OTpHUATE/NbHBI 3apsil) pacrnojaraioresi B KHCJO0H

Tabauya 2.5.2/1. Ampoauret-HocuTesu OAS U303 AEKTPULECKOESO
dokycuposanus

O6imKke CcBeJIEHHA O XMMHYECKOM

Hassahue CTPOeHHH d>upMa-n3roTosnTenb
Amdoannbl [MosnaMuHOROAHKaPOOHOBBIE LKB Peoducter, Brommia,
(Ampholine) KHCJIOTBI Schweden
dapmasuTbl Conoaumepsl rauWliMHa, ranuui- Pharmacia Fine Chemicals,
(Pharmalyte) rauuMHa, amuuoB M snuxaop- Uppsala, Schweden

THAPHHA
CepBaautsl Conoaumepsi, cofiepxkaluue amu-  Serva, Heidelberg, Deutschiand
(Servalyte) HO-, cyJibdo-, pocdo-, kapboKcH-
¥ TyaHHIHJIbHBIE TPYMbI
Buo-autbl (Bio- [loHaMHHONOAKCYIb(OHOBbIE Bio-Rad
Lyte) KHCJAOTH Laboratoria, Richmond, Gal

USA
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o6n1acTH B6/IH3H aHOAHOTO pacTBopa. [Ipy nonagauuu B 3oHy 3J€eKTPO-
JIHTA (BCJIeD,CTEiI/Ie AnddY3uHn) MosieKyJ/bi aM(POMHTOB MPHOGPETAIOT
TIOJIOKHUTE/bHBIM 3aPsiJ U O] AeHCTBHEM NOJA BHOBb BO3BPallalOTCs
B HCXOJHYIO 06/1aCTh, L€ TakuM o6pasoM ¢popmupyerca pH 6Ganskoe
HX H303JIEKTPHUECKOH TouKe. [10 aHAJOrHUHOMY MEXaHH3My B TpuJe-
ramoieM cjloe KOHUEHTPUPYIOTCA aM(OJIUTLI-HOCHTENH ¢ 60Jee BLICO-
kuMu pl, hopmupysi TeM cambim o6sacTb ¢ 60Jiee BLICOKAM 3HAYEHH-
em pH. ItoT npouecc pacnpocrpansietcss Boab paboueii KaMephl
BIIOTb 10 KA4TOAHOTO 3JIEKTPOJHTA. Kaubiit pas, koraa moJexyJbl
M(I)OJII:I}TOB-HOCI/ITGJIEFI AXPPYHAUPYIOT B.COCEAHION 30HY, OHH BHOBb
MO IEUCTBHEM [10JI1 BO3BPALUAIOTCS B HCXOAHOE MOJOXKeHHe. B pe-
3y/bTaTe B CHCTEMe ¢popmupyercss naaBHelil rpaguent pH, koTopblii
(r)ICTaeTCH YCTOHYHBLIM 10 TeX MOp MOKa HAXOLHTCS B 3JEKTPHUECKOM
oJe.

Has npasunbHoro BeiGopa patoueii o6aactu pH-rpaamenta 3Ha-
HYEHUS] U303JIEKTPHUECKHX TOUEK pasjessieMbiXx GeYIKOB 3HATb BaKHO
HO BOBCe He 06s3aTebHO. [IpH OTCYTCTBHH Heo6X0aMMOK mnpopma:
UMK pa3jlefieHHe MPOBOAST B LIKPOKOM AManas3oHe 3HaueHuii pH —
oT 2 no |1, He cTaBsi 3ajlauy AOCTHKEHHSI BBICOKOH CTeleHH paspe-
wenusi. Takim o6pasom onpenenisiior pl OTAEJbHBIX KOMIOHEHTOB
CMecH. 3aTeM B 3aBMCHMOCTH OT pacrpejie/ieHusi H303JeKTPHYECKHX
TOUYeK BBIGHPAIOT MHHHMAJbHbIH AManaszon pH ans nmocaeayiowero
onbiTa. [Ipu 61aronpuATHBIX 0GCTOATENBCTBAX y1deTCs pasiesiTh Be-
liecTBa ¢ pasuuueidt B 3HadeHusix pl okoso 0,01.

Biusinve pH-rpannenta Ha KauecTBO paspelleHHs] OKA3aHO Ha
puc. 2.5.2/2. ITpu U B wiupokoit 061acTH H3MEHEHHs 3HAYECHHUIT pH
(puc. 2.5.2/2,a) — ot 3 1o 10 — Bce KOMNOHEHTbI CMECH OCTAIOTCS
B npejesgax NJAacTHHKH, OHAKO pa3pellende KomnoHeHToB A, B, B
HeynosnersopuresibHoe. Ilpy U9® B yskoit o6ractu H3MeHeHHS 3Ha-
uenuit pH (puc. 2.5.2/2, 6) — or 5 10 8 — paspelreHse KOMIOHEHTOB
A, B, B yaosierBopurenbHoe.

Onnako s3¢dekr (OKYCHPOBAHMSI NPH 3TOM HECKONBKO MEHbLLE
YeM MNpH pasjieJieHHH B IIMPOKOM AHana3oHe 3HaveHuid pH, MOCKOMTb-
Ky 30Hbl CHJIbHO pa3sMbIBalOTCs 3a cueT Auddysun. Habmopawoumuiics
HEJOCTaTOK — YUIHPEHHE * 30H pasjessieMblX BeIUECTB — YACTHYHO

10 A
: A S S
G- g g
= Q [~
5] : ;
54— pH ::5. g
T x
31 L °
(] a S @® 1) C]

Hanpabaenue pasdenenus

Prc. 2.5.2/2. Paspeliense 1pH H3031eKTpHUECKOM $HOKyCHPOBAHUH:

a4 — B Quanasode u3meHenus snadenudt pH oT 3 p0 10; 6 — B guanasoHe M3MeHeHHs 3HAue-

uui pH or 5 g0 8
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KOMIIEHCHPYETCST BO3MOMKHOCTBIO YBeJHUEHHs HArpy3KH M0 GeJKy, T. €.
nposeexust npenaparupioro MO,

Crabuausayus pH epaduenros

Tpu 1u303/1eKTPOPOKYCHPOBAHHH HAGMIONAETCA BbIACTEHHE TEILIA.
BO3HHKAIOLLAS TENJAOBasi KOHBEKLHUSI HAPYIIAeT JHHEAHOCTb CPOpMHU-
posannoro pH-rpanmenta. Ilist yMeHbIUEHUsl NEPEMELIHBAHMA HC-
MOJb3YIOT pasjuuHble cTaGUJIH3HPYIOLLHe MaTepHaJbl:

reJn (araposa W MOJHAKPHJIAMMA);

rpauy/aupoBaHHbie rean (cepanexc NP, ynbTpoieKc, 3/eKTpo-
GOKycUpYIOLINH resp — GHO-JTHT, araposa);

pacTBOp C IPAJHEHTOM MJIOPHOCTH (Caxapo3a, TMHLEPHH, STHICH-
FJIRKOJIb) .

Jlas npenapaTHBHOTO HM303JEKTPOPOKYCHPOBAHHA IPEHMYyLLe-
CTBEHHO MCIOJNB3YIOT ABa IOCJEJHHX METO1a.

B uacrosillee BpeMsi pa3paboTaHbl ClelHasibHble MOJHAKpH/IA-
MUAHblE TeJH ¢ (PUKCHpOoBaHHbIMH pH-rpaaueHTamH.

JAeKTPOAUTSL

KaToaHble ¥ aHOAHBIE JEKTPOIHTH (KATOJHUTHL U AHOJIUTHI) MPH-
MEHSIIOT AJ9 BBLINOJHEHHS CJAeAYIOHIHX 3aiay:

NnogaBJeHUA 3JIEKTPOJUTHUYECKHX OKHCJI HTE€JbHO-BOCCTAHOBUTE/Ib-

HbiX peakuuil aM@O/HTOB U Pa3jle/ifieMbiX BELLECTB;
npuaaHusl 3apsna MoJekyjgaM aM(ONHTOB C HH3KHMH H BBICO-
kumu pl.
Marepuaas

Jus nposenennsi MD® B ocHOBHOM TpeGylOTCs crieluanbHble
MaTepHaJbl. '

BJOKH resisi H3: @ — NOJAHaKpHIaMuia (Npy aHajgu3e BeLlecTB
¢ MoJeKyasipHo#t Maccoit 1o 10° r-moab™"); 6 — araposbl (npH aHa-
Ju3e BelleCTB ¢ MOJIEKYJSIPHOH Macco# 10° r-moab~'); 8 — rpasy-

JHPOBAHHOTO Teast (AJsi NPEenapaTHBHOTO H303JeKTPO(OKYCHPO- -

BaHHA).

PactBopbl ¢ TPaAMEHTOM ILIOTHOCTH (caxaposa, IHMLEepHH HIH
ITHAEHIJIMKOND) (JAJs1 H303JeKTPOPOKYCHPOBaHHUS B KOJIOHKaX) .

Amoonntbi-HocuTean (cM. Taba. 2.5.2/1).

DJIeKTpOoHble PACTBOPHI, PeareHThl /IS (PUKCALMK M OKpalIWBa-
HHA Genkos (pasm. 2.5.2.1 u 2.5.2.2).

DJAEeKTPOABI.

Mpu6opn

[lnactuHKH (BepXHsisi H HHXKHAS) A4S M303/1€KTPOPOKYCHPOBa-
HUA B cJloe reJs.
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q -— HaHeceHHe Npo6H B BH/E 5808 e00 \s(/ >\/5 ¢ . ;
OTAENLHOH 30HBI, 6 — pe3y.ib- 0%a%25°%, 7 > \ © ot
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cqHus  npobb); g — paBHO- 14 h ]
MEpPHOE pacnpenenenie npobhl N \\ ° ’
B rese O .
) \\ . .
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[1pu6op aas saexkTpodopesa ¢ oxJaaxKaaeMOH MJIACTHHOM.

Crek/IsIHHbIE KOJIOHKH ISl H303JEKTPOGDOKYCHPOBAHHS B IPajHeH-
Te MJOTHOCTH (cM. pasna. 2.5.2.2). .

Herounnk nurauusa (zo 2000 B, craGunusauds no MOLIHOCTH).

KonTakTHBIH CTeKNsiHHBIE 3qeKTpold (Aast onpenesenuss pH B
cJioe redsi).

DUPMBI-H3TOTOBUTEAN TPOU3BOAAT relid Pa3IHYHOH TOJLLIMHbL,

NpOTHTaHHble aAMMOJIHTAMH-HOCHTEJAMH ¢ pasjiHuHbIMH  3Haue-
Husamu pH.

Hanecenne npoGbl

HM3aBecTHO HeCKO/BKO crnoco6oB HaHeceHHss npobbl (puc. 2.5.2/3):

B BHJle 30HHI nepel popMmuposanueM pH-rpaanenra (puc. 2.5.2/3, a);

B BHJ€ 30HbI nocje Gopmuporauus pH-rpajauenra, no Bo3amoxHo-
CTH BOJIM3H KOHEUHOTO MOJIOXKEHHSI 30HB 0e/iKa;

B pPacTBOp IJis IIPONHUTKH rejst {0OblUHOTO WJIH TFPajHEeHTHOrO)
(puc. 2.5.2/3, 8) nepen topmupoBauuem pH-rpasuenta (B ocoben-
HOCTH B cJydae MpenapaTHBHOIO H303JEKTPOGDOKYCHPOBAHHSA).

HesaBucumo ot cnoco6a BHeceHHs npoGbl BellecTBa 110 3aBepllie-
HAH 3KCNEPHMEHTA DPAacroJaraloTcsi B 30HAX, COOTBETCTBYIOIIHMX HX
u3oTouKam (puc. 2.5.2/3, 6).

BUBJIMOTPA®HUYECKWI CITHUCOK

1. P Arbuthnot, J. A. Beeley, Hrsg., Isoelektric Focussing, Butterworth 1975
Firmenschriften: Electrofocusing Seminar Notes (Teil 1: Basic Principles, Teil 2:
'énlalyticz;l. Te(\iil 3: Preparative), LKB Produkter AB, Bromma, Schweden 1979
olyacrylamide Gel Electrophoresis — Laborator iques armaci i
Chemicals, Uppsala, Schwedgn 1980 v Techmiques, Pharmacia Fine
1. Smith, Chromatographic and Electrophoretic Techniques, Bd. 2, Heinemann
London 1976 ' ’
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2.5.2.1. AHaAHTHYECKOE H303JIeKTPHUECKOe
doxycuposanue

AnanuTuueckoe H303JMEKTPOPOKYCHPOBAHHE — MeTOJl pasjeseHus
aMQOTePHbIX BellecTB, MPeXJe BCEro GeJKOB, MO UX H303JMEKTpHue:
CKHM TOUKaM B TOHKOM CJO€ Te/lsi NOJHAKPHIAMUAA WIH araposi
8 pH-rpanuenre.

Pu3HUECKHE OCHOBL MeEToja

Heo6xofnmbiM ycioBueM MnposefeHus MO® sgeaserca Hanudue
BBLICOKOTO ‘HalpsiKeHusl PH HH3KOH HOHHOH cHse pacTBopa. OnHako
HMeHHO B 3THX YCJOBHSIX YCHJIHBaeTcsl 3/eKTpoocmoc. Orpuuarelib:
Hoe BO3/AeHCTBHE OKAa3blBAIOT TaKXe IPHMECH coJiell, 3aHeceHHble
BMecTe ¢ peakTuBaMu (reau ans MUO® caedyer roToBuTb M3 0C0GO
yucThiX peakTHBoB). HanGosee noaxoasimuM Ags nposenenuss MO
‘siBAsieTCA no.nnaxpymammmbm rejp, 06/1aLa0UEi HI3KUMH 371€KTpoO-
OCMOTHYECKHMH CBOACTBAMH.

[1poao/IXKHUTENBHOCTD 3KCHEPHMEHTA 3aBHCHT OT HANPSIKEHHOCTH
mosisi ¥ KpyTH3Hsl pH-rpanmnenra.

Ilpu xpyToM HakJiOHe rpajueHTa 6esoK, HaXOAAIIHICH B 00JACTH
aHayennss pH 6/HM3KOrO K ero 3/71eKTPHYeCKOH Touke, ellle COXpaHseT
3apsil H JOCTATOYHO BBICOKYIO MoJABHKHOCTb. [Ipu nosorom rpanues-
Te GeJKH HMET HeGOJbUIOH CyMMapHBIH 3apsa paxe B objactd pH,
Jdajiekoil oT M303jeKTphueckoll Toukd. CJef0oBaTesNbHO, CKOPOCTb HX
MHTpalMH B KOHEYHYIO 30HY HeBbicoKa. Ilo 3TOH npuuuHe aJs mpose-
JEeHHS 3KCTiepaMeHTa B. nosorom rpaivente pH tpeGyercst Bagoe
6oablile BpeMeHH (3 4) 110 CPAaBHEHMIO C pasjejeHHEeM B KDPyTOM
rpanuenTe (1,5 u).

Moaroroska nMpo6nl

Harpyska 3aBUCHT OT CBOHCTB aHa/M3upyemoro Geska, 4yBCTBH-
TeJbHOCTH MeToJa OGHAPYKEeHHS, TOJLIHHB cJjosi rejsi. I1pubGmausu-
TeJIbHO Harpyska cocrasaser 0,1 mr 6enka np# cioe resst TOJILUIMHOH
| MM 4 o6Hapy»XeHHH NPU TIOMOLUH KpAaCHTEJs1 KyMmaccH roay6oro.

- MopaRoK BLINOAHEHHA onepauni

[Ipueorosrenue naacTunky

Pasee fipuMeHsJIUCH T'esld TOJILMHON |-—3 MM, B Hacrosiillee Bpe-
MSl HCTOJAB3YIOT GoJjiee TOHKHE MJIACTHHKH renasi rtojwuHod 0,05—
0,25 mm (U3® 8 yabrpatoHkowm -cioe). [IpurorosieHue MiIacTHHKH
HarAsAHO H3o6GpaxeHo Ha puc. 2.5.2.1/1 u 2.5.2.1/2. T'naBubIM 11pH
(hDOPMHPOBAHUM CJOSI SIBJAACTCHA COXPAHEHHE LEJOCTHOCTH [1OJHUMEpH-
30BAHHOrO CJIOS TNpPH CHATHH BepXHeH MNJACTHHKU. DTO BO3MOXKHO.
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Puc. 2.5.2.1/1. TlpurotoBsenue miacTuHky ajis MI®:

a — OK/IeHBatHeé HEeCHJIAHM3HUPOBAHHON CTEK/AHHOH MIACTHHKH NO KPasM HECKOJNbKHMH CJIOR-
MH BOLOCTOMKOH JUNKOK NeHTH (50 MKM); 6 — HaHeceHHe NMOPUHH rOTOBOrO K MOJHMEPH3AUNY
pacTtBopa MoHomepos (Pharmacia, Uppsala/Schweden)

Puc. 2.5.2.1/2. Ipuroropaenune miactunkd aas UIP:

a — pa3sMelleHHe Ha CJI0e MOHOMEPOB CHJAHH3HPOBAHHON MJIACTHHKI, 6 — pasjefieHHe mJa-
CTHHOK NPH MOMOILUH lUNaTens Mo OKOHYaHHM noaumepusauuu (Pharmacia, Uppsala/Schwe-
den)

€CJIH  BePXHIOI [JIACTHHKY INpeABapHTeNbHO THAPOGHOOGU3HPOBATD
cunadoM A 174 (Silan A 174, Pharmacia) wau nmoaudukcom-1000
(Polyfix-1000, Desaga).

[lnacTHHKY M3 CTeKJaa WM NONHIGUPHOIO MJIACTHKA MPOMBIBAIOT
CHJIbHOH L1eN04bl0, a 3aTeM CHJIaHU3HPYIOT.

[To kpasim apyroH, Heo6paGoTaHHOH, MNJACTHHKH HAKJIEHBAIOT
NOJIOCKH JIHNKOH JeHTH (puc. 2.5.2.1/1, a).

TTosnuMepusyloT resib: 3amacHOH pacTBOpP TOTOBSIT, pPacTBOPsis
24,3 r akpunamuaa u 0,75 r 6ucakpunamuaa B 250 Ma AHCTHIIHPO-
BAHHOH BOAHl M fobaBisia 2,5 r amGepauta MB-6 npu nepemerunBa-
HHH B TeueHue | u (paCTBop MOJKeT XPDaHHUTbCS Ha XOJOAYy B TeueHHe
Hepesin). CmemuBaioT 4,5 Ma 3anacHoro pacrsopa, 0,6 ma ambonu-
TOB-HOCHTeJeH, 11,2 r rauuepuHa, 9 MJ DHCTHATHPOBAHHON BOJABLI,
A€aspupyiOT B BaKyyMe, aobasasioT 60 MKM pactBopa InepcyJsibdara
ammonusa (22,8 r-a—').

[oToBblfi pacTBOpP BBUIMBAIOT Ha Kpal MJIACTHHKH pasMepoM
230X 115X 0,2 MM (puc. 2.5.2.1/1,6) n MeaneHHO HAKPLIBAIOT BTO-
poH (cuIaHM3HPOBAHHON) MIACTHHKOH, BHITECHSISI y3bIPbKH BO3AyXa
(cm. puc. 2.5.2.1/2).

[IlnacTHHKH yAep:KHBAIOT HEKOTOPOE BPEMS B CJOXKEHHOM II0JIO-
JKEHUH C [IOMOILUbI0 3aXKHMOB, NpHYEeM repMeTH3allusl TOPLUOB MJa-
CTHHOK He o6si3aTe/bHa. .

[lo 3aBepuienun nmojMMepH3auUUH (MpHUMepPHO | u) 3aXKUMBI yaa-
JAIOT, PasbeAHHSIOT MJIACTHHKH, NPH 3TOM CJOH ress ocTaercsi Ha
BepxHeld (CUJIAHH3UPOBAHHON) MJACTHHKE.

leneBble NJIACTUHKH HCMOJb3YIOT HENOCPEACTBEHHO MOCJE MPHIO-
TOBJIEHHSI MJM HX 3aBOPAYHBAIOT B INIEHKY, Hanpumep napaduibm
(Parafilm, American Can Company, Greenwich, CT 06830), u
XPAHAT B TeueHHe HejlesJd B XOJIOAUJbHHKE.

g s1ekTpodOKyCHPOBaHHA B YJALTPATOHKHX TejsiX H B Tejsx
TOJILIHHOA 1 MM NMpPOH3BOASITCHA T'OTOBBIE IJIACTHHKH.
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Puc. 2.5.2.1/3. TloaroToska rejieBblX M1aCTHHOK
s U3® (LKB Producter AB, Bromma/
Schweden):

g — TIaCTHKOBYIO NJEHKY € TOHKUM CJjoem Teas 1o-
MEUIZI0T Ha TOHKHH CJO0M KepocHHa Wid napagusxo-
BOFO Macsa Ha TepMOCTaTHpYOWEHd MiIxTe, YAaasis
NpH 9TOM Ny3BIPLKH BO3AYXa; 6 — YAAJSIOT 3aULHT;
HYIO MJEHKY; 8 -— CMA4MBAIOT 3JIEKTPOJNUTOM 3JeK-
TPOARblE lONOCKWM (wiupnnod 2 C"M)', 2 — nome-
L1LAI0T INEKTPOAHBIE MOJOCKH Ha C/IOH ressi,H [IIOTHO
HX DpHKUMAIOT, YyTOOH 06ECIeysTh XOPOWHH KOHTAKT;
) ~— OTPe3aloT 3AeKTPOAHbIE NMOJOCKH Ha | MM KOpO-
: ue ¢J107 redst

[Todeoroska naactunku Kk pabore

Ha puc. 2.5.2.1/3 nokazana noc/efoBaTe]bHOCTb ONepauuil npu
MOATOTOBKe maacTurnok. B Tta6a. 2.5.2.1/1 npuBeseH nepeuyeHb 3/7€KT-,
POJIMTOB /ISl AHOAHOH M KaTOJHOH Kamep.

Hanecenue npoboi

O6pasel HaHOCAT He 0Gsi3aTe/bHO B BUIE Y3KOH 30HbI, TaK Kak
sdekt POKycHpoBaHHMsl AedcTByeT B JioGom caydae (3tiM HMIO
OTJIHYAeTCs OT IAPYrMX METOLOB pasjiesieHHss B TOHKOM cioe). Hs-
BECTHO HECKOJBKO croco60B HaHeceHusl mpobbl (puc. 2.5.2.1/4):

IPH OMOILH NPSIMOYTOJbHBEIX JHMCTOB (PUABTPOBANBHONH GyMarw,
HeCylMX Mmpoby (He PEKOMEHIAyeTcsi B cjyuyae YJbTPAaTOHKHX CJloeB
refs);
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Tabauya 2.5.2.1]/1. Jaexrpoousié bydpeprote cucremvt drsn HID

?{gga;; :;3){(;_ AHOAHBIH SAEKTPOINT (—) - Karonubiit saektpoaur ()
nuTa
2,56—5.0 0,1 M H.S0O, 0,3 M ructuann uan 0,1 M NaOH
4,0—6,5 0,04 M rayramunosasi kucaora 0,2 M ructuanx
5,0—8,0 To xe I M NaOH wm 0,1 M NaOH
AJMS MJAACTHHKH  Teast  AJHHOKR
230 mm

6,5—10,5 0,25 M 2-[4-(2-runpokcusrun)- 1 M NaOH
nunepasuHu-1] srancyabPornc-
sora (HEPES)

3,0—10,0 0.04 M acnaparunosas kucaotra To xe

NpY MOMOMIY PaMOK U3 MNJACTHKa, HOMEliaeMbiXx Ha CJoH rensd
(BHYTpb paMKH BHOCAT pasfaBJ/ieHHble pacTBOpbl ¢ mnpoboft (4o
0,3 MJ1); o6pa3ubl MOXHO BHOCHTb B Ie/lb KaK 1O, TaK H 10CaI€ (Pop-
mupoBaHua pH-rpaaueHTOB; nocjeiHuil BapuaHT yaobed B cayudae
tdoxycupoBaHus 4abuibHBIX OeJKOB, TaK Kak Mpu 3TOM COKpallaeTcs
BpeMms npebbiBaHusa OeaKOB B JeHaTypupylolled cpeie;

NpH NOMOULY MHKPOINMIIETKM B BMJe MATeH, colepxawux 10—
15 MKA mpo6bl (peKkomeHAyeTcsi s yJAbTPAaTOHKUX Tresiell TOJLHHOMN
0,2 MM — 4 mKa). C

Ilpu pabote ¢ yJAbTPATOHKUMH TreJsiMH CcHauyana GOPMUPYIOT
pH-rpapuenr (500 B, 3 BT), a 3atem naHocsAT obpasell.

Dokycuposarie

[TonBuxKHBIe 3J€KTPO/Abl YyCTAHABAWBAKT TakuMm 06paszoMm, 4ToObl
OHH KacaJHcbh 3JeKTPOAHBbIX [OJOCOK. HanpsixeHHe n0Js1 LOJMHO
COOTBETCTBOBATh NPOH3BOAHTENbHOCTH CHCTEMBI OXJaKaeHusi. B cay-
yae ToJCTHIX Treqedl (1 mM) mouHoCTh coctasasier 30 Br, B cayuae
ToHKHX (0,2 Mmm) — 6 Br. ITposo/:KHTENbHOCTb pasieneHHsi COCTaB-
JifleT B c/ayvyae KOPOTKHX MyacTuHok (10 9 cm) 1,5—2 u,

Ha yabTpatonkux reasix pa6oTaioT MpY OTHOCHTEJNbHO BBICOKOH
MOILLHOCTH, YTO NO3BOJSET COKPATHTHL I[IPOAOJKHTEIBHOCTb 3KCIle-
pHMeHTa.

Puc. 25.2.1/4. Cnoco6bl Hanecenus mpobul
[moxasaHo TpH cnocofa: npH MOMOLH TpA-
MOYTOJIbHBIX JTHCTOB GyMaru, MpeiBapHTeabHO
CMOUEHHbiX B pacTsope Npobbl, HaHecedue
pactBopa B pamKy (yKasaHo CTpenxoH)
H [IPH [OMOIULM MUKPOIHNETKH B BHIE NsITEH)
(LKB Producted AB, Bromma/Schweden)
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Hamepenusn 3na4enuti pH 8 cioe eeasn

[Monoxenue 30H OTAeAbHBIX GenkoB Tociae MI® B 3Hauutesb-
HOU CTeleHH 3aBHCHUT He TOJbKO OT KPYTH3HBI, HO H OT JIHHEHHOCTH
pH-rpapunenros. Eciu 3Hauenue pH B 30He Geska M3BECTHO, yaaeTcs
NOJYYUTh 1OCTOBEpHble AaHHbie OTHOCHTeNbHO 3HaueHust pl Geska
M TEM Ca%biM OLHO3HAYHO €ro OxapakTepHsoBaTb. Jlid u3MepeHus
pH ucnoan3ylor asa merona:

u3MepeHde 3HaueHHs1 pH NOBEPXHOCTHBIM CTEKJSHHBIM 3J€KTPO-
[OM; MOCJIe H3MepeHHsl NMPOAOJKAIT (OKYCHPOBaHHE, UuTOGBI ycTpa-
HUTb aeHcTBUe RHPDY3HH,

NpHMeHeHHe KOHTPOJbHbIX BELIECTB C H3BECTHHIMH 3HAYEHHSIMHU
pl; u3oTOUKH 6€JKOB ONMpPENeNSIOT, NyTeM JUHEAHOH 3KCTpano/suHu
Ha ocHOBaHHMHM 3HaueHuil pl Haunbosee GAH3KO PACHOJIOKEHHBIX KOHT-

POJIbHBIX BEHIECTB.

LerexTuposanue

dukcayus beaxos. B KauectBe (QHUKCHPYIOUIHX PACTBOPOB NpH-
MEHSIIOT:

a) B OOBIYHBIX refsax — 5%-10 TPUXJIOPYKCYCHYIO KHCJOTY; IOC-
Jle NATHKPATHOH 3aMeHbl (PHKCHPYIOUIEr0 PACTBOPA IIOJHOCTbIO OTMBbI-
BAIOTCS aM(OJUTBI-HOCHTENH, Ube MPUCYTCTBHE MOXKET MelwaTh OGHa-

Py KeHHIO;

6) B yJbTPATOHKHX TelfiX — 5%-10 CyJab(OCaTHLHIOBYIO HJIH

10%-10 TpuXJIOPYKCYyCHYIO KHeaoTy (20 muH).

Okpawusanue 2eas (taba. 2.5.2.1/2). M3BecTHbl MeTOABI OKpa-
LIMBAHHS B TNPUCYTCTBHH aM@onHTOB-HOcuTesed. OGHapyKeHHe BCex
GEeNKOBBIX KOMIOHEHTOB CMECH JOCTHraloT NpH [OMOLLH MeToAa
HecrelnUUECKOr0 OKpallHBaHus. Kpome TOro, HCnojb3yioT CreUH-
(HUeCKHe XHMHUECKHE WJIH HMMYHOJOTHUECKHE MeTOlbl OGHapy-
XKeHHs.

O6ecuseurBanye resissi NPOBOASAT A0 INOJHOrO yAaneHHA H30bI-
TOYHOTO KPaCHTeNs (JAOCTHXKEHHSI NMPO3PAuHOTO (BoHa).

OueHka pe3yabTaToB aHaH3a

KauecTBeHHYI0 - OLIEHKY TMOJYYeHHBIX Pe3yJbTaTOB IPOBOAAT BH-
3ya/bHO, KOJMYECTBEHHYIO — NMPHU NMOMOLLH CKaHUPYIOUIEro AEHCHTO-
metpa (cM. pasn. 2.2.4).

HUcTouHuKH OIMOOK

Hasuure B o6pasiie BBICOKMX KOHLUEHTPaUHWil XJIOPUCTOTO HATpHUA
uad pocdaToB (MPUBOAMT K CHJABHOMY HCKaXKEHHIO 30H); MPHCYT-
cTBHe TpHc-Oydepa (MellaeT B MeHbliel cTenenu). Pekomenayercs:
HAHOCHTh of6pasel, BOJH3H KaTola HJM MpeaBapuTesbHO obeccoqn:
BaThb o6pasen (cM. pasia. 1.5, 1.7, u 2.1.5). ’
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Ta6/mua' 2.5.2.1/2. Peaxruset daa okpauwiusanus b6eakoa 8, caoe eenn
(Smith J., Chromatographic and Electrophoretic Technicug,
Vol. 2, Heinemann, London 1976)

Macca kpa-
Kpackresn cuTeNn Ha PactBop aasa Yeaosus PacrBop aas
(KoHUenTpauus) | MIACTHHKY pasbasJenus OKpauInuBa- oGecuBeuuBanus
rejs TOJHWH- Kpacurens HHS reas, Ma
Ho# 1 mm ’

Bpombenanonniit 0,5 r Sravon — 125 ma 1 u, 20°C  Sranon — 300

. CHHHu# (0,2%-%) ~ Boma — 112 ma Bona — 650
YKcycHast  kHeJo- YkcycHasti  KucJ0-
i Ta — 12 ma ta — 50
36.}1€Hblld GhICT- 05r Aravon — 100 ma 3 u, 20°C  Dranon — 250
pbanFQF : " Boga — 100 ma Boga — 700
(0,2% -i1) Fauuepun —40 ma YKcycHas  Kucao-
ta — 50

YKkcycHas  Kucao-
Ta—2 Ma

Kymaccr roay- 03r Meranoa — 75 ma 15 mun DtaHoa —
Goit R 250 Boxa — 180 ma 60°C" Bosn . 650
(0,19%-1) Cyabdocanuuuio- YKcycHas  KHCJ0-
Bast Kucjaora — 9r Ta — 80
Tpuxaopykcye-
Ky nHast kucjaora 30 r
MAceH  roay- Meranon — 65 Mt 4 4, 20°C  Dra —
6oét R 250 i Bona — 160 mn Boﬂ}a{ml 8()(1)00
1) 0,5%-#t 10 Mn 1%- ¥Ykcycnas kucao- YkcycHast  KucJo-
ro pacteopa ta — 25 Ma ta — 100
2) 001%-it 2ma1%-ro Cyabpar mean — -
BOJHOTO 250 mr
pacTBopa

Yactuunasi HeoGpaTumasi afcop6UHs MaTepHa/la B 30HEe HaHece-
HHs1 (IIPENSATCTBYET MOC/e[YiOleMy OGHaPYKEeHHIO) . PekomeHnayercs:
HaHOCHTb 00pasel B 06/1aCTH, B KOTOPOH IOCJe 3aBepLIEHUs SKCIle-
puMeHTa 3aBelloMO He 06pa3syeTcst HH OJHOH 30HbI; HAHOCUTL 06pa-
3€Wl B Pa3J/IHYHble TOYKH IJIACTHHKHM, @ 3aTeM MPOBOAHTL (HOKYCHPO-
BaHHe (B 3TOM cJyyae MOJYYaiOT AONOJHHMTENbHYIO HHAOPMALHIO
0 CcTabGuJbHOCTH GeJKOB B TOH HJM HHOH 06JaCTH 3HAUYEHHH pH).

[lnoxas pacTBopuMocTb 06pasua (6OJBUIMHCTBO GEJKOB pacrBo-
PHMBl NIpH BBICOKHX KOHUEHTpauusx coJel). Pekomennyercsa: go6a-
BHTb 1% -l IMIMLMH, TaK KaK, sABASSICh UBHTTEP-HOHOM OH MOBHILIAET
HOHHYIO CHJly, HO He BJHsieT Ha npoduab pH-rpaauenra.
Beinanenue GeskoB B OCafOK B mpouecce (HOKyCHPOBaHUs (BCJIel-
CTBHE HH3KOH pacTBOpHMOCTH GeskoB B o6sactu pH, coorBercrsyio-
LLEeH HX H303/IEKTPHUYECKOH TOUKe). Pekomenayercsi: 106aBHTb B reb
HCHOHHBIH [€TePreHT, HaNpHMep MOYEBHHY.

Odopmaenne pesyavraros

[lracTurkM QOTOKONHPYIOT BO BJAXKHOM HJAH CYyXOM COCTOSIHHH.
JlJ1sl ANMTENbHOTO XPAHEHHS Tellb KOHCEPBUPYIOT.
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Puc. 2.5.2.1/5. KoHcepBauus roToBbIX MWIACTHHOK rens (LKB Producter AB, Bromma/
Schweden):

a — Tedb Ha IIOJ[HME‘pHOﬁ MJeHKe 3aBOPAYUBAQT B NPO3PAYHYK) TLJICHKY, 6 —
HOM MA4CTHHKE 34BOPAUYUBAIOT B APO3paUHYIo TIJIEHKY W BbICYUIHBAKOT

- TéJlb Ha CTEeKJSIH-

Ecau reab o6paGoTaH NPaBUIbHO, OH MOXET XPAHHUTbCs Heorpa-
HUYeHHO poaro. leju Ha TOJUMepHOH IJIEHKe KOHCEPBHPYIOT CJje-
ayouuM obpasom: _

BBIEPXKHBAIOT B TeueHine | 4 B 59-M rauuepuHe H MeAJCHHO
BbLICYLIMBAIOT B TeyeHHe 12 u;

3aBOPAYMBAIOT B LENI0(AHOBYIO MVIEHKY M TaK XPaHAT.

[oToBble MIACTHHKM C TeJeM Ha HECKOJbKO MHHYT NOTpyxaior
B PAcTBOD KOHCEPBAaHTA, a 3aTeM 060pauMBaIOT 1e/1JI0(haHOBON MJIeH-

ko#t (puc. 2.5.2.1/5,a). CamoCTOATeNbHO MPHIOTOBJEHHbIE TIa- .

CTHHKH C reJieM TakKe 3aBOpPauuBaioT B uessiodpau (puc. 2.5.2.1/5,6).
[Ipr 3TOM ‘MEHKY TPHXHUMAKT ([PHKATEIBAIOT) K TeJi0 BaJMKOM
OJs yJaJedusi Ny3bIPbKOB BO3aYyXa. yl‘laKOBal-LHblld rejib BbICYIIH-
BAIOT NPH KOMHATHOM Temrepatype ujiu npu 50 °C B XOPOIIO BEHTH-
JUPYEMOM CYLHJBbHOM LIKady.

O6nactb NpHMEHEHHS

Auanu3 3apshKeHHBIX aM(OTepHbiX BELLeCTB (rnaBHbiM 00pasom
GeNKOB), NPeXK e BCEro B KIHHHUECKOH XHMHH, cyne6HOH NMaTOJIOTHH,
HILEBOH fIPOMBILINEHHOCTH, OHOXHMUH.

BUBJIHOTPAGHUUECKUN CITMUCOK — cum. pasa. 2.5.2.

2.5.2.2. MpenapaTHBHOe M303JEKTPHUECKOE (POKyCHPOBaHHE

OcHoBbl MeTON A

[penapatusHoe H303JeKTpHUeCKoe (GOKYCHPOBAHHE NPOBOAAT B
BEPTUKAJbHBIX KOJIOHKAX (B FpajuedTe MJOTHOCTH CaXaposbl, riHle-
pHHA, STHJEHIJIHKOJIS) HAH B CJ0€ HHEPTHOIO MaTepHana-HOCHTes s,
B KauecTBe TakKMX MAaTEPHAJNOB HCIONb3YIOTCA TPaHyJiupOBaHHbIE

948

reqn (rpaguedt pH Gopmupyior ¢ noMoLib0 aMdoIUTOB-HOCHTeIeH ) .
MDD B rpany1MpoBaHHBIX resifix XapakTepuayercsi HeGOMbIIOH Npo-
MOJIKHTENbHOCTbIO SKCNEePHMEHTA; BHICOKOH HArpy3ko# (0 HeCKOJib-
KHX [paMM 1eJIeBOIO BelleCTBa); CPABHUTENbHO HHM3KOH CTOM-
MOcTbio TpH6opoB. KpoMe Toro, BbLINABUIMK B reje ocajoK He Me-
1aeT npoleccy pasieseHust W nocjdenyloilero ananusa. U9® B ko-
JIOHKAX, XOTSl ¥ CJ0XKHee B HCMNOJHEHHH, NPHBJAEKATEJNEH TeM, 4YTO'
MO 3aBepileHHH MNpOLecca M3 COOTBETCTBYIOILUX (PAKIHE MOXKHO
BHIIEJIUTD HE/NEBOE BElEeCTBO € JOCTATOUHO BbICOKHM BBIXOAOM.
IpogomxkurensbHocTs npouecca UDP B 3naunTeIbHON CTEMEeHH 3aBH-
CHT OT 3¢ deKTHBHOCTH Temsoo6MeHa. [ToCKOJBKY 3/1€KTponpoBo-
HOCTb 3JIeKTPOJUTa B mpollecce ¢opmuposanus pH-rpaauenrta cy-
ILECTBEHHO yMeHbIIAeTcst (MO OKOHUAHHMHM Mpouecca aM(OJHTHI-HO-

" CHTEJIM CTAHOBSITCS UBHTTED-HOHAMH W YK€ HE NMDPHHHMAIOT y4yacTHd

B NIEPEHOCE 3apsifia), OXJaxKaeHHe L0JKHO ObTh LOCTATOUHO 3P PeK-
THBHbIM. Tak Kak NpPOBOAMMOCTb B Pa3/MUHBIX 06/aCTX 3HAUEHHH
pH pasinuna, B 30Hax ¢ He6OJBIIOH NPOBOAHMOCTBIO BO3MOXKEH
NeperpeB CHCTEMbl H TOSIBJIEHHE TAK HAa3biBA€MbIX «TEIJIOBBIX M5-
TeH». [l HCK/II0UeHHsT JIOKAMbHOTO MeperpeBa HeOOXOAHMO yMEeHb-
IIATD HanpsikeHHe Ha 3JeKTPoAax. ITO BO3MOXKHO TPH HCIMOJb30-
BAHUH COBPEMEHHbLIX HCTOYHHKOB MUTAHHS, MNO3BOJSIOWUX, MOC/]e
TOTO KaK OIACHOCTh NeperpeBa MHHYeT, IPOBOAHTL NPOLECC B HHTEH-
CHBHOM pexkume (NIPH YC/AOBHH CTAGHJIM3aLUH HAIPSKEHHA).

Mpu6opm

B kosonkax aas UMD no/kHO GbITh Mpe1yCMOTPEHO BbIIOJTHE-
HUe CJAeAYIOLIMX OllepalHuil:

NOAAePXKaHHE TMOHHKEHHOH TemrepaTypsl no Bcelt obaactu pH-
rpajyenTa; :

OTBOJ ra3006pasHbiX NPOAYKTOB, BbIAE/SIOUMXCS HA 3JCKTPOAAX;

H3BJleYeHHe aHaJU3HPYEMBbIX BelUeCTB W3 KOJOHKH MpH coxpa-
HEHHH pPa3MepoB c(HOPMHPOBAHHBIX 30H.

M2 nposoast B U-o6pasubix KoioHKax (puc. 2.5.2.2/1).

Bhayane 06a KoneHa KOMOHKH HamoONOBHHY 3anodHaior 19%-m
pacTBOPOM 3TaHO/IAMHHA (KATOAHBIA 3JEKTPOMHT), COAepKAallHM
40% caxaposbl 1 1,5% amboIHTOB-HOCUTE EH C AMATIA30HOM 3Ha-
uenu#t pH 3-—10. ‘

JleBoe KosieHo sanosusiioT 11-10 mopunsiMu pactBopa ¢ yGeIBaiO-
LleH KOHUeHTpalHeHd caxaposbl (Takke cogepxamux 1,5% ampo-.
AuToB-HocHTeel) . O6pasen (I—3 Mr) pacTBopsitoT B OZHOH M3
NPOMEKYTOUHBIX MOPUHA M BHOCAT B cHcTeMy. CymMmapHbii 06bem
pPaCCUHTHIBAIOT TakuM 00pasoM, 4To6bl B HTOre G6bLIM 3aI0JHEeHb
o6a kosaeHa U-o6pasHoil TpyOKH. ;

B sesom kosieHe cepxy HauocsT cqiol (1—2 ma) 29%-i CepHOH
KHCJIOThl (@HOIHBIN 3JEKTPOJHUT). _

[ToacoeauHsIOT 31€KTPOAbl K HCTOYHHMKY NHTAHHS H MOJAIOT Ha-
npskerne. C Ueablo AeMOHCTpauuH 3ddekTa pasfeseHHsi HCMOJb-

-
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Puc. 2.5.2.2/1. Cxema ycranoBku s UD® B rpapueste MmiOTHOCTH B U-o6pa3sHoit
KOJOKKe (pe3y/bTaThi 3KCHEPUMEHTA PErHCTPUPYIOTCA CAMOTIHCIEM):
a-— U-OGPaBHaﬂ KOJIOHK& (pacnpeneﬂenue KOMIIOHEHTOB auannanpyemoﬁ CMECH OCYILLEeCTBJA-

ercsi B COOTBETCTBHH CO 3HAYEHMSMH KX H303/EKTPHYECKAX TOUEK); 6 — CXeMa YCTaHOBKH;
| — mepHCTaNbTHYECKHA Kacoc; 2 — JeTEKTOp; § — KOJLIEKTOp; 4 — camonucel

3yIOT OKpalleHHble OGeJKH, HanpHmep TreMOIJOGHH, MHOTJIOGHH U -

LHTOXPOM C. :

Pasjiesienue TaKke NMPOBOAAT B Koaowkax Becrepbepea u Csetc-
cona (LKB). Cxema ynpOUEHHOH KOJOHKM MpHBElEHA HA
puc. 2.5.2.2/2,a, cxema peasbHOH KOJOHKH — Ha pHC. 2.5.2.2/2,6.
JIMHeHHbIH IrpajHeHT NIOTHOCTH (GOPMUPYIOT NPH NOMOLIK FPaAHEHT-
Horo cmecureas (puc. 2.5.2.2/2,8) nyreM cMelleHHs IBYX pacTBoO-
pOB PaBHLIX 06bEMOB, HO Pa3JHUHBIX MJIoTHOCTel (pa3HHLa MJIOTHO-
creit cocrapasier 0,1—0,2 r-ma—'). o mepe Toro Kak GoJjiee TsKe-
ABIli PAcTBOp MOCTYMaeT B KOJOHKY, CMeCHTe/lb 3anojHsercs pas-
GaBaeHHbIM pacTBopoM. [losTomy ofiiast MJIOTHOCTb MOAABAEMOTO
B CHCTeMy pacTBOpa INOCTeNEHHO yMEHblIaeTCs H, HaKOHel, CPaBHH-
BaeTcsl ¢ IJIOTHOCTBIO 3aMacHOro pacTBopa B pe3epByape.

[Ipu MDD B rpaHy/MpPOBAHHBIX [eJAX HCHOOJIb3YIOT IIaBHbIM
o6pa3oM 1Ba BH1a MaTepHasOB: IeJH Ha OCHOBE [EKCTpaHa; reu
Ha OCHOBE araposbl (AJsl (pPakKUMOHHPOBAHUS BELLECTB ¢ GOMBUIHMH
MOJIEKYJISIPHBIMH MaccaM HJIH KieTok). OcrajbHble MaTepHasbl H
npu6opbl NpHBefeHbl B pasi. 2.5.2.1.

Moaroroska o6pasua

Hanuuue B oOpaslle cojell NpemsiTcTByeT ¢opmupoBaHuio pH-
rpajMenTa W YBEJHUYHBAET MPOAOJKHTEIBLHOCTh IpoLecca. Coaep-
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Puc. 2.5.2.2/2. Konoukn aass U9® B rpagmente maoTHocTH (LKB Producter AB

Bromma/Schweden):

a — cXeMm i ;
cmecmen: g’JI]‘l;i)Octl)l;epHMHl?H MOACTH KOJIOHKH; 6 -— CXeMa peanbHOH KOJOHKH, 8 — FpafiveHTHbIH
POBAHHS B KOJIOHKE rpajMeHTa MJOTHO
-t ¢ I CTH (cjaeBa — cme
o o M ' ; CHTe/b, Clipa-
oo p4 _pﬁz:gzl,il BHEWHHI NUAHHAP; 2 — BepPXHUH 3jekTpod; § — uempaﬂbﬂbﬁ; 3Jng-
ynﬂo;-umenb HOBas MpPOBOJIOKA; 5 —-BHYTpeHHHUH UWJAKHAD; 6 — BepxHss KjaeMma, 7 —
i 9v$( HIACTHUHOH MPOKIAAKOA;, & — naTpy6oK AJsi 3aNOJHEHUs BHyTpéHHerb LH-
uunm—m‘a' y ANMUJJIAP Ha BBIXOAE KOJIOHKH; [0 — nmarpy60oK AJSl 3aNOJHEHHS BHEIMIHEro
nonaunpogna)nglgwe"pcme AAR MOAAYM OXJaxjalouled xuiakoctd; /2 u /3 — wmanr aas
Ied KHAKOCTH B KOXYX BHYTpDEHHe
ro uMJHHApA; [4 — oTBe
onen 4 R pcTHe LA Bbl-
Ad H3 CHCTEMBI OXJAXAa101iel XKHAKOCTH; /5 — NPYXKHHA, PETYJANPYIONLAS NON0KEHHE YII0T-
HHTENR 7

XaHHue coseil B 06paslie He AOMKHO npeBpimiath 0,5 M

Ha KONOHKe ob6bemom 110 mu) l,5pM (npn pé60Te (:gﬂxgﬁgﬂg
o6bemMom 440 ma). B cayuae Heo6XoaMMOCTH oBpasen obeccosu-
BAIOT MPH NMOMOLIH MeMOpaHHOH duabTpaunii (cm. pasa. 1.5); au-
anusa (cM. pasa. 1.6); reab-xpomatorpacduu (cwm. pasi. 2.1:5)’

Mopsinok BeinosaxHenus onepaumii

H3D 8 koaonke

3au710/LueHue Koaouku (puc. 2.5.2.2/3). CTeKAsiHHBIH ULIHGD BHYT-
PEHHEH KOJIOHKH M KJanad 7 CMasblBaIOT CHJIMKOHOBOH CMAas3Koi
KOoNMOHKY  ycTaHaBAMBAIOT —BEPTHKAMbHO, MOAKIIOUAIOT CHOTEMY
oxsaxaenust (+4 °C). Ilpu otkpuiToM Ki1anane 7 yepes Kanuaisip ;
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a 5 8

Puc. 2.5.2.2/3. 3anonuenue konouku (LKB, Bromma/Schweden):

4 — BBEJlEHHE EKTPOJHTA C BHICOKOW MIOTHOCTBIO; § — dopmupoBaiHe rpagueHTa JUIOT-
HoctH, 8 — opmuposanwe pH-rpasnenta noa AeHcTBHEeM 3neTpUueckoro noaa; [—/0 —
cM. puc. 2.5.2.2/2

1

MANETKOH BBOASIT 3J€KTPOJUT C BbICOKOH NJOTHOCTBIO [0 YPOBHS,
yKkasaHHoro Ha pHc. 2.5.2.2/3,a. 3ateMm BbIIOMHSIOT CJACLYIOLIHE
onepaLHu: ,

COEJMHSIOT TI'PajJMEeHTHBI CMEeCHTeNb C MEepHCTANbTHUECKHM Ha-
COCOM; :

fI0JIM3THIEHOBBIH LIJAHF Ha BBIXOAE NEPHCTAJLTHUECKOro Hacoca
BBOAAT uepes TPyOKy /0 B KOJIOHKY C TeM, YTOObI pabouuil pacTBop
CTeKaJl 10 CTeHKe KOJOHKH (pHc. 2.5.2.2/3,6);

CMecHTelb M pe3epByap TPajUeHTHOrO CMeCHTels 3anoJHsAIT
pabouuMH PacTBOPaMK C BHICOKOH M HH3KOH MJOTHOCTBIO; o6a pabo-
YMX pacTBopa cojepxKart aMpoJUTbI-HOCHTEJIH,; :

BKJIOUAIOT MellaJKy H HacoC;, NOCTENeHHO 3aNoJHSIOT padounm
pactBopom (co ckopoctbio moaaun 60-—120 MJI-MHH ') BHELIHHI
LUHJAHHAD KOJOHKH [; -

HAHOCHIT CJAOH JIETKOTO 3]eKTpoJuTa (B maHHOM caydae 194-ro
TaHO/MIAMHHA) ; )

B eMKOCTb & NMOMEILAT (NoAcaauBaHieM) TAXKeJbll 3JeKTPONHT
(0,5%-10 CepHYIO KMCJIOTY); ‘

COEMHSIOT 3J1eKTPOJbl ¢ HCTOUHUKOM NMUTAHHUs (pHC. 2.5.2.2/3,8).

B saekrpuueckom nose popmupylor pabounit pH-rpaanent. B ko-
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Puc. 2.5.2.2/4. Crioco6ul BHecenns obpasua (LKB, Bromma/Schweden)

JIOHKE YKa3aHHOH KOHCTPYKUHWH BesjnuuHa pH Bospacraer B nanpas-
JICHUU CHU3Y BBEPX.

Buecenue obpasya. Ha puc. 2.5.2.2/4 cxemaTtndyeckn H3obpa-
»KEHBl TPU Haubosee pacnpoCTpaHeHHbIX crocoba BHECEHHs obpasua:

obpasell pacnpeneasioT B ofueM o6beme pabouero pacTBopa;

o6pasell BHOCAT B ONPENEJEHHYIO 06/1aCTb KOJOHKH (PacTBODHB
ero MpejiBapHUTENbHO B COOTBETCTBYMOIIEH ¢pakuuu pabouero pac-
TBOpA);

o6pasel BHOCAT B KOJIOHKY nocje ¢opmupoBatus pH-rpaguenta.

uHanéonee MPOCTBIM M3 MEPEYUCACHHBIX CMOCOBOB SABASIETCS Mep-
Bbld (puc. 2.5.2.2/4,a). 10T Cnoco6 HCNOMABL3YIOT NpPH 6OJbLIOH
Harpyske KoJIoHKH. Ha npakruke o6paseu pacTBOPSIOT B TAXKeNOM
H JIETKOM DacTBOpE Mepe 3al0JHEHHEM IDajHeHTHOTO CMECHTeJIs.
[ipu BTOpOM cmocoGe o6pasell BHOCAT B BHAe Y3KOH 30HbI

(puc. 2.5.2.2/4,6):

KOJIOHKY HaCTHYHO 3aNOJHAT pPabouuM pacTBOPOM;

M3 LLJaHra Hacoca otouparT Tpu ¢dpakiuu obbemom 0,5, 3 u
0,5 ma; H

o6pasell BHOCAT B CPEIHION (PpaKiHIo;

106aBASIOT HeGOJBLIOE KOJIHUECTBO Caxaposbl C LEIblO KOppeK-
LMY TUIOTHOCTH B CPeiHed (pakuuu (Kamas pacTBopa cpeaHell ¢pak-
UHH JIOJKHA YIEePKHBATHCS HA IMOBEPXHOCTH PacTBOpa B NEPBOM
(bpakuny, HO ONyCKaTbhCsl HA AHO B TPeThedl (Ppakiiu)

.COLEPIKUMOE cpe/iHell PPAaKLUHH BHOCAT B KOJOHKY;

NPOAO/KAIOT 3alOJHEHHEe KOJOHKH.

E]

253



Cnoco6 MCHONb3YIOT B TOM CJayuae, KOrJa KOMIIOHEHTbl aHaJH3H-
pyeMoil cMecH XeHATYpHDYIOTCS B OMpejeseHHOH o006JacTH 3Haue-
nuit pH. O6pasen BHOCAT B onTtuMaseHOH obaact pH.

[pu Tperbem cnocobe BHauaJje GopmupyOT rpaauent pH, a 3a-

TeM BHOCAT o6pa3el, [0 BO3MOXKHOCTH B 006,1aCTh, COOTBETCTBYIO-
LYI0 H303JIeKTPHUYECKOl TOUKe LeJieBoro Bellectsa (puc. 2.5.2.2/4,8):

OTKJIIOYAIOT MCTOYHHK ITUTAHHSA;

BBOISIT TMOJIMSTHJIEHOBHIH LIJIAHr B COOTBETCTBYIOLLYID 06/acTb
KOJIOHKH W OTGMpaloT B TPH NPoGUPKH HeGoJsblive nopunu pabo-
yero pacrsopa; v

ofpasell MOMeILAOT B CPEAHIO Mpo6GHDKY;

IPOBOASIT KOPPEKIHIO MJIOTHOCTH B cpeiHed npobupke;

coepKUMOe cpeaHell INpPOGUPKH BHOCSIT B COOTBETCTBYIOLLYIO
061acTb KOJIOHKM (cKopocTb nmogaun 10—20 ma-u~');

BHOBb MOJAI0T HaNpsKeHHe H MPOoA0JKAT npouecc no ¢opmu-
POBaHHA Y3KHUX 30H pasjensieMblX GesKoB.

JtoT cnoco6 HCNOJab3YIOT NMpH paboTe ¢ HEYCTOHUMBLIMH Oe/iKaMH.

IIposedenue HIP. Tlpouecc HAUMHAIOT TPH TTOHHXKEHHOM Harfps-
KEHHH, TOCKOJBKY MPOBOAMMOCTb pabouero pacreopa [JOCTATOUHO
Bbicoka. C TeueHHeM BpeMeHH MPOBOAHUMOCTb IIOCTENEHHO YMeHb-
1aercsi, HalpsieHHe B KOJOHKE focrenewHo Bospacraer. Heobxo-
JHMO cJeJuTb 3a TeM, YTOObl B KasKJblH MOMEHT o61lasi MOULHOCTb
He MpeBbilllajfa ONpejeseHHOro 3HaueHHAa. B KosioHKax o6beMom
110 n 440 mMa npenen nogaBaeMOH MOILHOCTH cocTaBaseT 15 u 30 Br,
COOTBETCTBEHHO npenea Hanpspkenns 1600 u 2000 B. B stux ycno-
BHAIX [NPOJOJXKUTEIbHOCT mipollecca cocrasaser 10—20 u. [lpu
NP B y3kom nuanasoHe 3HayeHHd pH psa 3aBeplreHus npouecca
Tpebyercst 60Jbllie BPEMEHH.

Caus codepacumoeo Koaouwky (puc. 2.5.2.2/5) npooisit cae-
LylomuM obpa3om:

OTKJIOYAI0T UCTOUHUK THTaHHSA, 3aKPbBAlOT KJamnaH 7, MUNeTKOH
OTGHPAIOT 3/1EKTPOJIUT U3 BHELUHEro UUAHHAPa (cM. puc. 2.5.2.2/5, a);

NpH TIOMOIIM NEPHCTAJILTHYECKOr0 Hacoca MOBePX pacTBopa BO
BHEIIHeM UHJMHApPe [ NOMelawT cJ0H AUCTHIIMPOBAHHON BOJBI,
NpH 3TOM caegdAT, uyTo6bl B npubope He 0CTaJOCh MY3bIPbKOB BO3-
ayxa;

NOJACOEHHSIOT MepUCcTaibTHUECKH Hacoc K BepxHemy BBoay /0,
CHHMAIOT 3aXHM C Kanuaaspa 9; ,

BKJIOYAIOT HACOC W BBHITECHAIT pafoyuil pacTBOpP U3 KOJOHKH
AMCTHANMUPOBAHHON BOJAOH (ckopocTs nogaur 60—80 ma-u~');

3J110aT, NPONYyLIEHHLIH yepe3 Aerektop [/, cobupawr no ¢pak-
uusam obvemom 0,5-—3 MJ Ha KosiekTope [3 (ZETEKTOPOM MOMKET
CNYXKUTb NPOTOUHBIA JEHCHTOMETP);

NpPU TOMOLUK CTEKJSIHHOTO 3JIeKTpoja OonpefensioT 3HauyeHus pH
B Kaxao# (paxild#, N0 MOJYyUEHHbIM pe3yJbTaTaM CTPOAT rpaduk.

Herektuposarue. BoablIHHCTBO GeKoB noraoimamwT B ¥@-obaa-
CTH CHeKTpa, YTO MO3BOJISIeT HCIOJB30BaTh AJs J1eTeKTHPOBaHHSA
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Puc. 2.5.2.2/5. CauB conepxumoro
KOJOHKH no 3apepileHud WO
(LKB, Bromma/Schweden):

a —- 3anoJiHeHHe BHeIINero WHJHHIpa
AMCTHANAPOBAKHON BOJOH; 6§ — cBop
dbpakukid Ha Koaaexrope, [—10 oM.
pue. 2.5.2.2/2; /1 — perextop; /2 —
caMmonucel; /3 — KoanekTop

Y®-aencutomerp. [lonosHHTENbHBIE CBEJEHHS O cOCTaBe (pakuHil
NOAYYaIOT ¢ NOMOULBIO HMMYHO3JEKTpodopesa.

Obpaborka ¢pakyuii. PacTBOp Le/eBbIX BELlECTB Nocjae (pak-
ILHOHUPOBAHHSA COAEPIKHT aM(OHTHI-HOCHTENH H BelllecTBa AJs NOJ-
Aep:KaHUsl BBICOKOH ILIOTHOCTH (caxapo3y, IJIHLEPHH, 3TUJICHIIH-
KOJIb) . DTH KOMMOHEHThl YAAJSIOT ¢ [HOMOLLBIO CEAYIOLUIEX METOOB:

(bpakuHOHMPOBaHHEM IO MOJIEKYJSPHOH Macce — AHANIU30M (CM.
pasa. 1.6) uau reab-duabrpauued (cMm. pasmg. 2.1.5);

pasjeneHHeM O BeJHYHHE 3aPsAJa — HOHOOGMEHHOH XpOoMaTorpa-
dbued (cM. pasa. 2.1.3);

ocaxeHHeM OeKOB [1PH NOMOLLH CYJb(pata aMMOHHA.

H3D 8 epanyauposannolx eeanx

llodzoTosKa caon 2eas u Hanecenue npobb. (B COOTBETCTBHH
¢ meroaukoi pupmbel LKB) nokasanbl Ha puc. 2.5.2.2/6:
aM@OJIUTBI-HOCHTENH MOAOHPAIOT TaKUM 06pa3oM, 4TOObI 3Haue-
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i nanecende nipo6el (LKB, Bromma/Schwe-
den):

é ; Hrem

Ha IL1acTHHKY; ofpasell paBHOMEPHO pdcnpenmy{}m qBau(;IéBr:.’m
6 —— cnof reds caerka MOACYWIMBAOT (PeHOM; 6 — Hak! ak

. 0 - - CMEILHBAIOT MOPUHUIO 13-

e — 30Ha HaHecenHs 0Oejika

Puc. 2.5.2.2/6. [1puroroBjenne c.is

a —- CYCUEeH3HIO BbBIJIKBAIOT
0O'bCME CYCHCH3UH Tead] 0 ) :
ANJANKATOp; & — H3BJAEKAIOT CJAOK Teast Noj alliHKaToOpoM;

‘ ' . SN E . s
: l1e4esHoro reds ¢ I]p()()()ﬁ H BHOBbL LIOMEULAKT HA TIJIaLTH}'IK}
> Hoc.ae yaasJgenusa anmuinKaropa

e : enue 1po6ul (Pharmacia, Uppsala/
Puc. 2.5.2.2/7. [1puroros/enne ¢jios geg]l:;lgd};anf)lcc H p

o N 2/6 yepe3 TOHKOE CHTO
4 - - CYCNIEH3HIO TCAsl BbIAMBAKT HA nnaCTHgKy (e pl‘g- h]‘]?)‘()géf‘]/)z‘l(ﬁ‘)YKOHEHCTGHHVIK) ca08,
- ey " bevx cedaierecom: - .

P Ja)Hbli CHOH CYXHUM ced X e UMAalnT
«”p”nyapHBdlaOcTT?;HBK]v( o yraom 45% 6 — ¢ NPOTHBONOJOKHBIX CTOPOH ImacmaHK;(TH ac:l'UIHKa-
“aMOHeﬂfﬂ nL'Jj“P””Oﬁ L on wawauii (veero aam SACKTPOROB ) 9 yma}:(‘:'?)ﬁggqeﬂﬂy}o emech
o l-'unou HEFO M3BACKAIT edb M CMEUIMBAIOT ero ¢ npoboi; d—- np !

Top, #3 DOMeILanT B alllliinKaTop

yenusim pH B cepeante
Hua pl ueseBbX BelLeCTB ObiiH PaBHbl 3HA p

abouero nuanasona pH; o
P BbIPE3aI0T WIECTh M0JOCOK Gymard no AJHHe 3JEKTPOAOB H CMa

4UMBAIOT UX pacTBOPOM aM(OJAUTOB-HOCHTEJIEH; 10 TPH MOJOCKH pac-

HHX ~
noJaraoT BAOJb MPOTHBOINOJOKHbBIX CTOPOH CJ10A reJisi, MO3>ke Ha |

IOMeLAl0T JAEKTPOJIbL; (
A1 TIPUTOTOBJEHHS CYCHeH3HH 4 T yJbTpoiexca (Ultrodex

- e

meaqnento npubasasior kK 100 ma pacTBopa aM@ONHTOB-HOCUTE
10T;

¥ TILATEJALHO TepeMeiHBaloT; o

o6pasell BHOCAT HENOCPEICTBEHHO B CYCMEH3HIO reﬂﬂCT(HpHK

2.5.2.2/6,a); CyCleH3HIO BbUIHBAIOT Ha MOATOTOBJCHHYIO 1114 ‘ym}{

" I')a.cnpéﬂeﬂmm pPaBHOMEPHO C MOMOULbIO JIeF61§OI‘O HOCTyKI/IBeapH)Ka‘

i ' ue. 2.5.2.2/6,6), 10BOAS COM -

cJ10#t noacyiikBaiot pesom (p . -0 _

HHe BOAbI B CJAO€ refsi 10 BEJHUHHbI, YKa3aHHOH (HPMOU-U3roTO

)
H
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Pnc. 2.5.2.2/8, Bl?meneﬂne 6et- a &
KOB:

Q — HaJloXKeHHe JIMcTa GHAbTPO:

BaNbHOU Bymary ¢ Lenblo o6Rapy-

KEHHst GENKOBBIX 30H; 6 — pasie-

JIeHHe TeJll Ha COOTBETCTBYIOILUC

30HB MPH MOMOILH TIEPEropoaoK

(Pharmacia, Uppsala/Schw:
den)

BUTE/IEM (H3MEHEHHE BeCd IIACTHHKHM OTNPEAENSIOT B3BeIUHBa i, ;.

B BHJe Y3KOH 30HB HaHOCAT ofpasel (pHc. 25.22/6,8—e).
[Ipocras wmeroamnka, BkAOYaOIAs MOJACYIIHBAHHE Tefsi, Npeaso-
KeHa ¢upmoit Dapmauns. Meronuka npejycMaTpHBaeT MNpHMeHe-
Hine cneunanbroro cepanexca IEF ana U (puc. 2.5.2.2/7).

[Iposedenue HIP. IneKkTpoiHble NONOCKM CMAUYHBAIOT COOTBET-
CTBYIOLIMM 3J€KTPOJHTOM (cM. Taba. 2.5.2.1/1) u nomewalor Ha
paHnee [OArOTOBJAEHHYIO naacTHHKy. [lpu crabunusupoBanHol Mol
Hoctd 8 Bt npoposnxutensHocts npouecca cocrapisier 14—16 y,
npu mouwHocty 30—60 Bt — 4—6 4.

Herekruposanue. Tlocne saBepwienus npouecca aHaJu3upyemble
BEILECTBA OGHAPYXKMBAIOT ‘B CJIOC Telisl METOAOM <«DEILIHKU» (puc.
2.5.2.2/8,a). JIucT GUABTPOBAJBHOI Gymaru, COOTBETCTBYIOILHUI pas3-
MEpaM NJACTHHKH TeNsl, HAKIAABIBAIOT HA Te/lb, BLITECHSA My3bIpbKH
BO3nyXa Mexay caoamH. CrycTst 2 MHH JIHCT Gymard OCTOPONKHO
CHHMAIOT, BBICYLUIHBAIOT W OKPAIUHBAIOT 10 OAHOH H3 METONHK OGHA-
pyxKeHus Geqkos. 3HaueHHe pH B 30He ueseBoro Geaka onpene/sior
NPH NOMOLUH KOHTAKTHOIO 3/1€KTPoja.

Boideaenue Geakos ocyuiecTBAsiiOT CJENYIOIUM 06pasoM:

NMOJIOCKH NJIACTHKA 3aKpenasior B wabaone (puc. 2.5.2.2/8, 6),
Pasiiesisiss 30Hbl OTAENbHbIX GeNKOB (IO pe3yJbTaTaM aHaJH3a MeTo-
IOM «peIlUK>») ;

IOPUHH TeJis, COOTBETCTBYIOLUIHE OTAEJbHBIM 30HAM, W3BJCKAIOT
Y TNOMEWLAIOT B KOJIOHKY (HeGOJIbLIHE KOJMYeCTBa redsi NOMeLLaioT
B LIMPHUILLl C KYCOYKOM CTEKJIOBATHI KaXbiif) ;

TeH CYCNeHAHPYIOT B NoaXoAstiweM Gydepe, OTAeAAOT pacTBOp
H 06pabaThiBAIOT [OAXOASI UM crocof6oM;

TeIb B KOJIOHKE MPOMBIBAIOT NMOAXOASIHM 6yhepom;

Colepxanue Gejika B OTACJIbHBIX 30HAX ONpeiessioT CMeKTpPo-
(POTOMETpHYECKH;

NpHMecH (riaBHBIM 06pasoM aMQOJHTLI-HOCHTENH)  OTAEJSIOT
NOAXOASAUIUM «110CO6OM.

BUBJIMOTPA®UUECKHI CITUCOK — cm. pasa. 2.5.2.

2.5.3. H30TAXO®OPE3 (MT®)

H3oraxodopes — meron pasnenenus Pa3HUHBIX THIIOB HOHOB
O MX TOABHXKHOCTH' B 3JEKTpHUeckoM nosge. Ilpy UTP Bce Buabl

1748 , 957



HOHOB MUTPHPYIOT B OJHOM HanpasjeHuH, 06pasys Ha6op 30H, HAXO-
ASILUEXCA B PABHOBECHOM COCTOSIHHH H Mepemellaiouluxcs ¢ OAMHA-
KOBBIMH CKOPOCTSIMH (H30 — DaBHbIH, TaX0 — CKOPOCTB) .

" OcHoBbl MeTOAA

Metonom UT® pasfensiorT Kak KaTHOHbI, TAK H aHHOHBI (B 3TOM
pasjese peub Gyjaer HATH 06 aHMOHAaX).

Cucrema ansg UT® coctouT M3 Tpex pasJudHbIX IEKTPOJUTOB,
06befUHEHHBIX OOLHM NMPOTHBOHOHOM:

BEYLUHH 3JeKTPOJHT, cojepkalluil aHHOHbI ¢ Haubosee BBICOKOH
3/1eKTPO(OPETHYECKOH TOLBHKHOCTBIO (Uyaxe), pacionaraercsi B
aHoOIHO#H o6aacTy; :

3aMbIKAIOLIUE 3J1EKTPOMHT, COJAEpXKAlIHHd aHHOHBl C MHHMUMAJb-
uoit noasuxkHocTblo (Uwa), pacrosaraercs B KaToLHOH 006.J1acTH;

cMeCh  3JIEKTPOJUTOB aHaJ¥3HpyeMOH cMecH, cojepiKallas
AHHOHBI C NPOMEXKYTOUHOH NOABHMKHOCTHIO (Usaxe > U= Upuu) -

Kaxk yke YIIOMHHAJIOCh, BCE 3JEKTPONHTBl HMEIOT 061HH NpOTH-
BOHOH. EcsiM uepe3 Takylo CHCTEMY MPONYCTUTh 3JeKTPHUECKHH TOK,
TO aHMOHBI PACNON0OKATCA TOC/Ie10BATEJbHO B COOTBETCTBHH C HX
3JeKTPOOPETHUECKOH MOABHKHOCTBIO. [lpuyeM BeAyWHH 3JI€KTPO-
JINT — B 06JIACTH AHOAA, 3aMbIKAIOIIHI — B 00J1aCTH KAaTOAa, OCTaJlb-
Hble — MeX/Jy HHMH B BHJAE Y3KHX 30H C Y€TKHMH KOHLEHTPalHOH-
HbIMH TPaHUUAMH. DTOT MpolLecC pasjieeHnss HOHOB NO MOABHAKHO-
CTH HJET B COOTBETCTBHH ¢ 3akKoHom Kosbpaylua: '

3(Ci/ Ui) =const,

rae  C; — KOHUEHTpauus HOHOB; U — 31eKTpopopeTHeckas NOABHKHOCTD  3STHX
HOHOB.

B cooTBeTcTBHH ¢ 3akoHOM Kosbpayiia cyMMa OTHOHIEHHH KOH-
LeHTpAIHs /CKOPOCTh — BejHunHa nocTosiiHas. Ilockoabky — 30HEI
AHHOHOB MHUTPHPYIOT K a@HOAY C OJIMHAKOBO! CKOPOCTbIO, INPOTHBO-
HOHBl 6yAyT MHIPHPOBATb B MPOTHBONOJOXHOM HAMpaBIEHHH, K
KaToOAy, C TaKoH CKOPOCTbIO, UTOGbl CyMMapHbli nepexoc 3apsia
yepe3 roONepedHOe CeueHpe KalMIIapa B KaxIOH TOUKe 6bl1 paBeH
Hy/J10 (co6/i0leHHe NPHHUKNA 3JIeKTpOHeATpasbHoCTH) . Beaencraue
JEACTBHS MNpPHHIKNA 3JIEKTPOHEHTPaIbHOCTH B Ipejenax Kax10#
30Hbl NposiBAseTcsl 3(Q¢eKT KoHleHTpupoBanus. o mepe nOCTHKeE-
HHSI PABHOBECHOTO COCTOSIHHSI KOHUEHTDAUHs AHHOHOB B 30HAX BO3-
pactaer (30HbI CXKHMAIOTCH). ‘

Illupsua OTHeJbHBIX 30H (MO 3aBeplUeHHH npouecca) €OOTBET-
CTBYeT aGCOJIIOTHOMY KOJHUECTBY B CMeCH TOFO MJH HHOIO aHHOHA
(pue. 2.5.3/1).

[ToCKOJbKY OTZeJbHble 30HBl PAclosiaraloTcs MOCJAeA0BATENBHO,
OHHM (DAaKTHUECKH CONpHKAacaloTcs (pHc. 2.5.3/2, a). Ecau B o6pasen
BHOCAT Gydep, comepxKaluit anuon E™, ¢ MPOMEXKYTOUHOH (OTHO-
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C JIN
Paccmonrue 88ons kanunnapa A
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)
)
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= c rt
Pacernosinue 8dons wkanunnspa B~ 4

i Pacemo
Jameinarowud  Pasdenseras Bedywui e GBons kanunrpa
nexmponum CMECE  INEHITIPOAUM

Puc. 2.5.3/2. i
P* (bypep |u npomuboluor) ‘ némff&?o%gg?epos o
_ _Ijami%%mu;u& Bedyuwud a — TIOJIOXKEHHE 30H aHAaJU3UPYeMbIX
B el tloz_ l— + HOHOB B OTCYTCTBHe crieficepos; 6 —
) noJ1o>E<3j11»l[e[130H B IPUCYTCTBHHU crieil-
G —— lc‘epa aglund H., Science Tools,
cmatniupolamg KB Instrumzentlg.]migr;a] 17, No 1,

no moky p- 213 {1970)]

<U <
Ug UD<UE<UC<UA

Puc. 2.5.3/1. Tlpununn nsoraxodopesa:

a4 -

Koﬂugi;{agbnog nonoxeunue (npoba C MOMEUleHa B Kanu/isip B 60AbLIOM O6beMe ¢ HU3KOH
PAUHEH MeXNy JTHAMPYIOWAM AT u 3ambikaowaMm B~ saekTpoautamu); 6 — KoH-
UEHTPHPOBAHHE 30H; 8 — KOHEHYHOE [OJOKEHHE 30H (COCTOsIHHE paBHOBeCH‘ﬂ)

CHTe/IbHO MoJBUKHOCTEH D™ u C ™) NOABHKHOCTBIO, TO €ro 30Ha
BCTPOMTCH B _MPHUBEIEHHYIO NOC/IEL0BATEIbHOCTb H PA3JABHHET 30HbI
D™ u C~. ;I'aKHe BCTIOMOTaTeNbHble HOHbI Ha3bIBAIOT «PasfieliTe-
naMu»  (cneidicepamu). PYHKUHH YHHBEpPCAJNbHBIX creficepoB MOTyT
BBIMOJIHATb aM(OJIUTHI-HOCHTE/H, IPUMeHsieMble B meTone MDD (c?\//l
pasn. 2.5.2). Oco6ennocts metona UT® 3akaiouaercs B TOM, uTO
pOLeCC COMPOBOKIAETCSA KOHLEHTPHPOBAHHEM 30H, T. €. aq)(pe}’ﬂ'om
NPOTHBONOJIOXKHBIM JeHcTBHIO auddy3un. Hanpumep, .xorna HOHBI
C™ nonajnaot B 30HY, COOTBETCTBYIOILYIO HOHaM A~, OHHM NOMAanaloT
B 006/1aCTb HHM3KOIO TPaJHEHTAd HANPSKEHHS IMOJH, 3aMENLISIOT
IBH>KEHHE, OTCTAIOT U BHOBb nonajnaiot B 304y C~ ¢ Goslee BLICOKHM
rpajueHTom Hanpsixkeuus. Hanporus, korga wousl A~ auddyHau-
pylor B 30Hy C™, OHM NONMAJalOT B 06,1aCThb CHJIBHOIO MOJS, ABHIKE-
HHE YCKOp#AETCS [0 TeX NOp, MOKA OHH He JOrOHSIT 30HY A~ Hedi-
CTBHE 3()(eKTa KOHUEHTPHPOBAHHS MPHBOAHT K Pa3pelleHHIo ' cpaB-
HUMOMY HJIH [la)Ke NpeBOCXOAsiilemMy paspenenue npu MDD P,esyﬂb-
Tartbl pasjeneuusi meronom UTD bukcupyiores na jenre cémormcua
B BHJe rpaduka M3MeHeHHs TPex mapamerpos (puc. 2.5.3/3).

17*
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Cuenan
|- Y@-emexmopa

HrmeepansHasi
+— wpubas

Auppeperyuass-
HaA wpuban

Puc. 2.5.3/3. Cxema KanhuisipHoro npuGopa ans aHaNATHUECKOro H3oTaxogopesa:
a — obuias cxema npubopa; 6 — Kaccera ¢ Te(DJOHOBHM KaNuisipoM (BHYTpEeHHHM JAHa-
Merpom 0,5 Mu, AJMHOM A0 | M), B KOTODOM OCYULECTBJISETCH NMpoLecC pasnenenusi; I — snek-
TpPOIHaA KaMepa ¢ BELYUIHM SJIEKTPOJHTOM; 2 — Tepmocrat; 3 — y3eJ BBOAa TMpPOGHI; 4—
Kamepa C 3JEKTPOLOM H 3aMbIKAIOLLMM 31CKTPOJUTOM, 5 — pabounit KamuaIsp; 6 — nuod-
¢depeHLnanbHBIA TEPMOACTEKTOD (06a KOHIA KOHTAaKTHPYIOT CO cTeHkofl kanuwaaspa); 7 —
WHTerpadbHBI TEPMOAETEKTOP (ONMH KOHEL KOHTAKTHPYET co crenkod kanuaaspa); 8§ —
yCHIHTENb CHTHANA TEPMOAETEKTOPA, 9 — jenta camonucua; 10 — 610K nuTaHus (crabuid-
3auMs o TOKy); /I — COCyAH € 3anacHbiM BeAYULHM SJCKTPOJHTOM H ponoft; 12 — KpaH;
/3 — KkpaH N0jauyd BO3Ayxa TOA NABJCHHEM (475t TpOMBIBaHHS KamuaaAApa); 14 — kpan-
nepekaouareib; /5 — wnpui ¢ npo6oit; /6 — YP-gerekTop [Haglund H.. Science Tools
‘Instrument Journal 17, No. 1, p. 2— 13 (1970)]

HnTeepasbHas KPUBAS TENAOBLLOEACHUA. Ilauna orpe3ka K coort-
BETCTBYeT pa3HHIle TeMIepaTyp Mexuy ABYMs COCELHHMH 30HaMH H
CJLYMHT Mepoil TPajMeHTa HaNpsXKeHHOCTH 10Js, a SHAUHT, pPas3HMILbI
31eKTpo(hopeTHUECKUX NOABHKHOCTEH ABYX HOHOB.

Juppepernyuarsras Kpueas renasogeidenenus. JlMHa OTpE3Ka
M cooTBeTcTBYET LIMPHHE 30HBI BEILECTBA, GoJlee TOTO, CJYXKHT Me-
poil aGCOJIIOTHOTO KOJIHYECTBA BELLECTBA B npobe. -
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crséguii};q,ézeuﬁmfﬂuﬂ 8 ¥P-ceere. JInuHa orpeska H coorBer-
KCTHHKIIMY TOTO HJH HHOTO
! BelllecTBa. 3H
cre i . asi
GPHUHEHT MOJISIPHOR 3KCTHHKUUM, MOMKHO OMpeneauTh abcoJioT-

MpuGops:

A .
HBOTaHxa:)ﬂnTuqecxun UT® nposoasit B kanuaasprom npubope nasi
e ¢opesa, cxema KOTOpOro npuBeleHa Ha puc. 2.5.3/3. Tlpo-
b Ong(ﬁaﬁfﬂgs TeJIOHOBOM Kanuiaspe (C BHYTPEHHUM AuUamer-
, . B ornvune ot merona UDD 3
€Cb HeT Heol
B Hﬁmqnu CTabGUIN3UPYIOLIE] CPEAHI. rosoeT
o 5:;:5?;::1312”5”3}18 nIgOBoam B KOAOHKE € NOAUAKPUAAMUO-
. . 2.5, . KOMIIOHEHTBHl aHaJH3UpyemMoi
NEHCTBHEM 3JIEKTPHUECKOIo Il o onkA 6 o
OJIST MHUTPUPVIOT BAOJb K
NMONHAKPUJIAMHAHBIM rejieM  ( o
B HANPAaBJEHHH CBEPXY BH
. u3). 30HbI
OTAE/JbHBIX BellecTB 9 pasjesennl cnelicepamu. B Kouue n)pouecca

0

L 24

Puc. 253/4 K()'I()HK& AJadA npenapatuBHOro H%()lax()l() e3a B Pr Jy
o / ) P ( K OdUCtL AB,

, 2,3 — i 4 — Me — .
1,2 KanHJaAAapbI, 5 MLMﬁpaHbI‘ 6 KO C TIOJIMAKDUHJIAMH
B JJOHKA ¢ nouavd F: HbIM Tenem; 7, 8
) s ) 5
EpUCTANBTHYCCKHE HAcOChl, § — 30HbI AHAJTH3UPYEeMBIX BellecTs: J{} — BepXHSS 3716‘ (’TPO'E 1a5
Kamepa; i - YO q)OIO"'elp;,lz*KOJIJIG‘KIOP ' '
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30HbI JIOCTHIAI0T KaMepbl TIOMPOBaHUS (MeXay mMeMOpaHaMu :ayl\;e5).

[lepucTafbTHUecKHii HAcoC 7 yepes Kamujsp —1] n%naeT B Hamcpz

3JIeKTPOAHbIA Gydep €O CKOPOCTbIO 5 MJ1+MHH én“Tﬂo&opn2 acoc

M3 KaMmepbl 4epes K J
oT6Hpaer 3JeKTpoaHbiA Oydep b
pocn?lo 15 ma -II)VIHH—l. JlononuuTteabubli 06beM Gydepa Ilwclzyna?
. - OMIIO-

4 co ckopocTbio 10 MJ-MHH™ .

B Kamepy uepe3 memOpaHy P
epes Kanwuasp 2 Nocryna

HEeHTbl CMECH U3 Kamepbi 4

Yd-potomerpa [/, a 3aTeM Ha KOJIEKTOp 12. CurHan neTegT((i))ga

PErHCTPUPYETCS CaMOTIMCLEM. ITpu pasneneHuu 3J1eKTp011HbmbIey Ka;{

rmepeKkaunBaeTcss HacocoM H UHPKYJIHPYET qjﬁ{)e?{ ;gsgzgg::ﬂ RSN

anacHbelM pactsBopoM. [n

Mepbl U pe3epByap C 3 peaeiust W1 >
pTHblE = MCTOYHHMKH TMHTAHH P

KCMOBb3YIOTCA  BLICOKOBOJ _

HMeM Iloy 30 kB npu ananutuueckom UTD u 1,6 kB npu mpenapa

tusaom UTD, co crabuausallued mo cuJje Toka.

flopgroroBka oGpasua

O6pasen (o 250 Mr) pacTBOPAIOT B 3JEKTPOJHUTE c 3am:1;21}8:
ILLAM HOHOM (MM AHAMH3YIOT €r0 NPOTUB 3JEKTPOJUTa € 3aM

1IMM HOHOM). . _
Jlo6aBasiioT B KauecTse CreficepoB amM@pOJHTHI-HOCHTEIH, HalpH

mep, | ma 40%-ro pacrsopa amdoura (pH 6—8), conepxaiero

3% -0 caxaposy. )
%)B crydae npenapatuHoro MT® caoi ob6pasla noMellalnT Ha

[NOBEPXHOCTb IeJIs.

ﬂopunox 8bIMOJIHEHHA OnepaurH

[TodeoT08KA NPENAPATUBHOL KOAUHKI

% 97 -1 ' 2.99%-#
[oTOBAT pacTBOp, COAEPKALIUH 3,4%-# axkpHUIaMHA, %

ucakpuaamui, 0,03 M yKCyCHYIO KUCJOTY. ’ B
° C II)IOMOLubio 6ydepa — TpHC- (PMAPOKCHAMETHI) aMHHOMETAHA

4
cranasauBatoT B pactope pH 4. _
Y Jo6asasiioT pubOGJIABHH B KauecTBe HHALUMATOPA MOJUMEDH

3alHH.
PacTBop 3aJUBAOT B KOJOHKY Ha MeMOpaHHYIO [POKJIAAKY

(5 na puc. 2.5.3/4) n NOJHMEPH3YIOT Ha CBETY.

Hanecernue obpasya

Ha nosepxHOCTb TeJfisi HAHOCAT PACTBOP o0pasua. ”
Ceepxy HaHOCAT C/IOH 3aMbIKAIOLIETO 3JEKTPOIHTA, HAPHUMED

0,22 M Tpuc-rauuuHoBbii Gydep, pH 8,5.
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[Iposedenue pasderenus

[locnie nomaum Hanpsixenuss HOHBI pasjensieMoll cmecH (Hanpu-
Mep, GelkH) M MOJIeKYJbl am(OJIHTOB-HOCHTeNeH pacnoiaralntcs
B KOJIOHKE B COOTBETCTBHH C HX 3JEKTPOGDODPETHUECKOH I[OABH K-
HOCTBIO H B TaKOH IOCJELOBATE/NbHOCTH MHIPHPYIOT MO KOJIOHKE.
Ha Bbixoae KOJMOHKM aHa/M3HpyeMble BEIECTBA MONAaloT B Kamepy
AJIl SJIOMPOBAHHSA, OTKYla OHH BbIMbIBAlOTCS GydepoM H Hamnpas-
JAIOTCA B JeTeKTOp. AHANHTHUECKOe pasje/feHHe 3aBepIIaeTcsi B
Tedenne 40 mun (mpu 30 kB), npenapaTHBHOe pa3iesieHHe HauM-
HaloT npit 500 B u 3akaHuMBAaIOT NpH HanpsKeHHH He Gosee 1600 B.
Cuna Toka npu stoM Bospacraer ot 7 g0 10 MA. [Tponoskutenn-
HOCTb NMpenapaTHBHOTO pasfeseHus cocrtasaser 15-—20 y.

Boidesenue KOMNOKEHTO8 cmecu

[Tonyuennbie ¢Gpakunn comep:kaT B KauecTse npuMeceil HOHBI
crieficepoB W HOHbl Gydepa. [IocTOpOHHHE HOHBI OTAENSIOT METOAOM
reqb-puabTpaunn (cM. pasa. 2.1.5). ®pakuuu, comepxalihe uee-
Bble KOMIOHEHThl (GeJKH), BLICYLIHBAIOT JTHOMHUILHO (CM. paszn. 1.7).

Odopmaenne pesyabratos

[Ipopuas TP moxer GbiTh NoAyueH B BHje HHTerpasbHOH
KPHBOHA TenuioBbifieieHuit (puc. 2.5.3/5), coBMeleHHo#H ¢ IHdDepeH-
LHaIbHOH KpuBOH (cM. puc. 2.5.3/3,a) uau B Buae KPHBOH norJo-
wenuss B Y®P-csere (cMm. puc. 2.5.3/3,a u 2.5.3/5). Kpome Toro,
B paboueM XKypHaje OTMEUAIoT: YCJIOBHS MOJMMEPH3ALHH Tels (npu
NpenapaTHBHOM pasie/leHHH); coctaB Gydepa; HanpsiKeHHEe MOAs
M cuily TOKa; o6beM o6pasua u Tun creficepa. Hanpumep, o6paser —
1 Mka 4% -ro pacTBOpa remMory06HHa 44 MK/ pasz6aBieHHOro (1:50)
pactBopa amdoautos (pH 6—8); kanumasp mauuoit 43 cm; temme-
parypa 20 °C; cuna Toka — HauasabHasi 40 MKA, KoHeuHast 20 MKA:
Hanpsixkenue 21 kB; getekTHpoBaHue npH 254 HM; CMeLIEHHe CHI'HA-
JIOB TepMO- H Y®-gerekropa cocraBaser | MHH.

W
Ternepamypa
o
Puc. 2.5.3/5. Mpopuis UT® [Haglund H. gx
Science Tools, LKB Instrument Journal 17, 3
No 1, p. 2—13 (1970)] §
T
R
1 |
[} 5 0 15
Bpema, muy
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O6aacTb npuMeHeHUs

AHanutdyeckoe pasjaeneHue (MKr) MenTUaoB, 6eJKOB, HYKJeo-
THAOB, OpPraHUYeCKUX KHUCJIOT, HOHOB MeTajoB (4aCTHYHO — H30-
TOMOB) C BbICOKUM paspellleHHeM.

[IpenapatuBHoe pasnesneHue 6eakoB (r).

Hakonsienne B Buae y3ko# 30HBI CJE€LOBBIX KOJMUECTBA BelLECTB
(MKr) u3 6oabwux o6beMOB Npo6bl — BejencTBie 3¢dexra KoH-
LLleHTPHPOBAHHS.

Onpenenenue 3JeKTPodhOpeTHYECKON MMOABHXKHOCTH.

BUBJIMOTPAGHYECKUI CITUCOK

H. Haglund, Science Tools, LBK Instrument Journal 17, No. 1, S. 2—13 (1970)
O. Mikes, Laboratory Handbook of Chromatographic ‘and Allied Methods, Ellis
Horwood, Chichester 1979
I. Smith, Chromatographic and Electrophoretic Techniques, Bd. 11, 4. Auil.,
Heinemann, London 1976

2.6. TIIAHHPOBAHHUE 3KCNEPHUMEHTA
MPH PA3LEJEHUH BEIULECTB
BUOJIOTHYECKOTO MPOMCXO)XIEHUS
(HATIPUMEP, BEJIKOB)

IIpotecc BblIe/ieHNs] OHOJOTMYECKH aKTHBHBLIX BEILECTB Hauu-
HaeTcd, KaK MpaBHJO, ¢ NpoBefeHHs 3KcrTpakuuu. [locsexyromiue
onepalMH MO BBIIEJAEHHIO U OUYHUCTKE AOJKHBl YJOBJETBOPATL CJe-
AYIOWUM TpeBOBaHHAM:

ofGecneunBaTtb ObICTpOe OT/Je/eHHe 1leJeBOTO HenKa OT COonyT-
CTBYIOIIMX NpuMeced (Hanpumep, npoTeas, I'MAPOJA3 H AP.);

o0ecneuynBaTbh BLICOKYI CTENeHb OUHCTKH;

JonycKatb 06paboTKy 60JiblIMX 06bEMOB KU KOCTEH.

YKkaszaHHBIM TpeGOBaHUSIM YJOBJETBOPAIOT /IBA OCHOBHBIX TEXHO-
JIOTHYECKUX MpHeMa. o

Oca/JeHHe 1e]eBOro BellecTBA B OGJACTH €ro H303JeKTpHue-
CKOH TOUKHM NpPH BBICOKOH HOHHOH cHJie (Hampumep, cyjabdpatom
amMmonus1). Ilpu 3TOM HM3KOMOJeKyJSIDHbie ITIDUMECH OCTAlOTCH B
pacrsope.

Ancop6uusi Ha HoHOOOMeHHHMKaX. [Ipy 3TOM MOHOOOGMEHHMKH HC-
noJb3yIOT B CTaTHuyeckom pexume (Batch-meronuka), T. e. HOHHUT
B aKTHBUPOBAHHOH (pOpME CYCNeHAHPYIOT B pacTBOpe, colepikalllem
yeseBoe BeUECTRO, NIOC/e JOCTHKEeHUS PABHOBECHS OTALSIOT ((PHALT-
poBaHHEeM), TLIATeJbHO NPOMLIBAIOT, & 3aTeEM JAecopGHpYIOT liesneBoe
BELIECTBO (BMecTe C CONYTCTBYWILHMH Gejgkamu) OydepoMm c Bl
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COKOH HOHHOM CHJOH (MJIM rpd noaxoisiiem 3Hadeuuu pH) (cm.
pasa. 2.1.3). Ha 370t cragnu nmomumo 4acTHUHOH OUHCTKH, B TOM
4KCjle H OT coJiedl, JOCTHIaeTCss TAKXKEe W KOHIEHTPHPOBAHHE LIEJeBOr0
BeulecTBa. [lasnee pactsop Geska 06eccoMBAIOT.

Mrorue 6Genku ajncopbupyioresi (NpH BbICOKOH HOHHOH cHJle)
Ha ruapodobHBIX Tesfdx (HalpHMep, OKTHJA- HJIH deHua-cedapose),
OTKY[a OHH MOTYT OblTb JAecopOHpOBaHbl AHCTUMJIMPOBAHHOH BOJLOH
(cM. pasn. 2.1.1). DroT MeTon TakxKe MO3BOJSET AOCTUTHYTb 3HAUYM-
TeJNBLHOTO OBoralleHHst CMEeCH lieJeBblM BelllecTBoM. BoOusblIyIo uacThb
CONYTCTBYIOWHX ApHMecell OGBIYHO OTAENSIOT MeTOAOM refb-XpoMa-
torpacduu (cm. pasa. 2.1.0). YcJoBUS pasjeseHuss yaaerc:! ONTHMHU-
3UPOBATDb, €CJIH H3BECTHA MOJEKYJAspHas Macca LeJeBOro BellecTBa.
IMocse reab-xpomatorpadpum noJayuaior pazbas/ieHHbIH pacTBOp Le-
JIEBOTO BelllectBa B Gydepe ¢ HU3KOH HOHHOH cuaod. Caeaywoiued
cTajued sABJAETCS OUMCTKA METOAOM HOHOOOMEHHOU Xpomarorpa-
¢duH. YcaoBus ppakUMOHHPOBAHUS yaaeTcsl ONTHMH3UPOBATb, €CJH
M3BEeCTHa H303/JeKTpHUYecKas ToukKa leJeBoro Bellecrsa. [Ipu Haue-
CeHMHU NpenapaTta Ha MOHHT KOMIOHEHTbI CMEeCH YIepi:KMBAIOTCA MarT-
pHlLleH, 3aTeM WX 3JI0HPYIOT H30UpaTesbHO B TpajueHTe HOHHOH
cuabl HaH 3unauenunit pH. Onepauuio 3amennl GydepHoro pacrsopa
(uto HeoOxomuMO AJsi Mocjenyiolledl o6pabOTKU WKW onepauui
KOHTPOJIAA) OCYILECTBJSIOT METOAAMH MeMOpaHHOH QHUIbTpaUUH (CM.
pasa. 1.5), nmanusa (cMm. pasa. 1.6) wau renb-xpomarorpacduu (cm.

Jeazcdenue u adcopbyus
YMEHbWERUE KOAUYECTIBA MAMEPUANT
Ybanenue nocmoporHUX npumeced

I

[ens=Tpomamozpapus
(paadenerue no monexy-
NAPHOG MACCe)
obeccoqubarue u ana-
U3 0mBensHeIT @Paxyudl
I
Horoobmernan Tpomamozpagpusn
(pasdenenue no 3apaby )

¥

Obecconubarue
(2ens=uasmpayusi, MEMEPaHHAS GUALITIPAYUS,
duanus)

flochedyrowan

( (pc:;ugmka TAM?)I(S
agpunnan TpoMa- snekmiegdopes
’""ef’“ﬁggf)”“’f» (MAAF, 15%)

¥

Beilenenue u KﬂHI.{L’HmpLZJD&?HuE
yeneboeo Bewecmba

Puc. 2.6/1. Cxema Bhaci€HHsT 1(€1€BOr0 BELIECTBA M3 CbIPbs GHOJOTHUECKOrO
MPOHCXOXKAEHHUSA
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pasa. 2.1.5). Crnoco6bl nocjenyoLiei oépuaéoTKu WJIH METOJbl KOHT-
pOJIsi 3aBHCAT OT 3HAUYEHHSI MOJIEKYJISIDHOR MacChl LieeBOro peulect-
Ba. [lpn monekynapnoit Macce a0 3000 HCrOJB3YIOT METOAbI TCX
uin bX, snekTpodoperHyecKHe M.TOjbl, NPH MOJIEKYJ/SIDHOH macce
6osee 3000 — snexkrpodopes B [TAAT (cm. pasa. 2.5.1.3), uau uso-
3JleKTpHYecKoe (okycHpoBaHue (cM. pasa. 2.5.2). B mpouecce Bbine-
JeHUd LeJeBble BellecTBa CJeflyeT pacTBOPSATL IPeHMYLIeCTBEHHO
B JeTyuHX 6ydepHbix pactBopax. O6pasubl XpaHsiT B 3aMOPOXKEHHOM
cocrosihud (npu —30°C) 1o mnocienywoued 06paGOTKH HJIH BbICY-
IIKBAIOT JAMOPUABHO (eC/H NPEeICTOUT JHTENbHOE XpaHeHHe (CM.
pasa. 1.7). PaccmoTpeHHasi M0CJeLOBaTeNbHOCTb OMEpalUil cxema-
THUHO TpeactaBaeHa Ha puc. 2.6.1. Hapsay c nepeuncieHHbIMH
MeToJaMM Hcrosabsyercs M adpduHHas xpomartorpadus  (cM.
pasi. 2.1.4), rnaBubiM 06pa3oM Ha 3aBeplnawllied CTaAHH OYHCTKH.
B nocsennee Bpemst Bce 60/iee LIMPOKOe MPHMEHEHHE HAXOAUT Me-
ton B3O)KX BbICOKOTO AaBJeHHs, TJIaBHbIM 00pasoM JJisl OUHCTKH
HU3KOMOJIEKYJIsIpHbIX BeulecTB. [lpu oumcTke M aHasu3e GHOMOJH-
MepOB MPeANoYTEHHE OTAAeTCs 3JEKTPODOPETHUECKHM METO/LaM.

3. AHAJINTUYECKHE METObI

AHanu3 opraHMuyeckHX BeLIeCTB MPOBOJAAT NP MOMOLLH KayecT-
BEHHbIX M KOJMYe€CTBEHHBIX METOJOB.

Ilpy uaenTHdUrALMH BellecTB BHIGOD METONAOB aHaJM3a 3aBH-
CHT OT CBOWHCTB BElIECTBA, €ro KOJMUYecTBa M OT LeJd aHaJu3a.

O6ulasi cxema aHa/jaM3a BKJIOYaeT CaelyiollHe CTalHHu:

rﬂacmaﬁoﬁka 3abayu ]

LBb/b‘bp Memoﬁa.. j

LBb/ﬁap .annaparmyps! I

Ombop npober

l lodzomobra npaber I

AHanuz npober

|705pa§am/ra pesynsmamob J

I-OTPO,DM/IEHUE pesynemamob J
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Macwitab aHanusa ofnpeaeaaercd KoJH4YeCTBOM BellleCTBa, HMEH-
HIMMCsl B paCNnopsiKEeHUHU HCCaen0oBaTeNsd.

Maciutab mertona Macca npobui, T
Makpo- 0,5—100
~ IMoaymukpo- 0,01—0,5
Mukpo- 1073—10"7
YbTpaMHKpo- 10-*

HyBCTBHTE/IBHOCTD METOJA ONpejensieTcsi npeaejsamu o6Hapyxke-
HHSI, T. €. MHHHUMAaJbHbIM KOJMUECTBOM BellleCcTBAa, KOTOPOE MOXKeT
6bITh OOHAPYKEHO C JOCTATOYHO BHICOKOH AOCTOBEPHOCTHIO.

3.1. KOHTPOJIb HHCTOTbI BEULECTBA

[Ipenapat cuutaercss YHCTBIM, €CJAH OH COCTOMT H3 MOJEKYJ
OJHOTO BEHIECTBA H He COJEPXKHT NpuMecell, KOTOpble MOTYT ObIThb
OoGHapyKeHbl PU NMOMOILH H3BECTHLIX AHAJHTHYECKHX METOI0B.

B opraHuueckoll XUMHM BelIeCTBO CYHTAETCHA YHUCTBIM, €CJH €ro
(H3HUECKHEe XAPAKTEPUCTHKH (TOYKH NJaBJEHHSI U KHIEHHS, MOKa-
3atesb [1peJOMJIEHUS] U AP.) He H3MEeHSIOTCA [ocJ/e NOBTOPHOH OUHCT-
KH [epekpucTaJjiu3aluedl HJju neperonkod. B HacTosiuiee Bpewmsi
Jlaxke IpH CYLIECTBOBAHHH COBPEMEHHBIX CIeKTPOCKOMUYECKHX H
xpomarorpaduieckux MeTOAOB ofpejejeHHe (QU3HUECKHX KOHCTaHT
BCe elle COXpaHseT CBO€ 3HavyeHHe. B JjabopaTOpHOH INpakTHKe
KOHTPOJb UHCTOTHl IpPeHapaToOB HEOGXOAHUM sl OLEHKH 3PPEeKTHB-
HOCTH METO/OB BblJeJeHUA M O4HUCTKH. Bri6op MeTog0B aHajiH3a
3aBUCHT OT CBOHCTB LEJNEBOr0 BEUIECTBA M TeXHUYECKHX BO3MOXK-
HOocTell HucciaenoBatens. EcaM npuMecH HEBO3MOXHO OGHapYyKHTh
XHMHUYECKHMH METOJaMM, TO TakKoH mnpemnapaTr OTHOCAT K «XHMHYe-
CKH UYHMCTBIM» (mpumecd cocTaBasiior ao 107'%), ecam orcyrcTBHe
npuMeced MOATBEPKAAETCH CIIEKTPOCKONHUECKHUMH METOLAMH, TMpe-
napaTt OTHOCAT K <«CHEKTPOCKOIMUYECKH YHCTHIM» (ITPUMeCH COCTaB-
asor 10 10779%). ,

Mertoabl onpejeneHHsi CTENEHH YHCTOTHI MHOTHX MpenapartoB
MEJHLHHCKOrO Ha3Ha4YeHHs! .[PHBEAEHbl B IlepedHe TpeOGOBaHUHA K
(papMakoJIOTHUECKUM IpenapartaM. XHUMHYEeCKHe PeakTUBBHl s Jia-
60paTOpPHOTO TpPUMEHEHHs HMeIOT CJelyIolllHe KBaAHDHKAUMHK: UH-
CTBI# (4); WHCTBIH AJA aHaauM3a (u7a); XHUMHYECKH YHCThIA (Xxu);
0cob0 4HuCThid (ocu).

3.1.1. ONPEAEJEHHE TEMNNEPATYPb! NJIABJIEHUA

TemmepaTypofi m/aBjieHHA BellecTBa HA3bIBAIOT TEMIEPATYpY,
NpH KOTOpOH TBepaas (asa IMepexoiuT B XKHAKYW, NpHuem obe
(a3l HaXOASATCH B paBHOBECHH M XapaKTEPU3YIOTCH OMHHAKOBBHIM
nasaeduem napa. OnpejeseHHe TOUKH IJIABJEHHS SIBJAAETCS ONHHM
M3 CNocOGOB KOHTPOJS YMCTOTHl H UAEHTH(UKALHH BellecTBa.
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Pdu3uuecKHe OCHOBbI MeTOola

[Tpu nnaBieHud BelleCcTBA, COMNPOBOXKAAWOULEMCH DPa3pylleHHeM
KPHCTAJLIMUeCKOH CTPYKTYPbl, TemrepaTypa OCTaercsi [OCTOSHHOH
(puc. 3.1.1/1). Onnako HEOGXOAMMO YYHTHIBATb 3aBUCHMOCTb TeM-
nmepatypbl MJasieHusi oT AaBaerus. OnpejesieHyde TOUKH NJIABJCHHS
peKoMeHayeTcsl MPOBOAMTh NpH Aasaenun 101 klla (760 Mm pT. CT.).
BmecTe ¢ TeM MOXKHO CUYHTaTbh, YTO TeMIepaTypa MJaBJeHHsi He 3a-
BHCHT OT LAaBJEHHWA, Tak Kak o6beM obpasna B [pouecce MaB/eHus
MeusieTcsl He3HauuTesabHo (cM. pasa. 1.3.2, ypasHenue Knaysnyca —
Kaaneiipona). Temneparypa I/aBjeHHsl XapakTepusyer (asoBbiH
mepexol OT TBEPAOro cocTosiHus B xuakoe. OOparHelit mpouecc
XapaKTepH3yercsl TeMlepaTypod 3aTBepieBaHHA HJIH 3amep3aHusi.

Kaxkjoe YHCTOe BeleCTBO XapaKTepH3yeTcsl OlpeesieHHOH Tou-
Kol muiaBaeHHA. TOYHOCTh ONpefeeHHs] TOUKH MaaBjeHHss B OOblu-
HbIX ycaosusx coctasiaser =+0,5 K. Bosee TouHoe onpenesenue
TOUKH MJ1aBJeHUs MPOBOLAT, KaK Npasu.o, NpH NOMOIUH TPadHKOB
naasjenus (+107° K).

CMecH pasJiuHbiX BeILeCTB [0-pasHOMy BeAyT ceOsi TpH ILiaB-
JIeHHW WJIH KPHUCTAJJH3ALHH B 3aBHCHMOCTH OT PacTBOPHMOCTH 3THX
BEUIECTB WJH COCOBGHOCTH cMeliuBathes. CMecH, o0pasyloline TBep-
Jble PacTBOpbl, HE HMEIOT Pe3KO BHIPAXKEHHOW TOUKH [JIaBJEHHS.
Takue cMmecH nJaapaTcs (KPHCTANIM3YIOTCA) B HHTEpBaJe TeMmne-
patyp. Hauasabnas rtemnepaTtypa HHTepBasja I/1aBJeHHS TBEPAOTO
pacTBOpPa HAXOAUTCH HHKe TOUKH IUIaBJEHMS CaMoOro Jerkonjas-
KOTO M3 KOMNOHEeHTOB 3ToH cMecH. CHCTeMbl, KOMIIOHEHTBI KOTOPBIX,
HAXOASICh B TBEPAOM COCTOSIHHHM, HEPACTBOPHUMbI, Ha3blBAIOTCA He-
H30MODGHLIMH CMecsiIMU. B OT/IHUHME OT UHMCTBIX KOMIOHEHTOB 60JIb-
[IKMHCTBO TAKUX cMecell MJIABHTCS He MNpPH NMOCTOAHHOU Temmepartype,
a B ONpeJeNeHHOM HHTEPBAJe TeMIepaTyp, KOTOPhIil onpeiessercs
cocTaBoM cuctembl. HypkHMH npemesn Temmnepatypbl, IPH KOTOPOH
HAUMHAETCH MJABJEHHE CHCTeMbl, HA3blBAeTCH 3BTEKTHYECKOH TeM-
nepatypoit. HensomoppHasi cmech KPHCTaJJI0B, 00pa3ylolIUXca H3
pacniaBa Takoil CMeCH MpH 3BTEKTHYECKOH TemrepaType, Hasbl-
BaeTCst 3BTEKTHYECKOH CMEChIO. :

[Ipu nnaBjeHMM MHOTHX OPraHHYECKHX BELLECTB HaG/I0AaeTcs
oKpallMBaHWe pacrjiaBa /M Bbilesende rasa. Temnepartypa, npH

T

ApuBas

Kpubas
samBepdebarusi

nnabnenus

Puc. 3.1.1/1. KpuBbie niasJjenust ¥ 3atsep-
JeBaHHsl YHCTOTO BelllecTBa:

T - vemneparypa; T, — Temneparypa niapjaeHns
WM 3aTBEPAEBAHUS, | — BpeMms
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KOTOPOH [IPOHCXOAAT 3T Tpolecchl, Ha3bIBAETCS TOUKOH pasfoxe-
HUsi. AMOD(HBIE BElIeCTBA U MOJHUMEpbl, B OTJHUHE OT KPHCTAMIH-
HECKHX BEIIEeCTB, HE XapaKTepU3ylOTCs KOHKDETHOH Temnepartypoi
NJ1aBJeHHsl, HO XapaKTepH3YyIoTes 06J1acThi0 pasMAryeHusl.

CylecTByer onpeje/eHHasi 3aBUCHMOCTb MEXIYy TeMmepaTypoil
IVIABJICHHA BELLECTBA H €ro MonekyJsipHOR Maccoit. Ilpu ysesuue-
HHUH MOJIEKVJISIPHOH MacChl BellecTBa ero TeMMeparypa MJaB/JdeHHs
neBbiaercsi. Kpome Toro, cyuiecTByeT 3aBHCHMOCTb TeMIepaTyph
M1aBJIEHHSA OT MOJIEKYJSIPHOTO CTPOEHHS BEILeCTBa (HanphMep, -
" uao;a)mxaﬂbl, {uc- M. TPAHC-CTEPEOH30Mepbl, HaJHYHe BOAOPOAHBIX
cBf3el) .

Temneparypa naasaenus cmewannoti npobol

Onpenenenue TemnepaTypbl MAaBNEHHst CMEUIAHHOW Npo6bl (Hc-
CJIClyeMOTO BeLLeCTBA M BELUECTBA C U3BECTHOH TeMIepaTypol mias-
JIEHHS) SIBJISIETCS NPOCTHIM M HaHOoJee PaclpOCTPAHEHHBIM METOA0M
IIPOBEPKHU YHCTOTbI BEILECTBA. ITOT METO[] NPHMEHSIOT TaKXKe A5
uiaeHTHGUKauuu BemectB (cM. B pasi. «[lopsimok BbIMOJHEHHS one-
pauuit», «IIpo6a cmewanHoro nuassienusi»). B cBs3H ¢ TeMm, uToO
JlaHHag TeMmIepaTypa [MJaBJACHHS MOMET COOTBETCTBOBATh 60Jb-
LIOMY YHCJAY COeJHHEHHH, aHaJH3HPYeMOE€ BeleCTBO CMeIIHBAIOT
C BEIleGTBOM AHAJOIMYHOrO CTPOEHMS B COOTHOWEHHM 1:1 m onpe-
NeJII0T TOUYKY NJaBJeHUS NOJYueHHOH cmecH. EciM cmech cocTout
M3 OJIHOTO H TOTO K€ BellecTBa, TO npo6a O6yneT HMEeTb Pe3KO Bblpa-
XKEHHYIO TOUKY MiaBjeHnsi. EciH cuctema COCTOMT H3 ABYX pasiuy-
HbIX COENUHEHHE B cooTHolleHuH 1:1, To obpa3syeTcsl IBTEKTHKa W
obpaselt  Gyaer naaBuTbcs 0pH  Gojee  HHU3KOH TemmlepaType
(puc. 3.1.1/2).

PagnuuHble Bemectsa MOTYT HMeTb OJMHAKOBLIE TEMIEPATyphbl
TIaBJEHHS, OJAHAKO MaJOBEPOATHO, YTO MIPH HX CMELIEHHH OHa OCTa-
Hercs HewsmenHo#d. Ecau Temnepatypa nsnaBiaeHusi cmecH Huxe
TEMIIEPATYPhl [JIABJEHHS HCXOAHBIX BelllecTB, TO, CJAeA0BATeNLHO,
3TO [Ba pas/iMYHbIX BellecTBa.

Ilonpaska na nokaszanus tepmomerpa

[TockosibKy TemnepaTypbi OKpy»Kaloulefl cpeasl H BICTYNAIOULErO
M3 XKHUAKOCTH CTOJOHMKA TEPMOMETpPa HECKOJbKO pasjMyaloTcsi, He-
06XOAMMO BHECTH MONPaBKy HA MOKa3aHus TepmoMmerpa. Ecau Tep-

a 13
Puc. 3.1.1/2. Jnarpammu Temnepary- f ”ggggﬂ 1 Mudras pasa
pa — cocTaB CMecCH: [ ~ )
a — semwectBa A ¥ B pasnuunsl (nanpumep, T6epdan
B 1aHHOM CJy4ae 3BTEKTHUECKAS TOYKd COOT- Td%%aﬂ pasa
BeTcTBY®T 50%-My cocraBy cmecu); 6 — ®
06a BelwecTBa HACHTHUHbI

L 1
100 50 o A 100 50 0
g 50 w5 0 | 50 100
Cocrmab emecu (8% Aunu % 6)
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MOMETp 3apaHee OTKaJ'[l/lﬁpOBaH,’ TO TakKylo [IoMnpaBKy BBOAHTH HeE
caeayer. B 3tom cJayyae Ha TepMoMeTpe Ao0JKHA ObITb yKasaHa
cpenHsisl TeMIepaTypa CTOJIOMKA TepMOMeTpa, NpH KOTOPOH MpOBO-
Aujacb Kanuéposxa. I/ICTHHHle TeMIeparTtypy pacCuMThiBaOT HQ
dopmyJe:
T=T +Kn(T,—T,),

rae T — uctuunasi Temnepatypa, T, — Habawonaemas temnepatypa; T — cpefHss
TeMnepaTypa BLICTYNAOWEro CTOAGUKa (ONpefessioT BTOPLIM TePMOMETPOM); K—

ko3 ulent paciunpendsi {(4as PTYTHOTO TepMoMeTpa H3 Hesckoro crekna K=
=1,6-10"*); n — uuca0 rpaLycoB Ha lIKaje BHICTYNAIOULErO H3 XKHIKOCTH CTOJ-

6uKa.

Bosee nompoGuble AaHHble MOXHO Ha#TH B Tabauuax (cM.
pasn. «Bubauorpacguuecknit cnucok»). Huxe npuBereHbl BO3MOXK-
HblE€ OIIMOKH B NOKAa3aHHAX TepMOMeTpa B JABYX HHTepBajiax TemIrie-
patyp: 0,56°C B unrepBaie jgo 100 °C; 3-—5°C B uHTepBaje oT
100 °C no 200-°C.

[Mpubopst

ll.flﬂ onpejpeneHus TOUKH IJ1aBJeHHsT HCHIOJB3YIOT PAL HpI/I60pOB.
HeTaJ’IbHOE OlMCaHue HEKOTOPbIX U3 HUX NMPUBOAHUTCH HHXKE.

[Ipocreie npubopet

Cawmbiii npocrod npubop AJs ONpeAeJeHds TOUKH [JiABJIEHHS
COCTOHUT H3 KAalUJasipa, 3aKpPEerJIeHHOF0 Ha TepMOMeTpe, KOTOphLIA
norpy:keH B Harpeparte/bHylo Ganio (puc. 3.1.1/3). PaBHomepHblil
HArpeB OCYLUECTBJSIETCA NMyTeM NepeMellMBaHUs TeNJIOHOCHTeJs Mar-
HUTHOH MellaJiKoH. :

Yaule npumensior npubop Tuse, B KOTOpOM obecrneunBaercs
Gosiee paBHOMEpHOE paclpe/ieJieHde TerJja B HarpeBaTesqbHOH Oaxe
(601ee 3 deKTHBHOE NepeMeilHBAHHe TEeNIOHOCHTENIsl 3a CUeT LHUP-
KyJAUUH Kupkoctd (pHc. 3.1.1/4). B kauectBe TensoHocHTeseH
MCTIONIB3YIOT TPeXje BCEro CHJIMKOHOBOE MacJ/o, MapadHH HJIH KOH-
LIEHTPHPOBAHHYIO CEPHYIO KHCJOTY.

Crandaprtueid npubop

B npubope Torroau MCHOb30BAHbLI OCHOBHBIE 3JIEMEHTbI KOHCT-
pykuun Tuse. OnHako 3TOT npubop o6JanaeT 3HAUMTENbHBIMH Tpe-
MMYyIleCTBAMH BCJELCTBHE DPeryJiMpyeMoro 3/eKTpooborpesa U me-
xaHuueckoro serpsixuBanHs. [Ipu6op Torrosan obGecmeuHBaer BbICO-
KYI0 BOCIHPOM3BOJHMOCTb Pe3y/bTaTOB M HCIOJAb3YEeTCsl BO MHOTHX
aabopartopusix. [Ipu6op NMPUMEHAOT AAs ONpEAEJEHUs TeMHepatyp
niasaenns no 190°C. Oasi paGorhl B auanasoHe go 500 °C npume-
HAIOT MeTaJsnyeckuil GJ0K (ero MOXKHO HCIOJb30BaThb M NpH GoJdee
HU3KHX TemmepaTypax) (puc. 3.1.1/5). BJOK COCTOHT H3 MemHOro
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Puc. 3.1.1/3. Onpeaenenne
TOUYKH MAABJEHHUS BelleCTBA
B Kanuajisipe:

I — TepMomMeTp; 2 — 3aKHM-

HOC  KOJIbUO; J — Kanuaanp,

4 — obpaseu; 5 — narpesa-

TeqapHas Oangt; 6 - MarHdT:
7 -~ MATHHTHasi MeWanaka

Puc. 3.1.1/4. Tipn6op Tuse (narpesaioT npu HOMOWH ropejiku ByHsena):

a — Bujl c6oky; 6 — BUI cnepenn

WK aJIOMHHHEBOTO LMJIHMHIAPA C 3jeKkTpooborpesom. Temmnepartypa
NJIaBJeHHsl, onpejesedHass B npubope TOTTONH, BCeraa HECKOJBKO
BBILE, UeM TeMmmepaTypa, onpeleieHHas B npubope ¢ HarpeBaTelb-
HOH OGaHedl. Takoe HECOOTBETCTBHE pe3y/bTATOB OGBACHAIOT TEM,
4YTO CKOpPOCTh MOABOAA Telja K o6paslly B MeTaJJHuyeckoM OJ0Ke
Bblllle, yeM B npubope ¢ HarpeBaTesbHOH GaHeil.

Asromaruueckue npubopeot

B coBpemennbix npu6opax onpenenenue TemnepaTypbl NJaBieHHA
OCYWLECTBJACTCH ABTOMATHYECKH C HCMOJb30BAHHEM CBETOBOIO MO-
ToKa B Tedenne 10 mun. [lpenmyluecTBoM Takux npuGOpoB ABjseTCS
npocToTa # yao6cTBO paboTel. Kpome TOro, peryiupoBka CKOpPOCTH
oborpesa Mo3BoJIsieT NONYYHTb BBICOKYIO BOCIPOH3BOAUMOCTD Pe3yJlb-
TatoB. [IpnGop paGoraer caenyomwum o6pasom (puc. 3.1.1/6): ayu
NPOXOAMT Yepe3 o6pasel ¥ nonajaer Ha (POTO3JNEMEHT; NMPH MJ1aBJe-
HHM 006pa3lla HHTEHCHBHOCTbL DETrHCTPHPYEMOro (POTO3/1eMEHTOM CBe-
TOBOTO IIOTOKA BO3PACTAET; TeMNepaTypa I1aBJEeHHs] PETHCTPHpyeTCH
Ha unudposom tabno. [epen HauanoM H3MepeHUS] 3afaI0T HCXOIHYIO
TEMNEpaTypy H YCTaHaBJIHBAIOT ONpeAe/]eHHYI0 CKOPOCTb Harpena
(Hanpumep, 5 K/muH — aas opuentnposousoro u 0,2 K/mun —
Anst TouHOTO M3MepeHHsi). CyLIeCTBYIOT TakXKe NpHGOpPBI, H3MepSIo-
ulge TeMnepaTypy IL1aBAeHHS M OJHOBPEMEHHO 3alHCbIBAIOLIHE
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Puc. 3.1.1/5. Metannuueckuit 670K A ONpeneeHHS
TOMKH MNJaBJICHUSA

T >0

Puc. 3.1.1/6. Asromartnueckuii npuﬁyp
AN ONpejeNieHust  TOUKM  NAABJACHWA

e T T T T T T T T L LT T T T 11T

A P

KPHBYIO TJaBJjeHusi. ABTOMaTH4YecKHe NPHOOPbLI MO3BOJSIOT H3Me-
psiTb TemnepaTypsl mjaBieHus B AuanasoHe or —20 go +-300°C,
OHAKO OHM HE MPHUTOAHB [J5 ONpeje/eHHs] HHTepBaJja IJ1aBJeHHs.
Jasi 6osiee TOYHOrO ONPEAEJEHHS TOYKH [MJIABJEHHS HCMOJb3YIOT
Crnoco6 TMOTPYXKEHHSI TepMOieMeHTa B MNpoly, TaK Kak MpPH 3TOM
OTCYTCTBYIOT HHEPIHOHHDblE “HOTepH 1pd Temaonc; -iade. Ho aas
ONpeAeNeHHsI TOUYKH IUIABJEHHS 3THM CHOCO00M Tpedyercsi 3HAuH-
TeJbHO GoJiblliee KOJHYECTBO BellecTBa, UeM [pH [JIaBJEHHH B Ka-
nUJIsIpe.

Haep€6(1T€/lebl€ CTOAbL

Croa Kogaepa (puc. 3.1.1/7) cayxut aas ObICTPOro OpHEHTH-
POBOYHOTO OTpeJesieHHsl TOueK IIaBAeHHs. Bellectso paBHOMEPHO
PacpeseasioT Ha NOBEPXHOCTH HAIPEBATEN!.""1O CTONA, HA KOTO-

Puc. 3.1.1/7. Harpesarenbgrbiii cron Kodaepa ana onpeﬂenenuﬂ TOYKH I1aBJICKHUA
(Kuhnert-Brandstetter M., Sci. Pharm. 34, 147 (1966)]
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PO TP TOMOUIH 3/EKTPOOGOrpeBa YCTAHABJIMBAIOT MOUYTH JIHHEH-
Hbli T'DAJMEHT TeMnepatypbl. TOUHOCTb ONpPEJe/EeHHs TOUKH MJaB-
JIEHHs1 3TUM METOAOM CcOCTaBJjsieT npubausuresbHo 2 K agas auana-
30Ha temnepatyp ot 50 mo 250 °C.

Hs naaBaeHHsl MHJUIH- U MHKPOKOJHYECTB BELIECTB HCOJMb3YIOT
Haepesarteabroill mukpocroa (o 250 °C) ¢ mukpockonom. Kpucrasi
noMeulaioT B yrayGJieHHe MpeiMeTHOro CTeKJa M 3aKpblBAIOT MO-
KPOBHBIM CTeKJOM. 3aTeM [pelMeTHOe CTeKJO YCTaHABJAWBAIOT Ha

eTa/J/IMYeCKHH CTOJ € 3JeKTpooBGOTPEeBOM H B MHKPOCKON HaG6JII0-
XEHOT 3a npoLeccoM H3MeHeHHsl obpasua.

Moarotoeka oGpa3ua

[last onpepesienusi TEMNEPATypbl MJIaBJEHHS NPH MOMOWLM KaruJ-
ﬂgpa Tpebyercss He Gosee | mr obpasua, a MpPUH UCIOJb30BaHUH
HArpeBaTeJbHOI0 MHKPOCTOJa — ellle MeHblle.

. BoicylleHHbIH o6paseil U3MeJbyaloT B CTYNKE W 3aMOJHAT HM
Kanu/asip, KoTopblil npeacrasisieT co60# 3anasHHYIO C OJHOTO KOH-
ua CTeKJAHHYI TpPyOKy AuamerpoM | MM W qiuHOH 7-—10 cM; OTKpHI-
ThId KOHeILl KaluWjifpa MorpyxkaiT B ofpasell U KPHCTAJLIbl, Nofas-
HiMe B KanuWJJIAp, CTPSXHBAIOT K 3anadgHHOMY koHuy. Kanuaasip
3aMOJHAIT Ha BbICOTY |3 MM.

[lepeHoc BeulecTBa K 3anmasiHHOMY KOHLY KamWasipa OCYLIECT-
BJISIIOT HECKOJBKMMH crnoco6aMu: MOCTYKHBAKOT pykKo#, GOJBILIOH H
yKasaresbHblil MaJblbl KOTOPOH [€p:KaT KalWIAp, O MOBEPXHOCThb
CTOJd, YNJIOTHAIOT BELLECTBO NpPH NOMOLIH METAJLIHUECKOT® CTepXK-
HAA. OcTOpoXKHO 6pPOCAIOT KaNWAAP B CTEKASAHHYIO Tpy6KYy auamer-
poMm 5 MM u aaHHOH 30—50 cM, YCTAHOBJEHHYI BEPTHKAJBHO Ha
JKECTKOH TOJACTaBKe.

Nopsaok BbINOJHEHHS onepaumi

Kanunnsap ¢ of6pasuoM 3akpenysiioT [pPH NOMOLUH Pe3HHOBOTO
KOJIblla HAa TEpMOMETpe M MOMelaloT B HAarpeBaTelbHYl0 6aHIO HIH
B COOTBETCTBYIOLlee yrayGseHde npubopa. B HekoTopeix npuGopax
NPEeAYyCMOTPEHO MeCTO JJIsl TpeX KAalHUJAJAAPOB, 4YTO MO3BOJSET MPO-
BOIHTb OJHOBpeMEHHbIH aHasu3 o6pasua U npo6 cpaBHEHHS.

s BewiecTBa ¢ HEHW3BECTHOH TOUKOH NJaBJeHHSI MPOBOAAT
ODHEHTUPOBOYHOE onpejeseHde (Mpu OGbICTPOM Harpese).

B 3aBucuMocTH OT TeMmmepaTypbl IMJABJEHHS CKOPOCTb Harpesa
ycranasauBaior 5—10 K/muu. Heszamonro mo pocTvxKeHusi Temne-
paTtypnbl naabsenusi (Huxe ee Ha 10—20 K) ckopocTb HarpeBa coort-
BETCTBEHHO MNOHHXKAaWT 10 2—0,2 K/MHH ¢ LeJbl0 YyMeHbIIEHHS
TENJIOBOA HHepuuu cucTeMbl. Takum o6pasom aocruraercst Gosee
TOYHOE onpejeseHye TOUKH IJIABJEHHS.

Temnepartypy nias/ieHusi onpeiessiioT B TOT MOMEHT, KOTJa Be-

IeCTBO HayHHaeT MNJaBHTbCA H 06p33yeTCH ﬂpOSpa‘{HbIﬁ pacnJjan

(puc. 3.1.1/8)
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[ ! !
‘ }  Puc. 3.1.1/8. Craamn npouecca n.as-
JIeHHA:
1
| a —— Hepacunasnennsit o6paseu; 6 — arjo-

[ Mepauust, 8 — Haua/0 MJaBJAEHHA, 2 — pac-
V nnasneHHnt o6paseu
a [ 6 2

[Tpu onpeaenennn 06JacTH IJIABAEHHS H3MEDAIOT TEMHepaTprﬂ
Havasa ¥ KoHua mnaapjenus. [Ipn 3TOoM yuuTBIBAOT, YTO B 60.b-
WHHCTBE CyyaeB cHayaja HabJ/I04aeTcsl ycajaxka BellecTBa M o6pa-
30BaHue arjiomMepaTa, # TOAbKO MNOCJE 3TOTO HauMHAeTCs rpouece
nJIaBJEHHSI. ‘

[Tocsie oOKoHuaHMst MJIaBJIEHHsi OTKJIO4YalOT oborpeB npubopa.
TenJoHOCHTEb MEPEeMELIHBAIOT O [OJNHOTO OXJa)KAeHUus npubopa.

TemnepaTypy mJaBjAeHHI THIPOCKONHUYECKHX MK CYGJIHMHDYIO-
LMXCS BELLEeCTB OMpEAesioT B 3aNasHHbIX KalH/Ispax.

[Tpu onpegeneHdu TOYKH MJaBJEHHSl BELLECTB, IJABAILMXCA C
pasioKeHHeM, Kanuwjjasp C BelLleCTBOM BHOCAT B IIPeABAPHTEJLHO
uarperyio Ganio (Ha 10 K HHxKe oxXHMIaeMON TOUKM TIJIABJEHHS).

Onpedeaenue TOHKU 3AMEPIARUS

Touky 3amep3aHusi WIH 3aTBEPAEBAHHUS XHIKOCTEH OIPeIesioT
MpH NOMOLIM TeX e MPHOOPOB, UTO AJS ONPEAeNEHUsI TOUKH NJIaB-
JIEHHS], HO TIPH 3TOM HCHOJb3YIOT OXJa)caalluue cmecu. s Gbict-
poro onpefejeHHsi TOUKH 3aMeD3aHHSl HCHOJb3YIOT KalWJISP, 3a-
KpenJieHHblil Ha TepmoMeTpe (cM. pasa. 4.1). TemnepaTypa oxjaax-
Jaollell cMecH A0JXKHa ObIThb Ha HEeCKOAbKO TpajpyCcOB HHXKE OXH-
JaeMOH TOUYKH 3aMep3aHHsl.

«[pofa cMEMAHHOTO NJIABJEHHS»

Heckonbko MHAAUTPaMM H3BECTHONO BeELLECTBA CMEIUWBAKT C
paBHbIM KOJHYECTBOM HCCaeLyeMOro o6pasia, TOHKO H3MeNbyaioT
¥ MEePeHOCHAT B KaiuyuisAp. 3aTeM NPOBOIAAT ONHOBPEMEHHOE onpene-
JIeHHe TOYeK IJias/ieHdusl Bcex 06pasuos: 00pas3uoB OOGOHX UHMCThIX
BEUIECTB MO OTASIbHOCTH H 06pasila CMeCH 3THX BELIECTB.

HUcTouHHKH oulnbok

BoicTpblli M HepaBHOMepHBIH Harpes (MJIOXO BOCIPOM3BOJIHMbIE
pe3yJsbTathl).

[Tpouecchl arJoMepaldH H Pa3joKEeHHA NPHHUMANOTCA 33 NJaB-
Jenue (OLINGKA B ONpeAe]CHHH Haua/ja IUaBJIeHHUS).

BeitecTBO mj0Xo H3MeJNbUeHO H HEeAOCTATOYHO BLICYLIEHO.

[Tpy naaBieHHu caeiyer obpawiaTb BHHMaHHe Ha BbliejeHHe
BOJbl M3 THAPAaTHPOBAHHBIX COEIHHEHHH.
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Tabauya 3.1.1/1. Temneparyper naaenenus cTanOGPTHOLX BEUECTS,
npumensemoly 0an Karubposku tepmomerpa (TPOLHAR TOUKA NAABAEHUA
6eH30UHOL KUCAOTbL A8aneTc 6a3080L 8 MewOYHAPOOHOL NPaKTuKe
npu Kaaubposxe u cocrasaner trouno 122,37 °C)

Temneparypa ™~ Temnepatypa
Coennnerue naasJgaexusi, °C Coennnenne naasaenus, °C
Jlen 0 CanuuuaoBasa KMcJI0Ta 160
Beunsodenon 48 3,5- IusntpobeHsoiiHas 205
Hadranuu 80 KHCJIOTa
Bensoiinaa kucjora 122 Caxapu 228

B HexoTOpbIX c/ay4asix HeOGXOQMMO YUHMTBIBaTb NOJUMOpPDHEIE
NpeBpalleHHs KpUCTaaa0B. PasHuua Mexay TOuKaMH NJaBJeHHS
pasnHyHbIX KpHCTAMJIHUECKHX Mogudukaudil gocturaer 20 K.

Wcnoab3oBaHue HEOTrPaAYHPOBAHHOTO TepMomerpa (Heo6XOILu-
MO MEepHOAHYECKH NPOBEPATb I'DAAYHPOBKY TEpMOMETpa; /1A 3TOTro
HCIOJb3YIOT COENHHEHHs, IpUBeleHHble B Taba. 3.1.1/1).

Odopmaenne pesyabratos

B pafouem xypHaje TemNeparypy MJaBaeHusi, Kak NpPaBHJO,
NPUBOJAST B KOHLIE ONMCAHMSI CHHTE33 COEJMHEHHs,, OHA MOXKET CJy-
XKHTb XapaKTEPHCTHKOR CTENeHH YHCTOTHl HCXOAHBIX COEJAMHEHHH.
B ciyuae yrouHeHHs TeMMepaTypbi MJAaB/jeHUs B.KYpHAJIe OTMEYAlOT
HOBOE€ 3HAueHHe (€ro COMpOBOXKAAIOT CJIOBOM «HCIPABJEHO» B CKOG-
KaX; Takke B CKOGKax INpPHBOASIT JaHHbIe O pacTBOPHTENAX MJIsi
MepeKPUCTANNN3AUHH HJIH O BO3MOXKHOCTH pA3JI0XKEHHS BelllecTBa
npy naasjeHuu). B sutepaTtype ncnmonb3yloT cokpalleHHoe o603Ha-
uUeHHe TOYKHU MJiaBaeHusi Ty, Hanpumep T,,=145°C (aueroH).

O6aacTe apumeHerus

OnpepesieHne TOUKH MJIaBJEHHS SBJSAETCH NPOCTHIM H YAOGHBEIM
NpUeMOM MO CPaBHEHHIO C APYTMMH MeTOJaMH HAeHTH(PHUKAUHH Be-
ulectB. OfHHM M3 TIPEUMYLIECTB METOAA SIBJASIETCS BO3MOXKHOCTH
UCNO/Ib30BaHUSA HEeGOMbIIOrO KOJMYECTBA BEILECTBA.

MeTo UCTONB3YIOT AJS:

UJEHTH(HKALKUL TBEPAOIrC BelllecTBA U MOJyUeHHs] XapaKTepH-
CTHKHM TBePAOTO BellecTBa [JIsl COMOCTABJEHUS €€ ¢ JIUTepPaTypHbIMU
JNaHHbIMH; :

NPOBEPKU CTEMEeHH UUCTOThl (4YEeTKO Bbipa{€HHAsl TOUKa IL1aB-
JIeHust) ;

H3y4YeHHUS] TepMOCTAOH/IBbHOCTH.

BUBJIMOTPAGHUYECKUN CIIMCOK
G. M. Barrow. ' \sical Chemistry, 3. Auflage, S. 605, McGraw-Hill, New York
1973. Deutsche .~gabe: G. M. Barrow, Physikalische Chemie, 6. Auflage, Boh-

mann, Wien, und Vieweg, Braunschweig 1984
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L. Kofler, W. Kofler. Thermo-Mikro-Methoden zur Kennzeichnung organischer
Stoffe und Stoffgemische, Verlag Chemie, Weinheim 1954

E. L. Skau, J. C. Arthur, in: A. Weissberger, Technique of Organic Chemistry,
Bd. /1, S. 287, Wiley-Interscience, New York 1959

R. Kempf, F. Kutter, Schmelzpunkttabellen zur organischen Molekularanalyse,
Vieweg, Braunschweig 1928 ’

W. Utermark, W. Schicke, Schmelzpunkttabellen organischer Verbindungen,
Vieweg, Braunschweig 1963

3.1.2. ONPELEJNEHHE TEMNEPATYPbl KUTNIEHHKS

Temnepatrypoll KulleHHsl BelllecTBAa Ha3blBaeTcsl TEMIEPATypa,
NP KOTOPOH [gaBjeHue NMapoB Hajl KHUAKOH (pas3oil CTAHOBUTCH paB-
HbIM aTMOC(EpPHOMY [AaBJEHHIO U NPH KOTOPOH BEUIECTBO H3 KHA-
KOro MepexoiuT B razoobpasHoe cocTosiHue. TemmepaTypa KHIEHHS
3aBUCHT OT AaBjenusi. OHa sIBAAETCS XapaKTepPHOH KOHCTAHTOH Be-
11ecTBa.

Pyu3nyeckne OCHOBH MeEToaA

3aBHCHMOCTL TeMIlepaTypbl KHIEHHS OT [AaB/leHHs1 OMHChIBAETCH
ypaBnenrem Kaaysuyca — Kaanefipona (cm. pasn. 1.3.2). Ecan
TOYKA KHIIEHHS ompejeieHa NpH HopmadbHoM aasienun (101 kIla,
‘uau 760 MM pT. CT.), TO MOJYyYeHHOE 3HAUCHHE NPUBOAAT 6e3 10Mmo.-
HUTEJbHBIX [AAHHBIX O AasjeHud. OnpejeseHue NONpaBoK Temiepa-
TYp KHMEHHsI NpH pPasJHYHBIX JaBJEHUSIX MAJs TNPUBEJEHHS HX K

760 MM pT. CT. OCYILECTBJSIIOT C HOMOLLbIO TaGul U HHTEPNoJs-.

LHOHHBIX KpUBBLIX (cM. pasa. 1.3.2).

JI19 4HCTBIX COEJHHEHHH U cMecell ONpeleseHHOro coCTaBa TeM-
nepaTypa KuneHusi siBjsiercd KoHctanto#. [list pacTtBopos, cozep-
KALKMX HeJIeTYYHe BelecTBA, XapaKTePHO MOBBILIEHHE TOUKH KHIe-
HHS1 10 CPaBHEHHIO C UHCTBIM PacTBOpHTeNEM. ITO CBOMCTBO pacrBo-
POB HaXOAHMT NpuMeHeHue B 30y/aHOCKONUH (cm. pasa. 3.3.1).

Touka, KMIIEHHSI He MOXKeT CJYKHTb TAKHM XK€ HaJeXHBIM KpH-
TepHEM UHMCTOTHl BELLECTBA, KAK TOUKA IWIABJEHHsSI, OCOGEHHO I
HHU3KOKHUIAIHUX COelMHeHUH. B cBSI3M ¢ 3THM AJNS XKHUAKHUX BELIECTB
PeKOMEHYeTCsl OMpeAeATh NoKasaTelb NpeJoMJeHus (CM. pasi.
3.1.3). Jlais a3eoTponHbIX cMeceH, Yy KOTOPHIX [aBJeHHe NapoB sB-
JsieTCsl  BEeJHUHHOH aJJMTHBHOH, XapaKTePHO MOHHXKEHHE TOUKH
kunenust (cm. pasn. 1.3.1), Mo cpaBHEHHIO C UYHCTBIM BEIECTBOM.

Pasmepbl MOJIeKY/l H HajJH4YHe MEXMOJIeKYJIAPHbIX B3AUMOLENCT-
Bult (cuabl Bau-nep-Baanbca, AMIOJ/b-IUIOJIBHBIE B3aUMOEHCTBUS,
BOJOPOJAHbIE CBSI3H) B 3HAYHTE/IbHOH cTerneHH OGYyCJOBIHBAIOT 3HA-
uenue Temnepartypbl Kunexusi. Tak, Temnepatypa KHII€HHsi HOpMaJib-
HBIX CIIHPTOB YBEJHUYHBAETCA C POCTOM MOJEKYJSpHOH macchl (3r1a-
Ho1 78 °C, wn-nponaunoa 97 °C, w-6yranon 117 °C). Iaa coequHeHui
C pa3BeTBJEHHOH CTPYKTYpPOH XapakTepHbl 0oJjiee HH3KHe Temmepa-
Typbl Kunenus (Hampumep, #-Gyranoa 117 °C, srop-6yranon 99 °C,
Tper-6ytanon 82°C). Ilist npocTbiX 3(UPOB U COHPTOB MNPH OJHHA-
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KOBOM UYHCJ/I€ aTOMOB yrjepoja CHPThl HMEIT 6oJee BBICOKYIO TeM-
NepaTypy KHMNeHHsl (Hanpumep, AMMETHJOBHLIA 3¢pup 25°C, sranoa
78u°C). USTO CBA3AHO C YBEJHUYEHHEM MEXKMOJEKYJISIPHBIX B3aHMO-
JICHCTBUH 3a cHeT BOAOPOAHLIX CBA3eH.

Mpu6oput

B GosnbuinHcTBe cayuaeB TemmepaTypy KMAeHHS onpeneasiior
OpH OYHCTKE BELIECTBA MEPETrOHKOH (MpH TIeperoHke NpH NOHHKEeH-
HOM NaBJIEHHH OJHOBPEMEHHO M3MepsilOT AaBjeHHe) (cM. pasn. 1.3).

Ilist onpenenennss Temnepatypbl KHNEHHSI HCHOJbB3YIOT 3byauo-
merp (cM. pasa. 3.3.1). CyluecTByer psil CrelLHaNbHBIX npu6GopoB,
C MOMOIUBLIO KOTOPbIX MOXKHO H3MEDHUTb KaK TEMIEPaTypy KHNeHHs,
Tak W TeMmneparypy nuasnenusi. Hapsiny ¢ npocTbiMH, H3rortosJjeH-
HBIMH COGCTBEHHOPYYHO NPHGOPAMH, KAK NPABHIO, NPAMEHSIOT NPH-
60pEl IBYX THIOB, ONUCAHME HX YCTPOHCTBA NMPHUBEAEHO HHIMKE.

Asromaruueckuii npubop (puc. 3.1.2/1) COCTOUT M3 MCTOUHMKA
Tea W CHCTeMbl YNPABJEHHS, MO3BONSET MNPOBOAHTb H3MEPeHHs
B AHanasone temneparyp or —20 no + 300 °C. Wsmepenne nposo-
AST CAEAYIOIHM 06pasoM: NpoGUPKY 3aMOJHAKT KHAKOCTHIO, [0-
MEILAIOT B Hee Kanuuisap (Crnoco6CTBYeT DPaBHOMEPHOMY Mepeme-
WHBAHMIO TIDH KHIEHHH); NPOGHPKY OCBELLAIOT CHH3Y HCTOUHHKOM
CBeTa M HAYMHAIOT HArpeBaTh, BO3HHKAIOLIME MPH KHMEHHH XH/KO-
CTH [Y3BIPbKH OTPAXKaioT CBET; M0J51 OTPaXKEHHOTO CBETA PerucT-
pupyetcs GOTO31EMEHTOM; B pesysibTare Npeo6pasoBaHHil -HA LHG-
POBOM TaGJO BbICBEUHBAETCSl 3HAYEHHE TEMMEPATYPbl KHIICHHS.
Tounocts npuGopa B guanasone temneparyp 20—100°C coctas-
aser 0,3 °C. Perynupyemasi CKOpoCTb HarpeBa MosBoJsieT NOJYUYHUTD
BbICOKYI0 BOCMPOH3BOAHMOCTb Pe3yJbTATOB.

——

‘ Tepﬁo:;/zmeﬂm
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T4 3
u P
L
T

Puc. 3.1.2/1. Apromaruueckuit npubop
AJS ONpeAesEHHs] TOUKH KUNCHUSA:
! — xanmuansip, nomellenusbiii B npo6y; 2 --
HCTOYHKK cBeTa; 3 — QoTosvement; 4 — He-
TOUHHK Telna

Puc. 3.1.2/2. IMpu6op c tepmosiemenToM s OMpefesieHHsT TemnepaTypbl KHIEHWA

277



B npuGopax [ApyrHx THIOB [PHMEHSIIOT  T€PMOINEMEHTbL
(puc. 3.1.2/2). B x)uakyo npoby BHOCAT TEPMOIJIEMEHT, C OMOLLbIO
KOTOPOTO HM3MEpsOT PacXoj Tersa INpH 3HA0TEpMHUECKOM (PasoBoM
nepexojie B npouecce KHMEHHd.

MopajnoK BLINOJHEHHS Onepalui

Merod Cusoaobosa (HeobGxodumo 6oaee | ma npober)

[Tpo6y (2—3 Kanau BeleCcTBa) NOMELLAIOT B CTEKJSIHHYIO TPYO-
Ky (Tpy6ka agsi coxkenus) pasmepom 3—5X 100 mm.

Kanuaasip Ajsi onpefeseHHss TeMIEPATYpbl MJaBJEeHHS, 3amJaB-
JIEHHbIA HA PACCTOSIHHH 5 MM OT OTKPBITOrO KOHLA, OMYCKAIOT OTKPbI-
THIM KOHLOM B Mpo6y (4151 MpeloTBPAalUEHHs AeNpeccHH Temmnepa-
TYpbl KHIEHHUSH ).

[Tpx NOMOILM PE3HHOBOTO KOJbLA TPYOKY C Kamu/IspoM 3akper-
JSIIOT Ha TEPMOMETPEe H MOTPYXKAIOT B HarpeBaTe/bHyw Gamio. B He-
KOTOpHIX cayuasix npuMedsior npu6op Torroam (cm. pasa. 3.1.1).

BkJaiouaor Harpes, HarpeBawT 10 00pa30BaHHA DPABHOMEPHOrO
MIOTOKA Ny3bIPLKOB Mapa H3 KanuiisapHO# TPyOKH.

TemnepaTypa KWIEHHS ONpeAe/sercs 110 TEPMOMETPY B TOT MO-
MEeHT, KOrjla IpH OXJaxAeHHH npubéopa paBHOMEPHAs LENouKa Iy-
3bIPLKOB Tapa o6pbiBaercs.

TouHOCTH METOAa MpPH MOBTOPHOM H3MepeHHH coctabaser | K.

Merod Imuxa (neobxodumo menee 1 ma npobot)

O/MH U3 KOHLOB KanWaspa /s ONpefeJ€HUsT TOUKH [/1aBJIeHHs
BHLITATMBAIOT NpHOu3uTeNbHO HA 2 cM (puc. 3.1.2/3,a).

[TpukacaloTcsi KamHIISIPOM K TOBEPXHOCTH JKHAKOCTH M 3aca-
CHIBAIOT KamesabKy aHaJu3upyemoro BeilectBa (puc. 3.1.2/3,6).

OcTopOXKHO 3aNJ1aBJSIIOT TOHKHH KOHEl Kanuuispa
TakuM 06pa3oM, 4ToObl B KOHIE €ro MO KHAKOCTbIO
1 ! octaJjcsi mysbipek Bosayxa (puc. 3.1.2/3, 8).
! | Harpesaior xanuansip B npuéope AJs1 OnpejesieHus
TOUKH MaaBjeHust (cM. pasp. 3.1.1), npu 3TOM nysbipex
paclikpsieTcss U MOJHMMAET KaMJO HCCIefyeMOH XKH/-
™ xocru. IMo pocTHKEHHH TeMIEPaTypbl KHIEHHS Kals
) HAXOIHTCA HA YPOBHE JKHMIKOCTH B HarpeBaTeabHOH
6axe.

a g 8 Puc. 3.1.2/3. Onpegesiedde TOUKH KHIEHHSI B KanuAIfpe no IMHXY

278

HUcTouHHK omwnbox

BoicTpulii Harpes u neperpes.

Hcnonbsosanue  meorrpapymposanHoro  TepMomerpa (cMm.
pasg. 3.1.1).

HeTouHocTb npH U3Mepenuu AaBJeHHS.

[Asi TouHOrO OnpejfeseHHst BBHICOKOKHISILLHX COEqMHEHHE Tpe-
OyeTcsl 3HAUHTENbHO GOJBLIMA OTPE30K BPEMEHH. DTO CBA3AHO C
TEM, 4YTO HM3-3a HHEPLUOHHOCTH CHCTEMbl DPaBHOBECHE YCTaHaBJIH-
BaeTcs MeJJeHHO.

IIpn pabote ¢ mpuGopamu aJsi MeperoHKu caenyer obpaiiarb
BHHMaHHe Ha TO, 4TOObl LUAPHK TEPMOMETPA IOJHOCTBIO OMbIBAJICS
rnapamH XUJIKOCTH.

OueHka pesy/bTaToB aHaAIU3a

KpuTeprem 4MCTOTH BellecTBa SBJASIETCS BeJHUHHA OTKJIOHEHHS
MOJIYYEHHBIX PE3YJIbTATOB OT JIHTEPATYPHBIX AAHHBIX (Hanpumep,
Gosiee BBICOKAsl TeMIeparypa KuIeHHs). 3aBHCHMOCTh TemnepaTyphl
KHIIEHHs OT COCTABa CMeCH o6eyxknaercs B pasn. 1.3.1. IIpyro# npu-
UHHOH OTK/JIOHEHHH SKCNEPHMEHTA/NbHO NOJYYEHHBbIX [IAHHBIX MOTYT
ObITb TPYAHOBOCHPOH3BOAHMbBIE YCJOBHSI aHAJH3a.

Odopmaenne pesyabraTos

B surteparype ucmosb3yloT 0GO3HAUEHHE TOUKH KHNEHUS Tyun:
HalgeHo — Thuyn =124 °C; aut.— T2, =122 °C.

10 03HAUaeT, HTO SKCMEPHMEHTANBbHO TOJNYYEeHHAs TeMnepa-
Typa xunenust 124 °C u temnepaTypa KuNeHus, yKa3dHHasi B JiHTe-
paTypHeiX HCTO4HMKAX, 122°C usMepenbl npu aapaenun 2 klla.
IlanHble 0 naBieHHH He NPHBOAST, €M H3MEPEHHe MPOBOLHJH npH
HopmasbHOM Aasnaenud (101 kIla, uau 760 mm pr. cr.)

O6aactb npumeHenns

OnpenesieHHe KOHCTAHTBI XHAKOIO BellleCTBA.

Hpentudukauus »uakocTei.

[MocrostHubI KOHTPOAL 32 mpoueccom neperowku. Hecmotps na
3HAUUTENIbHYIO 3aBHCHMOCTb TEMIEPATypbl KHMEHUS OT JaBJeHHs,
OHa SIBJSCTCA BaMHON (PH3HKO-XMMHYECKOH XapaKTEPHCTHKOH Be-
uiecTBa.

BUB/IMOTPA®UUECKHH CITUCOK

G. M. Barrow, Physical Chemistry, S. 512, McGraw-Hill. New York 1973
Deutsche Ausgabe: G. M. Barrow, Physikalfsche Chemie, B ‘h Wi nd
Vieweg, Braunschweig, 6. Auflage 1984 . Bohmann, Wien und
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3.1.3. PEOPAKTOMETPUS

[pu npoXoxIEeHHH CBETOBOTO Jlyya uepes MOBEPXHOCTb pasjesna
JBYX CpPell OH OTKJ/OHSETCsl OT NepBOHAYAJbHOTO HalpaBJEHHS, T. €.
npeiomJisiercsi. Beauunna yraa OTKJIOHEHHS 3aBHCHT OT KOHUEHTpa-
MM H TeMIepaTypbl BellecTBa. YTOJ NajeHHsi U MPeJOMJEHHs CBsi-
3aHbl COOTHOILEHHEM, KOTOpPOe Ha3blBaeTcs MoKasaTeseM MpefoMie-
HuA. MeToj H3MepeHHs NoKaszaTess MpPeJOMJEHHS HAa3blBAETCH pe-
dhpakTOMeTpHEH.

Pu3nyecKkie OCHOBbI MeToda

Eca¥ MOHOXpOMATHUECKHH Jyd NPOXOJHT 4Yepe3 MOBEPXHOCTDH
pasjena JABYX cpei, TO OJHA 4aCTb CBeTa OTPAXKAeTCAA OT NOBEpX-
HOCTH pasiena, a Apyrasi 4acTb MPOXOAMT yepe3 BTOPYIO Cpeny,
W3MeHsIsl NpH 3TOM CKOPOCTb W Hamnpasjenue. JTy 4acTb MOHOXpO-
MATHUECKOTO CBETa HA3bIBAIOT <«MpeJOMJeHHbIM» cBeToM. OTHolue-
HHe CKODOCTe# pacrnpocTpaHeHHsi cBeTa B o6edX Cpelax Ha3biBaloT
OTHOCHTEJIbHBIM MOKAa3aTesNeM MpeaoM/eHHs ng. IIpesomienne syda
cBera omuceiBaercs 3akonom Cheasnyca (puc. 3.1.3/1):

sinay,  ua=fi=ci/c2=n/Na,

FI€ oy - YTOA TALEHHs; oo — YIOA [IPEIOMACHHA; /1,y — OTHOCHTEbHbIA 10Kasa-
Telb MpeOMIeHHS (AJs TIePexola CBeTOBOM BOJIHbL W3 cpeanl [ B cpeny 2y, ny —
aBCOMIOTHBIE  10KA3aTeAb MNpCAOMJIeHHS cpeabl [, 1, -- abCcOdIOTHBIA MoKkasaredb
IpeJOMACHHA cpeibl 21 ¢ — CKOPOCTb pacnpocTpaHeHust cseTa B cpeie /i €2 —
CKOPOCTL PACIPOCTPAHEHHS CBeTa B cpeae 2.

B 60/bLIMHCTBE CJaydaeB TMpH M3MepeHHH MOKa3aTened MpesoM-
JIeHHsI B KadecTBe CTAHAAPTHOH Cpejbl HCMOJB3YIOT Bakyym. OTHO-
LIIeHHe CKOPOCTH CBETa B BaKyyMme K CKOPOCTH CBETAa B JIaHHOH cpejle
Ha3bIBAIOT aGCOJIIOTHBIM N0OKa3aTeNeM NpeoMJeHHs 310 cpeibl. AG-
COJIOTHBIA MOKa3aTeab NPEJOMJIEHHS cpelbl | HaXOAAT MO QopmyJe:

n=c/c.

B HekoTophIx cayuasix abcosIOTHLIM
CUMTAIOT [OKA3aTedb IPeJoOMJEHHs],
pPaccUYUTaHHbIA 10 OTHOIIEHHIO K BO3AY-
Xy, UTO He siBjsieTcsl 6O/bLIOH OLIHG-
KOH, TAKk Kak HeT CYLIeCTBEHHOH pas-
HHIbI MPU PACTPOCTPAHEHHH 3JIEKTPO-
MarHuTHOH BOJIHbI B BO3JyX€ H B BaKy-
yMe (B HEKOTOpbIX HCTOUHHKAX 3Ty

Gy ! n, Puc. 3.1.3/1. I'papudeckoe n3oGpaKeHHe 3aKo-
Ha CHeanuyca
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BEJUUYHHY HA3bIBAIOT OTHOCHTEJbHbIM [I0KasaTejneM MpesoMJIeHHs,
OTHECEHHbIM K B03AyXxy). [Tokasarenb mpesomJeHusi cpeabl 10 OTHO-
ueHHio Kk Bo3ayxy Ha 0,03% wmeHbile a6CosOTHOrO HOKasaTessi
npeJsomMJieHHsI 110 OTHOLIEHHI0O K Bakyymy. Klamepenue nokasarens
NIpeJIoMJIeHHsT MPOBOAST B MOHOXPOMATHYeCKOM CBeTE€ C HM3BECTHOH
AJIMHOW BOJIHBI, HalpHMep BbIGHPAIOT CMEKTPaJbHYIO JIHHHIO KeJ-
TOTO HaTpueBoro naaMeHd (D-iaunus, A=>583,3 HM) WK TPU ClEKT-
paJsbHble JsuHuK Boaopoma (H,, A=656,3 um; Hp, A=486,1 nwm;
H,, A=434,1 um). JJuuHy BOJHB WJIH CNEKTPAJbHYIO JHHHIO, NpH
KOTOPOA OblJ M3MEpeH MokasaTesb MpeJoMJIeHHs], 0603HAUaIOT COOT-
BETCTBYIOUIHM HHIEKCOM, HANPHMED: Mp, fa, Hp, My

3HadyeHHe nokasaTeqNsl NPEJOMJEHHS MPAKTHUECKH He 3aBHCHT
OT [aBJIEHUsl, M, CAEJ0BATENAbHO 3THM [apaMeTPOM MOXKHO TpeHe-
6peub. B TO Ke Bpemsi nokasateib NPEJOMJEHHA B 3HAUUTE/IbHOMN
CTeMeHH 3aBHCUT OT Temuepatyphl. ITokasateab npesomsenusi opra-
HHUECKHUX MKH/KOCTEH yMEeHbLIaeTcsl NPH YBeIHUEHHH TeMIepaTyphl.
[Tpy Heo6Xx0AHMOCTH H3MEpEHHsI MOKA3aTe/si NPEJOMACHHS ¢ BbICO-
KOH TOYHOCTBIO ([0 ueTBePTOra 3HaKa I[OCje 3ansTol) caefyer
MOAJepKHBATb TEMNEPATYPY Cpeabl ¢ TouHocTblo a0 =+0,2°C npu
NOMOLLH TEPMOCTATHPOBAHUSL.

Moanonan pepparyus

st BbIYHCIEHHA MOJIbHON pedpakuMH R 10 U3MEPEHHOMY MOKa-
3aTesio [PeOMJEHHST H H3BECTHBIM [LJIOTHOCTH M MOJEKYJSIpHOH
Macce BelllecTBa MPHMEHSIOT ypashenue Jlopenua — Jlopenna (pas-
MepHOCTb R — M~ -moab ™~ '):
R=(n— 1M/ (r*+2)p).

OJIeKTPOHHAS! MOJAPH3ALMSl BO3HHKAET B pe3yJbTaTe YNPYroro
CMELLEeHHST 3JEKTPOHHBIX 00/1aKOB OTHOCHTEJNBHO MOJs $ep, OHa
SIBJISIETCS YACThIO O0LIed MOApU3aUly MoJieKybl. MoJbHast pedpak-
UHs MPsAMO MPOMOPIMOHAJBHA TOJAPH3YEMOCTH 3JEKTPOHHOTO 06-
Jlaka MOJIeKyJbl o :

R=(4a/3) Noag,

rae R - vosbnas pedpakuus; N, -— ukcao Aorazpo (6.022-10% wonn™'); ap —
NOJIAPH3YEMOCTDb 3/IEKTPOHHOrO obaaka, M°. ’

MousbHas pedpakius siBjAseTcd ajAMTHBHOH BEJHUMHOH, cKJja-
IbIBAIOLLENACS] U3 ATOMHBIX HJIM MOHHBIX pedpakiuil, a TakxKe HHKpe-
MEHTOB KPAaTHbIX CBA3ed. DTH BeJHUHMHB MOXHO HAHTH B Tab/uLaX.
CpaBHeHHE paCCUHTAHHOH H MOJYYEHHOH ¢ MOMOUIBIO MOKa3aTess
NPEIOMJICHHS MOJIBHBIX pedpakuui no3BoJsieT caenath psia Npeano-
JIOXKEHHH O CTepeOXHMHUECKOM CTPOEHHH BELLecTBa.

Onpedenenie KOHUERTPAUUL BewecT8 6 pacTsope

[Tokasate/b 11peslOMJIEHHST 3aBHCUT OT KOHLEHTPALHMH BellecTBa
B PacTBOpe, W M03TOMY pPEPPAKTOMETPHIO HCNOJb3YIOT TaKKe s
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ONpeJleeHHsl KOHLEHTPALHH KOMIOHEHTOB OHHAapHOH CMeCH Mo
VpaBHEHHIO:

Py =100{(n—1)/p— (n2—1)/p2} /[ (1 — 1} /p1 — (n2— 1} /2],
rae ' BECOBOH NPOUEHT KOMIIOHEHTa l; fy, Ny — NnoxKaslaTejad npeJoMJaeHHs HH-

CTBIX covAHHEHUH I W 2, p), p2 — NMJOTHOCTH UMCTBIX CORAMHEHHH [ uw 2; n — noka-
3are/lb [PeJOMJEHHST CMecH; p — MJIOTHOCTb CMeCH.

TipnGopbi

[Tok: :nTenn NpesOMIEHUsT H3MepsiioT IIPH [IOMOWIH pedpakro-
MeTpoB. (TaHAapTHbIM pedpaKkTOMeTpoM siBJsieTcst npubop Ab6Ge.
OCHOBHbIE 3/1€MEHTHl TAKOro TpHOGOpAa — M3MEpPHTENbHAA H OCBE-
Wawias ApH3Mbl, 3JeMEHThl MHKDOCKOMNA, TePMOCTAT U HCTOYHHK
ceera (pue. 3.1.3/2). TlpuGopnl, HcrnoJb3yembie B J1a6OpaTOPHH,
MO3BOJIAIOT HU3MEPATb MOKA3aTeJNH MNPEJOMJEHH B HHTEPBAJE TEM-
nepatyp ot 0 go 80 °C. Pedpakromerpbl cnelHa bHOro Ha3HaYeHHs
pa6oraior B uurepBaje or 0 mo 200°C. Itu npuGopbl HAXOLST
IIHPOKOE NMPUMEHEHHE B MPOMbILLIIEHHOCTH.

JIisi onpejesieHHs] HENPepbIBHO H3MEHSAIOLLErocs MoKasaTels mpe-
JOMJIEHUSI [IBHXKYINETOCH NOTOKA KHIKOCTH pa3paboTaHbl nporo4-
nole pegpaxtomerpol. Takne npuGOPH MO3BOJSIIOT [POH3BOAHTD
u3MepeHHe, He Hapyllasi X0J1a pPeakluH, HalpuMmep NpH MOBBIILIEHHOM

Puc. 3.1.3/2 1 ,panToMerp A66e:

[ -- n3MepuTenbHAs NpU3Ma; 2 — DEryAHPOBOUHAs pYuKa; § — OCBellalOulas NpH3Ma; 4—
OKyasp; 5 — puieHOe KOABIUO JJA PETYAHDOBKH DE3KOCTH; 6 — OCYWIHTEbHbIA NaTpoH;
7 = naTpon c¢ pe3b6oit A TepMmomeTpa; 8, 9 — naTpyOKH AAA NPHCOGNHHEHHS TEPMOCTATA

Puc. 3.1.3/3. AsromatuueckHil pepaktomerp ¢ UHPPOBOH HHIMKAlLHeH (nosaonﬂue'r
PErHCTPUPOBATH NOKA3aTe b NPEJOMIICHHS KaK OHOTO, TAK H HECKONbKHX COeUHEHHH)
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WJM TIOHHXKEHHOM aaBiaeHuMu. [lpu nomoun pedpaxkromerpa AGGe
onpeneasioT IOGKasaTesaH npejomjeHuss B HHTepBane |,2-—1.8. 3Ha-
YeHUs noKasartesed npesomiennst GONbIIHHCTBA OPraHUUYECKUX XKHI-
Koctefl Jiexxart B HHTepBagae 1,3—1,7.

B cospemenHbix npu6opax . (puc. 3.1.3/3) u3MepeHue mnokasa-
TeJIA MPEJOMJIEHHST OCYILeCTBJSETCH ABTOMATUHECKU € UCNOAb308Q-
HUeMm 3AeKTPOHHO20 6a0Ka ynpasaeHus. 3HAUYeHHe MOKasaress
NPeJOMJEHHA PEerHcTpupyercsi Ha UHGPOBOM Ta6JO C OLHOBPEMEH-
HbIM  [I€pecueToM Ha HopMaJbHble ycjaoBusa (f=20°C, p=
=101,32 «l[la). [na KoHTposss KauecTBa MNHLIEBLIX IMPOAYKTOB
MPUMEHSIIOTCA CllellHalbHble MOrpyHble pedpakTOMETPHI.

[lInpokoe mpUMEHEHHE MONYUUIH pPedhpakToMeTpsl ¢ UCTOUHUKOM
HEMOHOXpOMATUYeCKO20 c8era. JI/I axpoMaTH3alUHud * TpaHHIlbl 1101

- HOTO BHYTPEHHEro OTpaxKEHHA B TaAKHX HpHéOan HCNOJBb3YyeTCH

KOMIIEHCATOP [MCMEPCHH, YCTPAHSIIOIUHH pas/ioxeHde TpaHHLUbl Ha
LBETOBbIE I10/10CHI, MellalouiHe HabJoaeHHo. KommneHcaTop CBOAHT
BCE JIyYH B OJHY MNOJOCY MOJS 3PEHHS, COOTBETCTBYIOLLYIO rpaHule
npeaomaeHus gias D-n1uHHH HATpHSL.

[MopsAoK BbiNOJHEHHSt onepaunii

Yaule Bcero omnpejesneHde IMOKa3aTe/sl NPEJOMJEHHS TPOBOAAT
¢ noMmollplo pedppakromerpa AGGe: ’

C HOMOILBIO TEePMOCTATa YCTAHABJAUBAWT TpeGyeMylo Temmnepa-
Typy (Hampumep, 20 °C); v

_ HCTOUHHK [HEBHONO WJIH 3JEKTPHYECKOTO CBETA HAMPABJSIOT Ha
CBeTOIPHEeMHHK;

MOJAHMMAIOT OCBEIMAIOLLYI0 NIPH3MY M HAHOCAT C MOMOIIBIO CTeK-
JSTHHOM Tajloyku 2-—3 Kaljd aHanu3UpyeMOH >KMAKOCTH Ha FOpH-
30HTA/bHYIO MMOBEPXHOCTb H3MEPHTEJNBHOH MPU3MbI;, TOJLIHHA CJAOS
aHA/JIM3HPYEMOH KHAKOCTH MEXAY TNPU3MAMH AOJIKHA COCTABJATH
0,1 MM (a1 paBHOMEpPHOrO pacnpejesneHusl npo6Gbl N0 Bcell MOBEPX-
HOCTH PEKOMEHAYeTCH HeCKOJAbKO pa3 NOAHATh M OMYyCTHTh OCBELIAI0-
mywo npusmy) (puc. 3.1.3/4);

OIyCKAIOT OCBEILAIILYI0 NPU3MY, CHCTEMY TEPMOCTATHPYIOT, Bpa-
LAI0T PETYJAATOP A0 TeX MOp, MOKAa IPaHHLA MOJHOr0 BHYTPEHHEro
OTP&XKEHHUS B MOJIE 3DEHHUS He CTaHeT Pe3KOil; rpaHuily, OCBOOOXKIEH-
HYIO OT LBETOBOIO 0Op€0Ja, COBMELLAIOT C TOUKOH KPecTooGpasHoro
nepecedeHus JuHUA (puc. 3.1.3/5) H CUMTBHIBAIOT DPe3yJbTAT H3Me-
peHHsl cO LIKaJbl npHbopa;

NoKasaTesab [PEJOMJIEHHSl ONPefe]sioT MO BEPXHEH [IKaJe c
TOYHOCTBIO [0 4eTBePTOr0 3HAKa [ocje 3aMsiTod; COMepKaHHEe ca-
Xapa B pacTBOpPax ONpEeAeJsiOT MO JOMOJHUTENbHOH LIKaJe, pacno-
JIOX)KEHHOH B HHXKHeH udacTH npubopa; »

* AxpomaThszauuell Ha3biBIOT NPEJOMJIEHHE CBETOBOTO Jyua 63 pas/ioKeHUs
Ha 1BeTa.
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Puc. 3.1.3/4. Hatecenne obpasua B pedpakromerp AbGe:

/ —— ocBemlaouias NpU3Ma; 2 — aHaJdH3HpyeMas KuAKas npoda; 3 — naMepuTesbHAA MPU3IMA;
4 — pyuka KomneHcaTopa; 5 — UMTOK H3MEDPHTENbHOH NMPH3IMb

Puc. 3.1.3/5. Tlone apeuusi pedpakromerpa AGGe (nokaszartenb NPEJOMICHHSI pa-
e 1,3610)

foc/e 3aBepIEHHs] H3MepPeHHH TINATEJNbHO OUHLIAIOT TNOBepX-
HOCTb MpPH3M MArKOH GyMaKHOH cajdeTkoi, cMOUeHHOH B 3adupe

HJH aleTOHEe.
ITokaszaTensn NnpeJAoOMaeHUS JETYHHX H JIETKOOKHCJ/IAIOWUXCA KU -

KocTel H3MEPSIOT € MOMOILBIO MNPOTOUHBIX KIOBET, 06beM KOTODBIX

cocrapasier npubAU3HTeNbHO 1,5 M.

[MokasaTesib NpPeJOMJIEHHS] TBEPJAbIX BELLECTB M CHHTETHUECKHX
CMOJI ONpefeNsioT B OTpa)KeHHoM csete. B 3TOM ciyuae KOHTpacT-
HOCTb 3HAUHTEJNbHO XYK€, UeM [pU H3MEPEHHH B IPOXOASIIEM CBeTe.
Jlns M3MepeHHsl mokKasaTelsi NPeJOMJEHHsl MPO3PAUHBIX TeJ Ha Io-
BEPXHOCTb H3MEPUTEJNbHOH NPH3Mbl pedpakTOMETPa HAHOCAT KalLTio
KUAKOCTH ¢ [0Ka3aTejeM MpejJoMJeHUsl, GOJbIIMM, YeM Y H3Mepsie-
Moro Tesla (Kak npasujo, MOHOGpoMHadTanuu). 3aTeM MJIOTHO MPH-
KA4aAbIBAIOT TNOJHPOBAHHYIO MJIOCKYI0 TNOBEPXHOCTb H3MEpPAEeMOro
Teja, TNPHYEM OCBeMalollasl NpH3Ma OCTaeTcs OTKplu;IToﬁ. [Tokasa-
TeJb TPEJOMJIEHHS CHJIbHOOKPALIEHHBIX KHAKOCTEH ONpefesioT
TakXe B OTpPaK€HHOM CBeTe, HAHOCS BELIECTBO NPSAMO Ha MOBEpX-
HOCTb HM3MepHTebHOH npu3Mbl. Ecium Temmeparypa niaBjieHust Be-
[1ecTBA HAXOAUTCH B JHAINA30HE TEMNEPATYp, PEryJHPyeMbIX T€pMO-
CTATOM, TO M3MEPSIIOT NOKa3aTteab NpPEJTOMJEHHs BellecTBa B pac-
NJ1aBJeHHOM COCTOSIHHH.

Hcrounukn omu6ok

Hcrapenue KuAKOCTH. PexkoMenjyeTcsi: H3MepeHHe [IPOBOJHTDH

6blcTpo; Npo6y BBOAWTb MHIETKOH B NMPeNyCMOTPEHHbH B npubope -

KaHaa 6e3 noanema OCBETHTEJIbHOH NpH3Mbl; TTPUMEHATL TIPOTOUHYIO

KIOBETY.
KosinuecTBo mnpo6bl MeHblle Tpe6yeMOro, BELIECTBO JIErKoJeTy-

yee (rpaHHLa@ B [0Je 3PEHHsI Pa3MbiTa).
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Tabauya 3.1.3/1. Mokasaress nperomaenus ducruaruposannol 8006
npu pasauvHbLY TeMneparypax

Temneparypa, °C np Temnepatypa, °C np
15,0 1,33339 . 25,0 1,33250
20,0 . 1,33299 30,0 1,33194

[Tpubop mnjoxo orperyaupopaH. Pexomennyercsi: orrpaayupo-
BaTh IPHGOP MO IUCTHINHPOBAHHOM Boge (taba. 3.1.3/1) waum no
NnpHaraemMon K npubopy rpagyHpoBOYHOH I1aCTHHKE.

Odopmaeune peayabtatos

OpHEHTI/lpOBO‘{HOQuOHpElleJleHHe noKasareJsi TpeJoMJeHHs Tpo-
BOAAT NPH KOMHATHOH TeMmneparype 6e3 TepMocTaTHpoBaHusi. Tou-
HO€ H3MEpEHHe NPOBOIAT MPH TepMocTaTHpoBaHHH. Ecan B sutepa-
Type MpH nokasate/e NMPeJTOM/ICHHS] HE yKasaHa TeMmmeparypa, MpH
KOTODOH NPOBOJHJIH H3MEpPEHHe, TO, 3HAUYHT, U3MEPEHHEe IPOBOMHJH
npu 20 °C. TlosyuenHble DPe3yJbTaThi 3aMHCHIBAIOT CJAEAYIOLHM O6-

.. Temneparypa, °C
PA30OM:  Mamund sonms, sw- Hanpumep, aast xmopodopma: n2’=1,4486,
na’=1,4459, n3’=1,4509, n2’=1,4601.

O6aactb npumMeHeHns

Ilasi anannsa M MCCae10BAHUS TBEPABIX BELLECTB, HO OCOGEHHO
4acTO NpH H3YYEHHH KHAKHX H PACTBOPHMBIX COEAMHEHHH (B 6OJb-
UIHHCTBE C/yyaeB NSl XKHAKHX BELLECTB HAPSAY C TOUKOH KHMEHHs
B KaueCTBE KOHCTAHThl MPHBONAT NOKa3aTe/b IPEJOMJEHHS, OIpe-
AGJI€HHE MOKa3aTesst NPeJOMJEHHs SIBASETCH NPOCTHIM U YAOGHBIM
METOMOM aHaju3a HeGOJbIIHX KOJIHYECTB BellecTBa. TOYHOCTL Me-
TOJA cocTaBisieT =+ 107*).

Haa upeHTHOUKALMK BellecTB.

1 KOHTPOJISI YHCTOTbI BEILLECTB. :

Js1st KOIMUECTBEHHOIO aHajH3a GHHAPHBLIX cMecei (npn pa6ore
Ha CreuuabHbIX ped)pakTOMETPax pPe3ysbTaT H3MEPEHHS! CUHTBIBAIOT
CO lKajbl npuGopa, KPOME TOTO, HCHOMb3YIOT KaAUGPOBOUHYIO
KPHBYIO).

st onpenenesnss pacTBOPUMOCTH.

Hasi pedpakTOMETPHYECKOTO LETEKTHPOBAHHS BEILECTB B JKHI-
KOCTHOH Xpomatorpaduu (cum. pasa. 2.3.3)

BHUB/IHOTPA®HUYECKHU CITUCOK

E. Asmus, in: Houben-Weyl, Methoden der organischen Chemi B
Thieme, Stuttgart 1955 ¢ o Chemie, Bd. 872 5. 407

Firmenschrift, Abbe-Refraktometer, Fa. Zeiss, Oberkochen 1978

f. 1. Hofert, in: Ullmann, Enzyklopddie der technischen Chemie, Bd. 2/1. S
Urban  Schwarzenberg, Miinchen 1961 - Bd.2/1,°S. 480,

W. A. Roth, F. Eisenlohr. F. Liwe, Refraktometrisches Hilisbuch. de Gruyter
Berlin 1952 . '
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. 3.2. ®U3UYECKHE METOJ1bl ONIPEILEJIEHHA
CTPOEHMS BELLECTBA

3.2.1. CHEKTPOCKONMHWYECKHE METOJbI

CHeKTPOCKOﬂI/IH— 9TO pasnes ONTHKH, B KOTOpPOM HCCJIEyeTcs
3aBHCUMOCTb HHTEHCHBHOCTH (PIJIH 3Hepmn) [MOTJIOLLEHHA, HCOYCKa-
HUSI H pacCesdHUs HJH HHOTO npeoﬁpaaosamn cBeTa (143.nyqaeMoro
WJH MOrJIolaeMoro B036Y)KlleHHbIMH 3JIeKTpOHaMH, 1eJbIMH MOJIE-
KyJaMHu HJH €€ LlaCTf{Ml/I) OT JAJHHbI BOJIHBI.

du3nyeckHe OCHOBb MeTojA

XuMmuueckoe coeilHEHHE, [oABepraemoe Bosnef/’ICTBlud}o 3JI€KTPO-
MArHUTHOTO HM3J1yYeHHsi, MOXET BCTynaTb BO B3aWMOJEHCTBHE C M3-
JydenneM. [lpi 3TOM HM3TyyeHHEe PAa3MHUHBIX JJIMH BOJMH MOIO-
LlaeTcsi 3THM BELIECTBOM B GONblUEH WIH MeHbluedl cTemeHd. ITO
ABJEHHe HCNOMb3yeTcess B abcopOuHOHHOM cnekTpockonud. Ha mpak-
THKe TMpPHUMEHSIOT pasjuuHbie 06JaCTH 3JEKTPOMATHMTHOTO CHEKTPa.
B 3aBHCHMOCTH OT [PAKTHUECKOTO MPHMEHEHHA KaXJasi CIIeKTpalb-
nasi o6JacTh noJdyuuaa csoe Haszpanne. Obmas cxema oGnacred
3/IEKTPOMATHHTHOrO CNEKTPa MpHBEJIeHa Ha pHC. 3.2.1/1.

OCHOBHBIE TOHSITHSI H COOTHOULIEHHS:

v =1/,
rpe v — BOJHOBOE UHCAO, M~ A — AJMHA BOJHbBI, M.
v=C/h=CvV,
rge v — uacrora, ¢!, Tu; C — ckopocts cBeta (3-10" M-c™').

YacToTa nOJOCH CHEKTPAa IMOIVIOUICHHS CBsi3aHa C PAa3HOCTHIO

sHepruit AE BO36YKIEHHOrO H OCHOBHOTO COCTOSIHHH:
AEZh\’:Enum—‘Eocuy
re h=6,626-10"%* dx-c (ksanr aeiicrus [lianxa).

CrnefoBaTe/ibHO, UeM MeHbllle YyacToTa H, COOTBETCTBEHHO, Pa3HOCTb
sHepruii, Tem Goublue AMHHA BOJHbL. OOLlas XapakTepUCTHKA pas-

T T2 ! T T — ,Ig_b.l 7}7-8
Anuria Bonner X,cm 10 ll|7 ! 10 10 I
M MM , Tmum : 7/1/;4
YacmomaV,c”’ ot 0 w2 p* w® w0

- b
Pabuo- |Kopomxo-|Murpo-| 0. Y@ Penmee- 0{/2,%%7_

CnexmpansHas Bonro- | Boawo- |Bonto- obna-| e
Nacing M
obpacms Bast fan an | O* cme YEHUA

O6nacmp Budu-
moz0 cBema

Puc. 3.2.1/1.-O6nacty 31€KTPOMarHUTHOTO CHEKTpPa
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Tabauya 3.2.1/1. Baaumocessy mexdy sudoms 8036ysdenus, OAUHOL B0AHbL

u 3Hepaueli OAsl HEKOTOPBIX CNEKTPOCKONUYECKUX MeTo008

Jlavua soan

AHeprus, kIx

HasBauue metona

Bux Bo36yxaenus

200-—350 um 600—340 Yasrpaduosnerosas (YP) BosbyxieHHe BaneHTHbIX
CNEKTPOCKOMNHS 9J1eKTPOHOB
350—800 um 340—150 Crnexrpockonusi suaumo- To xe
ro cBera
1--300 mkm 150—0,4 Hudpakpacuasn (UK) KoneGanus mosekyn
_ CTIeKTPOCKOMNHUS
M — M 1.10—¢ Slnepubii MarHuTHbIH W B3sauMofei#icTBHe cnHHOB

SJ'leKTpOHHbIl‘;l napamar- anep H 3JICKTPOHOB C
HUTHBIA pe3oHancel (IMP  BHeWHHM MAarHHTHbIM fo-
u IT1P) aem
JIHYHBIX CNEKTPOCKOMHMYECKHX METOLOB npHBeieHa B Taba. 3.2.1/1.
CrekTp MOrOIEHHS MONY4AIOT MyTeM rpadHUYecKOro H306paKeHus
3aBHCHMOCTH CTEM€HH IMOIVIOLLEeHHS OT 4YacTOThl, BOJIHOBOTO YHCJ/A
WK JUIHHBL BOJIHbI H3J1YYEHHS.

Macc-cnekTpomeTpus 3aHuMaer 0co60e MOJIOKEHHE CPELH CIEKT-
poMeTpuyecKHX MeTonoB. B HekoTopom cmbicsie 3TOT MeTon He SsIB-
JISIETCSl CHEKTPOCKOMMYECKAM, TAK KaK BEIeCTBO MpH aHaju3e He
NOABEPraloT BO3AEACTBHIO 3JIEKTPOMATHHTHOTO u3/aydeHusi. OZHAKO
H3-38 CXOACTBA IpauuecKoro H306paKeHHsi Macc-CIEKTPOB C ApY-
TUMH CIEKTPAMH 3TOT METOJ MOJYYHJ CBOE Ha3BaHHe.

MpuGopw:

B Hacrosiluee Bpemsl 1/151 MO/NYUEHHS CHEKTPOB MOLIOLLEHHS npu-
MEHSIOT, KaK TpaBHNIO0, 08Yyxay4esvie cnexrtpomerpor. Tlyuku MoHo-
XPOMATHYECKOTO H3JY4YeHHA NPOXOAAT NapasilesbHO Yepes KIOBeTbl,
3aMOJHCHHbIE YHCTBIM PAaCTBOPHTEJNEM H HCCJIEAYEMbIM BELIECTBOM.
O6a Jsyua monajalT B NPHEMHHK, IJe CPABHHBAIOTCH HX HHTEH-
CHBHOCTH H3sydenus. O6wiasi cxema yctpoicra a6cop6UHOHHOTO
CIEKTpOMeTpa npusBejeHa Ha puc. 3.2.1/2.

O6aactb npumeHeHHn

O6nacTv npuMeHeHHS] HaHOO/Jee BaXKHBIX CIEKTPOCKOMHUECKHX
METO/I0B: :

uHppakpacHast cnektpockonus (MK) — uccnenopanme dynk-
UHOHANbHBIX TPYMNI, CTPYKTYPHble HCC/IEJ0BAHHA OCHOBHOH LemH
MOJIEKYJIbI v

yabTpaguonerosas (YP) u BHANMAS CNEKTPOCKOMHS — HcCje-
AOBAHHE COGJHHEHHH C HEHACHIILEHHBIMH CBSI3SIMH HJH TONSAPH3Ye-
MBIMH TPYIANAMH;

CIIEKTPOCKONHUSA  SIAePHOrO MAarHMTHOro pesoHanca (SIMP) —
HCCIeJlOBAHHE CTPOEHHS] MOJIEKYJ, COAEpPKAILMX ONpeleeHHble aTo-
mbl (H, C, P, FurT a.);
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Puc. 3.2.1/2. Cxema ABYXJYMEBOTO CHEKTPOMETPA:

L — ncrounnk uaayuyenus (wrudt Hepuera wau pryTHas namna asns wHppaxpacHoro uany-
yeHHs, JaMra HaKa/JMBaHHS ¢ BOAb(PPAMOBON HHTLIO ANS BHAHMOrO H3JY4€HHS, BOJLODO/HAA
rasopaspsanas namna aas Y®-usayuenus); M — moHoxpomatop (AudpakudoHHan peulerka
WAH [PU3MA) C LeAbl IS PeryjiHpoBaHHA HWHTEHCHBHOCTH HW3JYYEHHS, FeHEPHPYET MOHO-
XPOMATHUECKHIT CBET C JJIMHOW BOAHBE A C UHTEHCHBHOCTbIO /o K g — KIOBETA ¢ HCCI€AyeMblM
pacTBOpOM (MOTJIOULEHHE IHEPTHH HCCJAeAYeMbIM DACTBOPOM MPHUBOLUT K YMEHbLICHHIO HHTEH-
cHBHOCTH u3jayuenuss [); K; — KiOBeTa CDAaBHEHHs, 3aN0JHEHHAS UYMCTHIM DaCTBODHTEJEM;
P — $oTo3NeMenTH cpaBHEHHs; R — 6a0K perucipauun (rpaduueckoi, ontTUueckod u uno-
poBo#i)

CNEKTPOCKOTHS  3JIEKTPOHHOTO ~ MapaMarHuTHOro  pe3oHaHca
(3I1P) — onpeneseHune pajauKa/os;

aucriepcust ontuueckoro Bpaiuenua (JOB) u xpyroso# auxpo-
n3m (K[) — crepeoxumuueckue HCCIE0BAHHUS MOJEKY.,

Macc-CMeKTPOMEeTPUsi — CTPYKTYPHbIE HCCJAEJ0BaHus, OMNpejele-
HHEe MOJIEKYJISIPHOH MaccChl. »

CoBpeMeHHble CMEKTPOCKOMMUYECKHE METO/lbl SIBJSIOTCS OCHOB-
HbIMH MpPH YCTAHOBJEHHH CTPOeHHs BeullecTBa. [IpenmyuiecTBom
CNEKTPOCKOMHH SIBJISIETCA BO3MOXKHOCTb MNPOBEJEHHSI aHaju3a 3a
OTHOCHTE/JbHO KOPOTKHH NpPOMEXYTOK BPEMEHH Ha HeGOJbIIOM KOJIH-
Y TBE BelLeCTBA.
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LLUOHHbIE KOJIeGAaHHA METHJIBHOH TpPyNnbl B IJIOCKO-

3.2.2. UHOPAKPACHAS CNEKTPOCKOMNMUA
H CNEKTPOCKOMHUA KOMBHHALUHOHHOIO PACCESHNA

3.2.2.1. Hudpakpacnas cnekrpockonus (HUK)

Hugppakpachoii cnekTpockonueii HasblBaeTcsi MeTOA aHash3a
XHMHYECKHX COJIMHEHHN, DK KOTOPOM MOIVIOULAETCS] SHEPTHST B Npe-
fenax MHPpaKpacHoro uanyuenus. ITormowaemasi SHeprus 06ycJ0B-
JIMBACT NMEPEXObl MeXAYy BPAllaTe/NbHbIMH H K0jle6aTeJbHbIMH YPOB-
HAMH MoJeky/1. MK-cIekTpockonHio NMpUMEHSIOT AJsl ONpenesieHnst
NMPAKTHUECKH 060 (YHKUMOHAJBHOW IPYNNbl, CTPOEHHS MOJEKYI
H 1151 MIEHTH(PUKALHH COeHHEHHH.

PuU3HYeCKHe OCHOBbI MeToaa

Korna snekrpomartiurHoe u3ayuenue ¢ BOJHOBBIMH YHCIAMH OT
5000 mo 200 cm™' (uHbpaKpacHBIl CBET, TEMI0BOE H3JYyUYeHHe) no-
[JIOINAETCA XHMHUUECKUM COEJHHEHHEM, MPOUCXOAAT U3MEHeHHUs KO-
NeGaTesbHbIX M BpAILATeJbHBIX [ABHXKEHHH MoJeKy/b. [loriouien-
HAasi 9HEPTUs BbI3LIBACT - M3MEHEHHe [JHHLI CBSI3eH M BeJMUMHbI
BAJIEHTHOTO yrjla MOJIEKY/bl NIPH HANMUMM B STOH MOJEKYJe TOMSPH-
30BaHHbIX cBsi3eH. [loCKONIbKY MO/IEKYJIBI COCTOSIT M3 aTOMOB pa3-
JUYHOH  3JIEKTPOOTPHUATENBHOCTH, B HUX BO3HHKAeT HEpaBHOMep-
HOCTb pacnpefeneHnst 3JEeKTPOHHOH (IJIOTHOCTH, BCJEACTBHE Uero
B OTAEMbHBIX CTPYKTYPHBIX 3M€MEHTAX MOJEKY bl BO3HHKAIOT K-
nosibHble MomeHThl. [Ipu norsowennn UK-usnyuenns kammoe Bo3-
OyKIeHHOe KoJleGaHHe BeAeT K MePHOAHUECKOMY H3MEHEHHIO AUMOJS.

MsBecTHo, 4TO B MOJIeKyae ¢ N atoMamd BO3MOMKHO (3N —6)
KonebaTe/bHbIX cTenenedl cBo6oabl. KosneGauus mosexy.isl, conpo-
BOXKAAIOLIHECH H3MEHEHHEM [JIHHbl CBA3H,
HasbIBAIOTCH BAaJEHTHBIMH KoOJeGaHnHsiMu,
a CONpoOBOXKAAIOIHECH H3MEHEHHEM BEJIH-
UHH BAJIEHTHBIX YIJOB — AedOpMaiMOH-
HbiMu (puc. 3.2.2.1/1). ’

Puc. 3.2.2.1/1. BaneuTHble KoneGauus (v, — CHM-
METDHUHBIE, Vo — aHTHCHMMETPHUYHbIE) H Aedopma-

cti  (in plane) [8 — HOXHHuHbIE (scissoring),

p — MaATHHKOBbe (rocking)], sue miockoctn (out

of plane) [x — BeepHble (wagging); T — KPyTHb-

uole (twisting)] {Scheinmann F., Ed., An Intro- W

duction to Spectroscopic Methods for the Identi-

fications of Organic Compounds, Vol. 1., Perga-
mon Press, Oxford 1974, Fig. 6, p. 116] 2 T

\\\\\
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3HayeHHdst BOJHOBbIX UHces] COOCTBEHHLIX H/AH HOpMaJbHbIX Koje-
GaHuii MO/MEKy/bl 34BHCAT [aBHbIM 00pa3om OT ABYX (aKTopos,
a4 UMEHHO — Macchl KoaeOJI0HXCsl aTOMOB H CHAbl B3aUMOLEHCTBHS
mexcy HumH. [lpu OmpejesieHHH CTPOCHHS BELLECTBA uadllle BCEro
MCCELYIOT MOTJIOLIeHHe W3JyUeHHs: ¢ BOMHOBbIMH uuciamu ot 3000
10 400 cm ™" (nauna Bosusl 2,5—25 mkm). Bech ananason MK-nsay-
yeHHs TOAPa3AeNAT HA TPH obsactu: 6auskas WK-o6aactb Jexur
mexay 13000 u 4000 cm—'; cpeansis MK-o6nacte — MeX Ly 4000
1 200 cm— ' nanekas HMK-o6aacte — mexay 200 1 10 ecm ™.

B MK-cnekTpocKonuH, B OTJIHYHE OT [APYrHX CIEKTPOCKOMHUE-
CKHX MEeTOJ0B, IIPH NOCTPOEHHH Tpaduka HA OCH OPAMHAT OTKJalbl-
BAOT HE CTeMeHb MOIMNIOUIEHHS, a CTeleHb MPONyCKaHus B NPOHEHTax.
CaenoBaTesbHO, MHHHMYM Ha rpadHke COOTBETCTBYET MAKCHMYyMY
NOFJIOIEHHS.

B coBpeMeHHOH OPraHHYECKOH XHMHH 4aCTO HCHONB3YIOT coye-
tanne WK-CreKTPOCKONMMH € Pa3jHUHBIMM XPOMATOrpadHyecKumH
MeTofaMu (MoAoBGHO XpoMaro-Mmacc-crekTpomerpuu). B kadectse
npHMepa MOXHO npuBecTH npumenenne MK-cnekrpockonyuu B raso-
BOHl W TOHKOCJOlHOH xpomartorpaduu (cm. pasn. 2.2 4 2.4).

Mpubopbl

HauGonee pacnpocTpaHenbl 0syxayuesole CnekTpomerpol ¢ Ou-
ppakyuonnsim moroxpomaropom (cM. pasa. 3.2.1). Tlpubop ycrpoen
Tak, 4TO noraoluedue, obliee AaAs O60OHMX KaHa 0B, HE PETUCTpH-
pyeTcsi B pe3ysbTaTe KOMNEHCAUHH Jyded.

Hapsigy ¢ 0POCTHIMH CNEKTPOMETPAMH HCHOJAB3YIOTCA  TakKke
perucTpupyiolie asromarusuposarnele HK-cnekrpomerpor ¢ Kou-
nororeproim ynpasaenuem. TlpuMeHeHHe KOMIIBIOTEDHOH TEXHHUKH B
COBpPEMEHHBIX TPHOOPAX 3HAUMTEJbHO YNPOLLAET MPOBEACHHE aHa-
an3oB B MIK-criekTpockonuu.

B nacrositiee Bpems Bce GoJibliee NpHMeHeHHe Haxoasat Pypoe-
cnekTpomerpol. PaboTa 3TMx NpHGOPOB OCHOBaHa Ha WHTepdepeH-
uuoHHoM mnpuuuune. CHsiTHe criekTpa ¢ nomouibio @Pypbe-crekTpo-
MeTpa OCYLIECTBJSIOT B JBa NMpHEMa: CHauaja PerucTpUpyIoT HHTep-
deporpamMmy uaayueHust, a 3atem rnocie Pypbe-npeobpaiosaHus
WHTEpdEPOrpaMMel BEIYHCASIIOT CUCKTP. ‘

MartepuaJibl, HCIOJb3YyeMble QA H3COTOBJEHHS KIOBET, JOJKHbI
o6JanaTh BLICOKOH npornyckawuleli crnoco6uoctoio B MK-o6aactu.
TakuMH MmaTepHajsaMu SIBASIOTCS COJH: XJAOPHI HaTpusi, OGpoMHL
Kajus, 1o A uesus u ¢propud kKaabuusa. Haubonee mupoko HCnodb-
3yercsi XJopHJ HaTpHs. BBHLY BBICOKOH FMIPOCKONMHUYHOCTH yKasaH-
HbIX MaTepHa/oB KIOBETbl XPAHAT B TEePMETHHHBIX KOHTEHHEpax.
Kpucrannuueckuii KBapli, Hempo3pausblit B 06aactH 0T 4,5 10 45 MKM,

He HCIOJIb3YIOT.
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lIpurortosnenne o6pasuos

B HK-cnexTpockonuu HcnoJib3yloT pasiuuHble METONMKH MOArO-
TOBKH 06pasLOB [yisi aHanu3a, BRIGOP KOTOPBIX B MEpPBYI0 Ouepelb
34BHCHT OT arperaTHOrO COCTOSIHHSI H PacTBOPUMOCTH NMpobel. Heo6-
XOAUMOe JJIsi aHaJ/lu3a KOJMYECTBO BellleCTBA 3aBHUCHT OT crocoBa
MOAroTOBKK 06pasila M COCTaB/sieT B CPejHeM OT 2 Mr j0 | MKT.
KoHuentpaumnio BewiectBa B npo6e BHIGUPAIOT TaKMM o6pasom,
4TOObl HauboJlee HHTEHCHBHAS MOJ0CA MOMVIOLIEHHS COCTaBJsaa
90% no wkase noraowenus uaun 10% no wkasne nponyckauus.

Teepdeie sewecraa

Marpuuneui (crandaprueii) merod (cnpeccoBaHHBle TabJaeTKu
KBr). 1—2 wmr Bewecrsa Tmare/nbHo pactupaioT B crynke ¢ 300 mr
GpomHia KaJusl, MOMEWAOT B mpecc-(pOPMY; CMech 3BaKyHpYIOT
Anst ynajeHusi a6CoOpOHPOBAHHOTO BO3JyXa H MPECCYIOT MOJ BhICO-
KHM LaBjeHHeM. B pesysnbrare rnosydaiT paBHOMEPHO NPO3PAUHYIO
TabsieTKy anametpom [0 12 MM u ToswHHOHA oT 0,5 no 1 mm. IToay-
YeHHasl TakuM 00pa3oM crpeccoBanHas tabjaerka KBr He uckaxkaer
BUN crnekTpa. [l/isl aHa/u3a MUKPOKOJIHUYECTB BellectBa (10 10 Mkr)
roroBstT MUKpotabserky KBr guamerpom ! mm. B kauecTBe cran-
AapTa NPHMEHSIIOT CIipeccoBaHHy TabaeTky KBr 6e3 uccaenyemoro
BeliectBa. Cuenyer o6paTuTh BHHMaHHE Ha BO3MOXHYIO TepMoJa-
GUJIbHOCTb, PeaKLUHOHHYI0 CHOCOGHOCTh BEUIECTBA, a TaKxkKe Ha BO3-
MOXHOe HcnapeHue npobbl B NpoUEcce MPUIOTOBJEHHS TabJeTKH.
Hcnapennsa MoxHO H36exaTb, npeccysi TaGJeTKH TNPH GoJee BHICO-
KHX jaBjenusx. CielyeT TaKXKe YUHTHIBATb, 4TO CJEeJOBBlE KOJIH-
4eCcTBA BOJbl M3 MPENapaToB TrajOreHHJOB IIEJOUHBIX MeTaJsJoB
NpaKTHYECKH HEBO3MOXKHO yaaauTb. Hanumume O—H-cBssel npuso-
AHT K BO3HMKHOBEHHIO MOJOCHI morjioulenus npu 3450 cm~—!'. Tlpe-
HMYIECTBO METOLa MPECCOBAHHA 3aK/IIOUAETCH B OTCYTCTBHH MOJIOC
TIOTJIOLEHHUST, COOTBETCTBYIOWHX pacTtBopuTeo, B MK-o6macru.

YKasaHHasi MeTOAMKa TPeCCOBAHUsI He MO3BOJSIET MNOJYUYHTD
npo3payHbie TaGJeTKH B TeX C/yyasix, KOrJa BelleCTBO IJIOXO H3-
MEJbYAeTCsl MJIH HMEET BbICOKYIO MOJEKYJApHYlo Mmaccy. Jlas npu-
TOTOBJIEHUs] TaGJIETOK BOJOPACTBOPHMBIX BELIECTB ONpejeJeHHble
KOJIM4eCTBA BellecTBa W GpoMHAa Ka/Hsl pacTBopsioT B 30 MaA IH-
CTHJIHPOBAHHOH BOABI H NOJYYEHHBIH PACTBOP JHODUIUIHPYIOT (CM.
pasi. 1.8). Cyxo#l 0CTaToK WCMOJBb3YIOT A/si M3FOTOBJEHHS CIIpec-
COBAHHBIX TAa0J/IeTOK M0 YKa3aHHOU Bhbillle METOIHKE.

Merod pacreopos (HeoGXoauMoe IJsi aHadH3a KOJHUECTBO
pacreopa — 300 mkn). [ast npurotosaennss 2—10%-ro pacrsopa
HCC/IENyEMOro BellleCTBa HCIOMb3YIOT MepHylo Kouby. Mamepuresib-
Hylo KioBery (puc. 3.2.2.1/2) 3anoJHSIOT NOJyYeHHBHIM PacTBOPOM,
a8 KIOBETY CpPaBHEHHs — pacTBopuTeseM. Jlas uccienopanns B UMK-
06JIaCTH 4alle BCEro UCMOJb3YIT CIEAYIOLHe PACTBOPHTENH: YEThi-
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Puc. 3.2.2.1/2. Kiwosera aas kuikux 1po6 s HMK-
CNEKTPOCKONNH:

| — pe3unoOBast 1IpOKAAAKa; 2 — cOJAEBOE OKHO; J -
3aAHsIS [IacTHHa

PEeXXJOPUCTHH yTJepod, xJopopopm 0Oe3
crabuan3aTopa {3TaHOM), Cepoyraepon
¢ KBaJudukauHe#l «IJs CHEKTPaJbHOTO
anaguza». PacTBopHTe/M NpeaBapUTENb-
HO OCYIaOT, TaK Kak Aaxke CcJgloBble
KOJIHUECTBA BOJbl pPaspyaloT CoJieBble
OKHa KioBeT. BuiGop pacrtBoputeneit as
NMPOBEJEeHHsl aHa/u3a BeCbMa OFpaHHueH.
2 3TO CBSA3aHO ¢ T€M, YTO BO MHOTHX CJYy-
yasix HaGawaaercsi NepexkpbiBaHHe I0J0C
MOIJIOUIEHHST UCCNRLYEMOr0 BelecTBa U
pactBoputeas. Ecan ananusupyemoe Be-
LIECTBO HE pacTBOPHAETCH B YKA3aHHbLIX
pPACTBOpHTENSAX, TO HCMOJAb3YIOT ApPYTHE
pPACTBOPUTENH:  ALETOH, AUETOHHTPHII,
LUMKJOrEKCaH, IHUXJOpPMeTaH, JHOKCaH
{Ocropoxuo! OTHOCHTCA K CPeHETOKCHY-
HbIM BeulectBaM.). [Ipu BbiGope pacTso-
pureasi HeoO6XOAUMO YUHTbIBATH 00.4-
CTH TIOMJIOLEHHsi PacTBOpHTeJed (pHC.
3.2.2.1/3). .
MeTod naewox (Npexjie BCEro MNPHUMEHSIOT AJsI aHajIu3a MOJIH-
mepoB). Teepjoe BelIECTBO pacTBOPAIOT B HEGOJbLIOM KOJHYECTBE
OPTaHMYecKoTo pacTBopuTens ¥ 1-—2 kamiu MOAYYEHHOro pacTBOpa
HAHOCSIT HEMOCPeACTBEHHO Ha MJIACTHHKY, H3roToBjeHHyw u3 NaCl.
PacrBop paBHOoMepHO pacrpeaeasioT Ha niacthHke. [locie ncnape-
HUS PAacTBOPHTENs Ha MJacTHHKe 0o0pa3yeTcsi MJIeHKa BelllecTBa.
JInst yCKOpEeHHS yAa/eHHst BBICOKOKHISAILEro PacTBOPHTEJs NpHME-
HAIOT BAKYyMHbll 3KCHKaTOp WM cylwuabHbll 1wkad. [lnactunky
OMelaT B jJepKaTedb MpHOopa W CHHUMAIOT CIEKTP [OIJIOLIEHHUS.
Jas1 Kaau6poBKH NPHOOPOB NO BOJHOBBIM UKMC/1aM HCIIOJNB3YHOT MO-
JIOCHl TOTJIOULEHHST IIOJHCTHPOJA (npusaaraemble K npubopy CTaH-
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Puc. 3.2.2.1/3. O6aacts noraoilenuss VIK-usnyuenus HEKOTOPLIMK PACTBOPHTENHMH
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Aaprhbie mieHku). O paspewatoweil cnoco6HOCTH npuGopa CyasT

NO CTeMeHM paspeilieHusi ABYX TOAOC TOAMCTHpPoJAa B ofaacTh
1603 cm'.

Cycnensuu

Cycuensuio roToBAT (AJisl BElLecTB, AJISI KOTOPbIX HET MOIXOISsi-
LIero pacTBoputedsi), TuiaTeJbHo pactupas 5—20 Mr aHaJjusHpye-
MOro BelllecTBa ¢ 1—2 KamisiMH BbICOKOKHISILIErO YIJE€BOAOPOAA
(4aule BCETO HCMOJL3YIOT HYHOJ, TakKe NPUMEHSIOT napadHHOBOE
Macjao, 1nepdTOPHPOBAHHbIA KepocHH WJHM rekcaxJopOyTainen).
Cnoii nacThl CTPecCOBBIBAIOT MEXKAy ABYMS COJIEBLIMH MIACTHHAMH.
[Ipu ¢opmupoBaHHHM €10A CTApaloTCsl He AOMYCTHTb 06pas30BaHHUs
B HeM Ny3blpbKOB Bo3zayxa. HepocratkoMm 3toro meroma sisasercs
nepekpbiBanue nogoc norjoulennst C—H-csizelt u uyfiona (cm.
pHc. 3.2.2.1/3). “

JKuokocru

BblcOKOKHMNAILIME MHAKOCTH aHAJH3HPYIOT B BHAE TOHKHX ILIe-
HOK, KOTODble I0JIyUAIOT, CHMMan KallJlh KHAKOCTH MeX1y /ABYyMs
COJIEBbIMH MJIACTHHAMH HJH 3aN0JHSAS ClelHadbHble KiooBeTH. JIis
CHSITUSI CTEKTPA B MHKPOKIOBETaX TpeOyeTcsl OTHOCHTENbHO HeBOJb-
woe koandecTBo BeitectBa (10—50 mxr). Ecan B ananusupyemom
obpasue copepxurcs Gogee 1% Boabl, €ro HeO6XOAHMMO TLLATENBHO
BBICYUIHTb. B HEKOTOpBIX c/y4afiX OKHA KIOBET W3rOTABJAMBAIOT H3
bropuaa KaabUMs, XapaKTePH3YIOLIErocsi MeHbllied THIPOCKONHU-
HOCTBIO 1O CpaBHEHHIO C xJopuaom HaTpus. OpHako o6aacTb npo-
MyCKaHHsi XJOpHAa HATpHs (10 600 cM™ ') 3HauuTenbHO 11Hpe, Yem
y ¢Topuaa kanbuua. MKHAKOCTH MOMKHO aHaJU3HPOBATb TakKKe B
pactBope (cM. pass. «MeTox pacTBOpoB»).

laset

s anannsa rasoo0pasHbIX BEUIECTB HCMOJAb3YIOT CIIELHAAbHbIE
KIOBETbl (CTEKJAHHBIH LHJAMHAD C COJIeBBIMH OKHAMM; TOJIIMHA CJ05
raza 5—10 cm) (puc. 3.2.2.1/4).

Mopsanok BbinoJHeHus onepalmii

Braouaor npubop M 3aKpenisiioT M3MEPUTENbHYIO H CPaBHH-
TCJbHYIO KIOBETBI MJH CMPECCOBAHHYIO TAabJIeTKy B AeprKaTedu NpH-
6opa.

CoBmellaioT nepo caMOMHKCIa C JTHHHEH PErUCTPaUHOHHOTO GJaaH-
Ka, COOTBETCTBYKIIEHX MAKCHMaJbHOMY BOJHOBOMY YHMCIy (ualle

Bcero 4000 cm™'). B coBpemeHHbix npuGopax HCNOJB3YIOT JHa-
TPAMMHYIO JTeHTY,
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Puc. 3.2.2.1/4. KioBetra ansi rasoobpas-
Hoix npo6 B MK-cnekrpockonuu:

| — k manoMeTpy; 2 — KpaH; 3 — HU3KOTEM -

nepatyphasi Josyuika; 4 — okdo u3 NaCl;
5 — BBOJ Ta30006pa3HOro BEWECTBA

YcuJenue peryJupyiorT TakuMm o6pasom, 4ToGbl Mepo caMonucia
OCTAaHABJMBAJOCh Ha JHHHH, cOOTBeTCTBYIOLEH 95%-My mponycka-
HHIO, TIPUYEM DETYJHPOBKY NPOBOAST 63 KIOBET.

CHHMAIOT CHEKTP. ’

[lo oKOHuUaHMM 3aNHCH CHEKTPA OKHA KIOBET OUMLIAIOT COOTBET-
CTBYIOUIMMH PACTBOPUTESAMH (CyXOH JHXJ0OP3TaH, UCTBIPEXX/JIOPH-
cThiit yrsepon). KioBeThl BBICYIIMBAIOT B TOKe a30Ta H XpaHAT B
KCHKATOPE.

AHANM3 pe3yabTaToB

Ka‘{ECTBeHHle OLIEHKY CIeKTpa NpOBOASAT I10 MMOJIOXKEeHHIO MOJIOC
MOrJIOUEeHHs, 8 KOJHYECTBEHHYI0O — 10 UX HHTEHCHBHOCTH. B CIIEKTpe

~—Ronmoboe yucno, eM”
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Puc. 3.2.2.1/5. O6aactn ocHoBHblXx kojeGaHull B cpeanedt MK-obaactu
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pasjualoT ABe OCHOBHbe o6aactd (puc. 3.2.2.1/5): obnactb ¢yHk-
LMOHANBHBIX rpynn (ot 4000 ao 1500 cv~') u o6aacte «oTme-
yatkoB naJjbues» (ot 1500 o 625 cm™'). B obsacTu «oTHeyarTkos
najbueB» NPOABJAIOTCA MHOrOUHCJEHHbIE MOJNOCK. MOTJIOLEHHS «CKe-
JETHbIX> Kose6anui. Kak npaBuso, MoJOCHl TMOTJIOUIEHHS B 3TOR
006J1aCTH HEBO3MOXXHO OTHECTH K OTHE/bHbIM 3JIEMEHTAM CTPYKTYPbI.
CrekTp B 06/1aCTH «OTNEYATKOB NalbLeB» XapaKTepPU3yeT WHIHBH-
AyaJbHble OCOOEHHOCTH CTPYKTYpPbl MOJIEKYJ/bl H NPUMEHSETCS AJs
MIEHTH(UKAaUNU BellecTB. [Ipa BellecTBa CUHTAIOTCH HAEHTHUHBIMH,
€CJIK HX CHEeKTPbl B 3TOH 06/1aCTH MOJHOCTLIO COBNAAAlOT BO BCEX
Aetansix. Ecan B JMTepaType OTCYTCTBYIOT AaHHblE O CHEKTpPe M3-
BECTHOIO BeIeCTBAa, TO HIACHTH(OHUKAUHMIO TNPOBOASIT N[O I[0JOCAM

Tabauya 3.2.2.1/1. HacroTol n02A0u4eHUA HEKOTOP6LX (PYNKUUOHAALHOLX 2PYnn
8 dazexod HK-o61acTu (3apadsi HeOpeaHUMECKUX WOHOB He nPUBOOATCA)
(Beckman [nstruments, Fullerton, California/USA)

Anuna Bonrer , MEM s
12,6 16,7 25 50 100 300

AnKanst

3

Anxenrsr
RCH=CRI(?:H z
mpHe = -
«Zc - %—CHR
RRC=CH

RCH, CH=CH,

=CF,

=CFCl
=CFBr
=CCl,
=CCIBr
=CBr,

=CFI
=CCil
=CBrl
=Cl,

Annens

AnRUHGI

RC=CH
aaxun C=CH

800 600 400 200 100 333
~—— Boanoboe yucno, cm”!
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IIpodorwcenue taba. 3.2.2.1/1

Apomamuyeckue yznebodopols!

~

A e

hotapo ey

et ane

R

)

z‘ ) NIBY,
RN
LR

)

o

i~
S
%_‘)I o

unb!
Nonruger o

Mema-
napa -

lemepouuKnst

MUOPEH
M= Ou wear

Humpunsi
Humpo Nh
AMuHb! NH

Amudat _
CroxeHele Fpupsl, AUEmarms.
KUuCnomesr—
Kemorsi
PocepopopearudecKue
CoeduHeHUR

(RO)P
(RO),POH
(RO),POR

RO):P~
(RO)Z(P=S()S(I\’)3—O—,—4_#___ -

(RO),PSR—|
(RO),P=8

Cepoopaaruyecrue
coeguHeHus
R-S—S—RH S

R—CHz—s—’c
R,CHS-

R,CS-
RS{C=0)SR
RS{C=0)S-Ph -
Ph —S(C=0)S-Ph
CHC=0)S~Ph
CH{C=0)SR
800 600 400 200 100 333
~—— Bonwoboe wueno, om™

ankun| penun

NOIVIOLIEHHS, NpUBEeJeHHbIM B Tabauue 3.2.2.1/1, cm. takxke pasn.
«bubanorpacduueckuii crnucok». CieayeT y4YMThIBATb, 4YTO IIOJIOCHI,
ABASIIOLIMECS] XAPAKTEPHCTHUECKHMH JUIST OMpeAeeHHOR (hyHKUKO-
HAJbHOM TCPYMNbl, MOTYT CMELLATbCSl MO BJHSHHEM Pa3jHYHBIX
¢dakTopos. Hanpumep, nosoca NorioueHust KapOGOHUILHOH TpyMNibi
cMewlaetcs B 00/1acTh G0Jee BBICOKHX BOJHOBBIX UHCesa C yBejauue-
HHeM OTPHLATENLHOTO HHAYKTHBHOro sddexra cocemneil Tpymnisl.
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lpodormenue ra6a. 3.2.2.1/1

. Anuna Bopwer | mxm ——
Kperruuopearuyeckue 1o 5 /6,7 25 50

coedutuHLA g 100 300
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{— Ge
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-Cl
memana {:?"‘
kS
S0—2
* cro,
PO,
SeOy

CrQ, v;
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~—— Bonnoboe yucao , cm”’ '

Kauecreennoii anarus pesyasraros

[lonocsl morsomeHus OUEHHBAIOT BU3YalbHO M OTMEUAIOT Cle-
AYIOUIMM 06pa3oM: C.— CHJbHAS; CP.— CPeAHSIS; CJI.— crabas; 0.—
nepeMeHHasn.

Kak npasusio, npu anasuse cnexrpa ofpalwaloTr BHUMAaHHE Ha
MHTCHCHBHbIE 10JIOCH noraouleHust. IIpu 3TOM yuHTBIBAIOT BO3MOMK-
HOCTb mepekpbiBaHusi nosoc (pue. 3.2.2 1 '6). Hanpumep, NpUCYT-
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Puc. 3.2.2.1/6. TepexpuiBatue noioc norjouenus B MK-crek-
Tpax [aBe ciaGble NMOMOCH (BepxHAA AHArpamma, MyHKTHpHAs
JMHHMS) TIepeKpLIBAIOTCS C CHJIbHOM nosocolt  (cruiomnHas
JHHHSI), B pe3yJbTaTe TAKOrO NepeKphiBaHWA Haliojaercs
cyMMaphasi 10J0CA ROTVIOUIEHHs (MiKHASL fuarpamma)]

CTBHE TNpHMecell Bbi3bIBA€T MOSIBJEHHE NOTOJHH-
TeJbHbIX I[OJOC TOTJIOULIEHHA HJH TepeKphiBaHHe
¢ OCHOBHLIMH MOJIOCAMH. -

CyliecTByeT HECKOJbKO METONOB aHaiu3a
HK-cnektpa. OauMH H3 HHX 3aKJIiouaeTcss B CJe-
AYIOLIEM:

aHAJH3HPYs CNEKTP, = OCHOBHOE - BHHMaHHe
06pallaloT Ha MHTEHCHBHOCTb MOJIOC MOTJIOUIEHHS]
B JIByX FJIaBHbIX 06/1aCTSX CMEKTPa;

BBISIBJISIIOT XapaKTePHCTHUECKHe MOJIOCH MOr-
aomenuss (OH, NH, C=0 u 1. 1.) QyHKUHOHAJb-
HBIX [PYN,

YCTAHABJHMBAIOT, KAaKHM  (DYHKUHMOHANbHbIM
: rpynmaM COOTBETCTBYIOT —TOJOCH MOLIOLIEHHS

Bormoboe yueno—=- g G61acTH «OTNEUATKOB INaJblleBy;

CYMMHDYIOT BCIO NepBHUHYIO MH(OPMALHIO, MOJYUYeHHYIO B pe-
3yJbTaTe aHa/AM3a HauboJee WHTEHCHBHBIX TM0JIOC MOMIOLIEHHS, H
NOATBEPKAAIOT NPEANoNaraeMoe CTPOeHHe BellECTBA, aHANH3HPYs
OcTasibHble MOJIOCHE CIEKTpa.

flponyckanue  ——sm

Koauuecrsennsiti anaius

Ecin B chnekTpe AaHHOTO BelleCcTBa MPHCYTCTBYIOT XapaKTepu-
CTHYECKHEe MOJ0CHl MOIVIOUIEHHS, He NepeKpbiBAalOlHeCsi ¢ MOJ0CaMH
APYTHX KOMIMOHEHTOB, TO MOXHO MPOBOAHMTb KOJHYECTBEHHbIH aHa-
JIM3 — Ofpejie/leHHe KOHILEHTPalu¥ 3TOr0 BEIUeCTBa B MHOTOKOMIO-
HeHTHOH cMecH. Hecmotpsi Ha To uTo B GosbiunHcTBe caydaeB MK-
CIIEKTP XapakTepu3yeTcsi GOJbLUKMM YHC/IOM I0JOC MOTJIOILEHH, KaK
NpaBHJIO, MOXHO BbGpaTb HemepeKpeiBaloulylocsi nojocy. Heo6xo-
' AMMBIM YCJOBMEM YCIELIHOrO NPOBEAEeHHsl KOJHMYeCTBEHHOrO aHanu3a
ABJAETCH TOUHAsl HABECKa BelllecTBa.

3aBUCHMOCTb HHTEHCHBHOCTH TOIVIOULEHHS OT KOHIEHTPALHH Bbl-
paxkaercsi 3akoHoM Jlambepra — Bepa (cM. pasn. 3.2.3):

E=1gUo/]).

OnpenesieHre KOHLEHTPALMH aHAJM3HPYEMOro BellecTBa Ipo-
BOAAAT HA OCHOBAHMH JaHHBIX O 3HAYEHHH MOJIBHOrO K03 duuueHTa
MOTVIOLLEHUSA, JHOO TPUMEHSIOT CTAHZAPTHBIA pacTBOp ¢ olpene-
JIEHHOH KOHUeHTpauueid. B focneanem ciyuyae H3MepsioT MOrJolue-
uue Ey BemecTBa X ¢ Heu3BecTHOH KoHUeHTpauue# Cx H morJorie-
He cTaHpapTHO cmecu Es ¢ usBecTHo# Konuentpauned Cs. O6a
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V\HSMepeHIdH NIPpOBOAAT B OJHHAKOBBIX KIOBeTax [IPH H3JIYUEHHH C

OJIHHM H T€M 2Ke BOJNHOBbLIM uncjoM. KoHuentpauwuio Cy paccunThi-
BAIOT MO yPaBHEHHUIO:
Cx=CsEx/Es-

Crposit Ka/JM6POBOYHYIO KPHBYIO — rpadHK 3aBHCHMOCTH WHTEHCHB-
HOCTH TIONVIOIL@HHSI OT KOHLEHTPAUHHM BeIlecTBa B IPOLEHTaX
(puc. 3.2.2.1/7). AHanorHUHYI0O KPHBYIO TaKxKe NOJYYalOT NPH HaHe-
CEHHH HaA OCb OpAMHAT 3HA4YeHHA Jorapudma [PONyCKaHHA
(puc. 3.2.2.1/8). Ilpu omnpenejeHHH HHTEHCHBHOCTH TMOMVIOHICHHS
HCNOJB3YIOT, KAK MPAaBUJIO, MAKCHMYM XapaKTePHCTHYECKOH MNOJIOCH
norsomennsi. /sl onpenenenus KOHLEHTPAUMM NIPH HEAOCTATOUHO
pa3zesIeHHbIX WJIH NEPEKPHIBAIOILHXCS MOJOCAX MONOLICHUS UCTOJb-
3YIOT CllelHaJbHble METOMbI.

Merod basucnoti aunuu. BasHCHOR JMHHMeH HasblBaeTcs Ka-
caTe/lbHasl, INpOBElleHHAasl uYepe3 JBa MHHHUMyMa [MOIJOLIEHHS
(puc. 3.2.2.1/9). Ecan xacatesnbHasi napajiesbHa OCH aGClHcc,
TO pacyer HHTEHCHBHOCTH JAHHOH MOJIOCHI MMOIJIOLLEHUS AOCTATOYHO
nmpoct (puc. 3.2.2.1/9,a). B Tom cayuae, ecim KacareibHas He
napaJuiesibHa OcH abcuuce, 3HaueHHe HHTEHCHBHOCTH [, paBHO pac-
CTOSIHHIO OT TOUYKH NepeceveHHst Ga3HCHOH JIMHHH C TPAMON, NpoBe-
A€HHOH M3 MAKCHMyMa MOJIOCHI NOIVIOLIEHHS MapaJjlileJbHO OCH OpIH-
HaT, 10 JHHHH, cooTBeTcTBYWMeHd 100%-My norioumenuio (puc.
3.2.2.1/9,6).

Hnurezpanrvuoui merod. CTPOTro roBOps, NpH KOJHYECTBEHHBIX
pacyerax y4yMTHIBAIOT HHTETPAJbHYIO HHTEHCHBHOCTb HOJOCHI- MOIJIO-
LUEHHs] CHEKTPA, ONpee/isieMyl0 KaK MaKCHMaJbHOe WJH HHTErpaJb-
Hoe morjolleHHe. B cBsisH ¢ TeMm, YTO B GOJIbUIHHCTBE CJyuaeB
8 MK-CreKkTpockonuu u3MepsioT MPOLEHT NPOMYCKaHHs, NOJyYeHHble
pesy/bTaThl MepecUMTHIBAIOT B €IHHHIBI NOTJOLEeHHsl. B coBpemen-

90+
0,6} 80+
70
o5 601
04 50+
W R
03 W40
02 30+
a1
I N TR N N opl—L 1L 11 0
0 10 20 30 40 50 60 Q 10 20 30 40 50 60
C,% C,%

Puc. 3.2.2.1/7. Kann6posounast KpuBas 3aBHCHMOCTH MOIJIONIEHHR (0OCh OpAHHAT)
OT KOHIleHTpauuH (Och aBCUUCC) MPH ONpee/eHHON 1JHHEe BOJIHbI

Pc. 3.2"2.l/8. Kanu6posounasi KpHBasi 3aBHCHMOCTH JorapubMa Nponyckanusi (0Ch
opauHar) OT KOHUEHTpauHH (ocb abcuMcc). o .
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Puc. 3.2.2.1/9. Metoa 6asucHoll JMHMH (onpejgenenne 3Hauendid [o # [ aas pacderta
HOPJIOLLEHU A )

HBIX mpubopax YyuUTbIBaeTcs HeoGXOLHMOCTb TaKoro mnpeofpaso-
BaHHs.

I11s1 nOBbILIEHUST TOUHOCTH aHaJ/H3a NPOBOAAT HECKOJIbKO H3Me-
PEHH# M paccHUHTBLIBAIOT CpeaHee apuMeTHUeCKoe 3HaueHue.

HcTounuxky omnbox

O6paseu BaaxHeli (OH-nosocet Boawt).

[TomyTHeHue coJeBbix OKOH. [lpoucxomur BeaeacTBHe momaja-
HUST Ha HHX BJard: MPUKOCHOBEHHH na/blamu, [blXaHHsl, Kamesi
pacrsopurens. PekoMeHayeTcsi: OUUCTHTD U OTINOJMHPOBATH. '

Pasmep 1 pacrpenesenne 4acTull B Matpuile (BJHAIOT HAa KauecT-
BO ChneKTpa, HaNpHMep, 3a CUET MeKMOJEKYJspHOro B3auMojedicT-
BUfA; TIPH aHaJu3e BellecTBa B pAaCTBOPe B HEKOTOPbIX CJaydasx
HabawaaTcsa 6oJiee OTYETIHBLIE MOJOCH B CHEKTpE).

M3MeneHue KOHUEHTPAUMH BELIECTBA MM PACTBOPUTENs, HaNpPH-
Mep, 32 CueT BO3HMKHOBEHHS BOJOPOAHBbIX CBA3eH.

CwmelleHne U nepekpbiBaHHe NoJoc noryouleHusi (puc. 3.2.2.1/10
H cM. puc. 3.2.2.1/6).

Crnektpbl MOTYT ObITh CHATBHI HA Pa3HbIX MPHGOpPax U B Pa3JIHUHBIX
YCJIOBUSX (Ba)XKHO MPH HAEHTU(PHKALHH BELULECTB). .

Ilpu KonuuecTBeHHOM aHaJiM3e CNEKTPa NPUHUMAKT BO BHUMA-
HHE TOJIBKO Te 3HAYeHHUsI MOIVIOLEHHUS, KOTOpble HaxoAATCS B HHTEp-
saJje or 20 no 85%. ‘

s nosiyueHHst BOCIPOHM3BOJAHMBIX De3y/abTATOB HEOOGXOAHMO
NEePUOHUECKH KOHTPOJHPOBATb paboTy mpubopa c MOMOIIBIO CTAH-
JAapTHOH MJIEHKH NOJHCTHPOJA.

OdopmaeHne pe3yabTatos

Peayabrathl aHann3a ¢nexkTpa MpHBOAAT B CJAEAYIOLLEM TNOPSIIKE:
cnoco6 npuroroBsieHHd obpasua aiasa cHAtus crnektpa MK (KBr),
UK (CCly), nosoxeHue M HHTEHCHBHOCTb [10JIOC MOTJIOLIEHHS -(B
cM™ '), npumucbiBaeMble MM CTPYKTypHbie 3jemeHTbl. CaM crekTp
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Puc. 3.2.2.1/10. {Tojtockl forsolwenst 19 apoMaTHUECKHX YrJI€BOJAOPOAOB PasIHUHOM
creneHn sameienns B auanasote ot 2000 po 1670 ecm ' [Pasto D. 1., Johnson C.

" Laboratory Text for Organic Chemistry, Prentice-Hall, Englewood Cliffs/NG 1979,

p. 139]

OPHBOASIT TOBKO B MCK/IOUHTEJBHBIX CAyYasiX, HANPHMEP IpH OMH-
CaHWH CHHTE3a HOBOTO COEJHHEHHS] B KAuecTBe OCHOBHOIO J0Ka3d-
TeJNbCTBa €ro cTpoenns (puc. 3.2.2.1/11),

Hanpumep: MK (CCly) — 3300 (c.: OH), 1606, 1582, 1500
(¢.; C—Capon), 1380 (cp.; CHs), 1185 (c.; C—O), 780, 692 (c.; mera-
aM3aMellleHHblH apen) cv ™.

O6aacTb npuMeHeHHs

Meroa MIK-cnekrpockonuu mnonyunn wmpokoe pacmpocTpanenme
BCJI€ACTBHE OTHOCHTE/IbHOH NPOCTOTHI POBEAEHHS AHAAH3A U BLICOKOR
BOCIIPOM3BOAHMOCTH pe3y/bTaToB. ETo npumensiior mas:

HACHTH(HKALNH GYHKUHOHAMBHBIX TPYNN H CTPYKTYPbl MOJEKYJIbI
(cm. Taba. 3.2.2.1/1); Py Y

onpejeneHHs] KOHUEHTPAUHH BelIeCTBa B CMECH M KAaUYeCTBEeHHOro
aHaJjM3a MNnpoAyKTOB peaKkUunHu;

M3YyUeHHUS KMHETHKH peakuuf;
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Puc.-32.2.1/11. UK-cnektp mera-xpesona

HAeHTH(QHKALMY BEILeCTBA 10 H3BECTHOMY CMEKTpY;
unentuukaunn Beuects meronom MK-cnekrpockonuu B couera-

nun ¢ TCX (cm. pasa. 2.2.4).
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3.2.2.2. CnekTPOCKONHsi KOMGHHALHOHHOTO paccesiHus (KP)

KP-cniekTpockonusa — 310 MeTox HCCJef0BAHHS CTPYKTYpPbI MOJe-
KyJl, OCHOBAHHbIH Ha H3MEHEHHH K0.1e6aTe/bHOTO H BPALLATENbHOTO
ABHIKEHHST MOJIEKYJ, CONPOBOXKAAIOLIErOCs H3MEHEHHEM MOJsApH3ye-
MOCTH MOJIEKYJ, B NO/e 3/€KTPOMArHuTHOTo Hanydernst. KP-cnekrpo-
CKOIIHSl HaXOAUT LWHPOKOE IIpHMEHEHHe TMPH aHajlH3e COEeNHHEHHH
C HenoaapHbiMH rpynnamu. [Ipu uccnenoBanusix semiects KP- w
HUK-meronpl nonoansiior apyr apyra.

P U3nvecKHe OCHOBLI MeToAa

KP-cnexktpockonusi siaisiercsi Gosiee CJIOKHBIM METOAOM aHANH3d
no cpasHennio ¢ MK-cnextpockonneit (cm. pasg. 3.2.2.1). Kone6a-
Te/bHbIE H BPallaTe/bHbie Mepexoibl MOJIeKy1 HaGJII0al0Tcst B ABYX
tunax cnektpos: KP- n UK-cnekrpax. [NosiBaenue nonoc norioiienus
B MK-cnektpax. cBs3ano ¢ nornouennem uanyuenus, a B KP-crekr-
pax —c paccensanvem. Ilpu Bos- '
JAEHCTBHH HA MOJIEKYJbl 3JeKTpPOo-
MarHWTHOTO H3/]Y4eHHsl 4acTb [Or-
JIOIEHHOrG CBETa PAaCCeHBAETCS Be-
L1ecTBOM Gecnopsilo4Ho o OTHOLIe-
HHIO K HanpaBJeHHI0 BXOASILEro
ayua. Ecau nagaouwmii ayu ssaser-
Csl. MOHOXDOMATHUYECKHM, TO 60Jib-
las 4acTb PacCesiHHOro cmera (yn- J
pyroe psjeeBckoe paccesiHue) xa-
paxKTepusyeTcsl yacToToR nanaio-
uero cBeta, a He6osabllag 4YacTb
H3JIYUEHHSI — 4aCTOTaMH, OTJIHUHBI-
MH OT nepBoHadajbHOH (Paman- - e=c
3¢pext). Mepoil suepruu, Heobxo-
OMMOH /11 BO3HHKHOBEHHSI H3MeHe-

l
HK~cnexmp

0

[
KP-cnexmp

\

Puc. 3.2.2.2/1. Cpasuegue UK- u KP-éneK- J000 2500 2000 1600 1200 800
TPOB CTE@POAOBOH KHUCAOTH B KHAKOH (hase Bonroboe vucno,cm"
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uMil KoJle6aTeIbHOro U BPAlATeNbHOrQ COCTOSAHUA MOJIEKYJI, sIBJISIeT-
cfl pasHOCTb 4aCTOT Majaiouiero usjaydenus W Jaunun KP-cnekrpa.
B ornuune or MK-cnekTpos, B KOTOPBIX MpOSABJAIOTCA KosebaTesb-
Hble Tepexojbl, CBf3aHHbie C H3MEHEHHEM [HUMOJbHBIX MOMEHTOB
MosiekyJ, B KP-cnekTpax NpOSIBAAIOTCS JIMIIb T€ JIMHHH, KOTOPbIE
COOTBETCTBYIOT KOJIeGaHHsAM, CONPOBOXAAIOILUMCS H3MEHEHHeM MOJIf-
pH3YEeMOCTH MOJIEKYJbl (Mepa HM3MEHEHHsl 3JEKTPOHHOIO COCTOAHUS
mosexyabl). Kak npasuio, nosochl, unTencushbie B MK-crnekrge,
He sBJASIIOTCA MHTeHcHBHbIMH B KP-cnektpe, U Hao6oport, T. e. oba
MeTOa AONoJaHsAT Apyr apyra. Ha puc. 3.2.2.2/1 comocrasjenbl
UK- u KP-cnekrprl. AKTHBHbIMHM B KP-clekTpax sIBJASIIOTCH TPYIIIBE

—(‘F-—X X =H,C,0,N,CI,Br,I,SH

>C-X X=CHO

—c=X X=CN
X-X X=0,8

MopsaoK BHINONHEHHS Onepaumit

MeTon xapaktepuayeTcs INpPOCTOTOH MOATOTOBKM ofpasua, Tak
KaK OH MOKeT ObiTb HMCCJIel0BAH BO BCEX arperaTHblX COCTOAHHMSX.
B kadecTBe pacTBopuTesell HAPALY ¢ BOAOH MPHMEHSIIOT CEPOYIJIEPOL,
UETBIPEXXJIOPHCTHIA YIJIEPOA, ALeTOH, XJOPO(MOPM M LHKJOTeKCaH.
BeulecTBa, BJAHAOIIHE HA pe3y/bTaThl aHasusa ((uyopeclupylollHe
COE[IMHEHHUs1), TMepel CHSTHeM CIIeKTpa Y/JaJsioT (Hanpumep, NpH
nomoIluu xpomartorpadHn, cM. pasi. 2).

0O6aacTb npumeHeHHUs

HccnenoBanue CTpOEHHST BEHIECTBA.

O6HapyKeHHe ¢J1a0ONONAPHBIX H HENOJAAPHBIX Py

Mpentudukauus H3omepos.

Hccnenopanue MOJAMMEPOB: AJHHBI LUENMH H CTEPEOPUIYJSPHOCTH.

[TpHMeHeHHe jia3epHON TeXHHKH CYLLECTBEHHO YNPOLLAeT U COKpa-
waer spema aHanusa. Ciegyer noguepkHyThb, 4to B oTauuue ot MK-
B KP-cnekTpocKom#uW MOXXHO NPHUMEHAATh BOJAY B KauecTBe pacTBO-
putessi. KoauuecTBo BeulecTBa, HEOGXOAMMOrO IJisi [POBEAEHHS
aHaJ/M3a, COCTABJ/SIET HECKOJbKO MHJJIMIPAMMOB.

BHBJMOTPA®UYECKHUN CITMCOK

A. Anderson, The Raman Eifect, Marcel Dekker, New York 1971

J. Brandmuller, H. Moser, Einfuhrung in die Raman-Spekiroskopie, Steinkoplif,
Darmstadt 1962 : .
S. K. Freeman, Applications of Laser Raman Spectroscopy, Wiley New York 1974
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. Hesse, H. eier, B. Zeeh, Spektroskopische Methoden in d i
Chemie, Thieme, Stuttgart 1984 P P er organischen

F. Matossi, Der Raman-Effekt, Vieweg, Braunschweig 1959
H. A. Szymanski, Raman Spectroscopy, Theory and Practice, Plenum, New York

1970
\M. C. Tobin, Laser Raman Spectroscopy, Wiley, New York 1971

3.2.3. CEKTPOCKONHUSA B YIAbTPA®GHUOJIETOBOM (Y®)
H BHIHUMOM CBETE

Cnextpockonusi 8 Y® M BUAHMOM CBeTe — 3TO pasfes ONTHKH,
B KOTOPOM HCCAEAYeTcsl 3aBHCUMOCTb HHTEHCHBHOCTH IOIJIOLLEHHS
3JeKTPOMArHUTHOIO H3JYYeHHs, NPOUIeALIEro Hepe3 aHaJu3HPYeMOoe
BemeCT)Bo, OT AJIHHBl BOJIHBI (B yJAbTpaduoseTOBOH H BHAMUMOH 06-
Jactax).

du3nyeckrHe OCHOBBI MeEToa

HupI/I NOMVIOLIEHHH CBeTa MOJIEKYJ0H B BHIMMOH H yJbTpacduose-
TOBOH 006J1acTsiX H3MEHSIETCA 3IHEPTUS OMpPEe/eJE€HHBIX 3JEKTPOHOB,
YTO MPUBOAMT K HX Mepexoiy Ha 6osee BLICOKHH 3HEPTeTHYECKHH
YPOBEHbD.

[lepexon snekTpoHa M3 OCHOBHOTO COCTOSIHMSI S B BO3GYKAEH-
HOEe COCTOsiHHe S’ COMPOBOXKAAETCS H3MEHeHHeM KoJe6aTelbHOro
M BPAlLATEJNbHOrO COCTOSIHUE (puc. 3.2.3/1). MHUHUMAaJbHbIE Pa3JH-
UHsi B SHEPTeTHUECKHX COCTOSIHHSIX KOJIeGaTeJbHbIX H BPalllaTebHbIX
YPOBHEH OJHOTO M TOTO XXe 3SHEPreTHYECKOrO YPOBHS NPHBOLST K
BO3HUKHOBEHHIO TOHKOH CTPYKTYpbl noaoc cnekrpa. OnHako mpu
OGbIYHBIX YCJIOBHMSAX M3-32 B3aHMOLEHCTBUS MOJEKYJ APYT ¢ Apyrom

BpawamensHsie
IHEPLETIIUYECKUE

ypobru

\JNERTPOHHSIE
nepezods!

Frnepaus

= \/(o/reb'amem/-/ue

S — S 9HEpREMUYECKUE
77 YypoBru

Puc. 3.2.3/}. JInarpamma 3uepreTHueckux YpoBHed MojleKy/bl (OCb OpAUHAT — B
ycaoBHOM Mactirabe)
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. Puc. 3.2.3/2. Dueprethueckasn auarpamva
07 (paspsiTAsowan)  37eKTPOHHBIX NEPEXOA0B MEXAY Pas/iuy-
n* (paspsizasowgan)y  HBIMH  MOJIEKYJIADHLIMH  OPGHTaJIAMH

wl %% [x [x Tx (aHeprus, Heobxoaumast A Bo36yxnae-
] T ‘“;‘ ‘7 ‘7 ﬁ‘ ‘? HHS 5J€KTPOHHBIX MEPEXO0B, YBeJIHUHBA-
R ol &l o &6l ercs caesa Hanpaso) [Roberts 1. D,
& n (Hecbronbarouas) Caserio M. C., Basic Principles of Orga-

7 (8385 nic Chemistry, Benjamin, Menio Park,
(clau forowuas) - ond edition 1977, p. 290]

0 (cBsasibarowan)

M ¢ pacTBOpHTeNEeM B - NeKTPe MONVOIeHHs HabJI0AaloTCcs TOJAbKO
CPaBHHUTENbHO IIMPOKHC (1010CH MONIOIEHUsT .

DHeprus nepexola ¢ OJHOrO Ha APYrod BpallaTeNbHbIH 3Hepre-
THYeCKHH ypomeHb coctasasier ot 0,4 a0 40 Ik -Moab ™!, Koneba-
TeJbHbIH ypoBeHb — OT 4 10 40 KIIXK-Mosib~', 3JeKTPOHHbIA ypo-
BeHb — oT 40 10 4000 kI -mosib~ .

I/ MHOrOaTOMHBIX MOJIEKYJ OOBIUHO BMECTO BblLIEYTIOMAHYTOTO
NIOHSITHSl «IHEPreTHYeCKOe COCTOSIHHE» I[IPHMEHSIIOT INOHSATHE «MoJie-
KyJAsipHasi op6uTa/b». JTO CBS3aHO C T€M, UTO AJIS OTHe/tbHbIX 3JeK-
TPOHOB HEBO3MOXHO ONpeleHTh TOUHOE MOJIOKEHHE B MPOCTPAHCTBE.
CuHTalOT, YTO 3JMEKTPOHBI BCTpPEUaIOTCSl B ONpejeleHHOH 00aacTH
(Ha onpeneseHHOM OpPOGHTANH) MOJIEKY/bl C OINpeleNeHHOH noJel
BEPOATHOCTH. B 3aBUCHMOCTH OT BUJA CBA3U B OCHOBHOM COCTOSIHMH
MOJIEKYJIBI DA3JHUYAIOT G-, T- U n-0pOUTaNU. DJIeKTPOHLI HA - H T-0p-
GuTasiX y4acTBYIOT B o6pa3oBaHMH o- H m-cBsized. [lostomy Takue
op6utasin HasbiBalOT cBA3biBalOMUMH. Ha n-op6uTansix Haxonsites
3JeKTPOHbI, He I[PHHHMAIOWIHEe YyvacTHa B 006pa3oBaHHH CBsi3edt
(nampumep, cBOGOJHbIE 3/JEKTPOHHbIE Maphl aTOMa KHCJIOPOAA).
[ToaToMy Takue OpGHTaNH HA3bIBAIOTCS HECBSI3BIBAIOIMMH. DJIEKTDPO-
Hbl B BO30Y)XIEHHOM COCTOSIHHM HAXOAATCSl HA pAaspLIXJAfOIIHX
(aHTHCBSI3BIBAIOWHX) MOJEKyJAsApHBIX op6utanax. Ha puc. 3.2.3/2
NOKa3aHbl SHEpPTeTHUYECKHe YPOBHH PA3JIHUHBIX MOJEKYJAPHBIX OPGH-
tajeil. B 3aBucHMOCTH OT BHJa CBSI3H, B KOTOPOH YUaCTBYIOT 3J€KTPO-
Hbl, ¥ BHa 0p6UTAJH, HA KOTOPYIO OHH NEPEXONAT B npouecce BO36YXK-
JIeHHsI, pacCMaTPUBAIOT CJAefylollye THIBL [1epexojo0B:

n— n*, cBOGOAHBLIN N-31EKTPOH MEPEeXONUT Ha BO30OYKIACHHYIO,
paspbixJsiouylo op6uTatb (n*-opbutasnb);

n— o¥, cBOGOAHBLIA M-3MEKTPOH NEPEXOJHT Ha pPa3pblXJALLYI0
op6HTaJb G-cBSI3H (0*-OpGHTAD);

0 — 0¥, 3JIeKTPOH O-CBSI3H NMEPEXOJHT Ha PAa3PhIXJAALLYI0 OpOH-
Tajb ¢-CBS3u (0*-0p6GUTAD);

7 — ¥, 3MEKTPOH 7-CBA3H MEPEXOJHT Ha Pa3PHIXIAIOLLYI0 OpOH-
TaJb n-CBA3K (m*-opOutajb).

BeposiTHOCTh mepexofa ¢ — n* H 71— n™ oueHb MaJia, H BCIes-
CTBHE 3TOTO COOTBETCTBYIOLIHE TMOJIOCH MOINOUIEHHSI MaJjo HHTEH-
CHBHBI H MPAKTHUECKH He HabJII0JAI0TCA B CHEKTPax, CHATbIX B 0ObIY-

* BpaulatebHO-KOJIeGATENbHASL CTPYKTYPA 3JEKTPOHHOTO CHEKTpa Habaoaaercs
TOJBKO B ras3osoil ¢ase.
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HbIX ycaoBusix. Kak nokasawo ua puc. 3.2.3/2, mas B0o3GykaeHus
O-3JIEKTPOHOB (0 — 0*) HeoGXomMMO OYeHb GOJIbLIOE KOJUYECTBO
3HEprud, ¥ B CBA3H C 3THM [0JIOCH! MOIVIOULEHHS AJKaHOB Jjiexar
B KOPOTKOBOJIHOBOH (BaKyymHo#) yabTpaduoserosoit obsnactu. [das
nepexoga n — n* Tpebyercsi HeGOJBIIOE KOJNHUECTBO 3SHEPrud, H
MO3TOMY I10JIOCHL MOFJIOUIEHHS, COOTBETCTBYIOIUHE 3TOMY Iepexopy,
pacrnosioxexsl B 6JH3KOH Y/IbTpadUOJETOBON HIH BUAHMON 06sacTsX
cnekTpa. AHa/lM3 crekTpa Mo3BoJsisieT ClesaTb BbIBOA 06 3/eKTpoH-
HOM COCTOSIHMHM MoOJIeKyJa. Kpome TOro, cyulecTByeT MNpaBHJO, MO
KOTODOMY MOXKHO OLEHHTb BEpOATHOCTb Mepexoja M Ha OCHOBAHHH
3TOr0 — WHTEHCHBHOCTb COOTBETCTBYIOULEH noJockl. Mcnoabsys sty
HH(OPMALHIO, MOXKHO MPEACKA3aTh PACNOJIOKeHHe IOJIOC NOTMOLIEHHS
B/CIIEKTDE JJIsl pa3pellieHHbIX 3JIeKTPOHHbIX nepexonoB. B ta6.a. 3.2.3/1
NpUBEAEHEl 3/71€KTPOHHBIE TEPexXobl MPOCThIX OPraHUYECKHX MOJIEKY.I.

OCHOBHBIMH BEJMUYHHAMH B CHEKTPOCKONHU SIBAAIOTCH NOrjoule-
Hue E ¥ MonbHbill Ko3hduUMeHT noryollenns & (cMm. pasa. 3.4.1.1).
3aBHCHMOCTb Me)KIy OOEHMH BeJHUHHAMH BBIPAKAETCH 33aKOHOM

Tabauya 3.2.3/1. Xapakrepucruka 34KTPOHHBIX NEPexo008 HEKOTOPbLX
NPOCTHLY MOAEKYA [Roberts . O., Caserio M. C., Basic Principles
of Organic Chemistry, Benjamin, Menlo Park, 2nd edition 1977, p. 289]

Coenunenne Mepexon Avake, HM €haxe PacTsoputess’

(CH3),C=0 n—a* 280,0 15 [luknorekcan

' o~ g 190,0 - 1100 Luxaorexkcan

n— g*® 156,0 Cunbibit  Liuknorekcau
CHo=CH, - ¥ 175,0 10 000 e
CHy;=CH—CH==CH, T —> ot 217.0 20 900 [ekcan
CHg—CHngH—C H=CH— 7~ ¥ 227,0 22 500 Tekcan

— 3

CHy=CH—CH,—CH,— >t 185,0 20 000 Sranon
—CH=CH, .

CH3—C=CH n— g* 186,5 450  Liuknorexkcad
CHy=CH—CO—CH3; n -~ g* 324,0 24 Itanoa
T — m* 219,0 3600  Jrtanoa
CH, 0 — o*" 1219 CunbHbIH e
CH;—CH; ¢ —og*' 135,0 CHJbHBIH e
CH3;—Cl n - g*t 172,5 Caabbiit e
CH;—Br n— g** 204,0 200 e
CHj—I n — g*~ 257.5 365 [Tenran
CH3;—OH n — g*t 183,5 - 150 e
CH3—0O—CH; n — g*t 183,8 2 520 e
(CHs)sN n — g¥t 227,3 900 e

® MoabHblil K03pOHUHEHT NOTIOWEHHST NPH Ayaxe.

® Heo6X0HMO yKa3biBaTh paCTBOPHTE]b, TAK KAK OH BJHSET Ha MOJ0XKEHHE MaKcHimMyMma
MOTJAOULEHHS U Evaxe.

" Jlannble HeJOCTOBEPHLI.

" 0 — o*-nepexojbl COOTBETCTBYIOT MEPEXojAaM co CBA3bIBaKOLIEH OPOHTAJNH HA DPAa3PHIXJA-
wyio op6uranb ¢ 60Jiee BRICOKOH 3HEprueil. ~

% n — g*-nepexoibl COOTBETCTBYIOT NMepexofy CBOGOAHOM 3J€KTPOHHOH Napbl Ha Pa3pHXJIAIO-
ULYIO MOJEKYJ/SIPHYIO OpGHTaAb G-CBSI3H.

¢ HMsmepenHe NpOBOJHJIN B napopo#t dase.
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Puc. 3.2.3/3. Pazanune memay OOCBIYHBIMH H
05+02) | E=0,5 dna Hopraretoeo andoepenHaabibiMy (o 2-i IPOU3BOLHOH)

’ cnexmpa CNeKTpaMn Ha Mnpumepe 0,05%-ro pactBopa
E=0,2 dnn 8mopod cyabtara L-amderamuna
npousBodnoi

JlamGepra — Bepa (crnpaBeasnB TO/b-
KO 1A pas36aBJeHHBIX PacTBOPOB):

) \W\/
\ E=¢Cd.

Bmopas
npousbodnan AGCOpGUHOHHAA CNEKTPOCKOMUS H3Y-

yaer 3aBHCHUMOCTb MOIVIOUWICHHST OT
HopmansHelll IJIHHBI  BOJIHBI A  HMJH  BOJIHOBOIO

./ crexmp uncaa v¥.
0t [Tonochbl TOTJIOLLEHHS, Xapakrep-

P RN N Hble A5 OTAE€JbHOrO . 3JIEKTPOHHOro
220 _ 260 300 A,HM nepexoja, HabJ0AIOTCS B CIEKTpaXx
OTHOCHUTENIHO PENKO. B MOJEKy/IsipHBIX CIEKTPAxX OT/e/bHble JHHHH
06 bEIMHSIOTCS B JIOCTATOUHO INHPOKHE MoJ0chl norjouwenus. Ta-
KOe JKe siBJeHHe HabJl01aeTcsl [IPH aHaJH3e CMeced BEeLLeCTB, B ClIeKT-
pax KOTODbIX M&KCHMYMBbl IOJOC HaXOAATCst Ha HeGOAbUIOM pac-
crostHun aApyr ot apyra. Hduddepenuupopatne (npeinoyTHTENbHO
ABOHHOE) CNeKTpa Mo3BoJjsieT Gojiee TOUHO MIEHTH(HLHPOBATL He-

SiCHbIE TOUKH MaKCHMyMOB, MHHHMYMOB H Iieperu6os (puc. 3.2.3/3). .

HMcnonbays JMHeAHYIO 3aBHCHMOCTb BTOPOH MPOM3BOJAHON CHIHasa
CMEeKTPa OT KOHLEHTPAlHH BELIECTBA, MOXKHO NPOBOAHTL KOJHYE-
CTBEHHBIH aHAJ/IHM3 — OnpejlefieHHe KOHIEeHTPAIlHH BeLlecTB B MHOTrO-
KOMIIOHEHTHBIX CMeCfiX C BbICOKOH TouHOCThbIO. [IpHuem uyBCTBH-
TeJbHOCTh 3TOFO METOAA 3HAYHTENLHO Bbllle, UeM OOGBLIUHOTO CIEKTPO-
CKOIHUECKOr0 MeTola.

Mpu6opmn

B Hacrosiee BpeMsl CMEKTPOCKOMNHUYECKHE METOJbl COBEpPUIEHCT-
BYIOTCSi BCJELCTBHE MPHMEHEHHs HOBEHLIMX TEXHHUYECKHX [OCTHXKE-
HHH (rosorpaduueckhe pelleTKH, KomnbioTepHasi 06paboTKa pe3yJib-
TATOB 3KCIIEPHMEHTA C UCTIO/Ib30BaHHeM MUKponpoueccopos) . [1pubop,
H3o6pakeHHbli Ha puc. 3.2.3/4, CyILECTBEHHO He OTJHYAeTcst OT
Gonee paHHUX KOHCTPYKuUHMit. IIpumenenue rosorpagpuueckux peuie-
TOK MO3BOJSIET YMEHbLWHTb paccessHhe W YJyULIMTh MOHOXPOMATH-
341HI0 CBeTa, YTO AdeT BO3MOXKHOCTb 0oJiee TOYHO OLEHHTb H3Me-
psiemblii curdaj. [locne H3MepeHHst CHTHajla OCYIIECTBJSIOTCS €ro

* B ¢u3uueckoll XMMHH NDPEAMNOUATAIOT WCMONBL3OBATH BOJHOBOE YHCIO V, TaK
KaK OHO ABJSIETCSl MepOfl IHeprMH NPH JEKTPOHHOM rnepexoje. Bsaumuuiii nepecuer
JUIMHBL BOJIHB ¥ BOJHOBOrO 4YHCAA NMPOBOASAT [0 ypaBHeHwo v =1/A, npuuem X Hame-
psieTcst B CAHTHMeETpPax.
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Puc. 3.2.3/4. Ontunueckas CXeMa DETHCTPHPYIOILETrO ABYXJIYUEBOr0 CHEKTPOGOTOMETpA
(Pye Unican Ltd., Cambridge/England):

W — namna nakanusauus (BUAMMBLL cBer); D — nefite
: ; pueBas samna (Y®-cser); S1—S5 —
3'epKaJIO, F— duabrp; L — nunsa; Spl, Sp2 — wean; G -— ronorpaqmqecxz)m pewrerka;
Ky — KioBeTa cpaBHeHWst; K, — M3MepUTe/]bHAS KIOBETA; P — doroymHo)HTeNb; S7U u
S7mm — 3epkana '
npeqﬁpasoBaHHe NpH NOMOILH SﬂeKTpOHHOI:I CACTEMBl H 34dllUCb B
o6biynoM Buze [¢pyHkuus E=f (L)].

COBPEMeHHble, ylupanJs€mMble MHKPOIPOILECCOPOM CHEKTpO(bOTO-
METPbl HMEIOT CYILECTBEHHbIE NIPEHMYLIECTBA MO CPaBHEHHIO C GoJgee
paHHHUMH KOHCTPYKUHSIMH:

[HHPOKHH AHAaNa30H U3MEPEHHS MOIJIOLLEeHUs (110 HeTbIpeX e XHHHU L
HOI‘JlOLIleHPlﬂ); BO3MOXKHOCTb JIOI‘apI/I(i)MHpOBaHI/Iﬂ BE€JUYHHbBI NOIJIO-
U1€HHS, YTO MO3BOJIACT aHAJU3HPOBATH 06pa3ub1 J1060# KOHIleHTpa-
uuu 6e3 [EPEKAIOYEHHUA UYBCTBHTEJNbHOCTU npnﬁopa BO BpeMsl H3-
MepeHHH,;

BO3MOXKHOCTb 3alHCH AHGbepeHUHanbHON CneKTpaibHOH KPHBOH
NIEPBOro H BTOPOro MnopAaKa, YTO 3HAUUTEJbHO IOBbLIIIAET PIH(I)Op-
MaTHBUHOCTb CIIEeKTpa, 0co6eHHo MpH aHaJ/H3¢ MHOTOKOMIIOHEHTHbIX
cMeceu,

aBTOMAaTHYECKH U NnepecyeT H3MEPEHHbIX CHTHAJIOB B Jg1o6bie enu-
HHUbI U3MEDEHHA (Hanpumep, KOHUEHTpaLUHH, NOTJIOLIeHUS UJHU lg 8);

BO3MOXHOCTb ABTOMAaTHUYECKOH CMEHBI oépasuos;

BO3MOXXHOCTb nepnonmecxoﬁ 3arHCH cnekTpa (qepes onpeaesieH-

_ Hble HHTepBa/bl BPEMEHH), YTO HAXOAHT WUIHPOKOE NPHMEHEHHE MpPH
KHHEeTHUECKHX HCCJIE0BAHHSIX.

MoaroTtoBka o6pasua

BaBewinBaloT npu6AM3NTENBHO 25 MI BELLECTBA C TOYHOCTBIO
=+0,1 Mr ¥ pacTBOpPSIOT €ro B NMOAXOASILIEM PACTBOPHTeIe, KOTOpBIH
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JIOJKEH XapaKTepu3oBaTbCsl MUHUMAJbHBIM MOIJIOUIEHHEM B HCCae-
Jyemoit 06JacTH B MepHO# KoaGe Ha 25 MJ.

[OTOBAT pacTBOP HCCJELYEMOro  BEIeCTBa KOHLEHTpauuei
1.10~% mMoab-A~" fyTeMm MOCJEL0OBATENbHbIX pa3GaB/ieHuH.

UsMepuTenbHYIO KIOBETY 3alOJIHSIOT TMOJIyueHHbIM pAaCTBODOM,
a CPaBHUTEJbHYI0 — PACTBOPHTENEM (TOJILMHA KIOBETbl COCTABJACT,
nanpumep, | cm). Jlas usmepeHuil B 1Hanasose Ot 180 mo 400 HM
HCIMONb3YIOT KBapuUeBble KIOBETHI, B auanasone ot 400 go 800 Hm
NPHMEHSIOT KBaplleBble MJIH CTEKJsIHHbIE KIOBETHI.

KioBeThl 3aKpbIBAIOT NPOGKAMU WM ClEUHANbHBIMA KDbILIKAMH,
TaK KaK npu paGoTe ¢ OTKPHITHIMH KIOBETaMH MPOUCXOINT HenapenHe
pacTBOpHUTeJs, UTO TPHBOAHT K TOSIBJIEHHIO KOHUEHTP alHOHHOH
HEOJAHOPOAHOCTH PacTBOPa W HCKAXEHHIO CIEKTpa.

[pumeHeHHe KIOBET Pa3JH4HON TOJIIMHEL, A TaKxXe pa3basieHHe
pacTBOpa He OKAa3blBAKT CYIIECTBEHHOTO BJMSAHHS HA MOJOKEHHE
MaKCHMyMa I0JIOCh! MOTVIOLIeHHS.

MopsiAoK NPOBEREHHS ONepauHit

[pu6op nacrpausawT npu 0 u 100%-m nponyckauuu. I1poBepky
NpaBHJILHOMN HACTPOHKH OCYILECTBJISIIOT, CHUMasl CTIEKTP CTAHAAPTHOTO
BelllecTBa.

VeTanapAuBalOT HEOOGXOAHMBIH AHANa30H IJAHH BOJH.

BhIGHpaioT COOTBETCTBYIOUIME JHaNa3oH YYBCTBHTEJNbHOCTH: Ha
HEKOTOPbIX yCTapeBIUHX MOJEJAX NPHGOPOB CYLLECTBYET TPH Auara--
30ma: or 0 1o 1, or 0,5 no 1,5 u or 1 mo 2.

CospemeHHble npuGopnl paGoTaoT B Gojlee HIHPOKOM AHanas’oHe
yyBcTBHTeAbHOCTH: 0T 0 10 0,2 1 ot 0 1o 4. OpHako cielyeT yuH-
ThIBaThb, YTO TOUHOCTb H3MEpeHHH CyLIECTBEHHO CHHXKAeTCs BbIllIe
JABYX €IMHHIl ONTHYECKOH TMJIOTHOCTH.

KoauuecTBeHHbI# aHAJH3 Pe3yabTaTOB

3HayeHue BEJHUHHbI, 3allMCAHHOH HA CaMOMMCLE, Ha3biBalOT I10-
rnoutendem. [lorviolleHke, KaK MpaBHJIO, MPONOPUHOHAIbHO KOHLEH-
| TpauMM pacTBOPEHHOTro BellecTBa (3akon Jlambepra — bBepa):

E=eCd,

rae E — norsoutenne; d — ToAWHHA OOTJollalollero  ¢1osi; C — KOHUEHTpauys
PacTBOPEHHOrO  BELlecTBa, MOJb-J " '; & — MOAbHBIAL KOID(OHUMEHT MOTJIOUEHHS
(cneundHueH [Js KaXIOTO BEleCcTBa, €ro 3HaueHwe MNPHBOAAT BMECTE C AaHHHIMH

0 MaKCHMYMe fOT/IOILEeHHS) .

OdopMmaeHde pe3yabTaTos

B GHOJOTHH TPUBOAAT 33aBHCHMOCTb [MOIVIOIMEHHS OT JJIHHbI
BoJaHbl (puc. 3.2.3/5,a). B xuMHH u mpexje BCEro B (hH3HUECKOH
XHMHH TPUBOASAT 3aBUCHMOCTb lge OT BOJMHOBOrO HMCId v
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Puc.
mocmgﬁl.S/S. Croco6bl perucTpauiy CNIEKTPOB MOTMVIOULEHHSI (HA NMPHMEpe CHEKTpa Io-
A auxnoprerpagpesuanopdupusa, kouuenrpanus 10~° moab.n~' B XJ0pO-
. dopme:
a—
3aBHCHMOCTbL MOrMIOWEHHS E OT JJIHHB BOJIHB! A 6 — 3aBHCHMOCTD JOTapupMa MOJNBHOrO
KO3 PHUMEHTA € OT BOJHOBOro YHCJIA V. )

(puc. 3.2.3/5, 6). Hanpumep, ans nepecuera BemHuMHbI E=f (})
(cM. puc. 3.2.3/5, a) B Beanuuny lg e=f (v) (cm. puc. 3.2.3/5, 6)
MPOBOASIT  C/IeflyIOlIHe NpeoOpasoBaHHs: MaKCHMYM i’IOI‘.J](.)UJ.e;-IHﬂ
COOTBETCTBYET JJIMHE BOJIHb Ayaxe=427 HM; NOIJOLLEHHE TPH 3TOH
?gg}ge BOJIHbI_lE=0,49 (Ewaxc); KOHLEHTpALHs BellecTBa paBHA

MOJIb + JI (cm. pue. 3.2.3/5); Tak Kak HaHHble O TOJIIHHEe
KIOBETH He NMpHBE/EHbl, MPUMeM ee paBHOH |; Torma

e=E/(Cd) =0,49/(107°-1) =49-10° - g ¢ —569:
v=1/A=1/427 um=2,34-10* cm—".

Takum o6pasom nepecuuThi { i
noroens q%pes Ka)KEbIe ; H;a}OT 3HAaYE€HHE TOYEK Ha KPHBOMH

Ecnu mosbHbie KO3(@uuHeHTH nOrIOIEHHS, COOTBETCTBYIOLIHE
PasHYHbIM MaKCHMyMaM MOJIOC CNEKTPa, Pas3jHYAIOTCA HA HECKOABKO
NOPSAKOB, TO LE/NeCOO6PA3HO NPEACTABHTH CNEKTP B MOJY.JIOrA ub-
MHUYECKHX KOODNHHATAaX B BHAE rpadHka 3aBHCHMOCTH Ig ¢ gT v
écx(.) puc. 3.2.3/5). W3 pucyHKa BHAHO, 4TO nIpH M300pakeHHH crekTpa

JIyJI0rapudMHYECKHX KOOpAMHaTax (cM. puc. 3.2.3/5, 6) nposiB-
Jsiercst Gosiee TOHKast CTPYKTypa crextpa. Tako# cnocéﬁ u3obpa-
KEHHS TO3BOJIAET TaKXXe CPABHHBATH CNEKTPbl PasHUHBIX coeﬂpu-
HEHHH. DTO CBA3AHO C TEM, UTO MOJbHbIH KO3(QOHIUHEHT NONOLEeHHS
HE 3aBHCHT OT KOHIEHTPaLHH.

B paGouem xypuane npusoasiTcs pesysbrathl amagusza crekTpa
(cM. puc. 3.2.3/5, 6). MaKCHMYMbI MOIVIOMIEHUST npu 2,410~ CMBl
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(2,8-10%), 2,34-107* em ! (4,9-105), 1,79-10~% em™! (1,52-10%)
B 167-10~" em~' (7,6-10%) (107° mosb-s1~", xopodopm).

C Weno/b30BaHHeM BEJHUHH TOIJIOLULEHHS H MOJbLHOTO KO3(hdu-
LHeHTa MOTJIOIIEHUsl &, ONPENENEHHbIX MPH OLHOH M TOH e AnuHE
BOJHBI, MOYKHO PACCUHTATH KOHUEHTPAUMIO JAHHOTO BEUIECTBA B

pactsope (cM. pasi. 3.4.1.1).
O6aactb NPHMEHEHUS

Waentndukaius BellecTBa M0 H3BECTHOMY CIEKTDY.

YCTaHOBJEHHe CTPOEHHs BellecTBa (IIpexx[e BCero NpHMEHseTcs
1J151 HeHACHILLeHHbIX ajJudaTHYeCKUX H apoMaTHYeCKHX CO€e/IMHEeHHH,
a TaKXKe JJIA COeLMHeHHH, COAEPXKallUX KapOOHH/bHbIE TpyMIIh) .

OueHkKa cTeneHH 4HCTOTHl BellleCTBA.

Onpejenenue KOHLEHTPALMHd BewecTts B MHOTOKOMIOHEHTHBIX
cMmecsAX (3amuch AHddepeHiasbHOR CreKTpa/bHOH KPHBOH BTOPOTO

NopsiaKa).
BUBJIMOTPAGHUUECKHUH CITHMCOK
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3.24. AUCNEPCHUS ONTTHYECKOTO BPALLEHUA (1OB)

Jlucnepcreil ONTHYECKOTO BpallleHHs Ha3bIBAoOT 3aBUCHMOCTDb
ONTUUECKOH AKTUBHOCTH BellecTBa OT JJHHBl BOJHbI JUHEHHO TNoJd-
PH30BAHHOTO Jy4a, MPOXOISIIEro 4epes 3TO BELIECTBO.

du3nuecKne OCHOBbI METOLA

[Ipu NPOXOKIAEHHH JHHEHHO TOJSIPH30BAHHOTO CBETA 4€PE3 OMTH-
yeCcKH aKTHBHbIE cpejibl HabJjlofaercs BpallleHHe MJIOCKOCTH MOJsApH-
3auuu (puc. 3.2.4/1). OnTuyeckd aKTHBHbIMH Ha3blBAIOTCA BelLé-
CTBA, MOJEKYJbl WJAH 3J]€MEeHTapHble sUefKH KOTOPbIX NOCTPOCHBI
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I
a &
Puc. i g i
¢. 3.2.4/1. Bpalllenye MNOCKOCTH MOASPH3AUHH JMHEHHO HOJAPH30OBAHHOIO CBeTa
(IpH TPOXOXKICHHH uepe3 ONTHUECKH aKTHBHYIO Cpemy

I(J:;{O?('QQ;‘J/]Q; Cll0KeHHe COCTABMTIOWMUX C NPABOW U JeBOH Kpyrosoil noaspusauneii

YUEHUsT PACNIPOCTPAHACTCSA NMEPNEHAUKYAAPHO IJIOCKOCTH uepTexa) 1o (a)

4 nocae (6) npoXoxAeHHs JHHEHHO MOJAPH3OBAHHOTO CBETA YCPEe3 ONTHUECKH AKTHB-
HYIO cpeny

ACHMMETPHYHO, T. €. YaCTHUbI He 06J1afaloT MIOCKOCTbIO HAH LUEHTPOM
CHMMETDHH. JINHEIHO NOIAPH3OBAHHDIA MYHOK MOXKHO PacCMaTpHBaTh
KaK COCTOSIIMH M3 [BYX COCTAB/AIOLIHX C NPaBOH M JIeBOH KPYyropoii
noasipusaumed (puc. 3.2.4/2,a). 3T cocraBisiOUME XADAKTEPH-
3yl0TCst OAHHAKOBOH CKOPOCTbIO PACIHpPOCTPAHEHHs, (pa3aMH H aMILIH-
Tyaamu. [Toc/ie NpoxoxieHHsl ONTHYECKH aKTHBHBIX Cpel HabJI01aer-
Csl pasiuuue CKOpocTeil pacnpocTpaHeHHs J€BO- W MPaBOMOASPH-
30BAHHBIX COCTABJAIOLHKX, 4TO MNPHUBOJAHT K BO3HUKHOBEHHIO pa3-
HOCTH (a3 ¢ NOCJAeNyIOWHUM BPalleHHeM MJIOCKOCTH MOJSAPH3ALNH
(puc. 3.2.4/2, 6). Yroa noBopota ma0CKOCTH NOJISIPH3ALHH Ha3bIBAIOT
YLIOM BpAILleHHsl @, BEJIHYHHOM yrna BpalueHHsi WAH [IPOCTO Bpa-
LieHHeM. Kpome Toro, BeJIMUHHA YIJia BpalleHUS o 3aBUCHT OT D,Jlld[i{bl
BOJIHBL, TaK KaK CKOPOCThb DACHpPOCTPAHEHHS JI€BO- H NPABONOJAPH-
30BAHHDbIX COCTABJSIIOILIHMX TAKXKe 3aBHCHT OT IJUHBI BOJHBL. B Kaue-
crBe npumepa mpuBoaarest JLOB-cnextper D- u L—cynubéxawbop-
HOH KHCJOT (puc. 3.2.4/3,6). [usi cpaBHEHMs NPHBENEHbl TakKe
Y®- u KI-cnektpot (cm. pasa. 3.2.5, puc. 3.2.4/3,a u 3.2.4/3, 8).

I

- /A
150 401 N\ 4oL /o
N I / |
100 S [N % /o
W = S~
- 0 4 + Ml 2 < . \ .
. E - / g‘ 0 } t
50+ “40l \\JI L——ll;a—-

| 1
250 300 350 250 300 350 250 300 3I50

Anurna Bonner , v

Ka;\i)(;s 3'%'4/3‘ Cnektpbl D-cyandokaMmbopHoit (MYHKTHpHAA NUHHS) u L-cynbdo-
pHOH (crjiownas JmHufl) KUCJIOT (BCE CMEKTPbl CHATHI B BOMHBIX PaCTBOPAX
KHCJIOT KoHleHTpauued 0,5 r-n~'):

a — Y®-cuektp: 6 — NOB-cnektp; 6 — K/l-cnektp
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Puc. 3.2.4/4. Xapaktepucrukn JIOB-
1 ~ CcTeKTpa’

0 } 1 4 P — qnk, T — mnaauua; [P] — Bpalulenue,
a paBHO HyJio mpu 291 HM; @ — MOJeKyafip-
Has aMIiKTyna, paBHa - 96°, 6 — wIMpHHA
aMILIUTYAbl, paBHA 34 HM; KODOTKHE BepTH-
4ok b KaJbHble OTPe3kH Ha KpHBO# 0603HAYAIOT 10-
TA BEpHTE/IbHbIH HHTEPBAL HIMEDEHHBIX 3Haue-

HH#

. [p1w0?

i J L
250 300 350
Anuna Bonkst,#m

*

[Monoca mornmomenusi JIOB-cnektpa (cM. puc. 3.2.4/3, a) coor-
percTByer n — m*-nepexogy C=O-rpynmet (cm. pasi. 3.2.3). Ilpn
JUIHHE BOJIHbI, COOTBETCTBYIOWLEH MaKCHMyMY TOTVIOLLEHHS, HaGJo-
JaeTcs W3MEHeHHe 3HaKa yrjla BpaileHHs. JTO siBJleHHe Ha3blBaloT
s¢ppektom Korrona. Ha puc. 3.2.4/3, 6 npuBeaeHa KpHBasi MOJIOXH-
teqbHOro 3¢¢ekra Korrona ans D-cynbdokaMpOpHOA KHCIOTHL.
TlosI0KHTebHOE 3HAUEHHE yriia BpalleHHsi HaG/ionaercs npH GOJb-
IUMX [JIMHAX BOJIH, OTPHLATENbHOE — IIPH MEHbIUHX IJHHAX BOJH.
[Ipumep orpuuarenbHoro sdpdekra Korrona ans L-cynbdoxamoop-
HOll KMCJOTHI Takxe npusefeH Ha puc. 3.2.4/3, 6.

Beauuunbl, xapakrepusyomue [OB-cnektp, npuBeieHbl Ha

puc. 3.2.4/4.
[pu6opu

Ontuueckast cxema JOB-npuGopa npejicrap/eHa Ha puc. 3.2.4/5.

MopanoK BHNOJIHEHHS onepauuil

CHHMaIOT CIIEKTp TMOTJIOIIEHHs] HCC/IelyeMOro BelllecTBa B 061acTH
or 185 no 700 #M (cM. pa3x. 3.2.3). [1pu 3TOM YUHTBIBAIOT, UTO IpH
BHICOKHX KOHLEHTDAIHsX BellecTBa (NOJOWEHHe >>2) TOUHOCTD
usmepenusi JIOB-cniekTpa pesko chixkaercs. ITosTomy ansi noayde-
HHsl yIOBJETBOPHTENbHBIX Pe3yJbTaToB NO BCelt 06JMACTH LJIHH BOJH
HCMOJb3YIOT 06pAa3ibl Pa3NHUHBIX KOHUEHTPAUMH WM KIOBETH pas-
auunoit toswuabl (1, 2, 5, 10 nan 20 Mm).

lepen cuatuem J1OB-cnekTpa mpubop KaauGpyloT (Hanpumep,
no D-cyabdpokamdopHOH KHC/IOTE, CM. pasi. 3.2.5) u ycraHaBJjH-
BaioT 6a30BYIO JIHHHIO, [IPH 3TOM KIOBETA 32MOJIHEHA YHCTHIM pacTBO-
puTeseM.

MoHOXpOMATOp YCTaHABAMBAIOT HAa AJHHY BOJHbBI, COOTBETCTBYIO-
LLyI0 MAKCHMYyMY TOIJIOLIEHHs CIIEKTPa, H 3aTeM ONpefessioT TOUHOe
3HauyeHHe JBYX 3KCTPEMYMOB — MHKA M BNAAHHBI (CM. PHUC. 3.2.4/4).

UyBCTBUTENBHOCTh NMPUOOPA MOAGHPAIOT TaKUM o6pasom, 4TOGHI
MOXHO OblIO 3a(UKCHPOBaTh 00a 3HAUEHHS] 3KCTPEMYMOB.
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Ph A

Puc. 3.2.4/5. Onruueckan cxema [OB-npuGopa:

L — kcenonoBast namia (MCTOUHMK BHAMMOTO M yabTpaduoseToBOoro caera)

xpomarop; P — noasn e oo

o o nepng:;;;;)gﬂgi&auaer ABAa JIHHEHHO NOJAPHIOBAHHBIX JY4a, MIOCKOCTH KOJe-
APYr OTHOCHTEJIbHO ApyTa, Ayy
Gamnit koto| , Y4 @ MCKJIIOYaeTesi ¥ Morioua-
Mouk)b‘rolio-ro;f:oe?og PacTBOPOM ONTHYECKH AKTHBHOro Beliecrsa; MZ — moayastop (c lllno
MHpYeTCs nepeMeHHbld TOK B (pOTOYMH ' :
oxureae); A — a
UIEHHEM KOMNEHCHPYET BpauleHHe J i 4 ; naarop topa.
HHEHHO TNOJITPH3OBAHHOTO CBET g
uepes BeleCTBO, BeJHUMHA BpalleHH T Hamepenna) L P o
Al 3aMHCBHIBAETCS KaK pe3y.bTa
TOYMHOXHTEAb (U3MepsieT npeobpaso i 4  noror ) e o
BAHHBIHE MOLYJIATOPOM CBETOBOH MO
oy TOK U ¢opmupyer ne-
p HO€ HanpsixeHHe, KOTOpOe nocie npeo6pa3oBalHst B MEKTPOHHOM ycrp(%cﬂae pp?/cnonb-
3yeTcsl B AafbHediuem)

IIpenBaputensno cuumaior JJOB-cnekrp PH HeGOJbIION YYBCTBH-
TEJbHOCTH NMPHOOPA M Ha OCHOBAHHHU MOJYYEHHDLIX LAHHBIX IS omnpe-
AeNeHHbIX 06/MacTedl CNeKTPa yCTAHABIWBAKT COOTBETCTBYIOLLYIO
HYBCTBHTEJIbHOCTb HJIH HCIOJIb3YIOT KIOBEThbI APYFO# TOJLLHHBI Y

\

AHaaus pesyabTatos

. Yron Bpaulennsi o u3mepsIOT B rpagycax (rpaayc). Ipemen
YBCTBHTEJILHOCTH NPH [OJTHOM OTK/IOHeHUH cocrasisier 0,01 —2,0 rpa-

Ayca BpallleHusi. YieqbHOe BpauieHue |
. @] paccuuThBaOT 1O -
PEHHOMY BpAalIEHHIO o: P e

] =a-100/(Cd), (1

;fl: I/l[oc] — YA€/bHOE BPAIUEHHME, @ — U3MEPEHHbI Yroa - Bpaillewus, rpaiyc; d —
pHHA KIOBETHI, AM; C*KOHHBHTP&HHR Mccnenyemoro BellecrTsa B ,
r Ha 100 ma. pactRope.
YnenbHoe Bpauienue usmepstior B rpagyc-am2-r—'-10~2. Yacro
ggg;eﬂmor BeJHYHHY — MOJIEKYJ/IpHOE Bpaulenue *. McnoabsoBanue
BEJIMUKMHBI NO3BOJISAET CPABHUBATH PA3JHUHbIE JOB-criekTpbi.

[Pl =aM/(IC), (2)

*
I O6o3navenne [@] pedAnouTHTeabHee, yeM [a].,, Tak Kak npH ITom Gosee
BBID&)KE€HA DA3HHUA MEXAY MOJEKYISAPHLIM H YIeJbHBIM BpalleHHeM
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rae (@] — moaexynspHoe BpaIlleHMe; o — U3MEPEHHbIH yroj Bpauleuys, rpaiyc
M — MOabHAH wmacca, Tr-Moab ', [ — Tonuiuna KioBetsl, cM; C — KOHUEHTPAIHA

HceslelyeMoro BeliecrBa B pacTtsope, I"Jlil‘
MounekyJisipHoe BpallleHHe H3MePSIOT B rpaayc-cm2-monb~'. lose-
pUTE/IbHBIi HHTepBal 3HAYEHHWHA MPH 3aMHCH CNEKTPA YKa3biBAOT
KOPOTKHMH BepPTHKaJbHBIMH OTPE3KAMH B HECKOJbKMX MECTax KpuBoH
CHeKTpa. ' : '

Apdekt KoTToHa paccuuThiBAIOT 10 BEJHUHHE AMILIMTYAbl a:

a= ({P] uaxe— [P]uun) /100.

Odopmaenne pesyabTaToB

B KauecTBe XapaKTepHUCTHKH crektpa, kpome camoii. JIOB-kpu-
BOi, B paboueM XKypHale NMPHBOAAT CJeAYyIOLIHE AaHHble: KOJHUe-
CTBO BELECTBA, €ro KOHLUEHTPAUHs, PAaCTBOPHTENb, TOJILHHA CJ10A
KioBeTbl H Temnepatypbl. Haubonee HHPOpMATHBHBIM MOKa3aTesem
sBasiercss  MogekyaspHoe Bpauedue [P]. Tlostomy u3mepenHoe
3HaueHHe « Ha kpuBoH [ OB-cmekTpa nepecduTHIBAIOT B MOJIEKY-
JsipHOe Bpalllenue [@] uepe3 Kaxjble > HM 0 ypaBHeHHIO (2).

Ecan amnaurtyasi nukoB panHoro JOB-cnektpa orsnyalores
GoJiee ueM Ha MOPSIOK, TO Ha PHCYHKE YKa3blBAlOT MacliTalbl H3Me-
pedusi (cum. puc. 3.2.6/2).

Pesyasrathl anaansa JOB-cnekTpa 3amuchiBaloT TakuM 06pa3om
(na npumepe D-cynbpoxaMPOPHOK KHUCJAOTHI, CM. pHC. 3.2.4/4):
kpuasa [1OB ¢ nosoxureibHbiM 3@dektom KorroHa, ¢ MHKOM MpH
308 um, BnaguHOH 274 HM U Ao mpH 291 HM; MoOJeKyJspHAs aMIilIH-
Tyaa a= +96°, wWupuHa aMnauTynbl b =34 HM.

O6aactb npumenennss — cv. pasi1. 3.2.5.

BUBJHOTPAPHUUECKHUH (1ilICOK — cm. pasa. 3.2.5.

3.2.,5. KPYITOBOW AHUXPOU3M (KI)

[paBo- W JIEBOMOJSPH30BAHHBIA CBET MO-Pa3HOMY MOIJIOILAKTCA
ONTHYECKH AKTHBHBIM BEIIeCTBOM B 006J1aCTH ONTHUECKH AKTHBHBIX
mosioc noraouleHusi. [ToaToMy BBIXOASILLHIT H3 cpeibl CBET HMeeT
SJJIMIITHUECKYIO NOJSIpH3aLHio. DTOT 3PPEKT Ha3biBAeTCs KPYroBbIM

auxpousmom (KII).

Pu3nyeckue OCHOBbI METORA

JleBo- M NPABONOJSPHU3OBAHHbIE KOMIOHEHTbI Jyda CBeTa Mpo-
XOASAT yepe3 ONTHUECKH AKTHBHYIO CPCAY € Pa3JIHYHBIMH CKOPOCTAMH.
[Ipu 3TOM MX mMOMVIOLEHHE cpeJol Takxe pasnuuHo. Mamepenue
KPYroBOTO NMXPOH3Ma OCHOBAHO Ha Npeo6pasOBaHHUH JIHHEHHO MoJs-
PH30BAHHOTO CBETA B CBET, MOJSIPU30BAHHBIA MO KPYry BNPaBO H
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BJEBO, C NOCACAYIOUIMM H3MepeHHeM PAa3sHOCTH MOIJIOLIeHHS MocJe
POXOK/EHHSI YePE3 ONTHUECKH AKTUBHYIO Cpeny.
Ha puc. 3.2.4/3 npusepcusr Y®-, JOB- u KA-cnektpn D- n

L-cynppokamMPpoprO# KHCAOTHI. Makcumym uau munumym KJ1-cnextpa

B GOJIbLIMHCTBE CJyYdeB COOTBETCTBYET MaKCHMYMY IOJIOCHI I1OTJI0-
lennst YO-cnektpa (cM. puc. 3.2.4/3,8). B cBS3H ¢ TeM, uto K-
1 J1OB-s¢dexTsl B3aumocBsizauwbl, H3MEpUB OAHH H3 HH’X MOXKHO
npeo6pasoBaTh €ro B APYroi ¢ NOMOILBIO TEOPEMBI Kpox—mra’ — Kpa-
mepca. MHorne np16OpLl 1103BOJSIOT MOJYUYHTD KI-kpusylo, a 3atem
npeo6pasopath ee B JOB-cnekrp. B HacTosuiee BpeMsi KaKk npa-
BUJI0, cHUMaIOT K][-CreKTphl, Tak Kak aHain3 HX 3HAUHTENbHO npotie
Tak, Hanpumep, Tosbko K1-cniexktp nossossier AHAJNH3HPOBATH Beme-.
CTBa C GJIM3KO PacHoJOXKeHHbIMH MOJOCAMH NOMNIOUIEHHS B Y D-CrekT-
pe. OaHaxo, npH HeOGXOAUMOCTH NPOBEIEHHS aHAAM3a B OGJACTH
Huxe 180 nm, caumaror JOB-cickrp. Kak CAEelyeT M3 CcpaBHeHHS
CIIEKTPOB, MPHUBEAEHHBIX HA pHc. 3.2.4/3, a—as, K/1-3¢ ekt nabaio-
A4ETCsl TOJNBKO B 06JIaCTH MOJOC TMOIJIOWEHHS, B TO BpeMsi Kak
HOB-s>¢dexr nposiBasiercsi B Gosee wHPOKOH o6aacTh CrneKTpa.
B 3aBucumoctu or THna npu6opa aansbie no KJI noJayyawot Jau6o
B BHAE BCJIHYHHBL 3JJMNTHYHOCTH B, 1u6O0 B BHAE PA3HOCTH MOLIO-
weHHiH AE 0paBo- W J€BONONSPH3OBAHHBIX KOMIOHEHT E, H E,:

\E:E‘\kEn- (I)

IIpu oopmaenuu pesyabratoB ucnoabsyior MOJIbHYIO 3JIJIHIITHY-
HOCTb, KOTOPYIO PACCHUTHLIBAIOT MO H3MEPEHHOH SAJHITHUHOCTH:

[6] =330/ (IC), (2)

ae ' — U3M p HYHOCT — €Tbl, CM; L — KO (J -
et H3MepeHHas 3J1J1Mn CTh; [ - OJMLHHA CJ0A KIOB:
o B N H HTpa

HJIH IO PA3HOCTH NOTJOULEHHsE AE N0 ypaBHEHMIO:
[0] =33000EM/ (IC), (3)

}Ilt‘ ' \E — H3MepeHHast pas3HoOCTh noraouweHust; M -— mosbnas Mmacca reMOadb
-— TOJUIHHA CJI0A KKOBETbl, ¢M; C — KOHLEHTpAUWHA, MOJbL-J1~ I. ‘ ‘

Mpubopsi

Ha puc. 3.2.5/1 npusesena onrtuueckas cxema K -npu6opa
B orcyrcTBHe o6pasua B kioBete K MOJYJMPOBAHHDBIA CBET NpH nomo-
LLH SJEKTPOONTHYECKOTO MOAyasTopa EOM upeo6pasyercs B poto-
YMHOXHTeNe Ph B NMOCTOSIHHBIA ToK. Ecaun B Kiogety K nomeniaiot
obpasell, of/1afaHi KPYTrOBbIM AUXPOU3MOM, TO B Ph BO3HHKaeT
NMyIbCHPYIOLUHH TOK (BC/IEACTBHE BOSHUKHOBEHHUS] TIepeMEeHHON cocTas-
asoeit) . [Ipeo6pasosanue JHHelHO NONSIPU30OBAHHOTO CBeTAa B LIUP-
KYJADHO NOJAPU3OBAHHBIH IIPOBOAAT ¢ NOMOWLBI0 SUeliKH Hoxenbcpa
U/IH NbE303JEKTPHUYECKHX MOYJ/ISATOPOB. '
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Puc. 3.2.5/1. Onrtuueckast cxema KJl-npuGopa:

L — KCeHOHOBasi Jamna (MCTOUHHK BHAMMOLO H yabTpadHronaerosoro ceera); M —cﬁﬁuiéizz

matop; P — moaspusatop (co3saer ABa JiHHEHHO NONAPHU3OBAHHBIX JyHa, 1:1:;(;21;: T Kome-

6aHHil KOTODHIX MepPreHIHKY/IAPHL APYr OTHOCHTENbHO IpyTa, Jy4 @ HCngeTa' A

waercst); EOM — snekrpoonTHueckuii Monyatop; K — HaMepuTesbHas Kio H
YMHOXHTENb

MopAaaoK BHINOJIHEHHS onepaLHit

Bbi6op MaTepHasa KIOBET, PacTBOPHTENSl H KOHUEHTpaUWi ana-
JIM3HPYEMOro BellecTBa TNpPOBOAAT TakHM 00pasoM, Kak OHHCS}I{BO
B pas3n. 3.2.3. Cuarue KJI-criekTpoB MpOBOAAT aHaJIOTH4HO JOB-
crekrpam (cm. pasa. 3.2.4). i kanuGpoBKH np1:160pa HCIOJb3YIOT
pactBop D-cynbpokaM(pOPHOH KHCJIOTbI, KOTOPBIH HE passaraercs
B TeueHHe JJHUTENbHOIO BPEMEHH.

KosnnuecTBEHHBI AHANH3 PE3yJbTATOB

Ipu cpaBrenun KJI-KPHBBIX PasjHUHBIX BELLECTB LeJNeCO06pPa3HO
MCMOJIb30BaTh BEJHUHHY MOJIbHOH JIMOTHYHOCTH [8]. ITy Bennuuuy
PACCUHTHIBAIOT MO W3MEPEHHOW SJJIMNTHYHOCTH C MOMOLLBIO ypaB-
HeHHA (2) WJIM 10 Pa3HOCTH MOTJIOMWEHHH ¢ NOMOIIbIO yPABHEHHSA (3);
[Ipu >ToM nepecunThiBaioT H3mepenHoe 3nauenne Ha KJL-kpuBoi

yepes KaxJple 5 HM.

Odopmiaenne pe3ynbTaTos

B pa6ouem xypHane kpome camoit KJI-kpusoit MPHBOAAT CIEAyIO-
lHe JAHHble: Ha3BaHHe BEIecTBa, KOHLUEHTPAUMsS B -1~ , TOJLLHHA
CJ101 KIOBETHI, UYBCTBHTEJbHOCTb MpuGopa, Temnepatypa. Ecan B npo-
lecce M3MepeHHsi MCMO/b30BA/HCh Pa3jHYHbie KIOBEThl, KOHLEHTpa-
UMM BellecTBa M M3MEHAJACh YYBCTBHTEJNBHOCTb MpHGOpa, TO pas-
JAMYHbIM O6JacTAM u3MepeHHsi Ha rpaduke KJI-kpuBO# COOTBETCT-
BYIOT HECKOJIBKO Da3/JMUHbIX KOODIAMHAT (CM. PHC. 3.2.6/2). .

B kauecTBe mnpuMepa npusegeHa xapakrepuctuka KII-kpuBo#
D-cynbpokampopHoil  Kuea0Thl  (cm. puc. 3.2.4/3,8): KI-kpu-
Basi ¢ moJoxuTeabHbM 3pdekrom Korrosa npu 290 HM.
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O6aactb npumeHeHus

CrepeoxuMHUECKHE HCCNeOBAHMSI COEIHHEHHH ¢ acMMMeTpHye-
CKHUMH aTOMaMH YIJepoja.

OnpenesieHHe OTHOCHTEIBLHOH H ab¢omoTHOH  KOHHrypauuu
ONTHYECKH AKTHBHBIX HEOPraHH4YeCKHX KW OPTAHHUYECKHX COeluHEeHU
(HanpuMmep, TPHUTEPNEHOB, CTEPOHAOB H AJKAJOH/IOB).

KoHdopmaUunoHHbI aHaH3: H3yyeHHe 3aBHCHMOCTH KPYroBoro
AMXPOH3MA OT TeMNepaTtyphbl MO3BOJSET MOJYYHTb LeHHYIO HHbOp-
MauHio O KOH(POPMaUHOHHOM DaBHOBECHH.

Onpenenense BTOPHYHOH M YeTBEPTHYHOI CTPYKTYpPbl GeJsKOB:
Ha OCHOBaHHH KJI-CleKTPOB MOXHO ONpEAe/NHTh NPOLEHTHOE COomep-
’KaHHe a-CNUPa/ibHOH, P-CKIAaAYaTOd U HEeYNOpsLOYeHHOH CTPYKTYp
(CTPYKTypa HeynopsilOYeHHOTo KJay6Ka).

BHUBJIMOTPA®HYECKHHA CITMCOK

E. Charney, The Molecular Basis of Optical Activity: Optical Rotary Dispersion
and Circular Dichroism, Wiley, New York 1979

C. Djerassi, Optical Rotary Dispersion, McGraw Hill, New York 1960

B. Jirgensons, Optical Activity of Proteins and Other Macromolecules in Molecular
Biology, Biochemistry and Physics, Bd. 5, Springer, Berlin 1973

G. Snatzke (Ed.), Optical Rotary Dispersion and Circular Dichroism in Organic
Chemistry, Heyden, London 1967 .

3.2.6. MATHHUTHASl IHCNEPCHUSA
ONTHYECKOTO BPALLEHUS (MAOB)
H MATHHUTHBIA KPYTOBOH JIUXPOM3M (MKJ)

IIpy mpoxoxpeHHH cBeTa uepe3 ONTHYECKH HEAKTHBHBIE COEIH-
HEHHsl B CH/ILHOM MAariHuTHOM nosie Habaopaworcs sdopextn JTOB
u KI. Ot siBnenus nasbiBalores MJIOB u MKJI.

du3nuecKHEe OCHOBH MeTona

IIp# npoxoxaeHHu JHHEHHO NOJIAPH30BAHHOTO CBeTa uepes JGble
ONTHYECKH HEaKTHBHbIE BELIECTBA, NOMEILEHHbIE B CHJABHOE MATHHT-
HOe noJie, HaG./01aeTcsl BpalleHHe MJIOCKOCTH MOASIPU3ALHHU. DTO 5IB-
JeHne HasbiBaeTcs spdekrom Papajned. MarHuTHoe nose HHAYLH-
pyer BosHukHoBenue [JOB u K]l B onTHuYecKH HeaKTHBHBIX COeAHHe-
HHsAX. BosunkHosenne ecrectenbix JOB u K/ v uHAyuHpoBaHHbIX
MAarHHTHbIM MOJIeM SIBJISIETCH CJEACTBHEM pa3iHYHBIX (PH3HYECKHX
cBOACTB BeulecTB. OCHOBHBIM YC/IOBMEM BO3HHKHOBEHHS €CTCCT-
seHHoro K1 saBasiercst Hanuune «dakropa acummerpun». K -s¢pdexr
NPOSIB/ISIOT TOJNBKO TaKHE COE/MHEHHS, CTPOEHHE KOTOPHIX acCHMMeT-
puuHO (HanpuMep, HECHMMETPHYHO 3aMelleHHble KeTOoHbl). Bug KJI-
KPHBOH 3aBHCHT OT CTPO@HHUS MOJIEKYJIbl H SIBJSIETCS XaPaKTePHCTHKOR
A2HHOTO BEILEeCTBA. Y ONTHYECKH HEAKTUBHBIX COEAHHEHHH «(pakTop
aCUMMETDHH» BO3HHKaeT B pe3y/bTaTe 3JEKTPOHHBIX [epPexoioB,
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—_—/
a « 1)
Puc. 3.2.6/t. Cxema A-nepexoaa:
@ — TepM-CXeMa IEeKTPOHHOIO nepexoia
7|lﬂ N U3 OCHOBHOTO COCTOSIHMSI B BBIDOK/EHHOE
' A BO36YKIEHHOE COCTOSHHE | B OTCYTCTBHE
" MarHUTHOTO 1OASi; 6 — KpUBas MorJolie-
. ue-
6 J e upky~-  HAs (Iepexojl cOmpOBOXAAETCsH NOTA0
! J’ W\ Brpabo %;?gf{nfmg- HHEM CBETA ¢ 4acTOTaMH, GIH3KHMH K pe-
B3 LB pusgBarrbiil 3OHAHCHBIM); 6 — TepM-cXeMa flepexofa
E"g \l') 33 cbem NpH BO3AEHCTBHU BHELIHErO MArHuUTHOrO
£ 5 R noas (BHIPOXAEHHOCTb YCTPAHAETCH, YPO-
SAE| 3 Sy 2 BeHb pacllensercs Ha [ABa NOAYPOBHA);
N3 g L3 s 2 — CHBHF KPHBBIX TOTIOUIeHHs; 0 —
é§b eg §): ' A paaHocTb norsouednit £, u Eq cocTas-
g Elg & %’% g asier A-tepm MKJl-cnexrtpa
QI QKA &
i I}
W 7L )

WHIYUMPOBAHHBIX BHELWHHM MATHHTHBIM MOJEM. Benuqanﬂﬂbb:lbi{a:sﬁg;i:
upix ad@ekros MAOB u MK]L npsamo nponopuuon i HaTpA
JKEHHOCTH MaruuTHoro mojs H. CyliecTBylOT TpH BHIA 37€ pe o
nepexofo: A-, B- u C-Tepmbl. YuuThiBas 3HaueHHA (STHXH’{[H%CTI/I?
MOXKHO pAacCyHTaTb 3HAUEHHs] MArHHTHOW MOJBHOM SJMHIT :

[6)w=21,3(f1 (A) +f2[B+C/(RT)]},

rie [0]w — MOIBHAA MATHHTHAas 3JUIHITHYHOCTD, k — xoHcraHTa Dosbumasa;
T — Temneparypa.

Ha puc. 3.2.6/1 npuBeleHbl CXeMbl 9HepreTuquKorf) nepexollldz
W3 OCHOBHOTO COCTOSIHHMSI B BO30YyX[eHHOe (A-tepm), pdcule?lgilz ¢
BO36YKAEHHOrO COCTOsiHUS Ha 1Ba NOAYpPOBH:A B MaTHHUTHOM noze 1
BosnukHoBenne MKJI-cnextpa. Bxnan C-tepma MOXHO ouerli(o b 10
TeMInepaTypHo#l 3aBUCHMOCTH MKI-s¢dekra, Tak KaK TOIb
TepM 3aBHCHT OT TeMHlepaTypr.

TMpubGopnl

Jnsi usmepenus MJOB u MKJL ucrob3yioT 1€ XK€ npp:{?lc;gi;,
uro u gasi cusitus JJOB- n K -cnekTpos, HO CHaﬁ}Ke}{HbIeHN}I;iTI‘ CBépx:
[pu paGote Ha Gosiee paHHUX MOJCJIAX npu6opoB npngﬂﬂanpﬂ}KeH-
NMPOBOASILIIHE MarHuThl, CO3AawolLHe MarHuTHOE 10J Janpaxen:
woctbio 1o 5 T. CoBpeMeHHble BbICOKOUYBCTBHTE/IbHDI p . 1;3)
[IO3BOJISIIOT HCIIONb30BaTh Gojee cjlaboe MarHMUTHOE M0Je éf:mamid’
HHAYLUPYEMOE TOCTOSIHHBIMHM MarHnTamMu M 3JIEKTPOM .

TopAAOK BHLINOJHEHHS onepanuii
[Ipu BbIGOpe pacTBOPHTEJ]S YYMTHIBAIOT HE TOJIBKO o6u1enpn;1;1(—)
Thle OrpaHu4eHHst (CM. pasi. 3.2.3), Ho Takxe M TOT (aKT,

320

MPAaKTHYeCKH BCE BELLeCTBA, B TOM UHMC/e H PACTBOPUTENH, POSABASIOT
B MArHMUTHOM MOJI€ ONTHYECKYIO aKTUBHOCTE. OLHAKO HEKOTOpbIE pac-
TBODHTeJIH (HAlpHMep, BOMA, 3TAHOJ, TONYOJ) XapaKTepH3yIOTCS
cnabbimu MIIOB- 1 MK]I-3¢dekramu. B Tex cayuasx, Koraa Hedbasi

: HPEHe6p€‘{b BKJI2AOM pacTBOPHTEJS, CHUMAIOT ABa ClIeKTpa: pacrBo-

pa # uucroro pacrBopuredssi, ¥ MJJOB- 1 MKJI-3¢ddekrsl BeuecTsa
OLEHHBAIOT HO PA3HOCTH 3THX cnekTpoB. CJeAyeT TAKKe y4YHThIBATh
BO3MOXHOCTb BKiaaja ecrecrBenHnlx JJOB- n K/I-3¢dexros. B stom
CJyyae CHHMAIOT [Ba CHEKTPA: B MAaTHHUTHOM MMOJI€ H B HOPMaJibHbIX

ycnosusix. CbeMKy CreKTPoB NPOBOASAT Tak ke, kak JIOB u KII (cM.
pasa. 3.2.4). '

KoanuecTeenuniit anaans pesynbraros

Kak npasusio, npumensior auwe MK-sthdexr. B 3aBucumocTu
ot tuna npubopa MK/I-sdpdexr noayyaiotr B BHae pasHOCTH MOIJO-
LUEHHH WK SJIMNTHIHOCTH (M. pasi. 3.2.5). I1pn6op cocTOMT U3 ABYX
yacrefi: cOGCTBEHHO AUXporpada ¥ mMarkHuta. YUuThBas H3MEPEHHYIO
PasHOCTb MOIJIOUIEHHS, PACCYMTHIBAIOT BKJAAA, COOTBETCTBYIOLIME
MOJIbHOH MArHMTHOH SJIMNTHYHOCTH, N0 yPABHEHHIO: a

(8] =3300M (AE, —AE) / (IC),

rae AE, — pasHOCTb INOIVIOIIEHHH, H3MEDEHHAasl B MarHuTHOM noJse; AE — pasHocTh
NOTVIOWEHHH, HU3IMEPEHHAS B HOPMANbHBIX YCJOBUSX; M — MOJbHAS Macca, I-MoJb
I — ronunna cjof KioBersl, cM; C — KOHUEHTPALHSA, I+ '

Ecny nsmepsiercs smiuntuunocts 6, To ([0, paccuMThiBaOT M0
yPaBHEHHIO:

[0]«=33(8.—8)/(IC),

rae Oy — 3JHITHUHOCTb, H3MEPEHHAs B MACHUTHOM MOJIE; 6 — 3UOTHYHOCTD,

U3MepeHHas B HOPMAJIbHBIX YCIOBHSIX; { — TonnKa caosi Kiosetsl, cM; C — KOHIEHT-
pauuns, MoJb-a . :

Boicota amnautyae MK-3¢¢dekra npsmo nponopunoHanbHa
HaNpsKeHHOCTH MarHHTHOrO noss. B cBA3H ¢ 3THM pesyabTaThl H3-
mepenuss MK/L-3¢pdekra sanuceiBaior TakuM 06pasoM: cTposiT rpaduk
38BHCHMOCTH 3HaY€HHS MOJBbHOH MATHMUTHOH 3JMHNTHYHOCTH, AeJEH-
HOH Ha 3HauyeHHe HaNpPSIKEHHOCTH MArHHTHOTO MOJs ([0]wH "), oT
AJMHBL BOJIHBI. TOJIbKO TakHe CHeKTPbl MOXXHO CPaBHHBAaTb ApYr
¢ apyrom. HanpsixkeHHOCTb MarHMTHOrO mNoJs W3MepsiioT B KIC
(xkusorayc) wan B cucreme CH — B enuuuuax Tecaa (T) =10* I'c.

Odopmaenne pesyanraros

MK/I-cnekTp u3o6paxeH Ha puc. 3.2.6/2. IMopsinok odopmaenus
pe3yabTaToB npHMBedeH B pasa. 3.2.4 u 3.2.5
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06aacTh NPHMEHEHHA

Cusitie MK/I-cnekTpoB KOMILUIEKCOB MopUPHHOB € Me‘:l‘aJUIaOMPE
(cm. puc. 3.2.6/2) ¥ $TANOUHAHHHOB st noJiyueHusl LEeHHOH H:éi;og_
MalHH O MATHHTHOM MOMEHTE BO30OYXKIEHHbIX 3/]EKTPOHHBIX c
HHHCHHTIAG MK 1-cneKTpoB HEKOTOPbIX MeTajJIoNpOTeHHOB (Hanlr)ll:::
mep, remorsio6usa, muorsmo6una u uutoxpoma C), KOTOe}]){bI“z ;cmx
LHHUECKH M3MEHSIOTCSl B 3aBHCHMOCTH OT CTeneHH OKUCI A T
BEILleCTB, YTO TO3BOJSAET MPOBOAHTb KHHETHUECKHE HCCIen e
OKUCJINTEJ]bHO-BOCCTAHOBHTE/IBHBIX peakIlud ¢ HCHOJII)SO]IBV?HHEM e
6OJIbLIMX KosinuecTs BewecTBa. [1o pesysbraTtam aHaansa KI-cme
TPOB MOXKHO TaKke CYAMTb O THIE KOMIJIEKCHBIX CBfI3ed. —

HUamepenne MKJI-30¢dekra a5 onpeieseHHs cozepKaHu T‘gTox
todhana B GesnKax, Tak Kak TOJBKO 3TOT AMHUHOKHUCJIOTHBIA OC ATOK
POSIBJAAET BhIpayKEeHHbIH MK/I-3¢dekt. ITOT METOL xapaKTepuayHHO_
60siee BHICOKOH TOYHOCTBIO MO CPABHEHHIO C OGILENPHHATHIM aM

BIM aHaJHU30M.
Kucﬁ:c};enosaﬂne aJIKaJOUJI0B, XJOPUHA, KOPPHUHOBHIX CHCTeI'\}dIeéélgl;
npumep, BHTaMHHA B-12), aHHYJIEHOB, osiehUHOB H KOMII

OJle(pHHOB ¢ MeTaJulaMHu.

BUBJUOTPAGUUECKHUF CITMCOK

[ i berg und C. Dje-
. n, P. M. Dollinger, R. E. Lindner, E. Bunnen '
?dsfiarm;ié‘rlzicDaCﬁizlar Dichroism Studies XXXIV -— Improved Instrumentation

ents, Anal. Biochem. 65, 100 (_1975) )
E;)r Tcﬁc?sﬁzl:;,emNew Applications for Magnetic Circular Dich

Physical Science 232, 137 (1971)

roism, Nature
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3.2.7. CIEKTPOCKONHS SAAEPHOTO MATHHTHOIO
PE3OHAHCA (SIMP)

AMP — 370 3¢ deKTHBHBIH METO/ ONpefeNeHHs] IPOCTPAHCTBEHHOH
CTPYKTYDbl H HACHTU(MHKALHH Bel[eCTBA. DTOT METOJ MOXKHO HCIOJb-
30BaTh AJIS1 M3YYEHHS BCeX siiep, KOTOpble 06/1afaioT cOGCTBEHHBIM
MOMEHTOM KOJHUYECTBA JABHKEHHUS U CBSI3aHHBIM C HUM MArHHTHBIM MO-
MEHTOM.

PH3HUECKHE OCHOBH Meroaa

CorylacHO KBAHTOBOH MeXaHHKe, COOCTBEHHbIH MOMEHT KOJIHUECTBA
[ABHXEHHSl (MJHM COHMH fApa) p NPHHHMAET CTPOrO ONpejeseHHble
3HaueHusi. Tak xak p sIBJsieTCA BEKTOPOM, TO OH XapaKTepHU3yeTcs
BEJIMYHHOH U HanpasJ/eHHeM. Pa3/HUHBIM HanpaB/eHUSIM p BO BHeLI-
HEM MAarHHTHOM TIOJié COOTBETCTBYIOT pAa3jHYHble TMpPOEKIMH Ha
HalpaBJeHHe CHJIOBBIX IHHHA MAarHUTHOTO 10J51 (IPUMEM, UTO CHJIOBHIE
JIMHHH MAarHUTHOTO TOJsI HMEIOT HanpaBjeHHe BXOJb OCH z), TOrja
/151 TPOEKLIMKM MOMEHTA KOJIHYeCTBA ABHXKEHHUS! HA OCh 2 BbINOJIHSAETCS
caefywollee ycJoBHE:

pe=mh/ (2x),

Tie p, -— NPOEKUHSl UMMYJbCa BPAllleHHs Ha OCb 2 (HampaBjieHHe MArHUTHOTO M0Jsi) )|
m — MarHuTHOe KBAaHTOBOe YHCJIO; A -— NocTosiHHasi Tlnanka.

3HaueHHs1 p, ONPENEe/SIOTCS MATHHTHbIM KBAHTOBBIM YHCJOM 1.
ArtomubiM sigpam tina 'H, '*C u IpyruM cooTBeTCTBYIOT MarHHTHbiE
KBaHTOBBIE 4Hcaa /o 1 — '/, @ aTOMHbIM siapam THna '*N — MmarHur-
Hble KBaHTOBbie uHcaa 1, 0 © — 1. ATOMHBIE siipa C HeYeTHbIM 3Ha-
ueHHeM Macchl aToMHoro siapa (Hanpumep, 'H, 1*C, 15N, 170, '°F, 3'p),
a TaK)Ke 1A C HEUeTHLIM IOPAAKOBLIM HOMEPOM, HO ¢ YeTHOH MaccoH
atomHoro sigpa (Hanpumep, ‘H u ”’N? HMEIOT MATHUTHBIH MOMEHT.
M3 Bcex Boienepeunciendbix sigep 'H u '°F apasiotess cambimu
yaoOHbiMM AJs1 HaOawoaeHus JIMP BciencTBue MX BBICOKOrO ecTecT-
BEHHOro cojep:Kanua. MccrenoBanue sinep ¢ HH3KMM €CTECTBEHHBIM
collepKaHHeM BO3MOXHO TOJbKO NpH mnomoid Pypbe-npeobpaso-
BaHHS.

Bo BHeulHeM MarHuTHOM noJjie At CIIHHA SIAPA MOTYT peajiu30Bbl-
BaTbCl [ABE OPHEHTAUMH: BAOJL H IIPOTHB HANpaBJEHHS CHJIOBBIX
JIMHMA BHELIHEro MarHUTHOro mnoJs (puc. 3.2.7/1). Kaxaomy 3Hnaue-
HHIO CIIHHA COOTBETCTBYET OlpeiesIeHHOe 3HaYeHHe sHepruu. [lepeopu-
€HTalHsl CNHHA siApa W3 COCTOSIHHSI ¢ MeHblleH 3Hepruell (Hampas-
JIeHHe BJOJIb) B COCTOsIHME C OGoJblueii 3Heprueil (HanpaeJeHHe
NPOTHB) CONMPOBOXKAaeTcs NoryoleHnem sHepruu AE. Takue nepexosl
Bbi3bIBAIOT BO3AEHCTBHSA HA S1APO PAAMOYACTOTHLIM NOJEM C YaCTOTOH
v. Ilpn 3TOM CcHcTeMa MOr/IOWAeT KBAHT SHEPTHH MPH CTPOTO (UKCH-
POBaHHBIX 3HAYEHHSIX YaCTOThl Vv, T. €. HaGJIOAaeTcsl SIBJEHHE pe3o-
HaHca. Takoe norsoleHne 3HEPTHH H3MepSieTCsl 3KCIEPHMEHTAJbHO.
AE npsiMO MNpOMOPUHOHANBHO HANPSIAKEHHOCTH MATCHHUTHOTO MOJIS
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T \:\— : -— |4E Puc. 3.2.7/1. Tonyposru snpa ¢ I="/s
\
\
| N R
H=0 H,>0
B MeECTe paCﬂOJTO}KeHHH anpa:
AE = vhH = hv,

roe h=~h/(2n); v — uyactora; H — HanpsHKEHHOCTb MATHHTHOrO MNOJA B Mmecre
pACMONOMEHUS SLpa; Yy — THPOMArHHTHOE OTHOLICHHE (KOHCTAHTA sapa).

3uauenne H O6GLIYHO OTAHYAETCH OT 3HAYEHHA BHELIHEro MardHur-
noro nojsi Ho BCJeICTBHE BJHSIHMSI COCEJHHX SIAeP H 3JIEKTPOHOB,
SKPaHHPYIOLIHX PAaccMaTpHBaeMoe SIAPO. ITOT 3PPEKT HCNOAb3YIOT
NPH CTPYKTYPHOM aHaju3e MojeKyn metonoM SIMP-crekTpockomnuH.

Metoder nabardenus SIMP

B cBfI3H € TeM, UTO PE30HAHC Pa3/IHYHBIX SJeP MOJEKYJIb IPOUCXO-
JMT NPH Pa3NHUHbIX YacToTax, Aas nosisnenuss SIMP niasHo H3me-
HSIIOT 4acTOTy o6syuyenusi. JLisi 3TOM LeH MCnonb3yloT ABa METOAA:

Ha6JI0OfeHHe B KaXK/bli MOMEHT BpEMEHH TOJIbKO 33 OJHOH [0JI0-
cofi crextpa (MeToA PasBepTKH MO YaCTOTE HJH M0 MOJIO); -

UMIyJbcHOe BO3GYXKIeHHe Bcex sigep obpasua (Pypbe-npeobpa-
30BaHHe). o

Mertod passeprku. CHeKTp CHHMAIOT, MJIaBHO H3MEHAS 3HAueHue
pajMioyacTOTHl HMJH MPHJIOXEHHOTO MATHATHOTO MOJS, BCJEACTBUE
Yero MoCieI0BATE]bHO BBOJMTCS B PE30HAHC Kaxioe sIpo Mo-
JeKyJbl. B pe3y/ibTaTe HeNpephLIBHOW 3aMUCH HHTEHCHBHOCTH IOTJIO-
LIEHHS! B 3aBHCHMOCTH OT 4acCTOThl HJHM HANpPSAXKEHHOCTH MarHHUTHOTO
noasi noayvyaior IMP-cnekTp.

®ypove-npeobpasosanue. Bce anpa OLHOBPEMEHHO TMOJBEPraioT
BO3JEHCTBHIO pPajMOYacTOTHOrO HMIYJbca MPOJOJIKHTENbHOCTHIO
1075 — 1077 ¢, Hecyluiero MOJHbIA Habop 4acTOT H3 HHTepecylo-
LIero 3KCNepHMeHTaTOpa AxanasoHa. I1o OKOHUAHMH AEACTBHS HM-
nyJibca BO3GYXKAEHHbE sipa BO3BPAILAIOTCH B OCHOBHOE COCTOSIHHE,
MCIyCKasl H3/JyYeHHe COOTBETCTBYIOUIMX Y4acTOT (GoJblile HIH MeHbLIe
Hecyuleil yactoTthl vo). Ilocne @ypbe-npeoGpa3oBaHHst MOJYYEHHBIX
pe3yJIbTaTOB C NOMOULbIO KOMMbIOTEPA MOJNYYAIOT CIEKTP, COMocTa-
BHMbIH ¢ SIMP-cnekTpoM, 3alHCcaHHLIM NEPBLIM METOLOM.

Perakcayusn

[Mpu BO3NEHACTBMH pPaAMOUACTOTHOTO MOJsi Ha siipa aroMoB

HA6AIOAIOTCS Mepexoibl aTOMOB C HH)KHErO YDOBHA Ha BepXHMH.
WM uepe3 HekOoTOpOEe BpeMsi NPOHCXOAMT INOUYTH MOJHOE BblpaBHHBA-
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HHE 3aCe/I€HHOCTH YpoBHeH. Onnako CyuleCTBYIOT O6MeHHble npolec-
Cbl, TMOJL NEHCTBUEM KOTODbIX ATOMBI NMEPEXOAAT C BEPXHErO0 YPOBHS
Ha HHXHMH, YTO CONPOBOXKJAaeTcsl BhbifeJEHHEM 3HEpPTHH. Pasnuuaior
ABd THMA OOMEHHBIX MPOLECCOB: ‘

CIUH-pELIeTOYHAA penaKcalUsi: 3HEPTHS [1epeflaeTcs BO BHeEIlHee
OKpYy¥KeHHe (Ha «pelieTKy»);

CIHH-CIHHOBAS! DeslaKcallksi: SHepTHsl NepelaeTcsl Yepe3 CHCTeMmy
CBA3EH APYrUM 3JIEKTPOHAM. '

Xumuueckuii cosue

Hasi simep ¢ pasiuyHbIM OKDPYMKEHHEM HaNpsKeHHOCThb 3(p¢eKTué-
HOTO MarHHTHOro nojsi Mypp B MECTe PacnosiOKeHHs sifep pas3jHuHa.
IT0 O6BACHAETCA TEM, UTO 3HAUEHHE 3P(HEKTHBHOTO MATHHTHOIO MOJs
3aBHCHT OT €ro JOKaJbHOIO OKDYXeHHs (T. e. OT KOHHUrypauuu
3/IEKTPOHHOTO 06J/1aKa OKPYXKAIOUIMX PO FPYII H CIHHOB COCELHHX
;w,eup).u Kaxa0# QYHKLLHOHANLHON TpYNIe COOTBETCTBYET Xapakrep-
HbIH €d JHanasoH 3HAaYeHHH XMMHUYECKHX CIBHIOB, PaCHOJIOXKEeHHBIX
B GoJiee HJIH MeHee Y3KOH o6sacTd crekTpa. 3HaYeHHS XHMHUECKHX
CABHIOB MpHBEJCHbl B KaTajorax H ataacax SIMP-cnekrpos. B ta6u.
3.2.7/1 npuBeneHbl 3HAYEHHS] XUMHUECKHX CABHMIOB /I Ba’KHEHIUHX
GYHKIMOHANBHBIX TPy

HM3meHenye HanpsKEHHOCTH 3(DPEKTHBHOTO MATHUTHOTO NOJIS B Me-
CT€ DAaCMOJIOKEHHSI Apa XapaKTePHU3YeTcsi KOHCTAHTOH 3KpaHHpo-
BaHUA 0: -

Hy=Hy (1 —o0),

;ﬁ%a}[r’;ﬁ Hanpsi2keHHOCTh ‘9q)¢)eKTHBHOI‘O MAarHuTHOroO noJg B MecTe pacmnoaoXxeHust

Tak xak usmeputb BesuunHy H,pp NPAKTHYECKH HEBO3MOXKHO, B
SIMP-CIIeKTPOCKONHH KCIOJIB3YIOT Pa3HOCTh Pe30OHAHCHBIX CHrHa/I0B
CTAHAApTHOrO M aHa/JH3HpyeMoro BeilecTB. COBMI pe3OHAHCHON JiH-
HHH aHAJIU3HUPYEMOro BELIeCTBA OTHOCHTEJNBHO CTAHAAPTHOrO Belile-
CTBA HA3bIBA€TCH XMUMHYECKHM CABHroM 8. 3HayeHHe 3TOHl BeJHUHHEI
CTPOrO COOTBETCTBYET CTPOEHHIO MOJIEKYJbl. B GonbIUHHCTBE cayuaes
B KauecTBe CTaHAApTa HCMOJB3YIOT TeTpameTH/cHiaH (TMC).

XHMHUYECKHA CIABHI 3aBHCHT OT HanpsKEHHOCTH MPHJIO0KEHHOTO
MAarHHTHOTO noJisi Ho. B cBf3M ¢ 3THM B 3aBHCHMOCTH OT THNa npH-
6opa H3MeHsieTcsi HamnpsXKEHHOCTb H COOTBETCTBEHHO XHMHYECKHl
CABHT OJHOTO H TOro Ke BellecTBa. [lis TOTo 4YTOGbI MOJYUHTL He3a-
BUCHMblE OT THHA MpHUOOpa Pe3yJbTaThl, A XHMHUECKHX CABHIOB
BBEJIH BEJIHUHHY O,:

6= (H.—H,) /H,,

rae 0, — XHMHYECKH# CIBHI PE3OHaHCHON
‘ JHHHH fiipa n OTHOCH o
JHHUH SARpd r. p CHTENbHO DE30OHAHCHOH

PesouancHble suHuH CABUTawTCs B 06JACTH NOJAS ¢ MeHbIuel
WK OGoJbllel HanpsAXeHHOCTbI0O B 3aBHCHMOCTH OT CTPOEHHA Be-
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'H-IMP-
Ta6 3.2.7/1. Xumunecxkue cdsuzu 1pOTOHOS 8
(aT/\//LIuCLSa (Vari{zn, Palo Alto, California/USA; Becker E. D.

Puc. 3.2.7/2. Bosuukuosenue KOJIbLEBbIX

TOKOB 71-3]I€KTPOHOB 1104 A€HCTBHEM mpH- lenepupo~

JI0OXEHHOIO MArHHUTHOIO NoJs Hy: a bewson BanHoe
@ — CHTHaJIH IPOTOHOB HAGAAAIOTCH B Gonee . none

c1aBoM none; 6 — curHaab NPOTOHOB Ha-

6.7"0118!OTCH B 6oJjee CHJABHOM noJge
]
¢ T
Tenepupobanroe
o none

ayemunen

WECTBa. ITO 06 bACHAETCA PA3IUUHON CTeNeHbio SKPAHHPOBAHHUS sijiep .
B ONHON H To# e Moseky.e. Takum 06pasom, KOHMHTYpaLUs 3eK-
TPOHHOH 06OJIOYKH OKa3kIBaeT BJHSHHE Ha NOJIyuYeHHble pe3yJsbTaThl:

ChepHYeCKHe CHMMeTpHuHble OpGHTHL 3JIEKTPOHOB KOMIEHCHPYIOT
LeHCTBHE BHELIHEro MarHHTHOTIO N0JIZ B MECTE pacCHONOKEHHS aapa
(AMamaruuTHOE SKPaHHPOBAHHE); TAKOE YMEHBIICHHE 3HAYCHUS 90
TpebyeT yBenHueHHs HAMPSXKEHHOCTH BHEIIHEr0 MAaTHHTHOIO MO/
Ho pnsi BoccranoBaenns yeaosus pe30HaNCa ¢ NOCAeIYIOUIHM CABHIOM
Pe30oHaNCHOA NHHHH BnpaBo; ,

HECHMMETpHUYHbIE OPOHTH 3/IEKTPOHOB YBeJIHYHBAIOT Hanpsxex-
HOCTb MAarHHTHOTO MOJIAL B MECTE PaCnONOKeHHS Anpa (napaMarsur-
HO€ SKpaHHpOBaHHe); NJSA NOCTHMKEeHHs YC/IOBHH pesoHaHca Heo6xo-
AHMO TIOHH3HTH HANPSAKEHHOCTb BHEIIHEro MarHuTHOro mnoJjsa H,
€ TNOCJEAYIOWHM C/IBHTOM DE3OHAHCHOH JIHHUH B SIMP-cnektpe
BJIEBO;

A€/NOKANH3AUNA OPOHTHI 3/1EKTPOHOB B Mosekyse (Hanpumep, B
APOMATHYECKHX KOIbLAX HJH B COCNHHEHHSIX TPOHHOH CBA3bIO
OGYCOB/IHBAET BO3HHKHOBEHHeE KOJBLUEBLIX TOKOB (puc. 3.2.7/2).

Koabuessie Toku T-3JIEKTDOHOB, BO3HHKAIOUIHE O] BJIHSTHHEM
MAaruuTHOro nonsi Ho, ABHXyTcst no Kpyry B HanpaB/aeHHH, nepneH-
AHKYJ5DHOM BHELIHEMY MArHHTHOMY NOMIO, H FeHepHDPYIOT MarHHTHOE

€ BHELIHEro MarHuTHOTO noas, a 3a npege-
JaMH — ycusenue. Ecau AApa pacnoJgoXeHol B IIJIOCKOCTH TT~CHCTEMbI
H OIHOBDEMEHHO BHe KOJIbLa, TO aJis BbINIOJIHEeHHU S ycaoBui peso-
HaHca Tpe6ye'rcn caaboe BHEIIHEeE 10JIe, M CHrHaJa caBUraercs

-«

* Xumuveckuh capur MPOTOHOB OGHADPYKHBAET CUMbH
3eH, oOMenHbix 3¢hdexTos, KOHUEHTPALUWH H Temnepar
rpynnel; Ph — deunnnusie FPYRNBL,

Y0 3@BHCHMOCTb OT BOJODOAHBIX CBSi-
ypbl; X=F, | uan Ci; R — AJKHAbHbIE
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BJEBO (Hanpumep, s apoMaTHuYecKHX coeiuHenuit). Ecan agpa
pacroiokeHbl B KOJbLE, HO Bhilie HJIH HHXE TMJIOCKOCTH KOJbLA,
TpeGyeTcsi CHJbHOE ToJe, ¥ CHTHaJl CABMIaeTcsl BIpPaBo (Hanpumep,
JJISL TIPOU3BOJHBIX ALETHJIEHOB U MHOTHX aHYJ/IEHOB).

Cnun-cnunogoe saaumoodedicraue

AtoMpl, ofaajalolile MATHHTHBIM MOMEHTOM, B3aWMOAEHCTBYIOT
JPYT € APYTOM uepe3 CBA3bIBAIOLIHE HX 3JEKTPOHbI, a TaKxkKe uepes
NPOCTPAHCTBO. B XUAKOCTAX CHJIBL B3aUMOAEHCTBHA B3aUMHO YHH-
YTOXKAIOTCS BCJieACcTBHE OPOYHOBCKOrO JBHXKeHHs MoJieKyJad. B stom
c/ydae npsiMOro B3aHMOJHCTBHs1 (uepe3 NPOCTPAHCTBO) He HabJIio-
jpaercs. BsaumoneficTBHe MarHUTHBIX NIOJEH saep JIpyr ¢ APYTOM
yepes OJHY MWJIH HECKOJbKO CBsi3el Ha3hbIBAETCH CHHH-CIIHHOBBIM
B3aHMOJlefiCTBHEM. DTOT BHJL B3aUMOJLEHCTBHA MPOSIBASIETCS B. pac-
LIeNJIeHHH PEe30OHAHCHOTO CHrHAJAa B MYJbTHIET, [PHYEM UHCJIO
JIMHHH, OTHOCHTEJbHbIE HHTEHCUBHOCTb U PACCTOSIHHE MeKAY JMHHAMH
B MYJbTHIJIETE TOAAI0TCHA pacdery.

Ha puc. 3.2.7/3 nokasano, KakuM 00pa3oM MPOHUCXOAUT Henpsi-
MO€ B3aHMOJeHCTBHE MeX[y ABYyMsI 4TOMaMH BOAOpoAd THIOB A
v B, cBA34aHHBIMH C COCeZHUMH aToMaMH yriaepoaa. DddexkruBHOE
noJe, Bo3AeHcTBYOLLee Ha A1po A, ociabieHo 1160 YCHIEeHO BJAHAHUEM
JOKAJIbHOro MoJisi, 06pa30BaHHoro aapoM b, B 3@aBHCHMOCTH OT TOTO,
OpPHEHTHPOBAHO JHM MOC/EJHee BJOJb HJAH [POTHB BHELIHErO MNOJS.
BeaencrBue 3TOrO pe3oHaHcHash JHHUA 1751 NPOTOHa A cABUraercs

B [epBOM cjyyae B CTOPOHY MeHbLIEH HAanpsiKeHHOCTH T0Jis, a BO

BTOPOM — B CTOPOHY OoJibllleli HaNpsi)KeHHOCTH noJas. [lockonbky
B3auMoeiicTBHe sifep A H B siBasercsl ABYXCTOPOHHHM, Pe30HAHCHbIH
curHan sagep b Takke pacuienisiercst Ha ABa curHana (ay6.er). Ilo-
sromy B SIMP-cnektpe Ha6mofalorca ABa AybJeTa, paclofOxeH-

CBazsiBarowyue
opbumanu
\ snexwmporob

Cuexans Cuznans
A-npomora B-npomora
¢ T Opuermayus ' l' T Opuenmayus
cnuna B-adpa cnuna A-adpa ®

(J-wonemarma cnuk~cnurobozo | |
: 6saurmobedcembus) | 7

’ i

PasHuya Tumuveckuz cOBuzob

Puc. 3.2.7/3. Cxema CMHH-CIHHOBOIO B3aHMOAEHCTBHA [BYX COCEAHMX NPOTOHOB
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Tabauya 3.2.7/2. 3nauenus KOHCTANT 83aumoOeiicTaus

‘| Koneran- : Koucran-
Bua B3aumo- Ta B32- LRyn p3anmo- | Ta p3d-
RefcTaHA Pparment HMoel- LefCTBHS ®parmenr HMOeH-
(‘TBP\ﬂ, CTBHHA,

I'n I
[Tpsimoe C—H 100—300 TemunanbHoe H—C—H 0—20

Buunnageuoe  H—C—C—H 2--20 Hanbuee H—C—C=C—H (0—10

HBIX Ha paccrosinuu 8. PaccrosiHue Mexiy JHHHSIMH B ny6jere Ha-
3bIBAE€TCA KOHCTAHTOH CNHH-CIIMHOBOro B3aumogedcrsus J. Tak kak
B3aHMOJEHCTBHE MEXAY SIAPAMH NMPOUCXOAHUT BHYTPH MOJIEKYJIbI, KOH-
CTAHT4 B3aHMOAENHCTBHA HE 3aBHCHUT OT -BHELIHEr0 MArHHUTHOTO
noasi. PasmepHocth koHcraHThl J — T'u. B ta6a. 3.2.7/2 npusegenst
3HAYEHHsT HEKOTOPbIX KOHCTAHT B3aumoaedcrsusa. Ecau B6au3u pau-
HOrO MPOTOHA HaXxOAHTcA 6oJiee OJHOIO COCELHEro MPOTOHA, TO
COOTBETCTBEHHO YBEJHYHBAETCSH KOJUYECTBO CTATHCTHUECKHX BO3MOXK-
HOCTell B3aHMOJEHCTBUSI MEXAY pa3/iMYHbIMH CHHHOBBIMH COCTOSi-
HUSIMH (pHuc. 3.2.7/4). :

CpaBHHTE/ILHO MPOCTO PACCUYHTHIBAETCH MYJbTHILIETHOCTL CHIHA-
JIOB NIPH B3aHMOAEHCTBHU silep CO CIHHOBBLIM KBAHTOBBIM YHCJOM '/o.
Ilpuuem 3TH sinpa He 06s13aTENIBHO HAXONSTCA Y ONHOTO H TOTO XK€
aTtoma yraepona. Curuan saep A paculenisercst nog BosaeilcTBueM n
agep b B (n-1) auHui. COOTHOUIEHHe HHTEHCHBHOCTEH JHHHH
B MYJbTHIJIETE MPONOPLUHOHAILHO OTHOLIEHHIO BEPOSITHOCTEH AOMOJ-
HHTEJbHBIX [OJeH M DacCYHTHIBAGTCA MO [MPABHJAY TPeyroJib-
Huka [lackans:

CuHrner
Nydner

Tpunner
KsapTeT

Ksunrer

Ecau cocennne siapa B MoJleKyJ/ie pa3iMyaioTcst 10 CBOHM MarHUT-
HBIM cBoWCTBaM, To AIMP-cnexkTp ycaoxusiercsi. [IpuBeaeHnylo Bbillie
¢dopMysy AJs HOACYETA KOJWUECTBA JHUHHI B MYJbTUILVIETE H cHocob
Ofpele/eHHsl WHTEHCHBHOCTEH NDPUMEHSIIOT TOJNBKO IJS POCTHIX
CMEKTPOB, T. €. CHIEKTPOB MNEPBOro nopsiika. TakHUMH CleKTpamH
Ha3bIBAIOTCH CHEKTPLI, Y KOTOPHIX pa3HOCTb B XUMMYECKHX CJBH-
rax /[0CTaTOYHO BEJNHKA MO CPABHEHMIO C KOHCTAHTAMH B3aHMO-
Ade#icTBHs. CekTpbl BTOPOro NOpsiAKa, OTJHYHTENbHOH YePTOH KOTOPBIX
AIBJISIETCH DABEHCTBO 3HAYEHHH KOHCTAHT B3aUMOAEHCTBUA H XHMH-
YECKHX CIBMIOB, He MOAJAAIOTCSl AHAAM3Y TI0 MEPBOMY MOPSAKY.
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Puc. 3.2.7/4. CxeMa cnHH-CHHHOBOTO B3aHMOAEHCTBHA NPoTOHOB AX: u AyXs

Hureepuposanue

[liomwane nox JMHMEH CneKTpa MPsSIMO MPONOPUHOHAJNbHA YHMCJY
pe3OHHpyowHX nporoHoB. [To3Tomy cooTHOLIEHHE HHTEHCHBHOCTEH

curianos B SIMP-cnekrpe npomopuHOHAJbHO COOTHOLUEHHIO YHCAA

silep B YHCTOM BellecTse. B psje ciyuaeB BO3MOXKHO onpejesnesue
KOJIHYECTBEHHOTO COCTaBa CMECH.

Ilpn konuyecTBeHHOM aHasiu3e cMecell meropom SIMP-crekrpo-
CKONHH HeT HeoOXOAHMOCTH B YHCTHIX o6pa3uax aHaJH3upyeMbix
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A E U N R
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&, man”
Puc. 3.2.7/5. 'H-IMP-cnekrp 10%-ro pacTsopa 3THJIG€H30/1a B UeTbIPEXXJIOPHCTOM

yraepoae npu 30 °C n 60 MI'u [Christen H. R., Grundlagen der organischen Chemie,
Sauerlader, Aarau und Diesterweg/Salle, Frankfurt 1977, S. 327]

7

BelECTB. DTO CBS3aHO C TeM, YTO KaJuO6pOBKY npHOOpa NpOBOAAT
He 110 aHaJH3KPYEMOMY BELeCTBY, a 1O MJIOILAJH CHTHAJa cTaHAapra.
B asrtom cayyae Ha HHTerpaJjbHOH KpPHUBOH OMNpee/siioT Y4acTKH,
COOTBETCTBYIOLIHE IMJIOMAAH CHrHajla OJHOTO npoToHa. Ilockonbky
3Ta miolllajb H3BECTHA, TO MO CyMMapHOH ILIOIlaAH (MHTerpasy
CTMeKTpa) onpeneasiior ofliee KOJHYECTBO INPOTOHOB B MOJEKyJe
(puc. 3.2.7/5). -

BC-SIMP-cnektpsl (pHc. 3.2.7/6) Ha6MIOAAIOT MPH [IOJHOM MOJAAB-
JIEHHH HIMPOKONOJIOCHOTO paclienjeHnsi, 06yC/OBJAEHHOrO - B3aHMO-

4€ d ¥
HC
K
T™C
ba
2
. CbC L
\j Wl‘ \aad \"“
] I 1 I | L 1 I | 1 | ! 4 I 1
140 120 100 80 60 40 20 g
& mn

Puc. 3.2.7/6. '*C-SIMP-cnekrp 1,2,4-tpumernnbensona 8 CDCl; (wmpokonosocHoe
pacueruienne nogasaeno) [Hesse M., Meier H., Zeeh B., Spectroskopische Methoden
in der organischen Chemie, Thieme, Stuttgart 1979, S. 215, Abb. 3—48b]
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feiicTBuem npoToHOB ¢ '*C-aToMaMu. B cOOTBETCTBHHU € €CTECTBEHHBIM
pacrpefeeHHeM H30TONOB BEPOSITHOCTb NPHUCYTCTBUS ABYX COCe-
HHX atomoB 'C MaJa, M TMO3TOMY B3aWMOJEHCTBHE MeXIy HHMH
He [IPOSABJIAETCS B CIIEKTPaX.

C-SIMP-cnekTp ¢ OHHM CHMTHAJOM JIETKO aHaJH3HpYyeTcs.
B ornuune or 'H-FIMP-cnekTpos, y KOTOpHIX IJIOLIaAb CHFHaJa
NpsIMO TIPOTIOPIHOHAIbHA YHCAY NPOTOHOB, MHTEHCHBHOCTb '°C-cHr-
HaJI0B 3aBHCHT OT THIIA ATOMOB YIJIEpO[a, Bbi3bIBAIOIIHX MOSIBJEHHE
CHrHajla B CleKTpe (IEpPBHYHbIE, BTOPHYHbIE, TPETHUYHBIE H YeTBep-
THUHblE aTOMbl yrJjepoaa). B cBsi3au ¢ 3TMM MHTErPHPOBAHHE CHIHa-
a0 B '3C-SIMP-crnekTpax He NpOBOAST.

Tlpu6opu

Ha puc. 3.2.7/7 npusenen:  xema SIMP-cnekrpomerpa. Cocras-
JISIIOIHMH 3JeMeHTaMH NpUH6O}... sIBJASIOTCA:

CHJILHBIH 3/1€KTPOMAarHHT (B MPOCTHIX NMPHGOPAX HCIOJNb3YIOT MO-
CTOAHHBIA MarHUT),

reHepaTop pajgMoyacTOTHOTO NOJS;

CBUNHpYIOlllee yCTPOHCTBO [MO3BOJISAIET BapbHPOBATh HaNPSKEH-
HOCTb MArHHTHOrO MoJsi (pa3BepTKa [0 NMOJI0) HJIH 4acTOTY BBICOKO-
YacTOTHOIO reHepatopa (pasBepTka mo uacrore)];

JaTYMK, B KOTOPBHIH MOMeIanT amnyay ¢ ob6pasuom; -

3JeKTPOHHBIH YCUJHTEJNb U HHTErpaTop;

caMomnucel.

TpoBupka
¢ obpaayor

— Kamywnra eenepamopa
PaduoyacinomHoeo nossi

Kamywra NpUEMHUKA
paduoyacmom~oeo noas

i
Yeunumenes H
cuzHana ’ AR

NNy

ﬂMP-cne;mp

lenepamop
paduoyacmom-
+HO20

usnyyerus

favs i

Puc. 3.2.7/7. lpunuunuansHas cxema npoctoro SIMP-cnekrpomerpa [Pine S. H.,
Hendrickson J. B., Cram D. ., Hammond G. S., Organische Chemie, Vieweg, Braun-
schweig 1987, Bild 5—4]
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Puc. 3.2.7/8. BausiHHe HeOZHOPOAHOCTH MAaTHHTHOIO MOJSi HA pa3pelieHHe CHIHAJOB
B SIMP-cnekrpe

Bo MHOrHX, npexnae BCero npocThiX, npuGopax CcraTHHeckKoe
MAarHHTHOE MOJieé H3MEeHSeTCH C MOCTOSHHON CKOPOCTBIO, a paauoua-
CTOTHBIH TeHepatop HactpoeH Ha 60, 90 wanm 200 MTI'u. Paauoua-
CTOTHOE TIOJie, H3JydyaeMOe TeHepaTopOM, Mepefaercs Ha KaTyIUKy
nepeiaTuHKa, B KOTODOH HaxoAautcs ammyJsa c obpasuom. [Ipu coort-
BETCTBYIOLIEH CHJIe MAarHMTHOTO MOJIA aTOMBl BO30YKAAOTCA H epe-
XOJAT C HHIKHErO YpOBHS Ha BepXHHH, YTO COHPOBOXKAAETCH
norsiomeHHeM 3Heprud. I1pu 3ToM curHaJj, BO3HHKAIOWIHMH B KATYIIKE,
YCHJIHBAETCS JE€KTPOHHBIM YCHJIHTEJEM U 3aMHCbIBAETCS CaMOINHUCIEM
(3anHch 3aBHCHMOCTH HHTEHCHBHOCTH Pe30HaHCHBIX CHIHAJIOB OT Ha-
npsxkeHHocTH noss). Ha cxeme He o603HauyeHbl Apyrue KaTYUIKH, KO-
TOpble MO3BOJAAIOT MOJy4aTb 6ojee ONHOPOJHOE MATHHTHOE IoJie
(«IIMMMHPYIOLHE KAaTYLIKH»). .

BiusinHe HeOJHODOJHOCTH MAarHHTHOIO MOJI Ha pa3pelleHHe
curfanoB B IMP-cnekrpe nokasaHo Ha pHc. 3.2.7/8: B HanpaB/ieHuH,
NepneHAHKYISIPHOM OCH aMiyJbl, 00pasyeTcs TCpPajueHT HOJSA, UTO
NPHBOJAHT K YLIHPEHHIO CHTHANOB CHEeKTpa. ITO sBJEHHE CBA3aHO
C YyBeJIHUGHHEM BpEeMeHH penakcauuu BO36GYxAEHHBIX spep. [as
NpeAOTBPALleHHA 3TOro fABJEHHA amuy.ay ¢ obpasuom BMecTe ¢ 3a-
KpelJeHHBIM Ha Hel pOTOPOM NpPHBOAAT B JABUXKEHHE C [OMOIIbIO
BO3AyuHOro noroka. CKOpocTh BpalueHusi cocrasasier 30—50 o6/c.
Takum o6pasom gocTHraercst OLHOPOAHOCTD Noad. [Ipu cauLIKoM Men-
JIEHHOM BpallleHHH MPOSIBJAAIOTCH TaK HasblBaeMble GOKOBHIE I1OJIOCHI
(cM. pasa. «McrounukH OIUGOK»), KOTOpbE PacoNaraioTcsl NonapHo
6oJsiee HJIM MeHee CHMMETPHYHO OTHOCHTE/IbHO OCHOBHOH IHOJIOCHI.
PaccTosiHHe OT pe30HaHCHBIX CHIHAJOB H aMILIHTYIa GOKOBBIX MOJOC
3aBHCAT OT CKOPOCTH BpallleHHsi o6pa3ua. HYem Bbillle CKOPOCTh Bpa-
ILeHHs], TeM MeHbllle UX HHTEHCHBHOCTb H TeM GoJiblile HX pacCTOsIHHE
OT pe3oHaHCHOro curHaja. IIpH noBHILIEHHOH CKOPOCTH BpaleHHs
B aMiyJe Ha6JiofaeTcs NOsIBJAEHHE 3aBHXPEHHH, YTO TaK)Ke BhI3bi-
BaeT HCKaXKeHHe CHeKTpa.
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Moaroroska o6pasna

Crnoco6 moAroTOBKH 06pa3lioB MrpaeT CyLIeCTBEHHYI poJb MpH
anaause seilects MerogoM SIMP. Hecobalonenue npaBusi noarotos-
KH TIPHBOIMT K YMEHbLIEHHIO Pa3pelleHHUs MOoJIOC CHEKTpa.

AHa/nM3upyeMoOe BellleCTBO PACTBOPSIOT B NMOJAXOAsAIEM pacTBOPH-
teje. Ucnonb3oBaHHe [ediTepHpOBaHHLIX PACTBOPHUTENEH OrpaHH4H-
BA€TCH HX BBICOKOH CTOMMOCTBIO.

100—300 Mr asajusupyemoro BeuiecTBa pactBopsioT B 0,5—
1,0 M1 YeTHIPEXXJIOPHCTOrO yrjaepoaa Wi, ecjH BO3MOXHO, B IT0JX0-
AsiilieM JeATepUpPOBAHHOM pacTBOpUTene [pacTBopHTeNH «misi SIMP-
CNEeKTPOCKOMHU», KaK MPaBHJI0, COAEPKAT CTAHAAPT — TETPaMETHJI-
cunai (TMC)]. Ecan o6pasen pacTBopsiloT B OOBIUHBIX PacTBOPH-
TessIX, TO, Kak npasuqo, gobasasaior | kammo TMC. Cranaapt xpassrt
B XOJIOJUJIbHHKE HM3-3a €ro HU3KOH TeMmiepaTypbl KHIeHHS, PAaBHOH
20 °C. Ilpu ucnoas3oBanun DO B KauecTBe cTaHAapTa MPHUMEHSAIOT
BOJOPACTBOPHMOE BellEeCTBO.

[MpucytctBue B o6pasue 4acTHIl BO B3BEIUEHHOM COCTOSIHUH
HeOMarONpHSATHO CKas3hiBAE€TCH Ha paspellleHHd, MO3TOMY pacTBOp
(HUABTPYIOT ¢ TIOMOLILbIO WNPHLIA Yepe3 meMOpaHy. MeHee HafeXKHbIM,
crnoco6oM sBJsIeTCSt (DUIbTPOBaHHE ¢ NMOMOLUBIO nunetku [lactepa,
B KOTOPYIO MOMeELleH BATHBIH TaMIIOH.

B oco6bix cayyasx (Hampumep, MPH HCCAEN0BAHHH pesaKcallHOH-
HBIX TpolleccoB) ob6pasel, HOJKeH OblTb OUYHILEH OT PacTBOPEHHOTO
KHCJIOPOAA M CJeJOB NapaMarHUTHHIX HOHOB, KOTOpbie BbI3HIBAIOT
3HAUUTE/NbHOE YIIHpEHHe JHHUH (BJUsHHe PACTBOPEHHOrO KHCIOPOAA
ropasjo ciabee).

[lopaaoK BLINOJHEHHA onepalHi

Kak npaBuio, SIMP-crekTpbl CHHMAIOT NPH NOMOIUH NPHGOPOB
tuna EM-360 u EM-390 (onMceiBaemblii NOPAAOK BbHINOJHEHHS
onepauHnii MPUMEHSIOT TOJBKO NIpH paboTte HAa NPHOOPAX aHAJIOrHUHOH
KOHCTPYKLHH) .

Amayay ¢ o6pasiuom, Ha KOTOPOH 3aKpelieH POTOP, OCTOPOXKHO
BBOJAAT B JaT4HK.

Yacrora BpalleHnusi poropa cocrasaser 30—50 o06/c.

[lepo camomnucua ycTaHaB/AHMBAIOT TakuM 06pa3oM, 4robnl CHCHAJ
TMC naxoguica npu 0 maa—!. IlpuBoasit wkany camomucua B
COOTBETCTBHE CO IKaJ oW Ha O0JaHKe ¢ NMOMOUIbIO PYYKHM <«HAWajo
OTCYETa Pa3BEPTKU» — «SWeep Zerox.

YcraHaB/aUMBaIOT OJHOPOAHOE TI0J€, NPOBOASI HACTPOHKY NPH MO-
MOLIH LIHMMHPYIOLUINX KaTylleK Mo MakcHmymy curHaia TMC.

YcTaHaBAMBAIOT COOTBETCTBYIOILYIO CKOPOCTh perHcrpauHd (pas-
BEPTKH) crexkTpa «sweep time» (cM. pdsa. «HMcTouHHKH ommHGOK»).

YcraHaBauBaloT 06/acTh PA3BePTKH «sweep ranges.

YcraHnaBiMBaloOT Hauyasno oTcyera «sweep oifsets B cooTBeTCTBHH
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CO CTaHAAapTOM " (CABHI 06GJaCTH PETrHCTPALMH OTHOCHTENbHO CTaH-
papra). ‘

YcTaHnaBiMBalOT  MOLIHOCTb PANHOUYACTOTHOTO MOJS «POWEr»
(cM. pa3p. «McTOUHHKH OLIHGOK»).

RF — ¢aza paanoyacToTHOTro MOJS — yCcTAHAB/JAMBAGTCH TAaKHM
o6pasom, uto6bl 6a3oBasi HHHS cuMTrHaJa (Hanpumep, TMC) 6buia
Ha oaHoM ypoBHe (cM. pasg. «McrounHku OWIHGOK»).

Hacrpaupaor amnautyay cnekrpa «spectrum amplitude» (ycwu-
JIEHHEe) TaKUM 06pa3oM, 4TOGbl MAKCHMAaJIbHBIH CHrHAJ CEeKTpa yme-
waJsicss Ha baaHKe.

YceraHapaMBaOT WHMPHHY 110JI0CHI Nponyckanust ¢Guabrpa «filter
bandwidth».

YcTaHaBAMBAIOT N1€PO CaMONHKCUA B KpaiHee JieBOE [MOJIOMEeHHe.

BkimioyaloT perucrpauuio crektpa «scans.

Hnureepuposanue

PexxuM MHTerpupoBaHHA NaeT BO3MOXHOCTb MONYYHTb HHpOpMa-
uuio o6 uHrerpasax SIMP-cnekrpa.

ITepo camonxcua Bo3BpalalOT HA HyJb PYuYKOH «resets.

B o6aactn IMP-cnexrpa, cBOGOAHONH OT CHrHAJIOB, yCTaHaBJH-
BaloT GasnaHnc «balance» Takum o6pasoM, uToGHl NEPO camonHcla
0CTaBajiOCh HENOJBHKHBIM B TEUEHHE HECKOJbKHX CEeKyHA (CM.
pasa. «Mcrounnkn OWHGOKY).

[To 3HaueHHIO MAKCHMaJbHOIO CHI'HaJa yCTAHABJHBAIOT AMILIH-
TYAY yCHJIeHHMsI HHTerpaja TakuMm o6paszom, uTo6bl Mepo CaMomnucia
He BBIXOAHJO 3a npejenbl 6yaHKa (pyuka «reset» nmpuMeHsercss AJs
BO3Bpara CaMOIHKCUA B MCXOJHOE MOJOXeHHE). 3HaueHHe HHTerpasa
3aBHCHT OT CKODOCTH Pa3BEPTKH.

Hacrpaupaior ¢pa3y uurerpasna (cm. pasa. «McTOYHHKH OIHGOK> ).

HurerpupoBanye BeayT mo rpynnam JuHui, 6J43KO PacloNoKeH-
HbiX B cniektpe. [Tocsie okoH4YaHHA 3amMdcH OAHOH rpynnbl JHHHHA 6a-
30BYIO JIMHHIO COPAchIBAIOT HAa HyJAb Pyukoil «reset» W NpoOBOAST
3anucp caeayouled rpynnel JuHUA. Takoil cnoco6 mo3BoJsieT MoOBbI-
CHTb TOYHOCTb 3aMHCH WHTErpaJa.

Ycranoeky 6ananca «balance» u BosspaT camomucua «resets
B HCXOAHOE MNOJIOXKEHHEe HEOOXOAMMO MNpPOBOAWTbL MEpel KaxAbiM
H3MEpeHHeM.

AHaaH3 pe3yabTaros

[Mpu ananuse 'H-SIMP-cnektpos:

OonpeneasiioT XMMHUECKHe CABUTH H Ha OCHOBAHHH MOJIYYEHHbIX
pesysibTaTOB OIPeNesiioT, CKOJbKO THIOB aTOMOB Boaopoaa (pas-
JIHYAIOLIHXCS XHMHYECKHM OKDYXKEHHEM) HAXOQUTCS B MOJIeKy/e aHa-
Ju3nHpyeMoro seulecTBa (cM. Tabua. 3.2.7/1); ‘

ONpEAe/AIOT YMCJIO JIMHHE B MyJabTulJeTe (MYJbTHIJIETHOCTD
curHana);
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OMpEENSIOT KOHCTAHTY CIUH-CIHHOBOTO B3aUMO/eHCTBHUS B OJHOM
MYJbTUILIETE, 3aTeM OINPefessIoT MYJbTHIUIET COCEJHHX MPOTOHOB
¢ TOH Ke caMOll KOHCTaHTOH; ‘

M0 JaHHLIM MHTErPHPOBAHHS YCTAHABJHMBAIOT UMCJIO 3KBUBAJEHT-
HBIX SIAEP B MOJIEKYJE.

Ananuz "*C-IMP- -CNIeKTPOB B GOJIbLIIMHCTBE CJydyaeB [MO3BOJSIET
OLEHHTb TOJILKO XHMHUECKHH CABHT.

HcTouHHKH OmINGOK

[Tpu nodeoroske obpasya

Bricokasi BA3KOCTh aHAMH3HPYEMOro pacTBopa; HajlHyHe B o6pas-
Ile TapaMarHUTHbIX COeJMHEHHI: HampHMep, He MOJHOCTHIO YAaJeHbl
XpOMOBAasi CMecCb TIOcCJe TPOMBIBKH aMNyJbl, CJejibl APYrux mapa-
MarHATHBIX HOHOB METAaJ/UIOB U KHCJOpPOJd, B3BEUIEHHBIX YaCTHIL
(BemeT K MOSIBJIEHHIO IUHPOKHX H IJIOXO pPa3pellieHHbIX CHIHAJOB).

[Ipu pabore npubopa

HenpasuabHo otperynnpoBaHa ¢as3sa.

.

Pasza ompezyrupobana Dasza ampeey- @asza ompeeynupo-
HenpabunsHo nupobarna Barna HenpabunsHo
npabunero
VBe/qHueHHe VUHTEHCUBHOCTH MOJSA (BeAeT K BO3HHKHOBEHHIO $IB-
JIEHHS HACHILIEHHS, T. €. YMEHbIIeHHIO AaMIIHTYAB U YLIHPEHHIO
noJockl). PekoMeHayeTcs: NPOBOAHTHL HHTEIPHPOBAHHE NMPH MeHblued
HHTEHCHBHOCTH, TaK Kak HM3MEpeHHsl NPH HachllleHUU [PHBOAST
K OIIHOOYHBIM DE3yJbTaTaM.

e

0,04 0,16 032 me
!/Beﬂquue Mawﬁocmu paﬁuaqacmamﬂaea nons

YBesHueHHe CKOPOCTH pa3BepTKH (BeleT K YUIMPEHUIO M0J0ChI
CHTHAJIa, CMELIEHHMI0 MaKCHMyMa M MOSIBJEHHIO [AOIOJHHTEJbHBIX
MoJoC, a TaKMe MEepPeKPbIBAHHIO CHIHaJa C OTKJAOHEHUSIMH Mepa;
C yBeJHYEHHEM BDEMEHH peslakcalHH 3TH 3(PeKThl YCHIUBAIOTCSH).

336

VBe/HUeHHe KOHCTAHTH BpeMeHH (WIbTpa C O/HOBPEMEHHBIM
yBe/JMUEHHEM CKOPOCTH pa3BepTKH (Beler K CHBHIY MaKcumyma
M H3MEHEHHIO HHTEHCHMBHOCTH CHIHA/a).

o

YBenuyerue wowcmarines Bpemenu YBenuyenue wupursl nonocs
punempa npONYCKAHUR PUALIIPA

H3menenne ckopocTy BpallleHusi ofpasua [BefeT K H3MEHEHHIO
WHTEHCHBHOCTH GOKOBBIX MOJOC H PACCTOSIHHS MeXAy HHMH (60Ko-
Bble M0JI0CHI JOJKHBI GbiTh DACMONOXKEHbI NONAPHO W CHMMETPHUHO
OTHOCHTEJbHO OCHOBHOTO curHana) Jhenpsmoe B3aumopeiictaue 'H- u
'3C-sizep BemeT K BosHHKHOBeHHIO '*C-caresntos]. Pekomenayercs:
MoJiepKUBATh CKOPOCTb BpallleHusi o6pasua 30—50 o6/c.

X/zapocpapM

1. BpawamensHas
l Soroban nonoca

2. BpawamensHasi
Oorobas nonoca

B¢ camennum ,coomBem-
cmByem 0O, 55 % ocHob-

J HO20 cueHana
-»—*J{/ﬁ-——-— (AMnaumyda x30)
[Tpo6ieMbl HHTEFPUPOBAHHUS.

I ARSI

Pasa ompezyrupobara Paza ompeeynupobana  Apedp weompeaysupobar
npabuneHo HenpabunsHo (ompeeynupoBams 5anaHc)
(pasy ompeeynupobams)

Pasa u Gpeap weompeeynupobarsl
(ompeeynupobams oba naparmempa
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Onepamop
Hama
Cnexmp N° 1111-7

Jameyamus :

Obpasey: R 1259

" PacmBopumens CCl,

7

MUuH
MAH
MAH

5

10

g

Bpemsa
peaucmpayuu
Obnacme
pasbepmuu
HKorey
pasbepmru

005 ¢
0,05 Ml

3aryxaHde cHriana. § E’E .
5} Q.N
Nonyvenroe coommowerue 05 3 E
nurob: 1:2,5:2,5:1 < E):‘ %
Teopemuyeckoe coomwo- oA
wenue nuwob: 1:3:3:1 gy 2
Ulupura Bnympentuz g % Em
cuenanol Gonswe vem A =3
Brewnuz
Bonee HHT€HCHBHBIH CUIHAJ B MPUCYTCTBHU C1a0bIX CHIHAJN0B YMEHb- © dwawoduiaud-diNg TUWOS 09£- W3
IIaeTcs H CTAHOBHUTCH LIKMpe. sE 3
CEF S 1
Odopmaesne pesyasTaTon +§~ o -Q“Q+Q--QJ'Q E o
! [l 1
HOasi 3anucu SIMP-cnekrpa npHMEHRIOT CrelHa/ibHble perucrpa- S"E_ E
uuoHHbie 6saHkH. Ha 6naHke yKasblBalOT YCAOBHS CHEMKH CHEKTpa RE -~
(puc.'3.2.7/9). SE E
Hast xapaktepucTHKe cTpyKTypel IMP-cniekTpoB npumeHsior cie- SRRt ]
Jyliye cOKpalleHus: § — cuHraer, d — ayb.aer, dd — nybaer ny6- - .
Jgera, ! -— TpHUILIeT, g — KBapTeT, guini — KBUHTET, Sext —— CEKCTET, E 3
sept — center, m — MyJbTHIVIeT. [IpM XxapakTepHCTUKe CIeKTpa 1 E
onpenenennoro tuna (AB, ABX u 1. A.) naHHbe 0 uHcje JHHHH WM E ]
MYJIBTHIIIETHOCTH He IPUBOASAT, TaK KaK 3Ta HHHOPMALHA COAEPKHTCH ELSIRISIRIRS E
B obosHauennH THna cnekrpa. Hanpumep, AB-curuan (8,=6,54; 3 1
05 =5,78; /=110 T'w). - : - =R
[lpumep odopmienns 'H-SIMP-criektpa, npHBeieHHOro Ha F E
puc. 3.2.7/5: 'H-IMP (CCly, 30°C); 6=1,28 (¢, /=7 T'u; 3H, VE 1
CHr—CHs); 2,5 (¢, J=7 Tw; 2H, CH,—CHs); 7,05 (s, 5H, S E 888188t .
apomatuu. H). I'E E
[pumep 3anucn '*C-SIMP-cnekrpa, npusenenHoro Ha puc. 3.2.7/6: 3 E
BC-AIMP (CDCl;); 8=136,2; 135,0; 133,1 (C—CH3;); 130,5; 129,5; . =
126,5 (C—H); 20,8; 19,5; 19,2 (CHs). : 8 E
CISE SISt 3
O6aacth npumeHeHNsn El LS| ]
Oprannueckasi xumusi, cuated: JMP HaxooMT WIHPOKOE mpUMe- E 1
HEHHe NPH YCTAHOBJIEHHH CTPYKTYPHI OPraHHYeCKUX COoeHHeHHH (cTe- E 3
peoXuMusi, KOHPOpPMALMOHHLIH aHa/Iu3). o SESISIS :
XHMHA NPHPOAHBIX COeJMHEHHH: Onpele/eHHe CTPOEHHS] HEH3BECT- EFSIRrRISISe %—5
Hbix coepnsennil. Coueranue SIMP u Macc-cneKTpoMeTpHH IM03BO- sE E
JISleT CBECTH K MHHHMYMY OWHOGKH B YCTaHOBJIEHHM CTPOEHHS Be- EF {:H—
uecrsa. Mcnonb3osanue coBpeMeHubix SIMP-crnekTpPOMeTpoB ¢ CHJb- SF mE
HBIMH MarHHTaMH MO3BOJISET NONYYHUTD LEHHYI0 HHGPOPMALHIO O CTPOe- SEiz s 3
HHUH GHOMOJIHMEpOB. S FIRrerSrSters oS
XHUMHSA BbICOKOMOJIEKYJISIPHBIX COeqHHEeHHH: B GOJbLUMHCTBE CJIYy- SE 3
yaeB SIMP siBisercsi eQUHCTBEHHBIM METOJOM DeLIeHUS] THINHYHbIX R ~
BONPOCOB XHMHH BbICOKOMOJIEKYJNAPHBIX COEJHHEHHH, TAKHX KaK aHa- 5 § '§ § § § 5
JIU3 MOC/IEA0BATENBHOCTH H CTEPEOPery/IapHocTH Guonoanumepos. Oco- IO~ G
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foe 3HaueHHe uWMeeT npuMeHeHue Merosa SIMP paa ncciaegoBanus
TBEPABIX BEILLECTB.

Kunernueckne HccaefoBaHMs: OMNpeesieHHe BJAHAHHA JHHAMHYe-
CKHX TPOLECCOB Ha XHMHYeCKHe CABHUTH (MOJIeKyJasipHas MNOJABHXK-
HOCTb, KHHETHKA peakuud, oOMeHHble Tpollecchl, OnpeneneHHe KOH-
CTaHT paBHOBECHA).

Junamuueckue uccaedosanus

OmnpeneseHHe MOJIEKYJASPHOA MNOIBHXKHOCTH C [IOMOILBIO H3Me-
PeHHs1 peslaKCallMOHHBIX NapaMeTpos.

OnpenesieHue BHYTPHMOJIEKY/IAPHBIX PACCTOSHHHA NPHPOAHBIX COe-
OUHEHHH [0 [aHHBIM 3aBHCHMOCTH B3aHMOAEHCTBUS «uepe3 MpOCT-
pPaHCTBO» JHIIONEH flep OT PAcCTOSTHHA MEXAY HHMH.

H3yueHHe KHHETHKH peaKUHH IO ¥3MEHEHHIO HHTEHCHBHOCTH Xa-
pakTepHLIX NOJIOC PEATEHTOR B PEaKUHOHHOH cMecH. [las GbICTPHIX
peakiii HCHIOJB3YIOT CTPYEBLIE METObI — OCTaHOBJIEHHOH CTPYH H He-
npepuiBHOH cTpyH. HMcnosb3oBaHHe 3THX METOAOB IO3BOJSET OMpe-
JeNUTh KOHCTAaHTH paBHOBecusi. OQHAKO TakHe 3KCIEepHMEHTBHl Tpe-
6yl0T 3HAUUTEJBHBIX 3aTpar.

HccnenoBanne o6GMeHHBIX MPOLLECCOB B COCTOSIHHH DaBHOBECHS

(Hanpumep, Kerto-eHoMbHast TaytoMepusi, H-—D-o6men). Ilpu men-’

JleHHOM OGMeHe, KOrjla BpeMsi HaXOXK/JIEHHS siiep B OJHOM H3 TOJOXKe-
HUl COMOCTABHMO HJIH 60Jbllle BpeMeHH H3MepeHus (Gosee 1072 c),
HAGII0AAIOTCS OTIE/bHbIE OCTPble CHIHaAbl. [IpH ycKOpeHHH OGMeHa
IIPOUCXOJHUT CJUsIHHE JMHHA U HabJopaeTcsi yCpeAHEHHLIH CHrHaJ.
Ha ocHoBaHMH. TeMmnepaTypHOH 3aBHCHMOCTH YUIHPEHHS JHHHA
B CIIEKTPe ONpEeAEJSIOT 3HEPrui0 aKTHBalKH OOMEHHOro Mpolecca.

Hlugr-peazenter (cOsuearoujue peazenTsl)

JlaHTaHHIHBlE KOMIUIEKCH BbI3BIBAIOT CUJILHBIH XHMHUYECKHH CIBHT
- NPH HE3HAYUTEJNbHOM YIUMPEHHH JHHHUH, YTO OPUBOAMT K yJYy4LIEHHIO
paspeilenust cnektpa. CHOBHIH, BbI3EIBaeMble JaHTAaHHIHBIMH pea-
reHTaMH, 3aBHUCAT OT HX KOHUEHTPAUWM M BHAA B3aHMOJEHCTBHS
BeliecTBa ¢ peareHToM. [lpuMeHeHHe CABHralOLIMX peareHTOB JaeT
LIeHHYI0 HHQOPMalLHI0 O CTepeOXHMHYECKOM CTPOEHHH COeJHHEHHS.

OnTuuecku aKTusHbie pacrsopureasu

OnpenesieHre ONTHYECKOH YHCTOTHI M a6COJIOTHOH KOH(PUIypaLHH
ONTHYECKH AKTHBHBIX COEZHHEHHH BO3MOXKHO TOJLKO MPH ONpeleseH-
HbIX YCJOBHAIX. [lnsi 3TOro MCMOJAB3YIOT pasjuude BO B3aHMOJEH-
CTBHH 3HAHTHOMEpPOB C XHPaJbHHIM pactBopuTeneM. Hanb6osee cuib-
Hbll 3¢ @eKT NposABJAIOT JaHTaHWAHbIE KOMILIEKCHl (CM. pasi.
«HIugT-pearenToi»).
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Spektren)

Varian High Resolution NMR Spectra Catalog, 2. Bd., Varian Ass., Palo Alto
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3.2.8. CHEKTPOCKONHSA 3JEKTPOHHOIO
NMAPAMATHHTHOI'O PESOHAHCA (311P)

Meron IOI1P ocHoBaH Ha H3MepeHHH HOIVIOLIEHHS BeleCTBOM
3HEPrHH BHEIIHEr0 MAaTHHTHOTO noJsi. Takoe MOrJoLEHHe COMpo-
BOXKAA€TCS MEPEX0AaMH 3J1eKTPOHOB € OJHOTO PHEPTEeTHUYECKOTO YPOB-
Hsl Ha apyrod. Merox DI1P clyKHT A5 U3yueHHST BHYTPUMOJEKYJISAD-
HOTO OKPYKeHHsI HecllapeHHbIX 3JeKTPOHOB.

Pu3nuecKHe OCHOBH MeToAA

Ecau 3JIEKTPOH IMOMECTHTb B OJHOPOJAHOE MArHHTHOE T10Je Hy
H BO3JeHCTBOBATh HAa HEro BbICOKOYACTOTHLIM MAarHUTHbIM nojgeMm H,
HanpaBJeHHe KOTOPOro NepHeHAHKYJAAPDHO HarnpaBJeHHIO Ho, TO MpH
onpefesieHHbIX COOTHOLUEHHAX MEXKIAY HANPSAKEHHOCTbIO NMOCTOSIHHOTO

341



noast Hy u 4yactoToil mepeMeHHoro noJjs HalJwojaercd pe3oHaHCHOe
NorJIoUleHHe HePTHH NepeMeHHOro noJs. Takoe pe3oHaHCHOe Norjo-
leHHEe HHAYUHPYET Nepexobl 3M1eKTPOHOB MeXJy pa3/IHYHbIMH yPOB-
HSIMH, OGYCJIOBJIEHHblE PA3JHUHOM MPOCTPAHCTBEHHOH OpHEHTalHeH
CIMHA B MArHUTHOM MOJie (OpPHeHTalMsi CIIHHOB BJOJb H INPOTHB
HanpapJeHHss MarnuTHoro moJs). Ilpu KOJMYECTBEHHOH OlEHKe
CreKTpa B KauecTBeé OCHOBHOIO Mapamerpa HCHOJb3YIOT pacCTOsiHuE
mex1y auruaMu DTTP-cnekTpa, uamepsiemoe B munnurecaa (MT) (cMm.
pasa. «Odopmienne pe3yibTaToB»). Kaxxnomy pajaukasny COOTBET-
CTBYeT onpefeseHnblil HaGop aunni B [TP-crexrpe. B ¢BsA3U ¢ 5THM
OI1P-cnekTp HCNOBL3YIOT AJIsl HAEHTHPHKAIMH PALHKAJIOB. [lepexon,
BbI3BAHHBIH MOIVIOHIEHHEM 3JEKTPOMAarHATHOM 3HEPrHH, 3aBHCHT OT
YacTOTHl NMePeMEeHHOro MAarHHTHOTO moJs H:
hV=AE=guBHO,
rae h — nocrosHHas Ilaanxa; v -— yacrora; AE — pasHocTb SHGPI‘Hﬁ; g — thakrop

—2
MATHHTHOTO paclielVieHuss, pup — MarHeTon bopa (9,27-10
HAMPSKEHHOCTb BHELIHETo OJHOPOJHOTO MArHUTHOTO MOJA.

TpH NOTJIOIIEHHH SHEPTHH BBICOKOYACTOTHOTO U3JTY4EHHs HHAYUU-
PYIOTCS Tepexofibl 3JeKTPOHOB Ha Gosiee BbICOKHE SHEPreTHYecKHe
YPOBHH, MPHUEM BEJMUYHHY NOIIOUEHHOH SHEPIHH MOKHO H3MEPHTD.

Ha puc. 3.2.8/1,a cxemaruueckn HM3o6paxKeHa GeqnopsaouHas
OpHEHTALHs CITHHOB 1eKTPOHOB B OTCYTCTBHE BHELIHErO MArHHTHOTO
noast. TIpu 5TOM HX SHEPrHHM OJMHAKOBbl. B NOCTOSIHHOM MarHHTHOM
nose IS KaXAOro 3JEKTPOHA BO3MOXKHBI TOJbKO JBE CNHHOBbIE
OpHEHTAIHH, KOTOPbIM COOTBETCTBYIOT CNHMHOBbIE KBAHTOBbIE 4HCIIa
Ms=~"'/s 1 my= —"/2. MarHuTHblE MOMEHTbI 3J1€KTPOHOB OPHEHTH-
POBAHBI COOTBETCTBEHHO HANPABJEHHIO BHELIHEro MarHHTHOrO MOJS

Nﬁs
S, .

) S
QNS S—@—»N
S g
S
N N

gﬁ ~—Ors

N
a )
Puc. 3.2.8/1. OpHedrauys CIHHOB 3JIEKTPOHOB B OTCYTCTBHE BHELIHEr0 MAarHHTHOro
noast {a) M noj BO3JeACTBHEM BHelIHero maruuTHoro moasa (6) [Swartz H. M., Bol-
ton I. R., Borg D. C., Biological Applications of Electron Spin Resonance, Willey-
Interscience, New York 1972, p. 4]
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Puc. 3.2.8/2. [Iuarpamma 3sueprervue-
CKHX ypOBHEH 3/IeKTPOHOB C Pas/iHUHbIMH
CIHHAMH BO BHELIHEM MAarHHTHOM moJe

(puc. 3.2.8/1, 6). DNeKTpoHb ¢ OpHEHTALHeH CNHHOB BAOJb TOJS
HaxoasiTcsi Ha O6oJiee BBICOKOM 3HEPTETHUECKOM YPOBHE, 3JIEKTPOHLI
¢ OpHeHTauMel NPOTUB NOJs — Ha HU3KOM, OoJiee cTabUIBHOM YPOBHE
(puc. 3.2.8/2).

B ocuoee JI1P, xak u SIMP, jgexXuT NPHHLHI MArHUTHOIO Pe30-
HaHca. Opnako JITP-curuanel, B oraudue or JIMP-curranos npu
ONHOM H TOM XK€ 3HAYEHHH HAaMpPSXKEHHOCTH MOCTOSTHHOrO MAarHHTHO-
ro noJisi, pacnoyioxeHbl B oGsacTH GoJiee BBICOKHX 4YacTOT (MHKpO-
BOJIHOBas 061acTh). ITO o6bsAcHsieTcs GOMbIINM 3HAUEHHEM MarHHT-
HOTO MOMEHTA 3JeKTPOHA MO CPaBHEHHIO C MPOTOHOM, YTO CBA3aHO
C HaJMuHeM B MoJieKyJje OJHOrO HecllapeHHoro »sJjekTpoHa. Hs
MPUBENEHHOrO BhILIEe COOTHOLIEHHUS CeyeT, YTO UacTora, npu KOTOpo#
NPOHCXOUT Pe30HAHC, NPONOPIHOHAJbHA HANPSKEHHOCTH BHEILHETo
MarsutsHoro novisi. DI1P-criekTp mosyualor, u3mensisi kak Ho, Tak 1 v.
OnHako Ha npaktuke 6osee ynoGHO ckaHupoBanue no H, HWHorna
BMECTO BeJIHUUH Ho H v HCNOJIB3YIOT (aKTOP MPONOPLUOHANBHOCTH ——
g-dakTop, KOTOpblH PaCCUMTHIBAIOT 110 MPUBEJEHHOMY Bblllle ypaB-
HeHMI0. 3HaueHUe g-(akropa mjas cBOOGOAHOrO 3JEKTPOHA COCTaB-
asetr 2,002319, nasi HecapeHHbIX 3/J€KTPOHOB B MoOJeKyJaax — OT |
0 6. B cBs3u ¢ TeM, 4TO AJf GOMBUIMHCTBA CBOOOJHLIX PaAMKasoB
3HaueHHe g-¢paxkTopa JHIIb He3HAYHTEJLHO OTJHYaeTcss OT 3Haue-
HHA g-(hakTopa cBOGOAHOTO ajeKTpoHa (taba. 3.2.8/1), ero usmepsior
C TOYHOCTBIO [0 YeTBEPTOrO WJIM NATOTO 3HaKa HOC/e 3alsaToH.
3HaueHue g-pakTopa HeCHapeHHOro 3JeKTPOHA 3aBUCHT OT €r0 XHMH-
YeCKOro OKpYyKeHHs1 (aHAJOTHYHO XuMuueckoMy casury B IMP-cnek-
TPOCKONUH (cM. pasf. 3.2.7).

Tabauya 3.2.8/1. 3nauenus g-haxropos nexoropeix coedunenut
(Swartz H. M., Bolton I. R., Borg D. C., Biological Applications of Electron Spin
Resonance. Wiley-Interscience, New York, 1972, p. 24)

Coenunenne g-®axrop Coenunenne g-Pakrop
[TopdupuHKAaTHOHDI 2,0024—2,0028 Cepocoaepxauiue paau- 2,02—2,06
®1aBoCceMHXHHOHBI 2,0030—2;0040 xaJsb
BeH30ceMUXHHOHBL 2,0040—2,0050 Komnnekcsl meau (I1) 2,0—2,06
Oxcuapl asora 2,0050—2,0060 Komnsekcnl kesesa (I11) 1,4—3,1
[Mepokcuanbie pagnKadbl 2,01—2,02°  (low-spin)

Kommaexenl xenesa (111)  ~ 2,0—9,7
(high-spin) .
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CBepXTOHKAaf CTPYKTYpPa BO3HHMKaeT B cnekrpax IDIIP Bcaencreue

‘B3aUMOJEHCTBHA HeCIMape€HHOro 3JIEKTPOHa ¢ MAaroHuTHbIMH MOMEHTaMH

sfep. Mexny 3/eKTpOHOM W JIOObIM fiApOM, o6JafaloUuldM MarHHT-
HbIM MOMEHTOM, BO3HHKaeT CIHH-CIHHOBOe Baaumopelcteue. Takoe
B3aHMoJelcTBUE, Kak H B IMP-cnekTpocKonuy, NpUBOAKT K pacuien-
JIEHHIO, HA3bIBAEMOMY CBEpPXTOHKHM. YHCJIO JIMHME, BOSHHUKAIOLIHX
HpH CBEPXTOHKOM pacILenJeHHH, PaBHO 2" rae n — yucao sgep ¢ I =
="/,5. Tako#l CBEPXTOHKHH CIIEKTDP HCIONb3YIOT KaK «OTMEUATOK MaJlb-
1eB» NPH MACHTH()HKALHHM PaJMKaJOB.

MpuGopni

Hasa cpaBuedus Ha puc. 3.2.8/3 npuBeneHbl JBe CXeMbl: CIEKTPO-
¢doromerpa U DIIP-cnekTpomerpa. B KauecTBe UCTOUHHKA H3JYyUeHHsI
CBEpPXBBICOKOYACTOTHOTO NoJsi NMpH II1P-cneKTpocKONMUH HCMOb3YIOT
CrnelHaabHYIO paanojgaMny — kaucTpoH. O6pasel NoMeulalnT Mex 1y
NoJIIOCAMH 3JIeKTPOMATHHUTA, Te OH IOMoUlaeT HEPTHI0 BLICOKOYA-
CTOTHOTO MOJIsI; H3MePEeHHasl PasHOCTb 3HEPTHHA YCHJAUBAETCS H pe-
ructpupyercs. BBHAY croxHOCTH KOHCTpyKUui DTIP-cnekTpoMerpos
ux Gosee noapoGHOe ONMHCAaHWE He MPUBOLMUTCH.

B coBpeMeHHBIX NpPHGOPAX HCNOJBL3YIOT CJAEAYIOUHE HacTOTh
CBUY-nossi: v=9,5; 24 u 35 I'I', npu aJKHe BOJHBI COOTBETCTBEHHO
Ar=32; 1,25 u 0,85 cMm. BoJblIMHCTBO HCCAEAOBAHHH BbIMOJHSIOT
npu uyacrore 9,5 I'T'y v cune marsutHoro noast 0,32 T.

Mopsanok BuNOJAHEHUS onepauuit

Oﬁpaseu NOMEIA0T B TOHKHE CTEKJSIHHBIE aMilyJjbl HJAH MJIOCKHE
kioBeThl. [last IPDHUTOTOBJIEHHSA PACTBOPOB HCIOJb3YIOT PACTBOPUTENH

Pomo-
YMHODRUTENS Yeunurens Camonucey

Moro~ ‘
®" zpomamop

Hemoynuk sHepeuu Oopasey Aemexmupobanue u peeucmpayus

Ly |
Kaucmpos [ E ] { ))———I ycuﬂuw C'aM(?nu@
\/ flonynpabod-
Obpasey HuroBeid Guod
8 maznumuom
nosne

Puc. 3.2.8/3. CpaBHenne NpHHUHOHAJIBHBIX cXeM crieKTpodoromerpa u DIIP-ciiektpo-

merpa [Swariz H. M., Bollon J. R., Borg D. C., Biological Applications of Electron

Spin Resonance, Wiley-Interscience, New York 1972, p. 65)
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C HM3KOH NH3/1eKTPHYECKOH NPOHHLAEMOCTBIO (HanpuMep, TeTparuipo-
¢dypaH, LMKJOTeKcaH uju Ttoayos). PactBopurenn ¢ BbiCOKOH aH-
3JIEKTPHUECKO# TPOHHIAEMOCTbIO (HaNpHMep, BOAA H CIUDPThI) He
[IPUMEHSIOT M3-32 CHJABHOTO MOTFJOULEHHS] WMH SHEPTHH.

Has npoBenenus anasnuza TpebyeTcss OueHb HeOOJbLIOE KOJH-
yecTBO o6pasila, Tak kax II1P- MeTO BeCbMa quCTBmeﬂeH Yyser-
BHTEJBHOCTB MeTOAa coctasJsieT 107° moab -1~ cBOGOAHBIX paaHKa-
JIOB B JHaMarHuTHbIX BerlectBax. C yueTOM BO3MOXKHOCTH pejakca-
LUHOHHBIX  MpOLeCcoB ofpaszent pa36aBASIOT A0 KOHUEHTpAalUH
10~=° moab-n~". Tlepen aHas¥30M NpeiBapHTENbHO NOAGHPAIOT ON-
THMaJbHble yc.nosm{ €ro TmpoBejeHuUsl.

Ananu3 pesyantaros

B GoabiinncTse cnyuaeB SIIP-cnektp 3anuceiBalor B auddepen-
uuanbHom Buge (puc. 3.2.8/4). Ha puc. 3.2.8/5 usobpaxken crnexrp
COeMHEHHs] ¢ OJIHMM HeclapeHHbIM 3jekTpoHoM. M3 Buaa cnekrpa
(KBUHTET TPHUIJIETOB) CJeAyeT, 4TO B 0Opasie COLepXKUTCH OIUH
THI pajukasa. [Ipy XxapaKkTepUCTHKE CIEeKTPa yKasbiBaIoT Cilejyloline
napaMeTpbi: IIMPUHY W HHTEHCHUBHOCTb JWHHH; g-QaKTOP; TOHKYIO
CTPYKTYPY (NpPHBOANTCS NpexJae BCEro AJs HeOPraHHYecKHX COelH-
HEHHH); CBEPXTOHKYIO CTPYKTYPY.

E a [ \ H H / \
c=g—d=d
i /12 3 4\
| H H
l
!
T m
Y0
|
| A‘
H
i . Puc. 3.2.8/5. 3I1P-cnektp anuoH-paaukana Oy-
1 TajMeHa B KMAKOM ammuake nph —78°C (no
| OCH Op/IHHAT OTJIOXKEHA NepBasi MPOM3BOAHASA NO-
E 8 | rIOILEHHS, N0 OCH aGcUHce —— HaNpsHKEeHHOCTh
I maruutHoro noast) [Zevi D. H., Meyers R. I,
|| J. Chem. Phys., 41, 1062 (1964)]
e

Puc. 3.2.8/4. ®opwmbl 3anucu I1P-cnekrpa:

a — o6biuHas; 6 — audpdepcHuHaNbHasaA (110 Neppof NPOH3BOAHON); 6 — B BHAE JHHUM
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[Tnowans nog SITP-curHasOM NPONOPLHOHANbHA UHCAY HeCHapeH-
HbIX 3JIEKTPOHOB, cojepxauuxcs B ob6pasue. TouHoe mNOJOXKEHHE
CHTHaja ONpeleAsiioT MO Touke mneperub6a MNepBOH MNPOHU3BOAHOH
KPUBOH mnorvyolleHusi. B GOJIbIIMHCTBE CJAy4YaeB MOJOXKEHHEe CHPHaJa
B II1P-cnekTpe XxapakTepU3yloT 3HaueHHeM g-dakropa. CBepXTOHKas
crpykrypa (CTC), Bo3HuKawoUlas B CIEKTpax B pe3ynbTate B3aHMO-
JeACTBUSA CNHHA 3JIEKTPOHA C MAarHHTHBIMH MOMEHTAMH COCELHHX
silep TOH e caMOH MOJIEKYJbl, SIBJISIETCS] BaKHOH XapaKTepHCTH-
koi. Bun CTC onpenensiercsi KOJHUECTBOM siAep, BCTYNAIOLIMX BO
B3auMojieficTBie, H CHJIOH ux B3aumoneiictBuA. OcoGoe 3HaueHHe
MMeeT pacllenJieHue, BbI3bIBaeMOe siipaMH BoAopoia H ¢rtopa. Be-
JHUHHA B3aHMOAEHCTBHSI MeXK/Y HECNapeHHbIM 3JIeKTPOHOM H SIPOM
YKa3blBAa€T Ha XapaKTep pacnpefeseHusl 3JeKTPOHHOH MJIOTHOCTH.
Hns tounodi uutepnperauud SI1P-cnekTpa Heo6XOAMMBL CHELHANb-
Hbie 3HAHUS U NPAKTHYECKHH ONBIT.

UcTouHHKR OWHGOK

B o6pasue coaep:KaTcsi TNPHMECH NMapaMarHUTHBIX COEJHHEHHH.
B pacrBopHTese NMPHCYTCTBYET KHUCIOPOL.

Odopmaenne pesynbTaToB

B kauecTBe xapakTepHCTHKH CEKTPOB B JIUTEPATypPe, KaK HpaBUJIO,
NpUBOASAT MapaMeTp B3aHMOJAEHCTBHS (CBEPXTOHKOE paclienseHHe) a.
CrexTp, npuBeeHHbIi Ha pHC. 3.2.8/5, xapaKrepH3yeTcs cJeLyIOUHMH
3HaueHUsIMH NapaMeTpoB: af{ =0,279 mT; a;‘{ =0,762 MT.

O6nacTb NPUMEHEHHS

Metoa JDIIP npuMeHSIOT 1J5 aHaJki3a BCEX COeNMHEHHH, colep-
JKALIUX HecrapeHHble 3JeKTPOHbl, HE3aBUCHMO OT HX arperatHoro
cocrosiiusl. O6/acTb MPHMEHEHHSI ONpelesisieTCsl KOHCTPYKLHeH KIo-
BeThl. [lyisl TpoBeleHHs] KUHEeTHUYECKHX HCCJAEeNOBAHUH INPHMEHSIOT
crneyHaabHble TPOTOYHbIE CHCTEMBl. KpoMme TOro, CKOHCTPYHPOBaHBI
KIOBETHI, T03BOJISIOIINE MOJAYYHTh PAAHKAAbl HEKOTOPBIX LHAMaTHHT-
HbIX COeJUHeHHH (HemocpedCcTBEHHO B o6pasue) ¢ momouupio ¢oro-
JIU33, pajHoJii3a H OKHCIHTENbHO-BOCCTAHOBHTENbHBIX peakiHuH.
II1P saBasiercsi OHUM M3 CaMbiX YYBCTBUTE/bHBIX METOLOB, Npenes
uyBCTBHTEJNbHOCTH cocTasaser 10" moap.a1—".

Paguka/nbl: [0Ka3aTeNbCTBO CYLIECTBOBAHHUA, HIEHTH(UKALHSA,
onpejaeNeHde KOHLUEHTpPALMH, KHHETHKA, JIHHAMHKa ObICTpbIX Npolec-
coB (Bpemsi mosynpeppautenus 10 1072 c).

[MonyyeHne cBOGOAHBIX paJMKaJOB HEMOCPEACTBEHHO B obpasle
(OKHMCJIHTEIbHO-BOCCT@HOBUTEJIbHBIE PeaKLHK, POTONH3 H PALHOIH3).

Omnpejgenenne CTPOEHUS Ha OCHOBAHUM pACNpefesNeHHs JMEKTPOH-
HOH TJIOTHOCTH.
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MeTas1onpoTENHbl H KOMIIJIEKCHbIE CO@JHHEHHS: COEJIHHEHHUS C Bbl-
COKHMH M HH3KHMH 3HaueHHsiMH g-GaKropa.

PannkanabHasa nonumepusauust onepHHOB.

Mertanabl (CHCTeMa pe30HAHCHBIX CHIHAJOB 3JEKTPOHOB).
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3.2.9. MACC-CIIEKTPOMETPHSA (MC)

Macc-cnekTpoMeTpHsi OCHOBaHa Ha NOJIYUEHHH HOHOB U3 HEUTpaJlb-
HBIX MOJIEKYJl MyTeM BO3JeHCTBHS HA HHX MYYKOM 3JIEKTPOHORB, OG-
JlajalolnX sHeprued, A10CTaTOYHOH /sl HOHH3auuu. [1pu srom raas-
HbiM 06pa3omM o6Gpa3yloTcsl NMOJOMKHTENbHbie HOHbI, KOTOPbIE MOTYT
pacnafartbCsl Ha OTHAeJbHblE ¢parMeHTel. PerucrpHpyemasi 3aBHCH-
MOCTb HOHHBIX TOKOB OT MacChl OTAEJNbHbIX ()PArMEHTOB HA3bIBAETCS
Macc-CHeKTpoM.

PH3HUEeCKHE OCHOBLI MeTOAA

Mouekysia, Bo30yxaeHHas B pesyJbrate B3aHMOJEHCTBHSA C 3JI€K-
TpoHoM (c 3Heprueil Gosee 10° kxk-monb™!, wau 70 3B), pac-
nagaercsi ¢ 06pa3soBaHHEM MOJIOXKHTEJIbHOTO MOJEKYJAPHOTO HOHA
M JIEKTPOHA (MOHH3aLHUA):

M4em™ — Mt 42e,

" rae MT — mojiexyasipubiil HOH.

B GoabluMHCTBE c/ay4yaeB MOJEKYJSIPHBIH HOH o6sajaerT 3HAuH-
TEJIbHOM BHYTpPeHHe# 3Hepruedl H 6bICTPO pacnajaercsa aadee (1078 —
107'% ¢) ¢ o6pasoBaHHeM 3apsiKEHHBIX H HE3apsKEHHbIX (par-
MeHTOB ((parMeHTaLHs):

Mt > AT 4+Be u/umu Ae +B7;
MT — Ct+De u/uau Co 4+DT;
wt M T. .

OTH OCKOJIOUHBIE HOHbl B 'BOK O4Yepeib MOTYT pacnajarbcsi jpaJjee
¢ of6pasoBaHdHeM HOBBIX (Qp:TMeHTOB. B Hekortophix ciayuasix ¢par-
MEHTAUHUSI CONPOBOXKAAETCS NuperpynnupoBkamu. [Ipouece ¢parme-
TAalHH MOJIEKYJSIPHBIX HOHOB MPOUCXOAHT A0 TeX MOp, MOKa He obpa-
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HrnmencuBrocmes

/BN L L B L LB B

35 40 45 50 55
mje

Puc. 3.2.9/1. Macc-crexrp

3YIOTCA HOHbl, BHYTPEHHEH JHEPTHH KOTOPBIX HEZOCTATOUHO IS HX
pganpHefiwero npespaiuedusi. O6pa3yiollHecss MOJISKYASPHLIA HOH H
ero ()parMeHThl AETEKTHPYIOTCA 10 HX MACCOBBIM 4MCJ/aM, MpeacTas-
JISIOILUM OTHOILEHHE m71/e, T. €. Macchl K 3apsaay. Tak Kak B GOJbLIHH-
cTBe cay4aeB o6pa3yioTcs ONHO3apAAHbIE HOHbI, TO COOTHOLIEHHE m /e
COOTBETCTBYET Macce MOHA. Macc-cmekTpomeTpsl paboTaloT NPH Bhl-
COKOM BaKyyMe, UTO CBOAHT K MHHHUMYMY HEXeJaTejJbHble MeX-
MOJIEKYJISIDHbIE PeakLUHH H, Kpome TOro, 6/1aronpHATCTBYyeT BHYTPH-
MOJIEKYJISIDHOH (pparMeHTalyH.

Macc-cnekTp npencranisieT COO0H CTeKTpP JHHHH TOJO0XKHTENbHO
3apsXKEHHbIX HOHOB (LIMPUHA [HKOB HAa IOJOBHHE BHICOTH B MpO-
liecce 3amdcH ocTtaercs nocrosHHo#t) (puc. 3.2.9/1). drum macc-
CMEKTPOMETPHS] 3HAUMTENBHO OTJIHYAETCH OT JIPYrHX CHeKTPOMETPH-
YeCKHX MeTOLOB, /I KOTOPbIX XapaKTepHO NepeKpbiBaHHe MO0J0C.
Hecmorpss Ha TO uTo peajbHOH CBSI3H ‘MeXJy Macc-CHeKTpoMer-
puell ¥ ONTHUYECKOH CmeKTpOMeTpHeHd He cyllectByer, oba Merona
HA3bIBAIOTCSl CIIEKTPOMETPHYECKHMMH H3-33 (opMasjbHOrO CXOACTBA
rpacduyeckux H306paKeHUH CHEKTPOB.

[Ipy mosyueHHH macc-cnekKTpoB GOJbIIOE 3HAYEHHE HMEIT TpH
npouecea: .

MOHH3ALUs MOJIEKYJ/ 3JEKTPOHHLIM YIapoMm; YcKopeHHe obpa-
30BABIIUXCA HOHOB B 3/JEKTPHUECKOM MOJE; _

pasjeneHdue HOHOB MO BeJHYMHE m/e B 3JeKTPHUECKOM H Mar-
HUTHOM TOJISAX;

JETEeKTHPOBAHHE ¥ PErucTPallisl HOHOB.

ITuku uzoronos

B c¢BSi3y ¢ TeM UTO MHOFHE BellleCTBA COAEPKAT HECKOJbKO
H30TOIIOB, B MacC-CHEKTpe MUKH MOJIEKYJSIPHOTO HOHA U ero ¢)parMeH-
TOB CONMPOBOXKIAAIOTCH H3OTOMHBIMH JUHuUAMH: M+4+1, M4+-2 n 1. 1.

348

Tabauua 3.2.9/1. OTHOCUTEAbHOE eCTeCTBEHHOE COOEPHAnUe U30TORO8
HEKOTOPbLX 3AeMEHTO8

OTHocH OrnocutenbHoe
H3soton CORQP;JSJJZ‘H?% Haoron conepwanue, %
'H 99,985 2gj 4710
*H(D) 0,015 0si 3,110
iC 98,892 Sip 100,00
e 1,108 ’2g 95,018
1N 99,635 »s 0,750
34
o) 0,037 ol C 24471
120 0.204 "“Br 50,520
F 100,00 “Br 49,480
*Si 92,18 7 100,00

(M — monekyssipuasi Macca). KapTuHa pacnpeeneHHsi H30TOIHBIX
JIMHHH OMpefejsieTcsl COJep)KaHHeM H30TOMOB KQXKAOr0 3JEMEHTa
B BellecTBe. YueT H30TOMHOrO COCTAaBa IPH aHaJH3e CHeKTpa 3Ha-

. YHTEJIbHO ylipollaeT HHTEPIIPETAUHIO CIEKTpa, a TaKXe yMeHbulaer

YHCJIO BO3MOKHBIX- CyMMapHbix ¢opmy.a. Tpu snementa: '°F, 3'P u
'2"] ge umetor u3otonos (raba. 3.2.9/1).

il BLIAICHEHHS! MEXaHH3MOB (parMeHTAIMH HCMOJIb3YIOT METOJ
BKJIOUEHHSI H30TONHOH MeTKH. COOTBETCTBYIOILYIO MOJIEKYJISPHYIO
Maccy JIerko OMNpefessiioT Macc-cmekTpoMerpuueckd. B kauectse
M30TONMHOX MeTKH B GOJIBLIMHCTBE CJIyYaeB HCIOJb3YIOT . JeHTepHi:

D,0
R—XH ——» R—XD.
Boaﬂnxaxomee HpH 3TOM CMeUleHHe‘CHeKTpaJIbeIX JUHUH B HEKOTO-

pBIX cCjydyasix HMMeeT pelualpolliee 3HaueHHe NPH HIAEHTHPHKAUHH
(parmMeHToB.

Macc-cnelcrpomerpuﬂ 8bLCOKO20 pa3peuienus

Cpeay ¢parmeHTOB, 0Gpa3yOLLUXCH MMPU 3JIEKTPOHHOM yaape,
MOIYT MNOSIBUTbCSI HOHBI, XapaKTEepPH3YIOLHECS MaJbiM pas3jiuyheM
macc (B mpefejax ONHOH eIMHHLBL aTOMHOH Macchl). CoBpeMeHHble
NPHOOPH TO3BOJAIOT PA3JIHYATH HOHBI C pa3iuuYMeM Macc B mpejenax
10™% eaunnn atomuoil Maccel. Takum o6pazom, GOPMYJaY KaKAOTO
¢parMeHTa ycTaHaB/AMBAIOT HE3ABUCHMO OT OTHOCHTEJNbHOH HHTEHCHB-
HOCTH H30TOIHBIX JHHHA M C BBICOKOH TOUHOCTBIO OMPENENSIOT MaJibie
pasiuuHsi Macc, Hanpumep pasiuude mexay '*C'°0O (M =27,9949)
u "“N"N (M=28,0062).

B pesyabrate pajsbHeHIerc pasBUTHS MAacC-CIEKTPOMETPHH pa3-
pa6oTaH psAA HOBBIX, CE1EKTHBHLIX METOAOB HOHH3ALHH, I103BOJSIO-
WX MNPeOfOJ/eTbh HEeJOCTATKH, CBOACTBEHHBIE MacC-CHEKTPOMETPHH
371eKTPOHHOro yaapa. [IpuMeHeHHe TakHX mMeTon0B ofecneyuBaeT Nno-
JaBJeHHe peakLUHH (parMeHTauuH M IO03BOJSET HCCIEN0BATh TEPMO-
JNabuibHble COeJUHEHHS.
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Ionesasn uonusayus (ITH) u noasesasn decopbyun (111)

[Ipu BO31eHCTBHH HA MOJIEKYJTY HCC/IRNYyeMOTo BeleCTBa CHIBHOTO
snexrpuueckoro noas (10° B-cm™'), CO35aHHOTO HA TOUCHUHOM 3JIeK-
Tpoae (maaTMHa WaH BOAbOPAM), NPOHCXOAMT MsirKas HOHH3ALHAA
¢ 06pa3oBaHHeM MOJOKHUTENbHbIX HOHOB. OcHOBHOE pa3J/iHuHe Mex1y
5THM METOAOM H 3JEKTPOHHBIM yAapoM 3akjiodaercd B TOM, UTO
HOHbl 06pasyloTcsl Ha TBepAOH MOBEPXHOCTH, @ HE B rasoso#l ¢ase.
INpu HoHH3alLKK NoJeM HaOMIOAACTCS HU3KAs! CTENCHD (hparMeHTauuy,
TaK KaK 3Hepruu, MoJy4eHHOH Mosiekyaamu o6pasua, AOCTATO4HO
TOJIbKO AJsi HX COOCTBEHHOH HOHM3aHHH. B CBA3H C 3THM METOA
LIHPOKO MPHMEHSIOT A/l CTPYKTYPHbBIX HCC/e1OBaHHH BBLICOKOMOJE-
Ky/ISIPHBIX COEMHEHHIl WK BEULECTB, He 00PA3YIOLIMX MPH NEKTPOH-
HOM yA&8pe MOJeKy/SPHOrO MOHA, HalpHMep YrieBojOB, MENTHIOB
W ApYTMX NIPHPOLHBIX coelHHeHH. IIpH paboTe ¢ BbICOKOMOJIEKYIAD-
HbIMH COENMHEHUSIMY HJIH TE€PMHUECKH HeyCTONUHBLIMHM BeLIECTBAMH
KCHOb3YIOT MOAWGPUUMPOBAHHLIA METOL MOJIEBOH HOHH3AUMH — Me-
to gecop6unu nosem. [Ipd 3TOM pacTBOp OPraHHYECKOTO BELIECTBA
HAHOCSAT HeNoCpeACTBEHHO Ha aHOJA. MeTox necopOuny nosiemM Henodb-
3YI10T, HAMpPUMEp, [Js MOJyYeHHs] MOJICKY/IAPHBIX HOHOB HYK/IEOTHI0B
¥ YeTBePTHYHLIX AMMOHHHHBIX COJEH.

Xumuueckan uonusayusa (XH)

ATOT MeTOL OCHOBAH Ha pasfasjieHHH o6Gpasua u3OBITKOM rasa-
«peareHTa» (>10% (ammuak HaM MeTaH). BeposTHOCTb CTOJKHO-
BeHHs JEKTPOHOB ¢ MoJeKy/aamu o06pasia npH 3/eKTPOHHOM yaape
CJAKIIKOM MaJsia, TaK Kak KOHIleHTpaiHs o6pasiia TakxKe maja. B cBsasu
C 3THM B NEPBYIO OUYEPEb HOHU3HPYIOTCS MOJIEKYJIbl raga-«pearenta.
B cayuyae MerTaHa NpOTEKaloT CJeNyIOlHe peaklHH:

CH;+e™ — CHi 42¢7; CHi# — CHi +H;
CHi +CH, — C.Hi* +H..

I_IOle‘-IEHHble B H30bITKE KATHOHBI B3al/IM01161:'iCTByIOT ¢ rerepo-
aTomMamHu (aSOT H KI/lC.HOpOJl), BXOAAUIMMU B COCTaB aHaJU3IUPYEeMOro
BelLeCcTBa, NMyTeM MepeHoca NpOTOHA, Harnpumep:

C,Hy + SNH —+ DNH, + CyH,

HureHcHBHOCTD  06pas3ylollUXCsl  KBA3UMOJEKYJ/sAPHbIX  HOHOB
(M+1)" OTHOCHTEJBHO BBLICOKA, B TO BPEMS KAaK HHTEHCHBHOCTb MO-
JIeKyAsipHBIX HOHOB — Mania. Eciin B o6pasiie OTCyTCTBYIOT AKIUENTOPDI
NPOTOHOB, TO O6Pas’oBaHWE KBA3MMOJEKYJAPHbIX HOHOB (M — )t
CONMpOBOXKAAeTcsl OTIENJeHHeM THAPHI-HOHOB.
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CoueTanue 66iCOKO4YBCTBUTEABHO20 METOOQ
casosoli xpomaroepaguu u macc-cnexrpomerpuu (F'X/MC)

dra KoMOUHALMS fBAfeTcs Oojee 3(PPeKTHBHOH, yeM KaxKAbid
MeTOL B OTAeabHocTH. BHauase cmech (PPaKLUHOHHPYIOT ¢ MOMOILBIO
rasoBoii xpomartorpagHH, a 3aTeM nosydeHHble QPAKUHH UCCAENYIOT
macc-crekTpomerpuueckd (puc. 3.2.9/2 u 3.2.9/3). bes npensapu-

Macc-
Cuecmema  (5ozamumensHas crewmp
6600a cucmern
/a3 —wm={3}5 Mace-cneKm m
poremp
[ X~K0nOHKT 0 Il| Peeucmpayun
nomoxa uoHob
Puc. 3.2.9/2. Baok-cxema npoOBEAEHHS KOM-
6unuposanioro meroga I'X/MC (Toabko Aporamozparma
yacTh ra3sa-HOCHTEJs, BhXOAsILLEro H3 raso-
xpomatorpaduyeckod KOJOHKH, Nocje Mnpo-
*XOXAEHHA uepe3 OGOTaTHTEJNbHYIO CHCTEMY j
onafaer B HCTOYHHK HOHOB Macc-CleKTpo- !
MeTpa; BHIXOASLUHA H3 HOHHOIrO HCTOMHHKA !
HOHHBIH TIOTOK CJAYXHUT JJf PerncTpausu I'
rasoxpoMartorpadu4eckoro pasieieHns) i
|
- [
i i \. |
0 t,t t, Bpems ydep-

o reubatus -

Mace-cnexmp
(Gnn ppanyuu ¢ Bpeme~
Hewm yoeporcubanun t, )

OmHoCUTRENHAR UNMERCUBHOCTTS

Xpomamoeparma

1

[

Puc. 3.2.9/3. PesyabraTh apajiuza Kombu-

uuposaunsiM Meronom I'X/MC 4 Bpemna yGepwcubanun 2
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TEJILHOTO Pa3/eJeHUs] HCXOJHOH CMECH MOJy4aercs CJAHLIKOM CJOXK-
Hblil MACC-CMIEKTP, YTO 3HAUMTENbHO 3aTPYAHACT €ro aHaJus. C npyroii
CTOPOHBI, HEMOCPEICTBEHHbI ~ Macc-CMeKTPOMETPHUYECKHH aHAIu3
(ppakuuii, MOJyueHHbIX B pe3y/bTaTe rasoBOH xpomarorpagpuu, He-
BO3MOKEH M3-3a 3HAUNTEJbHOTO pa3sefeHHs o6pasla ra3oMm-HOCHTe-
Jem. Jisi KOHLEHTPHPOBAHUA MOJYYEHHbIX (PAKUHA HCMONb3YIOT
cenapaTopsl, NPHHLKM JeHCTBHs KOTOPbIX OCHOBAH Ha Au(pdysny rasa
yepes MOPHUCTYIO CTEKJAHHYIO préxy. OCHOBHOH TPYIHOCTBIO MpPH
CO€AMHEHHH XpomaTorpacdrueckon KOJIOHKH C HOHHBIM HCTOUHHKOM
siBAsieTcs pas3HoOCTb Aasienuit — okosio 10° [la. [last peureHns 3ToH
3a7au¥ MCNOJb3YIOT CenapaTopbl PasMHYHBIX . THIOB, KOHCTPYKUMH
KOTOPBIX B 3TO# KHHTe He paccMaTpHBalOTCsl. Buixoasiulie U3 KOJIOHKH
paKuuMy TNOABEPralOTCH HOHM3AUHMM B MAacC-CIeKTPOMETpe ¢ nocje-
JyIOliel 3aNUChI0 MacC-CTIeKTpa NMOJYYEHHbIX (pparMeHToB. [1pu 3TOM
JOCTHrAaeTcsl BHICOKAasi UYBCTBMTEIbHOCTb J€TEKUHH B HHTEpBaje
10=°—10"'2 monb (cm. pasa. 2.4).

Paspa6oTaHHble B MOC/elHee BpeMsl HOBble MOAM(UKALHH METO-
1a — 60MOapAUPOBKA YCKOPEHHBIMH aTOMaMH H aKTHBalLHs cOylape-
HUAIMH — B 3TOH KHHI'€ HE paccMaTpUBaloOTCS.

Mpuéopbt

YcTpoHcTBO Macc-CNEKTPOMETPa CXeMaTHYHO H306paxKeHo Ha
puc. 3.2.9/4. Cxema cucTembl BBOAA obpasna InpeiacTaBjieHa Ha
puc. 3.2.9/5. B GobIIMHCTBE CydaeB ISl OIHOTO 1 TOTO Xe obpasua
34MHCLIBAIOT HECKOJbKO CIIEKTPOB NPH Pa3/HYHOH YYBCTBUTEJSbHOCTH,
YTO NO3BOJSET PErHCTPHPOBATb C OJAHHAKOBOH TOYHOCTbIO CHIHAJbI
BBICOKOH M HHM3KOH HHTEHCHBHOCTH. B Hacrtosiulee Bpemsi GoJbluoe
KOJIM4eCTBO H3MepeHHH oOpabaThlBaeTcsi ¢ MNOMOILBIO KOMMbIOTEPA,
MPHCOEIHHEHHOTO HENOCPEICTBEHHO K Macc-crekTpomerpy. Cyiuect-
BeHHOE TPEHMYIHECTBO TAKOH 06paGOTKH CMEKTPOB 3aKJ/I0UaeTcss B

-

Puc. 3.2.9/4. Cxema Macc-CHeKTpOMETpa:

| — HCTOUYHHK 3MEKTPOHOB; 2 -~ YCKOPHTENb (NAACTHHB M wesb); 3 - nepemeHxHoe Mal‘HHTt
noe noe; 4 — BBoA 06pasua; 5 — HOHHbIA HCTOYHHK JUISt HOHM3AUHY anempomij% ynapo.vl:
6 — K BaKYYMHOMY HAcoCy; 7 — WOHHBIH KOMIEKTOP; § — llenb; 9 — ycujnm};enb, E‘.(n‘:acsc
cnextp; I/ — wurencusHocts [Pine S. H., Hendrickson . B., Cram D. J., Hammon .S,
Organische Chemie, Vieweg, Braunschwe(lg 1987, Bild 5—1]
)
A\l
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Puc. 3.2.9/5. Cucrema BBoja o6pasua B
Macc-CNeKTPoOMETp:

/ — k Bacocy; 2 - pesepByap; § — MOHH3ALHOH-
Has Kamepa, 4 — MaHOMeTp; 5 — neds; 6 — KoOJ-
6a ¢ obpasnom [Pasto D. [., Johnson C., La-
boratory Text for Organic Chemistry, Prentice-
Hall, Englewood Cliffs/NJ 1979, fig. 7.4, p. 272]

TOM, YTO MOJIYyYE€HHbIE De3yabTaThbl ‘COXpaHATCA B 6aHke J4aHHbIX,
BCJENCTBHE YEro BCerjaa CyiulecTBYET BO3MOKHOCTh CpaBHEHHUA CIIEKTpa
HEH3BECTHOTO BEIeCTBA ¢ H3BECTHLIMH JaHHbIMHU.

Ifoaroroska npo6si

IIpn HOHH3ALHH 3]€KTPOHHBIM Y1apOM HEOBXOAMMO, YTOGH 06pa-
3ell HaXOAMJICH B MapoobpasHom cOCTOSIHUU. [Ipu 3TOM MHHHMAaJbHOE
AaBJieHne napoB o6pasua J0JKHO cocTaBasitb okosao 107* Ila (3To
AABJIEHHE JIErKO JOCTHraeTcst AJs GOJbUIHHCTBA OPraHHYECKHX coe-
AuHeHHH). [asbl H JIerkoseTyu™e KHIKOCTH MOAAIOTCH B Kamepy
M3 CTEKJNSIHHOTO pe3epByapa uepe3 OTBePCTHE MaJjoro AuaMerpa,
TBepble 06paslbl H BbICOKOKHIALLHE JKHUIKOCTH — NMPH [OMOILHU
CHCTeMbl MpsiMoro BBoaa. Heaeryune coennnennsi nepeBoast B Jety-
YH€ METOLOM MOAM(HKALUHM NO (QYHKUHOHAJLHBIM Trpynnam (Ha-
npuMep, aueTHNHPOBAHHE, NepMeTHNUpOBaHue). lloarorosseHnyio
npoGy BBOAAT NMpPH MOMOLLH LIMPHLA B CHCTEMY BBOJA. ‘

Jlnst mpoBeneHHst Macc-CIeKTPOMETPUYECKHX HCCAe10BaHUH PeKo-
MEHAYETCS NMPUMEHSATb YHCTble 06pasiibl, OJHAKO HEeGOJbLIOe KOJHYe-
CTBO NPHMECEH He MellaeT aHaJH3y cnekrpa. [lpumecu ¢ 6oaee BbIiCO-
KOH MOJIEKYJSIDHOH Macco#l, 4eM MOJIeKy/IsIPHbIA HOH, MOTYT ObITb
JIETKO HIEHTH(MHIHUPOBAHbI B CMEKTpE.

AHanns pesyabratos

Ilpu 3anucn cnekTpa Ha och afcinice HAHOCAT 3HaueHust m/e,
a Ha OCb OPAMHAT — OTHOCHTEJbHbiE HHTEHCHBHOCTH HOHHBIX TOKOB.
AHanus macc-crnekTpa npoBOAST CIEAYIOUIMM 06Pa30M: HHTEHCHBHOCTD
camoro GOJIbIIOro NHKa NPHHUMAIOT paBHoH 1009%. SToT nuk Ha3bl-
BAIOT OCHOBHbIM, H HHTEHCHBHOCTb OCTa/IbHbIX THKOB BbIPAKAIOT B NPO-
ueHrax ot ocHosHoro. [Ipuyem noxcuer nauunamwot ¢ m/e=28 (N3),
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Tabauya 3.2.9/2. PasHocTe Macc u COOTEETCTHyOmue CTPYRTYPHbIE

¢paementst
Paswocty Bepos il BepositHu#t Kaace coeilHenns
Mace dparment
| H AJbjleTHAbl, auetanu, (eHoJb, 4NN aTHICCKHE aMHHDI
16 NH: AMHABL
17 OH Cnuptbl, KapOOHOBBIE KHCJOTHI
18 H,0 CudpThi, anbierdabt
26 CaHy ApomaTHueckne yIJeBOAOPOLbI
28 CO, N Kncnopoacoaepauine reTepoiHkbl, XAHOHbI
29 CHO Anbaernasi, Genob o
31 CH.O MeTiaoBbie 3pupsl KapOOHOBBIX KHCJIOT, METHJaleTalH,
JAMMETHIOBbIA 3dup
35 Cl! ANKHAXJOPH/IB, AUHJIXJIOPH b
36 HCI To xe
44 CO; Db upsl, aHTHAPHALI ) )
45 CyoHs0 ArunoBble 3¢UPbl KapOOHOBBIX KHCAOT, AH3ITHIOBDIH 3(1)14[)
46 NO. Hurpocoenunenns

32 (07F) uau 18 (HO). 3ateM paccuuTHBAIOT NHKH, COOTBETCTBYIO-
UMECHAM.

ulHeC;EﬂyDHJ.HM sTanoM SiBASeTCs HACHTHQHUKAIUS MKHKa MOOJIeKyJIﬂp‘
HOTO MOHA, KOTOPbIH, Kak Mpasuio, Jerko o6HapyxuTb. UIAHAKO B
¢aydae GbICTPOro (PparMeHTHPOBAHMSA ero ob6HapyXeHHe INpaKrHue-
CKM HeBO3MOKHO. CJie[lyeT TaKKe YUHThIBATh, YTO UK MOJEKYJISPHOTO
HOHA He Bcerja GbiBaeT OCHOBHbIM B crekTpe. Kak mpaBu.10, onpeie-
JeHHe ero MOJeKYJsipHOfl Macchl MPOBOAAT C BbICOKOH TOYHOCTHIO.
C/lefyIOlMM 3TANoM SIBJASETCS HAXOXjAeHde pasHHlbi Macc Me)Kjl}f
MOJIEKYISIPHbIM HOHOM M ADYTHMH HOHAMH, NOJYHYEHHbLIM (hparmesTa
LHefl OCHOBHOTO MOJEKYyJsipHOro HoHa. [Ipumepel Takux (bpaI‘MeHTOQB
M COOTBETCTBYIOLIHX MM DA3HHIl Macc NPHBEACHDbI B ta6a. 3.2.9/2.

CorfiacHo «rnpasujy a30Ta», MOJIEKyJsipHas Macca MOJeKy-
JISIPHOTO MOHA SIBJIACTCS YETHOH, €CNIH MOJIeKy.1a oGpa3ua He coaep-
JKUT aTOMOB a30Ta WIH COLEPXKHT UeTHOe YHCJIO0 aroMoB asora.

100 7
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Pre. 3.2.9/6. Macc-cnekrp H-6yTaHa
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Tatauga ©.0973. Cyewa dpuesentaquu n-0yrana

i mfe
- gy MouJteKyJisipHbIH
CH,— (JIZ——(,HZT\ Hy——— oH 58
|
' ®
b —CH,~CH 43
If > CHy~CH, 2 '
|
tm— e —-—p CHj 15
@
Fee e CHy~CH, 29
Mouteky bl ¢ HeYeTHBIM KOJAUHYECTBOM aTOMOB 230Ta XapaKTepusyioT-

CAl HEUETHOH MoJiekyasipuo#d wmaccoil. Hanuune B crekrpe rpyrin
[TMKOB CBH/ETE/ILCTBYET O HPHCYTCTBHH M30TONOB. B crnektpax coenu-
HEHHH, JIEKO pacnajaiomuxcst NPH HOHM3ALHH, (HK MOJEKYAAp-
HOTO HOHA HMCET HU3KYK HHTCHCHBHOCTb (10 CPABHCHHIO € HHTEH-
CHBHOCTBLIO ero pparmMeHToB.

PagHuuam macce mMexay MONEKYJAsipHBIM HOHOM H APYrUMH dpar-
MEHTAMH IPUOHUCHIBAIOT ONPEACACHHBIC CTPYKTYPHBIE 3JEMEHTHl {CM.
1a6s1. 3.2.9/2 n pasn. «Bubanorpaduueckuit ciucok») u Takum obpa-
30M YCTAHABJMBAIOT XaPAKTEPUCTHUYECKYIO CepHi0 (PparMeHToB, Ha-
3bIBAEMYI0 CXeMOH (hparMCHTALIHK MOJICKYJSIPHOIO HOHA. B Kauectne

upumepa Ha puc. 3.2.9/6 upciactarien macce-cuektp  #-Oyrana.
B ra6a. 3.2.9/3 npusenciia cxema ¢pparmenrauuu x-Gyrtana. Ha nep-
BOH crajii  (pparmMeHTalMu  OTIMEMJISETCS  MCTHJBHBLIE  pajHKal

(m/e==15) ¢ o6pazoBauucm MPONUIKAPBOHHEBOrO HONA (m/e=43).
Boamo:KHO Takxe oTIuenseHne STHIBHOTO paauKasa ¢ 06pasoBaHueM
TUAKAPOOHHEBOTO HOoHA (m/e=29).

Jlast aHa/n3a Macc-CHEKTPOB MOMKHO AaThb TOJNbKO OBILHE PEeKO-
MEHJaLHH, TaK Kak /s 6ojee TOUHOrO aHa/JH3a HEOOGXOAUMO H3Y-
YEeHHE H CONOCTaB/JEHHE MAcCC-CIMEeKTPOB MHOTMX COeIMHEHMH H3BeCT-
HOTO CTPOEHHS. Jr0 Npexkjie BCEro OTHOCHTCS K aHaju3y CHeKTPOB
CNOXKHBbIX MOJEKY/] ¢ pasHOOGPasHbIMH MeXaHH3MaMH ¢parmeHTa-
uud. Takod sMnupuuecku# nomaxon 6bl1 WHPOKO HCHOJAb3OBAH IS
paciHbpoBKH GOJIbIIMHCTBA H3BECTHBIX B HACTOSIILEE BPEMS CXeM
(bparMeHTauud. DTH CXeMbl Hapsily ¢ TAGJMUHBLIMH NAHHLIMH 3HA-
UUTEJNbHO OO6JIEr4aloT aHa/M3 CHEeKTPOB HEU3BCCTHBIX COELHHEHHH.

HUcTounnkn omnbok

Ilpn ananuse macc-cnekTpoB HEO6XOAMMO ONpesedsiTb 06JacTH
CHEKTPa, COOTBETCTBYIOLIHE NPUMECHM, COAEpPKAILUMCA B obpasle.
OcoGoe BHuMaHHe ciienyer o6pallaTh HAa NMPOSABACHHE B CEKTPE CJle-
[OB pacTBOpHTE/S, CMa3KH A5 WiaHpoB U miactudukatopos. Cie-
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ﬂyET‘TaK}Ke Y4uTHIBATh, UTO IPH NOBBILIEHHBIX TeMIepaTypax B cu:
cTeMe BBOJA MOTyT IPOHCXONMTb XHMHUECKHe TpeBpalleHus Bs_
L1eCTBA, YCJOXKHAKILKE MACC-CIeKTp (Heo6XoqHMO MpOSIBJATE OCT -
DOJKHOCTb MPH cpaBHeHHH crekTpoB). [lpu HoHH3aUHMK CHH%TO:so-
pesy/ibTaTe peakUHH JeruipaTalu MOXeT MNPOMCXOLUTD OLIpToém
BaHHe OJeHUHOB, UTO TaKXKe YCJOXKHSET KapTHHY CHeKTpa.
HCKJ/IOUHTL ~TOGOUHBIE peaKLUuH, HEeOOXONHMO MPOBOAHTL H3Me-
peHHsl Tpu 6osiee HU3KHX TEMIIEPATypax HJH CTaGUIH3MpOBATbL Be-
LLLECTBO METOAOM MOJAH(UKALHH.

Odopmaenne pe3yabTaToB

B paGoueM XypHaJje Macc-CNeKTpbl NPHBOAAT B BUIE rpa@HKoB
HiH TaGaul. B 60JbIIMHCTBE CJyuaeB HCIIOJAb3YIOT KPATKYIo 3alHCh,
B KOTODPOH NpPUBOASTCS 3HAUYEHHs] HEPTHM H OTAe/bHble 3HAYEHHA
m/e (cm. puc. 3.2.9/6):

MC (70 3B): m/e=58 (12%, M%), 43 (M—CHas), 29 (M—C;Hs), 15 (CHs).

O6aacTb NPHMEHEHHSE

BellecTBa

MHHHUMAJbHBIM [JISI aHaJu3a SABJSercs Konuqec%gg ;1(1)_‘{2 :
meHee 20 MKT, npeies YyBCTBHTEJNbHOCTH COCTaBJ/AET —
(npu ucroib3oBanun coueranuss [X/MC). [lia ycmeuinoro mace-
CIEKTPOMETPHUYECKOrO HCC/IeA0BaHHs HEOGXOAMMA J0CTAaTOUHAN JAe-
Tyuecth obpasua (M<<C10°) u ero Tepmuueckas yCTOHUHBOCTD.
MeTo Macc-CMeKTPOMETPHH ILHPOKO MPUMEHSIETCsl B MOBCEJHEBHOH
HayYHO-HCC/IEA0BATEbCKON MpakTHke. B CBA3K ¢ 3TUM B NaHHOM
pasjiese NpuBeIeHbl TOJbKO HECKOJIbKO OCHOBHbIX oGnacTedl mpume-
HEHHSA: . en.

MIEHTH(HUKALNS COEAHHEHHI H yCTAHOBJIEHHE CTPOCHHS HEU3
HbIX BeLLEeCTB; . '

TOUHOE ONpejesieHHe MOJIEKYJAPHOH Macchl, .

onpejiefieHHe 3JMEMEHTHOTO COCTaBa U GpyTTo-(OpMYJIbl;

ofHapy»KeHHe Pa3JiHUHbIX H30TONOB W ONpeje/eHHe HX pacrnpee-
JIEHHS;

AHAH3 CJIeOBBIX KOJIHYECTB OHOJOrHYECKH aKTHBHBIX CO€IH-
HeHuH; o _ -

onpefeneHUe AMHHOKHCJIOTHOH TNOC/€10BaTe/NbHOCTH MENTHIOB,

aHAJH3 MHOTOKOMNOHEHTHBIX CMeceHl ¢ TOMOIUbIO COYeTaHHs

I'X/MC. ’
BWBJIMOTPA®HYECKHH CMTHMCOK

R. Budzikiewicz, Massenspektrometrie - - Eine Einfuhrung, Verlag Chemie,
inheim 1980 _
gellsilel}lnlliinfﬁhrung in die MassenspektrOmetEe, ?eydlegr%London, 1973
' iaj Mass Spectrometry, Wykeham, London
{V.MMQAEZZQM, Techpniques of Combined Gas Chromatography/Mass Spectr.o-
metry, Wiley, New York 1973
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H. Kienitz, Massenspektrometrie, Verlag, Chemie, Weinhcim 1968

F. W. McLafferty, Inierpretation of Mass Spectrometry, W. A. Benjamin,
New York 1973

J. Seibl, Massenspektrometrie, Akademische Verlagsgesellschaft, Frankiurt 1970
A. M. Silverstein. G. C. Bassler, and T. C. Morill. Spectrometrie ldentification
of Organic Compounds, Wilev, New York 1974

G. Spiteller, Massenspektrometrische Strukturanalyse organischer Verbindungen,
Verlag Chemie, Weinheim 1966

G. R. Waller, O. C. Dermer, Biochemical Applications of Mass Spectrometry,
Wiley, New York 1980

I. T. Watson, Introduction to Mass Spectrometry — Biomedical, Environmenta!
and Forensic Application, Raven Press, New York 1976

ASTM Index of Mass Spectral Data, Heyden, London

Catalog of Mass Spectral Data, Carnegie Institute of Technology, Pittsburgh
Mass Spectral Data Sheets, Mass Spectrometry Data Centre AWRE, Aldermaston
M. Spiteller, G. Spiteller, Massenspektrensammlung von Losungsmitteln, Verun-

reinigungen, Saulenbelegmaterialien und einfachen aliphatischen Verbindungen,
Springer, Wien 1973 .

3.3. ONNPERENIEHUE MOJIEKYJISIPHOHU MACChI

Mouieky.iipHoii Maccoit XMMHUECKOTO COeLHHEHHS! HA3bIBAIOT OTHO-
LIEHH® MaCChl €10 MOJIEKYJIbl K ' /15 4aCTH Macchl M30TONa yraepoaa '2C.

Carenyer pasnnuaTh MOJeKyaPHYIO Maccy M HU3KOMOEKYIAPHBIX
COCIMHEHHI H CPELHEUHCTEHHYIO MOIEKYAAPHYIO MacCy BbICOKOMOJIe-
KYJADHBIX coe/HHeHHH. [ToaHMepbl XapaKTepU3yIoTCs CpeaHeuncieH-
HOH M, u cpexHemaccoBoit M,

CpenneuncsieHHasi MOJEKYAsApHAsT Macea:

i=o0 = o0

M= Z aM/ T n,

= =1
FA€ A; = KOJHYECTBO MOJIEKYJl C MOJEKYJSIpHOH wmaccoli M, M, — MOJEKYAAPHAs
Macca MOoJeKyJs THIa .
CpennemaccoBasi MoJIeKYJsipHAs Macca:

i= oo = o0

Mu= Z mM;/ ¥ my

i=] =1
rae

mi=n;M;.

M. npexcrapaser co6o# cpeiHeapHdMeTHUECKOe 3HAUEHME MOJIeKY-
JISIPHOH Macchl B PaBHO OTHOLUEHHIO Macchl o6pasLua K 4MCIy BCex
MOJIEKY. T B HeM. M, siBasieTcA (yHKUHeH paclpeieNeHHst Macchl
o6paslia Mo COCTABASIOWUM ero hpaKkLusimM MAaKpOMOJIeKyJl AaHHOro
pasmepa. 3nauenns M, u M, PaBHBI TOJBKO B TOM caydae, Korjga
[IGJIHMED COCTOMT M3 MOJIEKYJ OAHOH MOJeKyJAsipHOH Mmacchl. Ecau
OJIMMEpP COCTOHUT W3 MOJIEKYJ PA3JIMUHBIX MOJEKYJISIPHBIX Mace, TO
HeM [IHpE pacnmpejeseHHe MO MOJEKYJSApHOH Macce, TeM 6o.blie
pasHuua mexay M, u M,

MoJieKySIpHYI0 MACCy MOKHO ONpeieqnTh A0CTATOYHO TOUYHO
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(MosbHyio Maccy mo 10° r-mosb™') NpH NOMOULH Pa3JHUHBEIX MeTO-
J0B ¥ npuGopos. [IpH MCNONb30BaHMH aGCOMOTHBIX METOLO0B (B OT-
JHYMEe OT OTHOCHTEJbHbIX) He TPeGyeTcss NMpPOBOAMTb TrPaiyHPOBKY
BCJICACTBUE HAJMUHS MPAMON 3aBUCHMOCTH MeXAy pPa3MepamH MoJe-
KyJIbl H W3MepseMbIMH napameTpamu. /s H3MEPEHHs MOJIEKYIAPHOH
Macchl BeULeCTB B pa3GaBJeHHbIX PacTBOPAX HCHOJIB3YWOT Yerhipe
CBOWCTBA, KOTOPbIE H3MEHSIIOTCS C H3MEHEHHEM KOHUEHTPallHK PacTBo-
PEHHOrO BEIIeCTBA: OCMOTHYECKOE JaBJeHHe; AaBJeHHe mapa; Touka
3aMep3aHusl; TOUKA KHMIIEHHS.

Viavepenne OHOI M3 3THX BEJHUHH NO3BOJISIET ONPEAEHTb KOH-
UEHTPALMIO MU NPH M3BECTHOM KOHUEHTPAUMH YCTAHOBHTH KOJIH-
4eCTBO YACTHI C OJHOBPEMEHHBIM ONpEfeJieHHeM MOJIEKYJIsIPHOH
Macehl. YKazaHHbie BEJMUMHBI B OCHOBHOM HE 3aBHCAT OT CTPYKTYPbI
YaCTHL, 4 SBJSIOTCS KOJJIHUTATHBHBIMU CBOMCTBAMM pacTBopa, T. €.
33aBHCAT TOJNBKO OT UYHC/IA YACTHIL ‘

3.3.1. ONPEAEJEHHE MOJIEKYJISPHOH MACCDI
no NJOTHOCTH MAPA

Meroa onpeneaeHus MOJleKyJIﬂpHOﬁ Macchl 110 IJIOTHOCTH MNapa
fIpH TOMOILM H3MEPEHHUHA ob6beMa MPHUMEHSAIOT HE TOJAbLKO M0 OTHOILUEHHIO
K F33006pa3HbIM BeL[eCTBaM, HO M MO OTHOLUEHHIO K COE€JHHEHHSM,
nepexoasauluM INpu HarpeBaHHH B napoo6pa31—xoe COCTOSiHHE.

du3HUecKne OCHOBBI METOAA

3aBHCHMOCTb MOJIEKYJISIPHO#H Macchl M BelilecTBa B razoo6pasHom
COCTOSIHHH OT IIJIOTHOCTH T'a3a MpPeACTaBJ/eHa CAeiyiOllHM yPaBHEHHEM,
MOJy4YEeHHbIM H3 YDaBHEHHsi COCTOSIHHS HJeaJbHOro rasa PV =nRT:

M=RTm/(VP),

rae R — yHHBepcanpHasi rasosasi noctosinasi; T — Temneparypa; m — macca 06-
pasua (HaBecka); V — uaMepetinbiii o6beM rasa; P — 1aBjaeHHe.

Cpeau pas/MUHBIX METOLOB ONpEJeseHus OTHOCTH napa HanGo-
Jlee [IMPOKO NpumeHsiior metod B. Meiiepa. OH OCHOBaH Ha TOM, YTO
MOJIeKyJ/1SipHAs Macca NMPONOpLHOHANbHA MJOTHOCTH napa. [Ipu sTom
NpeanoJaraercs, ¥To TeMnepaTypa 1 AaBJeHHe ra3a He H3MEHSIOTCH B
mpolecce aHa/nu3a. B HacTosilllee Bpemst JIsi OMpeJe/eHHs MoJje-
KYJSAPHBIX MacC KHAKMX BELIECTB MPHMEHSIOT TAaKXKe€ KPUOCKOTH4e-
CKHil 1 36yJHOCKONMYecKHH MeToxsl (cM. pasa. 3.3.2).

Mpu6opnl

Ha puc. 3.3.1/1 nsoGpaxena cxema npuGopa, KOTOPbIH HACTO
NPHUMEHSIIOT AJs ONpejeNeHus MioTHOCTH napa. [1pu6op cocTout u3
cocyla, B KOTOpOM 06pasyercsi nap, W KOJIGbl C TeMJOHOCHTENEM.
TemnepaTypa KHMeHHsl MOCAEAHEro A0k HA ObITh 3HAUUTRNbHO BBILIE,
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Puc. 3.3.1/1. Onpenenenne Moaekyasipuo
Macchl 0 IOTHOCTH napa (meroa B. Meii-
epa, annapat Be6epa) coenuHenuil, na-
XOAAUIHXCA B KHUAKOM COCTOSIHHH TIpH
HOPMAJbHbIX YCJAOBHAX:
I —cocyn pna o6paszoBaHust napa; 2 —
oxJiakaaemasi BOAOH TpybGka AN BBOJA Ha-
BeCKH 06pasna; 3 — TpexxoLoBol kpaH; 4 -
rasosas 60peTka; 5 — ycTPORCTBO A/ BBOAA
npobol' B cocyn

ueM TeMIepaTypa KHIIEHHs aHaJu3HpyemMoro o6pasua. Hapecky
npoGbl MOMEWaloT B yCTPOACTBO AAsl BBOXA NpoGhi, Haxoisilueecs
B PACLUHPEHHOH 4acTH BHYTPeHHeH TPYOKHM XOJNOAMJIBHHKA, KOTOpPOE
COEHHEHO MPH MOMOWM IITAHIOB C ra3oBOH GIOPETKOH H ypaBHH-
TebHbIM cocynom. Cpeansia owrbka U3MepeHHsi PH paboTe Ha 3TOM
npubope cocran.1sier +0,3%.

flopsanok BhInOAHEHUs onepaumi

BellecTBo B3BeWIMBAIOT B TOHKOCTEHHOH MHKpoOaMmIyje ¢ OTTS-
HYTbIM KanuJUISIPHBIM KOHUOM (HaBecka — okojo 100 mr).

IIpu6op HarpeBaioT A0 YCTAHOBJIEHUS MOCTOAHHOTO O6beMa BO3-
Aoyxa B cucTeMe (nOcJe 3TOro cocyl ¢ 3aTBOPHOH XKHAKOCTbIO HeJMb3s
OIYCKaTh).

YpaBHHBAIOT ypOBHH B GIOPETKE H YPABHHTENBHOM COCYIE.

BekphbiBaloT ocTphiit KOHEl MEKPOaMITyJibl, GBICTPO NOMELLAIOT ee BO
BHYTPEHHIOIO TPYGKY XOJOAMJbHHKA H OBICTPO 3aKpPbIBAIOT TPYOKY.
Bosiee TouHble pe3ysnbTaThl NOYHAIOT, PUMEHSAS 60J1ee CJAOXKHbIHA CIo-
co6 BBOJA aMmIly/bl C HaBeCKoH obpasua: amiyJay 3apaHee BBOIST
B NpHUGOD U BCKPLIBAIOT ¢ MOMOLIbIO CELHaNbHOTO YCTPOHCTBA.

ITocsie ycTaHOBAGHHS! TOCTOSIHHOTO YPOBHSI B ra30BOi GlOpeTKe U
BbIPABHHBAHUSI YPOBHeH B GIODETKE M YDABHHTE/JIbHOM COCY[E NPOH3-
BOJASIT OTCYET De3y/bTaTa U3MepeHHus. -

Cnenyer u3beraTh BO3HHKHOBEHHS] DA3HOCTH TEMIIEPATYPbl MEXKAY
napoM H.TEMVIOHOCHTEJiEM B KoJ6e, TakK KakK 3TO OGBIYHO NPHUBOAHMT
K YMEHBUIEHHIO “hoDOCTH HCMapeHHsl (OMacHOCTb KOHAEHCALM!).
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O6aacTe NpYMEHEHHN

Onpepesenue MOJEKYJIAPHOH Macchl ra3oo6pasHblX BELIECTB H
YCTOHYHBLIX B MAapoo6pa3sHOM COCTOSIHHH XKHUAKOCTeH (TOuUKa KHIeHHs
o 200 °C).

BUBJIMOTPA®HUECKHH CITUCOK

Houben- Weyl, Methoden der organischen Chemie, Bd. 3/1, S. 199, 311, Thieme,
Stuttgart 1961
F. Kohlrausch, Praktische Physik, Teubner, Leipzig 1968

3.3.2. 3BYJIMOCKONNUA U KPHOCKONKUSA

MeTtoabl 30y/NHOCKONIHY H KPHOCKOIMH OCHOBAHBI Ha H3MEDeHHH
NOBLIIIEHHS] TOYKH KHMEHHA H COOTBETCTBEHHO MOHWKEHHS TOYKH
3aMep3aHus pacTBopa aHaJH3HPYeMOrO BellecTBa [0 CPaBHEHHIO
¢ 4HCThIM pactBopHuTeseM. O6a siBjeHHS OODBSICHAIOTCA MOHHXKEHHEM
[daBJIeHHA Mapa pacTBOpa OTHOCHTEJNbHO YHCTOFO PacTBOPHTE/SA.

PuU3nUECKHE OCHOBbI METOAA

[Tosbiliienune TeMIeparypbl KHINEHHA H [OHHU2KEHHE TeMIlepaTyphbl
3aMe€p3aHusg pacTBOPOB 3aBHCAT OT KOHUEHTPALHH (TaK Ha3blBaeMble
KOJUIMTaTHBHble 3¢ @ekThl). s oueHb pa36aBJjeHHbIX PacTBOPOB
CrpaBeJIMBO CJelylollee YpaBHEHHe:

M,=KC-10%/AT,
rae K=RT?/(10°H,); M, — cpeaHeuHcaeHHas MOJEKYIsipHan Macca; C — KOHIEHTDA-
uus; AT — COOTBETCTBEHHO [OBbILIEHHE TEMIEPaTyPhl KHIEHHS WIH I[OHHKEeHHe
TeMmepaTtypbl 3aMep3aundsi; R — yHHBepca/lbHad ra3osas nocrosiHHad; I — abcoaior-
Has TemlepaTypa KHIIeHHsl W 3aMep3aHus pacTBOpHTeNsl; H, -— yleabHas Temiora

Mcnapeuuna pactBopureas; 'K — 30yanockonuueckas (MW KPUOCKOMNHYeckas) mo-
CTOSIHHAS.

MougsipHast 36yanockonuueckas nocrosiHHass K, (4 COOTBETCTBEH-
HO KPHOCKOMUYecKasl NOCTOsIHHAsT K) paBHA MOBBLILIEHHIO TOUKH KH-
MEeHHS M COOTBETCTBEHHO MOHMIXKEHHIO TOYKM 3aMep3aHus pacTBopa,
copepxaiiero | Montp BeltecTna (—_—6,02‘1023 HEAHCCOUHAPOBAHHDIX
yactiy) B | kr pacrBopuTensi. TOUKH KHIIEHHS M 3amep3aius Haubo-
Jlee 4yacto MpUMeHSIEMbIX pacTBOpUTesell, a Takxke MOJsIpHblE [O-
CTOsiHHble npuBeiedbl B Tabn. 3.3.2/1.

Ha puc. 3.3.2/1 n3obpaxeHbl rpaduKH H3MeHEHUs] TeMIepaTyphl
NPy OXJAXKJIEHHH pacTBOpPa M YHCTOTO pacTBopuress. KpHockonuio
yaule NPHMEHSIOT IJs ONpeAe/eHUs] MOJEKYJISPHOH Macchl, yeM 36y-
JIHOCKONHIO, BCaeAcTBHE 6oJiee BLICOKHX 3HAYEHUH KPHOCKOIMHYECKHX
NOCTOSIHHBIX 110 CPaBHEHHIO ¢ 36Y/JIHOCKOTHUECKMMHU, a Takxe Gosee
MPOCTbIX KOHCTPYKUHE TpHOOPOB AJST KPHOCKOIUH.

KoHueHTpanuio pacTBOPOB MaKpPOMOJIEKYJ, Halnpumep pacTBOPOB
6UO/IOTHYECKH AKTHBHBIX BELIECTB, XapPaKTePU3YIOT OCMOJISJBHOCTHIO
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Tabauya 3.3.2/1. Kpuockonuveckue u 36yruockonuseckue MoaAspHoLe
NOCTOSIHNGLE. HEKOTOPOLX PACTBOPUTEAL L

K K,

Temneparypa | Temnepatypa

Pactsoputens naasaennst, °C kuneHus, °C

°C- (moap-kr) "'
Boaa 0 100 1,86 0,52
Jleasinas ykcycHast Kucsiora 17 118 3,90 3,07
JInokcau 12 . 102 4,80 3,45
Xaopodopm — 61 4,98 3,80
beHzon i 5 80 5,49 2,64
denoa 41 181 7,30 3.60
Kamdpopa 179 204 40 6

HJIM OCMOJISIDHOCTbIO, T. €. OTHOILIEHHEM KOJIH4eCTBA PAaCTBOPEHHBIX
yactil K | Kr Boabl (MOb-Kr ') uam k 1 4 pactBopa (Moab-a—')
COOTBETCTBEHHO. HecMOTpSI HA HE3HAUHTEJLHOE pasJnuuue Mexay obe-
HUMH BeJMYUHAMH, Uallle HCIOJAb3YIOT OCMOJSJILHOCTb, TAK KaK B 3TOM
c/lyuae yuyuTbhiBaeTcsl ymeHblUIeHHe o6beMa pacTBOpa 3a CYET MaKpo-
MOJIEKYJI.

flpudopni

BoJ/ibHIHHCTBO KPHOCKONIHYECKHX MPUGOPOB paGoTaer CAXYIOUIHM
o6pa3om: obpasey (okono 0,2 mi) MOMEILAOT B OXJaLHTENbH
cMech H OXJaX[AalT A0 ONpelejJeHHOH 3apaHee TemuepaTypbl (Ha
5—7 °C HuXKe TOUkKH 3ameps3anusi) (cm. puc. 3.3.2/1). 3aTem BbI-
3bIBAIOT MTHOBEHHYIO KDHCTAJJH3aUHI0 MPH M[OMOLIH ObICTPOro U
s¢dekTuBHOrO nepeMellHBanusa. Ha rpaduke 3aBHCHMOCTH Temie-
patypbl OT BPeMEHH MOMEHTY KPHCTaJJH3aUHd pacTBOPHUTENST COOT-
BETCTBYET ILIATO, & MOMEHTY KpDUCTAJJNH3alHH pacTBopa — TOUKA

" nepern6a. Temnepartypa, COOTBeTCTBYOILAs TOUKe neperuba, HCHob-

3yeTcd OpH pacyerax.

J
205 , 20

T

10\ 10+ Toyra
© & KpucmanauIayuu
o flnamo ~
- —1—.’:th7'
T
1 l L
12 3
t, MuH L, MUH
PacmBopumens Pacmbop

Puc. 3.3.2/1. Mamenenne TemMuepaTyphl B 3aBHCHMOCTH OT BPEMEHH:

(ll.}lﬂ YHUCTBIX paCTBOpHTCJleﬁ -— XdpPaKTePHCTHYECKOE 11,1aTO; AJA pacTtBopoB -~ TOYKa neperuﬁa)
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Puc. 3.3.2/2. Tlpu6op Bekmana anst onpegeseHdss MOJIEKYJSPHOH MacChl KPHOCKOMH-
YECKHM MeTOOOM:
! — npo6upka c npoboi; 2 — BO3AyWIHAsA pybawka; § — neisinas 6aus; 4 - - repmomerp Bek-
MaHa; § — mewaJnka; 6 — oTBOJ A BBEAEHUA NPOGHI

Puc. 3.3.2/3. TlpuGop Ansi onpeie/neHHsi MOJEKYJSPHOA Macchl 30YJHOCKOMHUECKHM
METOLOM:

[ — tepmometp; 2 — npobupka ¢ npoGoit; 3 — BHYTPeRUAR TPYOKa; 4 — HACALKA AAR Tepe-
MEUWHBAHHSA; 5 — XOJOMHIbHHK

OnHuM 3 caMbiX MPOCTHIX KPHOCKONHYECKHX NMPUGOPOB siBJSETCS
annapar bBekmana u ero momudukauuu (puc. 3.3.2/2). INpu6op co-
CTOMT U3 TPYOKH ¢ GOKOBBLIM OTBOJOM /51 BBefleHUs1 ofpasua u Tep-
momerpa bekmana. Tepmomerp c genennem 0,01 °C nospossier npo-

H3BOAMTbL OTCYETHI TeMIeparyp c¢ todHoctsio +0,002 °C. B nacros-

uiee BpeMsi NMPHMEHSIOT OoJjee YyBCTBHTEJNbHblE TepMOMeTphl. [as
30yNHOCKOTIHYECKHX M3MePEeHHH HCMO/b3YIOT aHAJOTHYHbE TPHGOPHI,
HO 060pylnOBaHHble OOPAaTHLIM XOJOAUAbHHKOM (puc. 3.3.2/3).

B nociennee Bpems HauGoJibliee pacHpoCTpaAHEHHE MOJYUHJIH
MOJIHOCTBIO aBTOMAaTH3UPOBAHHbIE NPHOOPLI, NO3BOJSIOLHE MOJYYHTD
pe3y/abTaT H3MepeHHs B BHAE UH(POBOro 3HAUEHUS WJIH JaHHBIX Ha
AHarpaMMHoO# JieHTe B T€UeHHe 2 MUH Noc/ie Hayasa aHajausa. Kpome
npubopoB AnA aHa/iH3a OAHOH npo6bl paspaboranbl NPUGOpPH, oe-
cnevyMBamlide cepuiHbiii ananus po 50 npo6. Takue npuGopsl 060-
PYLOBaHbl TEPMOAMEKTPHUECKHMHU XONOLHJIBHBIMH arperataMu ¢ Tep-
MHCTOpPaMH (TemnepaTypHbiMH 3oHZamH). Paspewawowas cnoco6-
HOCThL Takux npu6opos cocraJjsier 0,001 K.

Mopanok BbinosHeHus onepauui

[lepen nposemenuem anasnuza npubop KajauGPYIOT MPH IOMOLLH
pacTBOPOB ¢ M3BEeCTHOW CTYyNEHYaTo BO3pacTalollell KOHUEHTpauuel
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(kaaubpoBoyHass kpuBas). Cpeanuii o6beM MNpoGbl COCTABJSET
0,15—0,3 ma.

TOTOBAT OXJaXAaoILyl0 CMeCh M ONPEACNAOT TOUKY 3amep3a-
HHMS YHCTOTO PAacTBOPHTENS C H3BECTHOH KPHOCKOMHUECKOH MOCTO-
SIHHOH. '

PaciiiapasiioT 3aMep3lidii pacTBOPUTENb W A06ABJSIOT B3BEILEH-
HOe KoJiHuecTBO o0pasua.

OnpeneisiioT TOYKY 3aMep3aHus pacTBOpa M pasHOCTb 06Genx
TOUEK 3aMep3aHHsl.

Mukpomerod Pacra

Meroa npeacrassaser co60H NpocTylo MOAH(GHKALKIO METOAA,
ONKCAHHOrO B MNpeablAylleM pasjene. B KauecTBe pacrsopHTens
ucnonb3yiot kamdopy (10%-# pacreop o6pasua B kampope). B cassu
C BBICOKHM 3HAuY€HHEM KPHOCKOMHYECKOH MOCTOSIHHOH 3TOro pacTso-
putenss meton Pacra GoJjee npocT u 3(Q(EKTHBEH NO CPABHEHHIO
¢ Apyrumu metopamu. [1asi nposefeHus anajiusa tpefyercs He Gonee
10 Mr o6pasiia, ABa Kanuasipa /s Onpeie/eHHs] TOUKH IJIaBJeHHS
U TepMOMETp (MM annmapar AJjsi Onpeje/eHHs TOUKH IJIaBJIEHHS ).
TounocTb MeTopa cocrapisier +59%. TIpH HCHONB30BAHHH APYTHX
pacTBopHTesiell, HanpuMep IAHLUHKJIONEHTAJHEHOKCH/d, A0CTATOUYHO
0.5 mMr obpasna.

AHaan3 pe3ynbTaTtos

CpeaHeYHCAeHHYI0 MOJIeKYISPHYIO Maccy o6pasua paccyuThiBaIOT,
HCMOMb3ysl M3MEPEHHble 3HAUeHHs KOHIEHTPAlMH, KPHOCKOMHYECKOH
MK 36YJHOCKOTIMUYECKOH MOCTOSIHHOH M pasHocTH Temnepatyp. las
noJsyyeHusi 6oJiee TOUHBIX Pe3y/IbTAaTOB aHaJlU3UPYIOT 0o6Gpasiubl He-
CKOJILKHX KOHUEHTpaluil, a 3aTeM MOoJyueHHble [aHHbIE 3KCTpamno-
JUpYIOT K GeckoHeuHoMmy pasBelenuo (C=0).

HNCTOYHHKH OmHHOK

Hajuuue JeTyunx BEUIeCTB M APYTHX npuMecedl B ob6pasle.

Haauuue accounauuu MoJekys. PekomeHayeTcsl: 3aMeHa pacTBo-
puTesisi; B 36YJHOCKONHH BEPOSTHOCTb acCOUMALMH MeHblIe BCaAe-
cTBHe (oJiee BBICOKHX TeMIeparyp.

Heo6x00HMOCTb BBEJEHHS MONPAaBKH Ha H3MeHeHHe aTmocdep-
HOTO JlaBJjieHHs] MPH 30Y/JIHOCKOIHYECKHX H3MEPEHHSX,

Odopmaenne pesyibraTos

Paccuntaunyio MoJIeKyJsipHylo Maccy  obo3HaualoT M, (kpHo-
CKONHYecKasi M 36y IHOCKOMHUecKasi, r-moab ). I1pu onpenenenuu
KOHUEHTPAlHH 3THM MeTOJOM TOJyyeHHble 3HA4YeHUs] H3MEpSoT
B TeX XK€ CaMblX eIHHHLAX.
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O6aacTb NPHMEHEeHHS

[TpumeHenne 36YJHOCKOINHH H KDPHOCKOIIHH TO3BOJISTeT ObICTPO
onpeJeHTh MOJIeKleﬂpHYlO Maccy ofpasua (B TedeHHe 2 MUH) B [1pe-
nenax po 10* r-moub Meton TNpUMEHSIIOT TaKXe IMpH aHaju3e
JIETKOJIETYUHX BELLEecTB, MOJIEKYJISPHYI0O MAaccy KOTODBHIX HeJb3sl
M3MepUTb MeToJOM TMapoBod ocmoMeTpuH (cm. pasd. 3.3.3.2). Kpu-
OCKOMUYECKHH aHAJH3 NPOBOJSAT B JHana3oHe temiepatyp ot — 10 °C
a0 420 °C, 36ynuocxonnquKuu—B 3aBHCHMOCTH OT BO3MOXHO-
cTefl npumeHsiemMofl ammapatypel. B KauecTBe pacrBopHTeseH Hc-
NO/Ib3YIOT BOLY M OPraHHYecKHe pacTBOPHTE/NH (B GOJIbLIMHCTBE CJY-
yaes — GeH30s HAH Toayos). TOYHOCTb OmpenejeHHs B 3aBUCHMO-
cTH oT MoAMdHKAUHK MeToda cocrasiasieT oT +0,5 1o 3%.

Onpenesiende KOHLEHTpPAUMH pacTBOpa (Mpexpae Bcero GHOJOTH-
YEeCKH AKTHBHBIX COELHHEHHH).

Onpeneneﬂue obel OCMOJSNBHOCTH 6HOJIOTHUECKH AKTHBHbIX
coepuHenuit (ot 0 mo 2000 moab-kr—').

OnpenesieHde KOHCTAHT AHCCOLHAUMH H KO3(@PHUHEHTOB aKTHB-
HOCTH. ) '

OnpepnesieHye cTeneHH UHCTOTHI PEareHTOB.

BUBJIMOTPAGHUUECKUN CITMCOK

Houben - Weyl, Methoden der organischen Chemie, Bd. 3/1, S. 362, Thieme,
Stuttgart 1955 .

G. Meyerhoff in: Kunststoff-Handbuch (hrsg. von R. Vieweg und D. Braun),
Bd. 1, Hanser, Miinchen 1975

Ullmanns Encyclopadie det technischen Chemie, Bd. 2/1, S. 794, Urbah & Schwar-
zenberg, Minchen 1961 ’

© 3.3.3. OCMOMETPHA

3.3.3.1. Mem6GpanHast OCMOMETpHS

Ecan aBa pacrBopa pasjduHbIX KOHUEHTPAUHH OTHesaeHBl ApYyT
OT Apyra noJynpoHduaeMoil meMO6paHOH, TO B pesyabTaTte MoOCTe-
IIEHHOTO TMepexoja pacTBOpHTE]s 4yepe3 MeMGpaHy B HanpaBJeHHH
6o/ee KOHUEHTPHPOBAHHOTO PacTBOpPAa BO BCEH CHCTeMe Hepes HEKo-
TOpOE BpeMsi KOHLIEHTpaLUsl BhlpaBHHBaeTcs. Bo3Hukaioliee npy 310M
JaBJeHHe HA3bIBAIOT OCMOTHUECKHM, a CaMO siBjieHHe —- MeMGpaHHOH
ocMOMeTpHen.

PH3HYECKHE OCHOBbl MeTOAA

Ha puc. 3.3.3.1/1 npeacrasJsiena NpHHUHNHANbHAS cXeMa MeMOpaH-
HOro ocmomerpa. [IBHXKyWIEH CUNOH mpouecca SIBJASETCH pasjHude
XMMHUYECKHX MOTEHLHAJ0B PacTBOPHTe]s H pactBopa. Pacrtsopurens
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————— T/

Pacmbopurens —~———1X Pacmbop

e

c

Puc. 3.3.3.1/2. I'paduk 3apu-
cumoctH n/C or C

Nlonynponuyaeman memdpana

Puc. 3.3.3.1/1. TlpuHunnuanbHasi cxema MCMOPAHHOTO OCMOMETpA

[IDOHHKAET B pPacTBOP [0 YCTAHOBJEHHS pAaBHOBECHOH pasHOCTH
ypoBHeH Ah. PaBHOBeCHOE T'HIPOCTAaTHUECKOE ~[JaBJEHHE HAa3hBAlOT
OCMOTHYECKHM.

3aBHCHMOCTb OCMOTHYECKOTO J1aBJIEHHS Tt OT CPEIHEUHCICHHON MO-
JIEKyJIsIpHOH Macchl M, onuchiBaercsi ypaBHeHHem Baut-Todda:-

M., =RTC/=,

rae R -— ynuBepcaibhas rasoBas nocTosiHHasi; T — aBconioTHas  TeMnepaTypa;
C —— KOHLEHTpaL K.

.

PacTBopbl no/iHMepoB, AaKe oueHb pa3GaBieHHble, HeHea/bHbI.
K HUM npuMeHsOT BHAOM3MeHeHHOe ypaBHeHHe Baut-Todda, yuu-
ThiBaKOLlee B3aHMOJEHCTBHE MEXKIY MOJIeKYJaMH MOJHMepa H -PacTBo-
puTess:

7/C=RT/M,+AC+BC*+ ...

TperbMM M cJaeyOILHM UJI€EHAMH YpaBHEHHS] MOXHO [peHeGpeub
BBULY MX MaJsioit BenunuuHbl. [lisi onpeneneHdss Benuuunsl RT/M, u
Ko3(ppHuMeHTa A CTpom KPHBYIO 3aBHCHMOCTH BeauuuHbl n1/C oT
C (puc. 3.3.3.1/2).

Npudopw

B nacrosiiiee BpeMsi CYLLECTBYIOT MOJHOCTbIO QBTOMATUSUPOBAH-
Hole npubopsl, TMO3BOJAIOLINE MPOBOIUTH aHAJIH3 B TeUyeHHEe 2 MHH
H [OJIy4aTh JaHHbie M3MEDEHHUs] B BHAe LUGDpoBOro 3HaueHus. CTau-
daprroild npubop n3obpaxed Ha puc. 3.3.3.1/3. OH cocTOHT U3 H3Me-
PHTEJIBHOM SIUEHKH ¢ YCHIHUTEIEM H TEPMOCTATOM H C GJIOKOM JIEKTPOH-
HOTO yNpaB/IeHHs], 4TO M03BOJACT IJIABHO DETYJHPOBATH TEMMepa-
Typy or 5 nmo 130 °C. 3a cuer npMMeHEHMS €MKOCTHOH CHCTEMBI
H3MepeHHsl NaBJIEHHS! JNOCTHTaeTCsl BLICOKASl YYBCTBHTENBHOCTb IIPH-
6opa npH M3MepeHHH pasHOCTH 06beMOB A0 | Ha.

Kak nokasano na puc. 3.3.3.1/1, uaMepurenbnas siueiika pasje-
JIeHa MmoJIynpoHuuaeMo# memGpanoi Ha ase 4actH. [Ipu anasnuse pas-
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Puc. 3.3.3.1/3. Mem6paunnii ocmoMerp (Fa. Knauer, Bad Homburg v. d. H.)

HOCTb JaBJIEHHH PErHCTPUPYIOT NP MOMOILH MeTaJJIHueCKOH meMGpa-
Hbl W 3JEKTPOHHOH 3anucbiBalollell cuérembl. Bpems, neo6xomumoe
AJSl YCTAHOBJIEHHs pDaBHOBecHs, cocrapJsier oT 2 ao 15 muu. B ka-
uecTBe MeMOpaH HCNOAB3YIOT IJIEHKH M3 UE/JII0J03bl U ee MpoH3-

BOJAHbIX.
Mopanok BeINOAHEHHS OnNEpAUHH

KoHueHTpauus aHajausupyemoro Beulecta cocrasasier ot 0,2 1o
2 r/ma. [l 3an0/HEHAs] H3MEPHUTEIbHOH siUeliKh 10cTaTouHo 400 MK
pacTBOpa, OJHAKO JJIsl MOJyYeHHs] BOCTPOM3BOAMMBIX J@HHBIX HEOG-
X04UMO 0KoJ10 1,2 Ma pactBopa. [IpumeHeHHe crenHalbHbIX BCTABOK
MO3BOJISIET yMEHbIIHTb 06beM Npobbl 10 25-—50 MK .

PactBop o6pa3ua npu NOMOLUM WINPHUA C AMHHHOH HIVIOH BHOCAT
B CrelHabHOe OTBEpPCTHE M3MEPHTeNbHOH sueilku. Kanubposky mpo-
BOASIT C OMOLIBIO YCTPOHCTBA, Haxoslierocs B npuGope.

Ilpu ananuse npoOBOAAT HE MEHee TPeX H3MePEHHH NPH BO3pacralo-
1ieil KOHLEHTPALHH aHAJM3HPYEMOTO BelecTBa (B KayecTBe pPacTBoO-
puTeJIsi MCIOJB3YIOT BOAY M COBMECTHMble ¢ MEMGPAaHOH opraHuue-
CKHe PacTBOPHTE/H). )

3HaueHHe [aBJEHHSI PETHCTPHUPYETCS Ha AMArpaMMHOH JIeHTe
caMonHucLa.

AHAJIH3 pe3ybTATOB

[ToayueHHble 3HAYEHUS NABJEHHS [e/AT Ha COOTBETCTBYlOLlHe
3HA4YeHHs] KOHIEHTPAUMH PacTBOpa W CTPOAT IPadHK 3aBHCHMOCTH
n/C ot C; NOJyYyeHHYI0 NPAMYIO 3KCTPAIOAHPYIOT K OECKOHEYHOMY
passeserdio (C=0), T. €. NpsMyl0 NPOAOJNKAOT 10 MNepeceyeHus
Cc OCbi0 opaMHAT. 3HaueHHe opAnHaTel 1pu C =0 noiACcTaBAAIOT B ypaB-
nenue (cm. puc. 3.3.3.1/2):

M,=RT/[(x/C)d].
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ric R — yHuBepcanbhas rasosasi nocrosiHHas; T — aGcosioTHas Temmeparypa;
n/C — 3HaueHHe TOUKH nepeceyenns npaMoit ¢ ocbio opaunat (C=0) (Belicora cronba
pacTBopHTeNsl — B CM); d — MJIOTHOCTL PaCcTBOPHTEJS.

Odopmacune peayabraros

B paGouem xypHase npuBOAAT 3HAYEHHS CpelHEYHCTEHHOH
MOJIEKYJIIPHOH Macchl M, M yKa3biBalOT MeTOJ H3MepeHusi. Hanpumep:
M,=45000 r-moab~"' (MemOpaHHasi OCMOMETpPHS).

O6aacTb npuMeHeHns

Onpenenenne MOJEKYJSPHOH Macchl NOJHMEPOB B 06/1aCTH OT
10* 1o 10° r-mosb™" (6biCTpLIfi H MPOCTOH METOL).

Onpenenenne MOJIEKYJIADHOH Macchl BELIECTB, pPAaCTBOPHMBIX
npH temneparype Boimre 100 °C.

Onpenenenne OCMOTHUYECKOTO AaBAEHHS B KOJJAOHAHBIX PacTBO-
pax (OHOJOTHUECKHX MXHAKOCTSAX).

3.3.3.2. ii.apoBas ocMomeTpusd

Pasznnune wmexay AaBieHdeM napa Haj pacTBOPOM BelllecTBa
M HaJ YHCTLIM PaCTBOPHTEEM HCIOJAb3YIOT AJS OlpeleseHHsT MOJEKY-
JSIPHOW Maccel BeulecTBa. JTOT METOJ Ha3blBaeTcsl NapoBOH 0CMO-
MeTpued. -

Pu3HUeCcKHe OCHOBbI METOAA

OnpeaeyeHrne MOJIEKYASIPHON MAacchl BELECTBA METO0M MapOBOH
OCMOMETPHH OCHOBAHO HA H3MEDEHHH TEPMHMCTOPAMH PA3HOCTH TEM-
neparyp (puc. 3.3.3.2/1). B TepmocTaTupoBaHHYIO siueiiKy, 3anoJ-
HEHHYIO HACBIILEeHHbIMH TMapaMud PpacTBOPHUTENs, BBOLAT napy Ttep-
MHCTOPOB, H3MEPSOUIMX Pa3HOCTb TemmepaTyp. Ha kaxabiit Tepmu-
CTOp HAHOCAT Kamlio PacTBOPUTE/Sst, IPH 3TOM Pa3HOCTb TEMIEPaTyp
paBHa HyJio. Ecau Xe oJHy H3 Kanelb 3aMeHAIOT Kaijiel aHaJH-
3UPYeMOT0 pacTBOPa, TO Ha MOBEPXHOCTH 3TOIO TEPMUCTOPA TPOUCXO-
JUT KOHJAEHCAUMsl 1apOB PaCTBOPHTE/S, TaK Kak JaBJjeHHe -fapa
pacTBOpHTeNsl HaJ 3TOH MMOBePXHOCTbIO MeHblie. [Ipu atoM Temmepa-
Typa KalJji pacTBopa MOBLIIAETCS 33 CYET BHIAEASIOUIEHCS IHTAb-
MM KOHJeHCAllMH JO TeX 1O0p, MoKa JaBjleHHe Napa Ham Kanaew
pacTBopa W JaBJjieHHe HMCTOTO DacCTBOPUTENs B sdelike He cpaBs-
HstloTest. HaGnmiopaemyio pasHOCTb TeMmepaTyp H3MepsiioT. PasHocTb
TEMnepaTyp INPAaKTHYECKH TPONOPUHOHAJbHA OCMOJISILHOH KOHLEHT-
pauun (cMm. pasn. 3.3.2).

Tpubopu

Ha puc. 3.3.3.2/1 npuseneda cxema napoBoro ocmomerpa. Ms-
MEepHTeJbHAsl sAYelika TpencTaBaseT co60H XHUMHUECKHH cTakaH, B
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Puc. 3.3.32/1. Cxema mnapoBoro ocmomerpa:

! — M3MEepHTE/IbHBIA 30HA; 2 — aJiIOMHHUEBBIA OJOK AAs

TEPMOCTATHPOBAHHS WNpHLUeB; § — canbHuk; 4 — -

THJAb; § — TEPMHCTOPHI; § ~— OKHO; 7 — XUMHUECKHH cTa-

KaH AJs pacTBOpHTens; 8§ — aNlOMHHHEBLIH 60K 1A%

TEPMOCTATHPOBAHUS H3MEPUTEbHOM Auedku; 9 —— wnpu-
bl

cepelHHy KOTOpPOro B KayecTBe H3MepH-
TEJBHOTO 30HJAA BCTaBJeHb 06a TepMH-
cropa. MamepurenpHas siuefika nomelueHa
B aJIIOMHHHEBBIH 670K — TepMocrar. Kan-
| , JIM pacTBOpa M pacTBOPHTE]S HAHOCAT
WINPHLAMH, KaHaJsbl 5 LIIPHLEB TEPMO-
| & crarupylorcs. MamepenHoe 3HauenHe pas-
HOCTH TeMIIepaTyp HECKOJIbKO HUKe Teo-
—7  PETHUECKOTO BCJEACTBHE TEMJOBHIX [0-
| & Tepb, KOTOPblE MOMKHO yyecTb IpH Ka-
aubposke mnpubopa.

y////////////%-%//////é: 3
/ ‘

N\

Mlops 10K BBIMONHEHHS] onepaLui

YcTanaBaMBaloT HyJieBoe 3HaueHue npubopa, BBedd Ha ofa Tep-
MHCTOpPa KallJIH YHCTOTO PacTBOPHUTEIS.

[MpoBoasT kanu6poBky npubGopa 1o o6pasuam 3TaJOHHOTO Be-
[1eCTBA HECKOJbKHX KOHUEeHTpauui (B OOJbLIMHCTBE CJAy4YaeB B Ka-
YecTBe 3TAJIOHA HKCHOJb3YIOT pacTBopbl GeH3Wsa ¢ KOHIEeHTpauued
or 1-107% g0 5-1072 Mostb-Kr—').

[lepen u3MepeHHeM ONUH H3 TEDMUCTOPOB IIPOMBIBAIOT ¥ HAHOCAT
KAl pacrBopa, 3Ty oONepaluio MNPOAeBIBAIOT Mepel KaxXKIAbiM
usMepenneMm (AJst KaJuGPOBKH HCTOJAB3YIOT 10 KpafiHed wmepe TpH
pasJHYHBIX pacTBOpa C Bo3pacTaiolledl KOHUEeHTpauuei).

Pe3ayabTaThl 43MepeHHs] CUHTHIBAIOT Ha LH(bpPoBomM TabJo WM Ha
JAHarpaMMHO JIeHTe CaMOMucla.

AHanu3 MCCaeLyeMOro BelleCTBa MPOBOASAT aHAaJOTHUHBIM 006-
pasom.

AHaaus pe3yabTatoB

Crposit TpaduKk B KOODAMHATAX Pa3HOCTb TeMIepPaTyp — KOH-
ILeHTpalLUS.

Eciay nosydeHHass 3aBHCHMOCTb HMeeT HeJIMHEeHHBIH XapakTtep,
TO CTPOSIT HOBBIi IpadHK B KOODAMHATAX OTHOLICHHE PA3HOCTH TEM-
nepaTyp K KOHLEHTPALHH — KOHLUEHTPaLKHA.

[MoayyeHHylo Ha OCHOBAHHHM [AHHBIX KaJUOPOBKH TPAMYIO [1po-
BOJAT 10 nepeceueHnsi ¢ ocblo opauHat (C==0). Beanunny orpeska,
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Puc. 3.3.3.2/2. 3xcnepumeHTadbHas npsmas
JUIS1 OTpejie/IeHHST MOJIEKY.IIPHOH MACCHl METOA0M
N4apOBOH OCMOMETPHH (BELUECTBO — MOJHOKCH-
TIPONHJIEHTJIHKOb; PacTBOpHTENb — GEeH30;
temnepatypa 45 °C; Kyamsp =4,24-10%)

H3IMEDEHHOE 3HAYEHUE,
JeneHue wrans

5 | { ] |

! 20 40 60 80
C,e/ne

OTCEKaeMOTO Ha OCH OPJAHHAT, CUMTAIOT PABHBIM KOHCTaHTE Kiauop,
KOTOpasi sIBJAeTCS XapaKTePUCTHKOH AAHHOH CUCTEMbl H3MEpPEHHsl H
J@aHHOTO pacTBOPUTES.

AnanornunelM 06pa3oM Ha OCHOBAHMH AAHHbBIX, TIOJYUEHHBIX TPH
M3MEPEHHH pacTBOPa aHAaJH3UPYEMOTO BellecTBa, ONpPelessiioT KOH-
CTaHTy u3MepeHusi K,y (puc. 3.3.3.2/2).

CpelHeuHcleHHYI0 MOJIEKYISIpHYI0 Maccy M, pacCuMTbIBAIOT
10 ypaBHEHUIO: '

Mn == KKBHMﬁp/KHG)V;'

HcTounnku omnbok

[TpucyTcTBHe npumeceldl (CyLleCTBEHHO BJIMSIET Ha pe3yJbTaThl
H3MepeHHUs ).

Pa3inynbiil pa3mep xamessb.

Bo3MOXXHOCTb accouHalMid MW AHCCOUMALMM BEIEeCTB B TeYeHHe
9KCTIEpHMEHTA.

Odopmaenne pesyabraros

[1pn opopmaenun pe3yabTaToB IPHBOAAT 3HAUEHHE MOJIeKyJIHpH o#t
Macctl M, ¢ ykasaHueMm MeTojla ee OfnpejeseHus, Hanpumep: M,=
=22 000 r-mosnb~ ' (mapoBas ocMoMeTpHs).

O6aacTs NpHMeHEHHS

Ornpejesienne MOJEKYISAPHBIX Mace 1o 5-10* r-moab ™!

H YYBCTBHUTEJbHBLIH MeTOn).
AHanu3 pacTBOPOB C BBICOKOHM BSI3KOCTBIO (B KauecTBe PacTBO-
pHTesiell NPUMEHAIOT BOAY M OPTaHHYECKHEe PacTBOPHTEH).
ITpoBenenune u3mMepeHHil B LIMPOKOM AHaNa3oHe TeMNepaTyp — ot
25 no 130°C (mas MeroapB 36YJAHOCKONMHH H  KPHOCKOIMHH
CYUIECTBYIOT OIPaHUUYEHHS).

(6bICTpPBIK
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[Tposenenne uamepeHnil B atMocdepe HiiCPTHOrO rasa, Hanpumep
A5l coeJlMHeHHH, UYBCTBUTENBHBIX K MPHUCY TCTBHIO KHCJIOPOAA.

Onpenesenue o6llell OCMOJANBLHOCTH PAcTBOPOB OHOJNOTHUECKH
AKTHBHBIX CO€JHHEeHHH.

PacyeT KOHCTAHT HHCCOUHAUMH U KO3(D(UUHEHTOB AKTHBHOCTH.

BUBJIMOTPA®HUECKHUH CITUCOK

Firmenschriften der Firma Knauer, Wissenschaftliche Gerate, Oberursel 1976

G. Meyerhoff, in: Kunststoifhandbuch (Hrsg.: R. Vieweg und D. Braun), Bd. I,
Hanser Verlag, Munchen 1975

Ullmanng Encyclopadie der technischen Chemie, Bd. 2/1, S. 799, Urban & Schwarzen-
berg, Munchen 1961

3.3.4. BACKO3HMETPHUA

Bs3KocTh XapaKTepu3yeT TeKyuecTb BelllecTB M pacCMaTpUBaeTcH
KakK napamerp, onpesessiembiil popmoil u pasmepamu MoJekya. Coso-
KYMHOCTh METOJOB HM3MepeHHs] BA3KOCTH XXHAKocTed H rasoB Ha-
3bIBAETCS BHCKO3HMETpHEH.

PusnyecKHe OCHOBBI METOAA

Cnoco6 omnpeneneHisi MOJeKYJIPHOH Macchl METOLOM BHCKO3H-
METPHH OCHOBAH Ha H3MEpPEeHHH YBeJHUYeHHs BSI3KOCTH pacrBopa
ofpasia no CPaBHEHHIO C YUCTBIM pacTBOpUTeseM. Tak Kak Bs3-
KOCTh pacTBOPa 3aBHCHT OT (pOPMBL MOJIEKYJ H KOCBEHHO OT MOJe-
KyJspHOH Macchl, To o6a napameTpa MOXHO OLUEHHTb WJIH onpefe-
auth. CihepudeckHe MakKpoMOJEKy bl (CTAaTHCTHUECKMH KAYOOK) xa-
PaKTepU3YIOT OTHOILIEHHEM MOJBLHOro 06beMa K MOJEKYJsIPHOH Mac-
ce, a JIHHeHHble XKEeCTKHe MOJIEKYJIbl — OTHOLIEeHHeM GOJbIIOH U MaJoH
ocell MoJIeKyJsnl (AJMHA ¥ LIMPHHA 3JLIMIICOHJA).

OtHocuTeNbHAST BSI3KOCTb 1Yoy PaBHA OTHOLUEHHIO BA3KOCTEH
pacrBopa j B UYUCTOTO PACTBOPHTENIS 1!

Norn =n/n0
YieabHasi BSI3KOCTb Ny, OMNpPeAeNsieTcst CJAeAyHUM 06pasom:
Nya= (1 —a}/Mp.

[Tpu Bo3pacTaHUW KOHLEHTPALHH PaCTBOPA YBEJHUYHBACTCS BO3MOXK-
HOCTb MEXMOJEKYJIIPHbIX B3aUMOAEHCTBHE, UTO CYUIECTBEHHO CKA3bl-
BAeTCsl Ha BEJHUMHAX Ty; H Tors U NPHBOAHT K YCJOMKHEHHIO ypaB-
HeHUsl, CBSI3bIBAIOLIET0 BSA3KOCTb C MOJEKYJAspHbIMH TMapaMeTpaMu.
B cBs3U ¢ 3THM peKOMEHIyeTCsl MPOBOAUTDL H3MEPEHHS TOJNbKO CHJIBHO
pa3GaBJ/ieHHbIX PacTBOPOB. XapaKTePUCTHUECKOH BSI3KOCTBHIO (M0OKa-
3atesnb [Hrtayaunrepa) [n] HaspiBalOT npefesibHOe 3HAYEHHE Ny,/C
MPH KOHUEHTPALUH pacTBOpPa, CTpeMsiilielicss K HYJIO:

[n] = li_lTl (TIyn/C)-
C—0
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=4
S
INS
Puc. 3.3.4/1. DkcnepuMeHTanbHasi npsmas AJs
onpeaeseHust XapakTePUCTHUECKON BA3KocTH [n] [’7:1 -
=0 c

XapaKTepHCTHYECKYIO BA3KOCTb ONpPEeAessIOT MyTeM rpaduueckoil
3KCTPANoJ/IsALHH IKCNePUMEeHTaJbHOH KPHBOH, NOCTPOEHHOH Ha OCHO-
BAaHHU [JaHHBIX [JI1 HECKOJIbKUX KOHIEHTpalUui, K OGecCKOHeYHOMY
pasBeaeuuio (puc. 3.3.4/1).

g pacuerta BA3KOCTH MHAKOCTH METOAOM KaMH/JISAPHOH BHCKO-
3UMETPUH UCNOJb3YIOT 3aKoH ["areHa — Ilyaseiins:

n=nr'Pt/(81V),

TA€ W — BA3BKOCTb PacTBopa; r — paaMyC Kanuwansapa; P — pasjeHue; [ -— BpeMs,
[ — AnuHa kanuaasipa; V — o6bem XHIKOCTH.

Cienyer ob6pallaTh BHHMaHHe Ha KOHCTPYKTHBHBIE HeLOCTATKH
NpUOOPOB, KOTOpPble MOTYT NMPHUBECTH K OTKJOHEHHIO OT 3akoHa [a-
rena — [lyaseiina. [Ipu ux ycTpaHeHHH TOUYHOCTBL OMpENEJEHHS BSA3-
KOCTH 3THM MeTOAOM JOCTaTOYHO BbICOKa {cM. pasll. «bubauorpa-
(HUeCKHH CMUCOK»). IHHAMHYeCKYIO BSI3KOCTH H3MEPSIOT B €MHHIAX
Ila-c, B GosblinHcTBe ciayvyaeB — B MIla-c. Hanpumep, BA3KOCTD
Boabi npu 20 °C pasna 1,002 mIla-c. OmHako 4acTo HMCMOJB3YIOT
ycrapesuyo eidHully — nyas (1 cnyaz=1 wmlla.c). Kunemartnue-
CKYI0 BA3KOCTb ONPEeAeNsOT KaK OTHOIIEHHe AHHAMHYECKOH BSA3KOCTH
K MVIOTHOCTH. KHHeMaTHuecKyo BSI3KOCTb M3MepSAIT B yCTapeBUIMX
equHHLAx — cTokcax (1 croke=10"% m?.c™ ).

Tabauya 3.3.4/1. Baskocre nexoropeix sewecre npu 20 °C

Beutecrsa HH?:»??(,)MHHZ;TSCKO- BeuwectBa ﬂ“?::‘j?\:nzilim-
IMyJbcuu 1—10" Meina 10%—10"*
HKuphi 10—10" Tepmonaactel  (npu 10°—10"
[a3bl 10-2—10~! 160 °C)

Jlaku 10—10*" Bocku 1010 —10"
Macna 10- -10° Boaa - 10='—10

Cor/1acHO CBOeMY BfI3KOCTHOMY MOBEIEHHIO, XHAKOCTH [eJsTCS
Ha HBIOTOHOBCKHME (BOJA, PacTBOPHTE/H, PACTBOPbI) H HEHbIOTOHOB-
CKHe (pacTBOPbl MOJUMEPOB, IMCIEPCHH, BOCKH, resn). Obe rpynmhi
MOTryT 6bITh Aajee nojapasjenedbl. 3HAUEHHs] BA3KOCTeH pasJHUHBIX
BElIECTB MpeacTaBJeHsl B Taba. 3.3.4/1.

MpuGopw

B cBssu ¢ TE€M, UYTO 3HAY€HHE BA3KOCTH 3aBUCUT OT TeMmlepa-
Typbl, H3MepeHHe BA3KOCTH IPOBOISAT B YCJOBUAX TEPMOCTATHPOBAHUSA.
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Tabauya 3.3.4/2. [luana3onsi 3navenuli 8A3KOCTU U TeMNepaTypol
O PASAUHKGIX TUROB BUCKOZUMETPOB

Jnanaszon temneparyp, | Jluana3oH BA3KOCTH,
Tun BHCKozumerpa e mIla-c
Kanuansprbii — 60— +300 ]04_19;2
C majaowHM WapHKoM —20— 4120 _11—108
Poraunonbtit — 30— 4300 107" —10

ITpu 0ObIYHBIX H3MEPEHUSAX MOAEPKHUBAIOT MOCTOSHHYIO TeMneparypy
¢ TouHocteio 0,1 °C. Tlpu yBeanueHun temmeparypbsl Ha 1 °C
B o6nactu 20 °C 3HaueHHe BSI3KOCTH YyMeHbILaeTcsl NMPHOJIU3UTENbHO
Ha 2%.

B 3aBHcuMOCTH OT NpPHHUMNA H3MEPEHHUs pPAa3JU4yalOT TPH THUIA
BUCKO3HMETPOB: KaMHJLISIPHBIH BHCKO3HMETD (TeUeHHe XKUJIKOCTH Ye-
pe3 KaluIsip); BUCKO3UMETD, OCHOBAHHbBIH HAa H3MepeHHH CKOpOCTH
najamoulero imapuka (ABUKEeHHe TBepAOro Téna B Hcceayemol
cpelie); POTAUUOHHbIA BHCKO3UMeTp (BpalleHue Tena).

B HacTosiilee BpeMs MeTOA NajalolUero HapHKa NPaKTHYECKH
He npuMeHsieTcsl. 'y1aBHBIM 06pa3oM HCMOAB3YIOT Pa3J/UYHbLIE THIBI
KanHJISPHBIX M DPOTALMOHHLIX BUCKO3MMeTpoB. [Iuama3oHbl H3Me-
PeHHS1 BA3KOCTH C IOMOLIBIO HEKOTOPbIX NPHOOPOB TpHBEAEHbI B
taba. 3.3.4/2.

[Ipn n3mepeHHH BSI3KOCTH C NOMOLIBIO KUNUAAAPHbIX BUCKO3U-
MeTPOo8 ONpeleJisIIoT BpeMs HCTedeHUs PaBHBIX 00beMOB pacTBopa
u pacrBoputesisi. HanGosee unpokoe pacnpocTpaHeHHe HaLle 8UCKO-
sumerp Ocrsaavda (puc. 3.3.4/2). STOT NpoOCTOH NpHOOp COCTOHUT
H3 BepTHKaJbHOro Kanuwiuapa (aauHod 10—20 cm; auamerpom
0,3—0,4 MM) ¥ rpaiydpoBaHHOro MAapoOGPA3HOTC U3MEPHTENBHOTO
cocyna (o6bvemom =1 ma).

A 8 a
B r
FH G r_“_ ’a

Puc. 3.3.4/3. Cxema poTaLHOHHOTO BHCKO-
sumetpa (Brookfield Engineering Lab.,
Inc., Stokghton., MA.):

I — wrTaTHR; 2 -— MOTOp C peryJaHpyembim

\\\‘__’// 4UcI0M 060POTOB U YHHGUUHPOBAHHBIR HaMe-
v puTenbubii yses; 3 — BpallaoUIHACA UHU-

JHHAP

Puc. 3.3.4/2. Kanunasipubiil Buckozumerp OcrtBasbjia
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Porayuonnoie suckosumerpe XaPAKTEPH3YIOTCA caMOK CJI0XKHOH
KOHCTPYKIHeH N0 CpaBHEHHIO C APYTHMH NPHGOpaMu, HO npu HX
HCIIOJb30BAHUU NOCTHTaeTCsl BBICOKAST TOUHOCTb H3Mepenus. Mccae-
AYEMYIO KHUAKOCTb MOMELIAIOT MeXKAY ABYMsl LHJHHAPAMH, MOCJe
Yero BHYTPEHHHH LMJMHIAD NPHBOAST BO BpalleHHe. B 3Tom cayuae
MEPOH BSI3KOCTH SfBJISIETCSI YHCAO OGOPOTOB HJH COOTBETCTBOHHO
KPYTAIUMHA MOMEHT (KacaTe/bHOe HampsiKeHHe) (puc. 3.3.4/3)

Mopsipok BbinoaHenns onmepauuii

M3amepenne BsiskocTH MeTOAOM KanHIAspHOH BUCKO3MMETPHH TIpH
NOMOIH BHCKO3HMeTpa OCTBasbia MPOBOAST CAEAYIOLHM o6pasom
(koHueHTpanus obpasua cocranJser 0,1—2 rea Y

dHa/H3UPYeMBIH PACTBOP M PAaCTBOPHTENb DUABTPYIOT UIH LUeHTPH-
GyrapyoT ¢ uemblo ygaseHHs YacTHUYEK MbLIH:

YCTaHaBIHBAIT TpebyeMylo TemnepaTypy B TepmocTaTe (Ha-
npumep, 35 °C);

U3MEPEHHsI NPOBOAAT A/ Psifia pacTBOpoB (oT 3 10 5) ¢ pasnuu-
HBIMH KOHUEHTPALHAMH HCCIeAyeMOTo BelllecTBa (Hanpumep, 0,25, 0,5,
1,0 n 2,0%-e pacrBopnl);

JNI€BYI0 4ACTh NpHGOpa A 3amofHAT pacTBopoM o6pasua ¢ no-
MOIILIO [MHIETKH W NOCJe TePMOCTATHPOBAHHS TOYHO YCTAHABJH-
BAalOT MEHUCK Ha ypoBHe b (cM. puc. 3.3.4/2); 3atem 3anogHsioT
NpaByIo 4acTb Npubopa yepes oTBepcTHe B 10 YCTAHOBACHHS MEHUCKA
BbILIE MeTKH [ .

H3MEPHAIOT BPEMS HCTEYEHHS KHIAKOCTH NOA AeliCcTBHEM ee coG-
CTBEHHOTO BeCa MPH NMPOXOXKACHHH MEHHCKA Yepe3 MeTKH J] U [ (1o &
~1/ty; I — Bpems mpoTeKaHHs pacrBopa; fy — BpeMs NpPOTEKaHHHA
pactBopuTeds) .

[Ips Heo6X0NMMOCTH H3MepeHHS MOBTOPSIIOT HECKOJIBKO pas.

AHaaus pesyantartos

|
B cBsisu ¢ rtem, uto orcyrctByer mpsmas 3aBHCHMOCTB MeX Iy

MOJIEKYJ/ISIDHOH = Maccoli H BS3KOCTBIO, BHCKO3UMETPBH KaJHuGpyIOT
O COCJAMHEHHSM C W3BECTHOH MOJIEKYJAPHOH Maccol, omnpege-
JICHHO! IIDH NOMOWH abCOMIOTHBIX METOOB B OJHOM M TOM iKe
pacTBoputesie. PaccuuThiBAIOT 3HaYeHHS YAeJAbHON BA3KOCTH H CTPOAT
rpaduk B KOOpAHHATAX My,/C— C. Ias NOJIYy4eHHOTO B pe3yJibTaTe
SKCTPANONALNK NPEARNBHOTO 3HAYEHHS] BSI3KOCTH CIPaBeiJHBO CJie-
Ayollee OTHOILIEHHe:

[n] =KM",

rae K M a-— NocTosiHble ARl 12HHOH CHCTeMbI NoMMMep — pacTBOPHTENL (P
AAHHOM TeMNepaType [MX 3HAYEHUS! CBEEHDLI B TaGJIHL bl (a=0,5—1,0)].
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HUcTouHnKH OmIHOOK

[MpucyTcTBUe NbLIM B aHa/lH3upyemMoM obGpasue (3acopeHHe Ka-
MHJSpa) . ’

OTKJOHEHHe OT BePTUKAJHM NPH 3aKPEIJIeHHH BHC. - .i1MeTpa.

Hcnapenue JierkoJeTydero pacTBOPUTESS.

CBO#CTBa MOJHN3MEKTPONHTOB OTAHUYAIOTCA OT CTAHAAPTHBIX XKHA-
KocTeil (cm. pasn. «BubauorpadHuyeckHit CIHCOK»).

VisMeneHne cTPYKTYpbl MOJIEKYJ (accouuauus, Ae3arperawusi).

OdopmaenHe pesyabTaToB

B pa6ouyem xXypHale NPHUBOIAT JAaHHble O CPEAHEBS3KOCTHOH
MOJIEKYJIAPHON Macce My, B CKOGKax yKasblBalOT METOJ ONpejle/leHus
(kanuaJspHas WaIM  POTAlHOHHasi BHcKo3uMeTpus). Hanpuwmep:
M, =8000 r-moub~' (KamuaiApHas BHCKO3uMeTpusi). B GoJb-
IIMHCTBE CJYy4aeB YKas3plBAlOT TAKXKC TeMepaTypy H3MepeHHs.

O6aactb NPUMEHEHHS

Onpejnenenne MoJeKyasapHoi Maccol (My).

[Toaydyenne npeaBapUTebHBIX JaHHbIX O ¢opme H THOKOCTH
MOJIEKYJI.

KonTpoab npouecca MnojJdMepH3aliHy.

Ouenka cTereHd pa3BeTBJEHHOCTH MMOJHMMEPOB. )

KouTposib KayecTBa MPOMbIILIEHHOH NPOAYKUHH (TeXHU4ECKHH
NoKa3aTesib) . ‘

BUBJIMOTPA®UYECKHWH CITUCOK

Firmenschriften der Fa. Haake, Karlsruhe, und der Fa. Contraves, Stuttgart

G. V. Schulz und H. J. Cantow, in: Houben-Weyl, Methoden der organischen
Chemie, Bd. 3/1, S. 431, Thieme, Stuttgart 1955

J. Schurz, Viskositatsmessungen an Hochpolymeren, Kehlhammer, Stuttgart 1972
E. L. Uhlenhopp und B. H. Zimm, in: Methods of Enzymology, Bd. 21, S. 483, Aca-
demic Press, New York 1973

3.3.5. IPYTHE METOAb! ONPEAEJIEHHUA MOJ]EKYJ]S]_PHOﬁ MACCbHI

BoJibliioe KOJHUeCcTBO METO/0B ONpeleaeHUs] MOJNeKyAAPHOH MacChl
CBSI3aHO C TeM, YTO /s pacueTa 3TOH BENHUMHBI MOKHO HCHOJIb-
30BaTb LEJAbIH PsjA CBOACTB, 3aBUCALIMX OT pasMepa MOJEKYJBL.
OpHako NpUBECTH B 3TOH KHUre noApobHoe onHcaHWe TeOpHH, amna-
patypbl U 0(OpPMJIEHHS Pe3y/bTaTOB BCEX 3THX METOAOB He MNpea-
cTaBasiercd BO3MOXHbIM. [loaTomy B 3TOM pasjene HOPHBOAUTCH
0630p TOJbKO oOO6sacTefl NPHMEHEHHs M JMTePaTyPHbIX AAHHBIX
HauboJiee PAacCNpOCTPaHeHHLIX METOJ0B (KPOME€ OJHOr0 KOCBEHHOTro
METOLa — MOJIEKYJNAPHO-CUTOBOH XpoMaTtorpacdHH, ocTaibHble METOAbI
SIBJSIIOTCA a6COJMIOTHBIMU) :
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M Bubanorpa-
eTO/bl O6a1acTb NpHMeHeHHs duyeckne
MCTOYHHKH

YavTpauentpudyruposa-  Onpenesenne Z-CPefiIHHX MOJEKYJISIPHBIX [1—5]
Hue Macc Mz u pacnpefie/ieHHs] MaKpOMOJIEKYJl

Mo MOMEKYJsPHBIM Maccam

Onpe/iesieHHe pa3MepoB YaCTHIL

TakTHuHOCTE TrOMOMNOJMMEPOB H OTHEb-

Hble CTPYKTYPHBIE NTapaMeTphl CONOJIHMEPOR

Cpasuenne Beanunn M, <My <M, <M,
CeeTopaccesinue OnpeaeneHne MOJIEKYJAsipHBIX Mace JIHHel- [5—7]

HBIX MoJiekya B o6macth ot 10° po

10" r-monp !

Onpenenexne MONEKYNSPHBIX MacC NPHBH-

TBHIX CONOJIMMEPOB

Onpenenenne pa3MepoB YacTHLL H CTPYK-

TYpbi TBEPIOLO Tesa

Onpenenenne XapakTepHCTHUECKOH BSI3-

KOCTH .
Manoyriopde pentreHo- OmpesieleHHe MONEKYJASPHBIX  Mace 10 [8, 9]
CKoe paccesiHue 10° r-moap—' ’

[MpenmyulecTBeHHO 115 onpefeneHus M, —

o 10* r-mogp—!

KondopmaunoHHbii aHanus3 BeuiecTs B

objacTH MosekyJasipusix mMace ot 102 o

10* r-mom, '
Macc-cniektpomerpus TouHoe oripefe/ieHHe MOJIEKYJASAPHBIX Macc | 10]

Jasi ananusa Tpebyercst He6oMbIIOE KOJIH-

4ecTBO BellecTBa
leab-xpomarorpagus OnpenesieHHe MOJIEKYJASIPHBIX Macc M pac- [11—13}

npejleieHHe MOJIEKYJSIDHBIX Macc MoJuMe-

poB, 6eqKOB M T. 1.

BHUBJ/IUOTPAPUYECKHUN CITUCOK

[1] {1 G. Elias, Ultrazentrifugen-Methoden, Beckmann Instruments, Miinchen
961 '
|2] H. Fujita, Foundations of Ultracentrify i i
. Fou S gal Analysis, Wiley, New York 1975
(3] G. Meyerhof], in: Kunststofi-Handbuch (hrs 'Vieweg
" [I%d[_} Iganser Minanststoll ) (hrsg. von R. Vieweg und D. Braun),
. H. Schachmann, Ultracentrifugation in Biochemi i
K. . Schachn g iochemistry, Academic Press,
(3] M. Hojmann, H. Kromer und R. Kuhn, Pol i i
. Stutiart 107 uhn, Polymeranalytik, Bd. 142, Thieme,
6] M. B. Huglin, Light Scattering, Academic Press, New Y
6 ) 1 , . ork 1972
%é{ [Z /zl; tS't‘uart, Physik den Hochpolymeren, Bd. 1, Springer, Berlin 1952
o ultgégr und G. Fournet, Small Angle»Scattering of X-Rays, Wiley, New
9] O. Kratky, X-Ray Small Angle Scattering with Substances of Biological
Interest in Diluted Solutions, Pergamon Press, New York 1963
[10] s. Literatur in Kap. 3.2.9
[11] s. Literatur in Kap. 2.1.5
Hg% Z DHete;]mann, Gelchromatographie, Springer, Berlin 1970
. H. Aligeld und L. Segal, Gel Permeati C é :
Bukior Moty wnd & ation Chromatography, Marcel
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4

3.4. KOJIMMECTBEHHDBIE METOJ1bl AHAJIU3A

3.4.1. ®OTOMETPHS H ¢JIYOPUMETPHUSA
3.4.1.1. dortomerpus

®0TomeTpueﬁ Ha3bIBAIOT METOJ aHa/in3a, OCHOBAHHLIH Ha Hamepe-
HHUH MOIVIOLIEHHA CBETOBOTO H3JIyUEHHSA OﬂpelleJIPHHOﬁ JJHHDBI BOJIHbI.
ﬂJlﬂ onpelxe/ieHuss KOHIUICHTPaUHU BeUlecTBa HCHNOJAb3YyeTCsl 3aBHCH-
MOCTb CHIHaJa OT KOHUEHTpalHH.

PHU3MueCKHE OCHOBBI METOJa

VIHTEHCHBHOCTDL [IOTJIOILLEHHSl CBeTa C ONpejeseHHOH MJHHOH BOJI-
Hbl XapakTepH3YIOT I3KCTHHKUHEH (moraciueHunem) £, kotopas paBHa
JECATHYHOMY Jorapu@My OTHOLICHHS HWHTE€HCHBHOCTH IaJaloLlero
cBeTa Jy K WHTEHCHBHOCTH CBeTa, MNpOLIEAIUEro uepes JLaHHOe Be-

utectso, /: E—ig (Io/1).

Cornacuo 3akoHy Jlambepra — Depa, 3HaueHHe SKCTHHKLMH [pH
JAaHHOH AJMHE BOJHb FE; TPONOPLUHOHAJIBHO KOHLEHTPAalHMH pPacTBO-
penHoro BeuiectBa. IIpy onpeneneHHOH ToAluuHe ciosi d (AWameTpe
WU TOJILMHE KIOBEThl) CIPAaBEAJUBO Cjaeyiollee COOTHOLIEHHE!

E, ~Cd.

Brenenne Kos¢pdulHeHTa MPONOPUHOHANBHOCTH €;, KOTOPBIH Ha3bl-
BaeTCsl MOJbHBIM KO3(DHLHEHTOM NOIVIOLEHHS, [103BOAAET TIOJNYyUHTD
cleayollee ypaBHeHHe: .
. y yp E,=lg (I(»/l):e;Ld,

rjae C—- KOHUEHTpaluhd, d — TOJUIMHA ¢J0A KHAKOCTH.

3T0 COOTHOUIEHHe MWCHOOJAB3YIOT [AJAA ONpefejeHds] KOHUEHTPaLHUH
BellecTBa 10 M3MepeHHOMY norjouleHHI. HacTHbiM caydaem ¢oTo-
METPUM SBJSIETCS KOJIOPHMETPUS — METOJ OIpefle/ieHUsl KOHLEeHTpa-
UHH BeLleCTBa ¢ NOMOUIbIO U3MEDEHHS HHTEHCHBHOCTH UBETa pacTBO-
pPOB OKpallleHHbIX BeLLeCTB.

Ecnn usBecten KosgpduuueHT ¢ (cM. pasa. 3.2.3), TO IO H3Me-
PEHHOMY TIOTJIOILIEHHIO MOXKHO PacCUHTaTh KOHLEHTPALHIO BeLIeCTBA.
Kpome Toro, 3akon Jlambepta — bepa nosBojsier NpOBOAHTbL KOJli-
4yecTBEeHHbIH aHasu3 cmecell ABYX W Gosee BeulecTB. TakoH aHaaus
BO3MOXKEH TOJBKO MpPHU YCJOBUH PACMOJNOXKEHHS MOJ0C MOTJIOLIEHHS
3THX KOMIIOHEHTOB Ha [OCTATOYHOM pacCTOSAHUM APYr OT Apyra B
cnekrpe. Ecin H3BecTHb KO3(M(ULHEHTH MOTJIOILEHHS BELLECTBA MPH
Pa3/HUHbIX XAPAKTEPHCTHURCKHX AJHHAX BOJH, TO MOXKHO OLEHHTb
cTeneHb rOMOTeHHOCTH BellecTBa. IIpH H3MEHEHHH KOHUEHTPaUMH YH-
CTOTO BelLeCTBa OTHOLIEHHE NOIVIOLLEeHHST MPH A K MOTJOLIEHHIO TPH
Ao OJIXKHO OCTABATbCH TMOCTOAHHBIM:

i /E,=K
376

Oco6eHHO 4YaCTO 3TOT crocob NpUMeHsI0T B OHoxumuH. Hamepsior
norsioileHHe pacTBopa oGpasua npu 254 u 280 HM M paccyuTHIBAIOT
3HayeHue Eoss/FEosp. :

HpyruM BaXHbIM napameTpoM B (OTOMETPHH SIBJISETCS OITH-
ueckast MJAOTHOCTb (D); ogHOl efHHHLE ONTHYECKOH MJOTHOCTH CO-
OTBETCTBYET TAKO€ KOJIH4eCTBO BelllecTBa B | MJa pacTBopa, morfo-
LIEHHE KOTOPOTo B KIoBeTe ¢ ToaLiHHOH | cm paBHO |. U3smepenue
KOHLEHTPAUMH B ONTHYECKHX €AHHHUAX HCMOJb3YIOT [pH pabote
C HUYTOXKHO MaJIbIMH KoJinuecTBaMy BelecTs. Jasi onpeaenenus koau-
YecTBa BeILeCTBA B pacTBOpe MO ONTHYECKOH MJIOTHOCTH HeT He-
00XOAHMOCTH €ro BblJe/eHHs.

O dexTHBHOCTL MeTONA NPOJAEMOHCTPHPOBAHA Ha cleayollem
NpHMepe: TEOPETHUECKH MOTJIOILEHHE pacTBOPa | MF BelllecTBa (MOJIb-
Hbllt KO3 PHUHEHT noraolienus 14 520, mosbHas Macea 330 r-MoJb ')
AOJIKHO COCTaBAATL 44 (NpH ToJUMHE KIOBETHl | ¢M), T. €. B pacTBope
HaxoluTcs 44 elMHHLbI ONTHYECKOH MUIOTHOCTH; €cau B MPOGHpKe
HaxoauTcsa 7,5 MJa pactBopa ¢ norjaoiledneM 0,8, To B AaHHOM pactBo-
pe Haxoautea 7,5X0,8=6,0 ontuueckux emmuui, uan 0,14 mr se-
LLecTBa.

MpuGopwm

s uccnenosaHul, He TPeOYIOIUUX BbICOKOH TOYHOCTH, HCHOJb-
3yloT odnoayuesoli ¢otomerp (puc. 3.4.1.1/1), B koTopom mas
U3MEpPEHHs MPHUMEHSIOTCS PasjuuHble (HABLTPH (POTOIEKTPOKOO-
puMeTpbl). OAHAKO H3MepeHHsi HAa TakoM NpuGOPe MOTYT MPOBO-
AHTbCA TOJBKO NpPH OIpeleJeHHbIX [ANWHAX BOJH. Kak Nokasawo
Ha puc. 3.4.1.1/1, nBe uau Gosee KiOBEeT pacronaraioT B KIOBETONEp-
KaTesie U NMoOoYepPeHO YCTAHABIMBAIOT HX HA MYTH CBETOBOIO MyuKa.
[lepByio kioBeTy K, 3anosiHSIIOT UHCTbIM PacTBOPHMTeJEM H YCTaHAB-

I P
I
L | 7
F S ¢
K :
L ¢ °
Puc. 3.4.1.1/1. Cxema oznnonyuesoro dotoMmerpa:

L — ucrounuk cseta; F — ¢uabTp (onpeiesennan aanua BoJnbl) ; K; — KioBeTa, 3ano/HeHHas
UHCTHIM pacTBOpuTeneM; Kg -~ KIOBeTa, 3aI10IHeHHAs aHaNH3UPYEMbIM BELLECTBOM; S — INeNb:
; ;

P — ¢otosnement; G — raabsanomerp
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JMBAIOT HA MYTH CBETOBOTO Myvka. 3aTeM PperyJupyloT IHPHHY
menu S 10 Tex Mop, foKa CTpesika ranbanoMerpa G He yCTaHOBHTCA
HA HyJIeBOM JesieHHH (HyJb TOIJIOLLEHHUs, HJIH 100% nponyckaHHs),
W yCTAHABJHMBAIOT HA MYTH CBETOBOTO JIyya KIOBETY C aHA/M3HPYEMbIM
peiiectBoM K. [1pOBOAAT H3MEpEHHE H CHHUMAIOT OTCYET MO UIKAJE,
OTrpaiyHpPOBAHHON B eIHHHMLAX ONTHYECKOH INIOTHOCTH H B POLIEHTAX
NPONyCKaHHA. '

3ameHa CBETO(HIbTPOB MOHOXPOMATOPOM 3HAYHTENBHO YBEJIHUH-
BaeT BO3MOMKHOCTH (oToMerpa. B Takux npuGopax MOXHO yCTaHO-
BHTb JIO6GYI0 AJUHY BOJIHBI, B TOM YHCJe COOTBETCTBYIOULYI0 MaKCH-
MyMy TIOTJIOLUEHHSI HCC/IEAyeMOro BellecTBa, YTO MO3BOJALT 3HAUH-
TeJIbHO MOBLICHTb UYBCTBHTEJNbHOCTb H TOYHOCTb H3MEPEHHS, CHHIUTD
pausnee npuMeceil. Mcrounukamu cBeTa cilyxar B yJabTpadguoJe-
ToBo#l o6aactu (Y®) — BogopoAHas Jjamia, B BHAMMOH 0O6JIACTH —
Jamia HaKaJHBaHHS. ’

[TpumeHeHHe QBTOMATUBUPOBAHHOZO, YIpaB/sieMOTO MHKPOTPO-
eccopoM ¢oToMeTpa B elle Ooiblieid CTelleHH PACIIMPSET BOIMOX-
HOCTH CNeKTPO(OTOMETPHH: MO3BOJSIET NPOBOAUTh H3MEPEHHA 60J1b-
LIOro KoJHYecTBa 06pa3loB (KIOBET) IpH Da3/iMuUHbIX JJIHHAX BOJH
yepe3 pasJHUHbie HHTEpBaJbl BpemeHH. TakKod ¢noco6 U3MepeHHs 0COo-
GEHHO Baj)KeH NpH M3yYeHHH KHHETHKH (epMEHTaTHBHBIX peakuu#.
HenocpeacTBenHoe coelHHEHHE ClieKTpopoTomMeTpa C 3BM nosBo-
76T BBECTH B 3aMOMUHAIOLLEe YCTPOHCTBO Psii JaHHBIX O KO3(hdH-
LIHEHTaX MOIVIOLIeHHs W O KaJHOPOBOYHBIX MOCTOSIHHBIX W B COOTBET-
CTBUM € 3THM noayuaTb LHM(GpPOBYIO HH(pOpMALHKIO O MOTJIOILEHUH
4 KOHLEHTPAIHH HCCIELYEMbIX BelllecTB. BO3MOXKHOCTb GRICTPOTO aHa-
nu3a GoJbUIOTO uyHca OOpasloB TakxXKe SIBJIAETCA CYLIECTBEHHBIM
NpeHMyILleCTBOM 3TOr0 METOAd [0 CPABHEHHMIO C IPYrMMH aHAJHTH-
YECKUMH MEeTOJaMH.

B Hacrosiliee BpeMsi CNeKTPOMOTOMETPbI IMOCTOAHHO COBEpILICH-
CTBYIOTCA, CO3aH psil HOBBIX MOJesed. B kauectse npumepa Ha
puc. 3.4.1.1/2, a noxasan asromaru4eckud npu6op, MO3BOJSAIOLINH
" NIPOBOAMTH MOC/]eJ0BATE/NbHBIH aHAMH3 10 175 o6pasuos 3a 1,5 u.
PacrBop 06pa3la NpH MOMOLIH Hacoca NoC/Ae0BaTeNbHO oT6upaeTcs
W3 KaXA0#W NMPOGHPKHM M 110 TOHKOH TeJOHOBOH TPYOKe moaaercs B
NPOTOUHYI0 KIOBETy (DOTOMETPaE, HENMpepPbiBHO M3MEPSIOLLEro MOfJIo-
ileHHe cBeTa. Pe3y/bTaThl aHa/M3a 3amHchBaloTc KO0 B Buje Tab-
JHLBl YHCen, Au60 B BHAe OJoK-cxembl (puc. 3.4.1.1/2,6).

[IpuMeHeHHe CBETONPOBOAOB [03BOJISET MPOBOAUTL H3MEPEHHS
gHe (OTOMeTpa MpPH TOTPYKEHHH H3MEPHTEJNbHOH TOJIOBKH HEIMo-
CPeACTBEHHO B PeaKUHOHHbIA cocyd. Takum 06pas3oM HCCAEAYIOT
peaklud, MpoTeKalolllue B BaKyyMe MJHM arpecCHBHbIX Cpelax. 3tor
THn npuGopoB paboraer B 06JacTH AJHH BOJH OT 400 po 750 HwMm,
NpH HEOGXOAUMOCTH 06J1aCTh H3MEPEHHSI MOXHO PaCUIHPHUTL OT 240
a0 2500 Hm.
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Puc. 3.4.1.1/2. ®oromerp ¢ aBTOMaTHUECKO! CHCTEMOH cMeHbl npo6 (DMS90 UV/VIS-
QpoTomerp ¢ aBTOMaTHyecko# cHcTeMOH cMeHbl mpoS, Varian, Stuttgart):

a — OGWHHl BHA npu6opa; 6 -~ 3aNHCh Pe3yJbTATOB aHaNH3a JHGO B BHIe TAGAHLbI HHCEn
Au60 B BHIE 6J10K-CXEMBI '

Mopsinok BbinoJHeHHs onepanui

'

Bxaouaior namny (Y®-gefitepueBas rasopaspsguasi namna, Bu-
Aumasi 00JacTb — Jamna HaKaluBaHUS C BOJb(HPaMOBOH HI/IT’blO)
NPOBEPAIOT MPABHJABHOCTL YCTAHOBKU 3epKaJia.

[otoBAT KioBeThl ¢ Hcc/leNlyeMbIM BellecTBOM (pacTBOp obpasua)
H 3TajoHoM (pacTBopuTesb). [lpu 3TOM o6pallaloT BHUMaHHe Ha
UHCTOTY BHELUHEH NMOBEPXHOCTH KIOBET M OTCTYTCTBME Ha Hell oTme-
YaTKOB naJjbleB. KioBeTbl 3aKpbIBAIOT KPBILUKAMH MJH NpPOOGKaMH
H YCTaHaBJUBAIOT B JepXKare/b KioBeT. [Ipn mpoBesenud uamepenuii
B Y®-0621aCTH HCIIOMb3YIOT KBAPLEBble KIOBeThbl. TOJIIMHA C0S MOKET
6biThb 1, 2, 5 u vacto 10 MMm. JIast HeGOAbILINX 06HEMOB npo6 ucnob-

’
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3yIOT KIOBeThl C BK/IajblliaMH. B GosiblivHCTBE ciyyaeB He Tpe-
GyeTcsi NPOBEPKH MOIJIOILEHHS ABYX KIOBET OTHOCHTEJIBHO APYT ApYyTa.

YcTaHaBJAMBAOT KIOBETY C 3Ta/JOHOM Ha IyTH CBETOBOrO Jyua.

[Tpu naHHOH AsuHe BOJHbBI yCTAHABJMBAIOT NPONYCKAHHE, PABHOE
100% («0» norsioniedusi) (BHAMATENbHO HW3Y4YHTb HHCTPYKIIHIO MO
o6cayKUBaHdIO npubopa).

IIpoBoasiT ©3MepeHHe NOIVIOILEHHS 3TAJOHA (TaK KaK y HEKOTOPbIX
npubOpPOB 1lKa/ja OTrPajyHpOBaHA HA OTHOLIEHHEe HHTEHCHBHOCTH
cBera, TNpolUeAllero uepes 3TaloH M obpasel, TO nsmepeune
NOIJIOILEHHST TAJOHA He MPOBOAAT) .

YcranaBauBaioT KioBeTy ¢ o6pasloM Ha MyTH CBETOBOro Jyua
¥ MPOBOAST H3MepeHue noryoweHnst. [Ipu noraowexun sbie 1,5 Tou-
HOCTb HM3MepeHHsl 3HAUYHTENbHO yMeHbilaerTcs. B 3Tom ciayuae uc-
NOJib3YIOT KIOBETHl ¢ MeHbLIed TOJLHKHON cnosl MM pas3baBJsiior
HCCNelyeMEIH pacTsop.

AHaJu3 pe3yJbTaToB

Pacuer KOHIEHTpaLWH BellecTBa NMPOBOAAT HAa OCHOBAHHH 3aKOHA
Jlam6epra — Depa. [1pu 3T0M HeOGXOAMMO 3HATD BEJUUHHY MOJbLHOIO
k03¢ QULHEHTa TOTJIOLLEHHs NAaHHOTO BellecTBa NPH [AAHHOH [JIMHe
BosiHbl. Ha npaktuke yacto HabMIOAAIOTCS OTKIOHEHHA OT 3aKOHA
JlamGepra -— Bepa. Cpeas MHOroYHCAEHHBIX NPHYHH TakKHX OTKJO-
HeHHH MOryT ObITh accoUMaUus MOJIEKYJ HJIH 06pa3oBaHHe KOMILIEK-
COB BelllecTBa ¢ pactBopuTeseM. [1o3TomMy mpexae BCEro MpoBepsifoT
JUHEHHOCTb 3aBHCHMOCTH IIOIVIOUIEHMSI OT KOHLEHTpalMu, LIS 4ero
H3MepSIOT NOTJI0LeHUe CePHH pa3baBJaeHHbIX PACTBOPOB H CTPOSAT Ipa-

buk E=[(C).
O6aactb npuMeHeHUR

Onpezenerne KOHLUEHTPAaLHH.

M3yuyenne KUHETHKH XHMHYECKHX peakiuHH (ocoOGeHHO KHHETHKH
(bepMEHTATHBHBIX peakiHi).

TIpoBepka cremneHH UMCTOTHL.

BUBJIMOTPA®UYECKHH CITMCOK
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demic Press, London 1976

Firmenschrift, Klinisches Labor, Fa. Merck Darmstadt 1970
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B. Kakac, Z. Vejdelek, Handbuch der photometrischen Analyse organischer Ver-
bindungen, Bd. 1 +2, Verlag Chemie, Weinheim 1984

G. Kortiim, Kolorimetrie, Photometrie und Spektrometrie, Springer, Berlin 1955
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3.4.1.2. dayopumertpust

Meton aHanausa, OCHOBaHHBIA Ha HU3MEPEHHH HHTEHCHBHOCTH
¢JryopecueHUMH, HasbiBaeTcs ¢yopumerpHeit. Qayopecuennus (uc-
NyCKaHHe CBeTa) o6ycaoBJeHa MOTJIOUIEHHEM  BEILECTBOM CBeTa
OnpeaesNeHHON JJIMHBI BOJIHbI.

PusHUecKHe OCHOBbI METORA

[Torsiowenne yabTpadHONETOBOTO CBeTa OlPee/]eHHBIMH MOJIEKY-
JaMd ¢ Jierko BOo30yXKJaeMBIMH 3/J€KTPOHAMH (f-3J€KTPOHbI) OpH-
BOJIHT K (PyopecUEHUHMH B BHAHUMOH crnekTpasbHo# o6gactH. DToT
Ipollecc HauHHAETCA ¢ NePexXoaa 3/1eKTPOHOB ¢ 0-OpOUTaIH (C OCHOB-
HOTO HEPreTHYeCKOTO ypOBHSI §) Ha OoJiee BBICOKHE 3HEPreTHUECKHe
YPOBHH (S| ¥ sg). PyopeclieHTHOE H3JyueHHe HMeeT 6OMbIIYIO AJMHHY
BOJIHBI BCJIICTBHE MeHbLIeH 3HeprHH (POTOHOB, YeM BO3GyKaaloliee
uanydyende. CxeMma npoueccoB, MPOHCXOAALIUX NpH (uyopecleHliun,
NpHBEJEHA Ha JHarpaMMe 3HepreTHYeCKHX ypoBHel (puc. 3.4.1.2/1).
[Tpy HOpMaJIbHBIX TemmepaTypax BCeraa OCYLLeCTBJSHOTCSE abcop6-
LHOHHblE Nepexoibl ¢ CaMblX HH3LIMX KojaebaTefbHBIX YPOBHeH Oc-
HOBHOTO COCTOSIHUS § HA Pa3/IMUHbIE YPOBHH BO36YKAEHHBIX COCTOSTHHII
S; H S2. DMMCCHOHHBIE MEPeXONbl — 3TO H3JYyYaTesbHbIE MNEPEXO.bl
C HYJIEBOTO YPOBHSI COCTOSIHHSA §) Ha Jl060H KoJebaTtesbHLIE YpOBEHb

_ OCHOBHOTO COCTOSIHHA s. [lepexonnl ¢ ypoBHS Sp (MM GoJiee BbICOKHX

ypoBHeH) Ha HyJ/eBOH YPOBEHb S| NPOMCXOAHT Ge3 H3JydeHHd.
Hesaxkrupaunsa 6e3 u3/aydyeHHs], T. €. NOTEPsl YHEPTHH BO3OYKAEH-
HbIMH MOJIEKyJlaMH 0e3 M3JyYeHHS CBETa, NPOHCXOAMT B pe3yjbTaTe
MEXMOJIEKYJ/AAPHBIX H BHYTPUMOJIEKYJAsIDHBIX B3aumojeficTBud. Tak,
HampuMmep, B MoJieKyne Au(EeHHIa NPOUCXOAHT BHYTPUMOJIEKYspHAN
Je3akTHBauusl U QuayopecleHUdd He HabJjlofaercs. BeemeHue B Mo-
JieKyay AueHuJa BHYTPHMOJeKyaspHoro mMoctuka —CHe,— mnpu-

% i
| Besuznyyamensnasn
iy Fesanmubaqun
I H
:
N i
oN
g
T
C?),
s
5=>8, S>> Ss=5, 5=

Bosbywc- Pnyopec- Boabyoc- Payopec-
denue YeHYUR derue yeHyun

Puc. 3.4.1.2/1. Cxema 3HePreTHYECKMX MePEXOAOB NpH (JIyOpecueHIHH
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BOJHT K NOJYUeHHIO (JyOPeHa, KOTODHIH (payopeclupyeT BCaAeACTBUE
TOTO, YTO MCKJIOUAKOTCS TOP3HOHHBIE KoJle6aHUsA AM(PEHHIbHBIX KoJsell
apyr otHocHreabHo apyra (llitaa6, 1966).

228

SucpeHunn @uryopex
(payopecueHuus nyopecueRuUUsA
He Habntopaercst Habnropaercst

diyopecueHlUHs CBOHCTBEHHA OTHOCHTENbHO HEGOJbLUOMY HHCJIY
COeAHHEHHH (npexie BCero apoMaTHdecKumM COeIHHEHUAM d NopQupH-
Ham). Psag coenrHeHHI MOXKHO MepeBeCTH Bo GJIyopecuupyioliue,
BBelsl B MOJIEKYJY GJyopecUHpYIOILYIO Tpynmy, T. e. diayopodop.
st nosiyyenust @ayopecuHpyOLIHX COeAHHEHHH NOYUYaIOT 1POU3BOL-
Hble [10 OllpeAe/NeHHbIM (YHKUHOHAAbHbIM TpyHIaM MOJeKyJ/bl: Ha-
npHMep, IPOH3BOAHbIE COEJINHEHHH 110 aMHHOTPYIIIE ¢ TOMOLLBIO (J1yo-
pecKaMuHa, o-¢hTanesoro ajdbAerd1d WIH JaHCh/iXxJopHuiaa. PeakTtusbl
[J151 noJyuenusi (DJyopecUHpYIOLIMX MPOH3BOAHBIX PA3JHUHBIX Kjac-
cOB coelnHeHUH npuBegeHb B Taba. 3.4.1.2/1.

Tabaruya 3.4.1.2/1. Peaxrusvr Oan noayierus dmyopecqu,pyiou(u;v npouUIBOOHBLX
npu payopumMeTPULECKOM OnpedeaeHul HeKOTOPbIX KAACCO8 COeOUHEeHUL

Peaktus 17 Kaace coenunenuft
9-MisoTHOUMAHATOAKPHAMH AmuHbi
AHTpHAAHA30METaH Kap6okoBble KHCAOTHI
7-Xa0p-4-uutpobeHsodypasas AMHHDBI, aMHHOKHCJIOTBI, HUTPO30AMHHBI
Jancuaxaopui AMHUHBL, aMUHOKHCNOTHI, GapOHTypaTtbl, KapGama-
Thbl, NPOU3BOAKbIE MOUEBHHbI, OKCHCTEPOU b
®dnyopeckaMuH AMBHOKHCJIOTBE, aJKaJoUIbl

OCHOBHBIM MPEHMYILECTBOM (PIYOPHMETPUH TIO CPABHEHHIO C Y-
TMMH a6cOpOLHOHHBIMH METOJaMHU SIBJISIETCS BbICOKAS CEJEKTHBHOCTD,
Tak Kak ¢JyopecueHunel objajaer 3HAUMUTEJNbHO MEHbLIEe UHCJIO
BELleCTB.

MpuGopwut

Ha puc. 3.4.1.2/2 npenacraBjena cxema fpocToro ¢ayopumerpa.
Ilpy pouHe BOJIHBI Jyda CBeTa, BblAeasseMoro ¢bHAbLTPOM F|, TPOHCXO-
JUT BO3OYXKACHHE MOJEKYJ HCMBITyeMoro BellectBa. Bosbuiast yacTtb
3HEepPruH TepseTCca B pe3yJibTaTe repexona 6e3 U3nyueHHsl, MeHbL1AsT —
H3Jy4aeTcs BO BCeX HanpaBjieHHAX (¢ayopecuenuusi). Ha npakrtuke
yAoOHee Bcero Hab/10AaTh H3nyueHHe ok yriaom 90° K majamollemy
Jayuy cBera. s ananusa Qpakuui, noJyyeHHbiX NPH BLICOKO3 D (ek-
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Puc.  3.4.1.2/2. Buok-cxema dayopumerpa:

L — prytuan namna; F, —~ GUALTP AR BHIAENEHHS
NONOCH BO36Y#AAIOUIET0 CBET# H3 CHEKTPa PTYTHOM
nAamnel; K — xioeta ¢ HeciielyeMblM BellecTBOM;
Fy — buabtp nas nponymennoro ayua cpeta; P —
PoTOSNEMEHT; A —— 3aNHCHIBAIOLLEE YyCTpOHCTBO

THBHOH XpoMarorpaguu, 4acTo UCIoJb -
3YIOT APOTO4HbIE (HAYOpUMETDOL (CM.
pasn. 2.3.3).

Mopanox BbinONHEHHS onepaumii @

<1

K

GyyopuMeTpHUECKHE  H3MepeHHs
NPOBOJSIT aHaJ0THYHO (POTOMETpHUYEC-
Kum (cM. pasa. 3.4.1.1). Ipu Beibope
CBETOQH/IBLTPOB F) U Fs NPHHUMAIOT
BO BHHMaHHe NlaHHbIe O CIEKTDPe MOIVIOUIEHHS PAcTBOPA, 8 TaKXKe O
AJlMHe BOJHBI BO30OYXKIAEHHA H (uiyopecleHUHH. OTO Heo6XOLUMO
NPpH HCCAeAOBaHHH KaXXAOTO HOBOTO BELIECTBA.

S
7

AHAJN3 Pe3yabTATOR

Gayopecuenuns onucbiBaeTcsi Gosiee CA0KHOH 3aBHCHMOCTBIO,
UeM NOrJOoIlleHHe, AJfl KOTOPOro cyuiecTsyer 3akoH Jlambepra —
Bepa. B cBA3u ¢ 3THM AJist KaX/A0r0 UCC/IeIYEMOro BeleCTBa CTPOAT
KannGpoBOYHYI0 KpuBYlo. PasGaBienHble pacTBOphbl, Kak npaBu.o,
XapaKTepU3YIOTCS JHHEHHON 3aBHCHMOCTBIO HHTEHCHBHOCTH (haryopec-
UCHUMM OT KOHUeHTpauHH. KoHueHTpauuio pacTBopa HCcaenyeMoro
BelleCTBa ONMpeleJsloT, HCNOJb3ysi KalMGPOBOUHbIE KPHUBhIE.

Herounnkn omnbox

Ilpn ¢iyopumeTpuyecknx M3MepeHHsIX MOIYT BO3HHKATb 3HAUH-
TeJIbHbIE HCKAXKEHHA Pe3YJbTAaTOB, CBSI3AHHbBIE C TYLIEHHEM (JIyopec-
LeHUHH. ITO siB/IeHHe BO3HUKAET B pe3yJibTaTe CJeAyIOLIHX MPHUHH:
HAJIM4Hs NIPHMeECeH; BBICOKHX TEMIEPATYD; BBICOKHX KOHLEHTpalmi;
NPHMEHEHHS MOJNAPHBIX PACTBOPUTENEH MM pacTBOpHTENeH ¢ MaJof
BA3KOCTBIO.

Odopmaenne pesyabraros

B GosbluuncTBe cayuaes B paGoueM ypHaje MpHBOAST CNEKTP
QAYOpEeCUEHIHH, @ TaKXKe [AHHBIE O IJHHAX BOJIH BO36YXKAeHHS
dayopecueruuu. Kpome Toro, onucbiBamor ycaoBus NOJNy4eHHs Ka-
JIHOPOBOYHONW KDHBOH M, eciH Hab/ofaeTcs AMHEHAS 33aBHCHMOCTD
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VHTEHCHBHOCTH (D/JyOPECLEHLHH OT KOHUEHTPALMH, NPHBOAAT JHOO
rpaduk, Au60 KO3PGDHUUHEHT NPONOPUKHOHANBHOCTH.

Q6aacTb NpuMeHeHns

Yaiue Bcero ¢uiyOpHMeTPHIO NPHMEHSIOT AJS UCCael0Banusi Guo-
JIOTHYeCKH AKTHUBHBLIX COENMHEHMH M JAPYTHX BellecTB, 06pasylolInx
Kommiaexchl {(cm. Taba. 3.4.1.2/1).

Oco6eHHOCTbIO MeTo/a GJIYOPUMETPHH fIBASETCs BbiCOKAast UyBCT-
BUTEJIbHOCTb: Mpeae] UYYBCTBHUTEIBHOCTH 3aBHCHT OT (ayopodopa
¥ HaxXOJUTCSl B AHANa30HE MKMOJb — MMOJb.

BUBJIMOTPA®HUYECKHUN CITMCOK

/. Bartos, M. Pesez, Colorimetric and Fluoremetric Analysis of Steroids, Academic
Press, London 1976 .

J. Eisenbrand, Fluorimetrie, Wissenschaitliche Verlagsgesellschaft, Stuttgart 1966
Firmenschrift, Klinisches Labor, Fa. Merck, Darmastadt 1970

G. G. Guibault, Practical Fluorescence — Theuory, Methods, and Techniques, Marcel
Dekker, New York 1973

M. Pesez, J. Bartos, Colorimetric and Fluorimetric Analysis of Organic Compunds
and Drugs, Marcel Dekker, New York 1974

G. Schwed!, Fluorimetrische Analyse - Methoden und Anwendungen, Verlag
Chemie, Weinheim 1981

3.4.2. ATOMHO-ABCOPBILHOHHAS CNEKTPOCKOIHA (AAC)
H ATOMHO-3MHCCHOHHASl CIIEKTPOCKOTIHA (A3C)

ATOMHO-a6copOUHOHHAS CMEKTPOCKONUS NpeAcTaBaseT co6oi uys-
CTBUTEJbHbIA H CEJEKTHBHbIH METOJ ONpejieseHHsl 3J]eMeHTOB, B 60Jb-
UIMHCTBE CyYyaeB — MeTa JoB. MeTol OCHOBAH HAa U3MEPEHHH TOIJIo-
IEHUsT 3JEKTPOMATHUTHOTO HM3JyYeHH aTOMHBIM 11apoM BeUleCTBa.
[Tpu 3TOM U3MepsilOT HOTOMETPHUYECKH PA3HOCTb 3HEPTHH (Pa3HOCTb
MHTEHCHBHOCTM cBeTa [0 U [OCJe MPOXOXAeHHs uepe3 obpasen)
obpasua u craHgapra. [Ipy aTOMHO-3MHCCHOHHOH CIIEKTPOCKOMHH
HCCIEYIOT aTOMHO-3MHCCHOHHbIE CMEKTpPbl, MOJy4YeHHble B PE3YJb-
Tate BO30OYXKJIEHHS ATOMOB B Ia3000Pa3HOM COCTOSIHHH.

dH3nyecKHe OCHOBbI MeToAA

Jlasi BO36GYXKAEHHS aTOMOB B aTOMHO-aGCOPOIUHOHHON CIEKTPO-
CKOIIHH HCMOJIb3YIOT TEIIOBYIO 3HepruIo. [lepeBoi coelHHEH s B ATOM-
HbIi map (aTOMHU3AUXI0) OCYILECTBJAIOT fyTeM pacnblieHHsl obpasua
B TOpeJiKe C Mocjenyiolieil TepMHUECKOH AHCCOUMALMER B IJIAMEHH.
Tpu 3TOM, COOTBETCTBEHHO pacnpejenennio boabuMana, 6oJbIIHHCTBO
aTOMOB BO36y»KaaeTcsi H Ha KOPOTKHE MepHOAbl BpeMeHH (NOpsiiKa
HECKOJIbKMX HaHOCEKYH[A) [epexOojUT ¢ HHU3ILero ypoBHsi Ha 6GoJee
BbICOKHE 3HepreTHueckHe ypoBuu. [1pu o6paTHoM mepexone Ha OAHH
U TOT K€ HHXKHHE yPOBEHb OCHOBHOIO COCTOAHHMSA MPOUCXOAHT HCHYC-
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Imuccun ﬂ

Odpasey

Moroxpomamop d Pomo-~ Pezucrnpu-
UERSAIEE | s B
menb npubop

unu puasmp

llo2nowerue

Puc. 3.4.2/1. CpaBHeHHe 610K-CXeM ATOMHO-
IMHCCHOHHOTO H aTOMHO-aGCOPOLMOHHOTO CIEeKT-
poMeTpoB

Samna
¢ noseiM
ramobor

Odpasey

KaHHe GOTOHOB ¢ sHepruedt AE=hv. KaxI0My 3JeMeHTy COOTBETCT-
BYeT CBOH Habop CMeKTpajbHbiX JHHHA. VX HHTEHCHBHOCTb H3Me-
psAeTcsl MPH MOMOUIM CrelHabHblX NPpUGopoB (puc. 3.4.2/1).

[Tpu o6ayuennn cBoGOLHBIX aTOMOB 00paslia JHHeHuaThbiM H3Jy-
UEHHEM TOrO K€ CaMOTO JIeMEHTa, HAaXOAALLIerocsi B BO3GYKIEHHOM
COCTOAHHH, HaGJ/I0AAeTCsl Pe30HAHCHOe MOrJOLeHHe. DTOT npolece
CONPOBOXK2€TCS1 YMEHbIIEHHEM HHTEHCHBHOCTH JIHHERYATOTO H3JYyue-
Husi. Mamepsiemoe norsoulenue siBisiercss Mepol KOHLEHTPALHH CBO-
OomHbLIX aTOMOB o6pasua. . ‘

Bo36yxnenne B aTOMHO-3MHCCHOHHOH CTEKTPOCKONHH ocylecr-
BJASAIOT TIPH MOMOLUH 3JIEKTPHYECKHX pa3psanoB. [1pu stom cosparores
BbICOKHE TeMnepaTtypbl, 6jarofapsi. KOTOPbIM GOJBIIHHCTBO ATOMOB
nepexoaHT B BO36GyxIAeHHOe cocTosiHue. [Tornouenue sHepruy sTumMu-
aTOMdMH HEBO3MOXKHO, MO3TOMY NPH BO3BPALLEHHH B OCHOBHOE CO-
CTOSIHHE MPOMUCXOAHT IMUCCHSA (HCyCcKaHHe) (DOTOHOB, HHTEHCHBHOCTD

KOTOPOH NpONOpUHOHANBbHA UHCIY BO36y>KI1€‘HHbIX adTOMOB. ﬂ.}'lﬂ KOJIN -

UECTBEHHOrO OMNpeJe/IeHHs] HCCIEAYeMbIX |'4:1leCTB NPOBOAAT Kauau6-
poBKy npu6opa o06pasuaMH ¢ H3BECTHOH KOHLEHTpaLueHl 3JeMeHTOB
B YCJOBHSiX, aHAJOTHUHBIX 3KCMEepHMeHTa/bHbIM. OnpegeseHHe KOH-
UEHTPALMH 3JIEMEHTa OCYILECTBISIOT MPH MOMOILH KaJlHGPOBOYHOM
NPAMOH.

B atomMH0-a6copOLUUOHHON CNEKTPOCKOMHH, OCHOBAHHOH Ha 3¢-
dekre 3eemana, HCNOB3YIOT paClUeNeHHe CNeKTPaJIbHbIX JHHHH
B 2JIEKTPHYECKOM ToJle. Hapsiay ¢ ykasaHHbIMH MeTOLAMH HauGoJee
NEPCMIEKTHBHBIM fABJIACTCS METOA ATOMHO-()JIyOPECUEHTHOH CIIeKTpo-
ckonud (ADPC), xapaKTepH3YIOLHHCH BbICOKOI YYBCTBUTEJNBHOCTHIO.
OnmHako 3TOT MeTod He Haluesl IUMPOKOFO MPHMEHeHHs, Tak Kak
HaXOAMTCA B crafiuH pa3pabotku. [lpenesnbl o6HapyXKeHHS OTHENb-
HbIX 3/emeHTOB Meromamu AAC, ADC u A®PC npusemeHbl B
taba. 3.4.2/1.
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Tabauya 3.4.2/1. [pedessi obrapyxenus paoa 34eMeHTo8 merodamu AAC,
A3C u ADC (eoprowuit 2az — ayerusen; eas-okucaureas; L — 8030yx;
G — okcud duasora) [/lannste no AAC u A3C: Christian G. D.,. Feldmann F. ],
Appl. Spectr. 25, 660 (1971); dannsie no A®C: Fassel V. A, Knisley R. N., Anal.
Chem. 46, 1110 (1974)]

Tipenes o6HapyXenus, Max '

Oanna sonnbl,

Jnemeur M
AAC (L) ADC () APC
328,07 0,001 0,008 0,0001
‘.AA% 396,15 0,05 0,005
309,28 0,1 (G)
As 193,70 0,03 10 0,1
Au 267,60 2 0,05
242,80 0,02 (GQ)
B 518,00 0,05
249,68 2,5 (G)
Ba 553,55 0,02 (GQ) 0,002
Be 234,86 0,002 (G) 1 0,01
Bi 306,77 20
223,06 0,05 0,05
Ca 422,67 0,002 0,0002 0,000001
Cd 326,11 0,8
228,80 0,001 0,00001
Co 345,35 0,03
240,72 0,002 0,005
Cr 425,43 0,004
357,87 0,002 0,004
Cs 455,3 0,6
852,11 0,05
Cu 3245 0,004 0,01 0,001
Fe 371,99 0,03
248,33 0,004 ‘ 0,008
Hg 253,65 0,5 10 0,002
K 766,49 0,003 0,00005
Li 670,78 0,001 0,00002
Mg 285,21 0,003 0,07 0,001
Mn 403,31 0,008
279,48 0,0008 0,002
Mo 390,30 0,2
313,26 0,03 (Q)
Na 589,00 0,0008 0,0005
Ni 352,45 0,02
232,00 0,005 0,003
Pb 405,78 0,1 0,01
283,31 0,01
Pi 363,47 0,05
247,64 0,01
Pt 265,94 0,05 4
Sb 252 8h 0,6
. 217,58 0,03
Sc 196,03 0,1 100
Si 251,61 0,1 (G) 3
Sn 284,00 0,1
235,48 0,05
Sr 470,73 0,005 0,0005 0,01
Zn 213,86 0,001 10 0,01

386

‘ MpuGopsl

B GoabumucTBe npuGOpOB pacTBOp HCCIEAYEMOro BellecTBa
CMeLIMBAIOT B PacNbUIHTENBHOH KaMepe c OKHCAuTeJeM (KHCJIOPOJ,
BO3AYX, OKCHJ JHAa30Ta) H TropiouHM ra3oM (BOAOpON, AleTH/EH,
nponaH). 3aTeM NOJYy4YeHHYIO cMeCb NOJAl0T HElpepblBHbIM NOTOKOM
B TOpeJKy (CKOpOCTb mojauk | —2 mi-muu~'). B nnamenu ropesnku
MPOHCXOIMT HCIapeHHe pacTBopuTeisi W obpa3opaHue CBOOOIHLIX
atoMoB o6pa3na. B kavecTBe HCTOUHMKA H3JYUYEHHS MCIHOJb3YIOT
JaMIly C MOJIbIM KaTOLOM, KOTOPBIH H3roTOBJEH M3 TOr0 BELLECTBA,
KOTOpOoe HeoGXOnHUMO onpefeautb. CnekTp H3/JydeHHS MCTOUHHKA
COCTOUT W3 GOJBLUIOTO YHC]HA CHEKTPaJbHBIX JHHHI, [pHYEM Xapak-
TepHasd JHHUA LJ8 AAHHOIO 3jeMeHTa MoxXeT ObiTb He CcaMOH HH-
TeHCHBHOI1. [TosTOoMy 60sbIlIOE 3HAUEHHE HMEET NIPAaBUJIBHOCTh BbiGOpa
COOTBeTCTBYIOLIeH AJHHbI BOJHBI H3MepeHus. UyBCTBHTEbHOCTL Me-
TOJa 3aBUCHT KaK OT [IJIMHBI BOJHB H3MEPEHHS, TAK U OT KOHUEHTPaLHH
pactBopa. IlpuMeHeHHe OAHO3NEMEHTHLIX Jgamn obecneynBaer HeoO-
XOJMMYIO UyBCTBHTEJNBHOCTb H CENEKTUBHOCTb, TAK KakK aToMbl HCcJae-
JyeMOro sjeMeHTa MNOIJOLLAIOT H3JlydeHHe C IJHHOH BOJHBI, COOT-
BETCTBYIOILEH H3nyueHHIO Jamibl. Kak npaBH/IO, MPHMEHSIOT JaMNbl,
JAI0LIHe HHTEHCHBHOE H3Jy4eHHe HeOOXOAUMOH AJTMHBI BOJHbL.

Jsisl KoJiM4ecTBEHHOrO aHaau3a HeoGXOAHMMO, uTOGBl napaMeTphl
FOpPEHHS OblJIM MOCTOSHHBIMU. [IJ1s1 Ta30BbIX CMeCeH C COOTBETCTBYIO-
IIAMH TEMIEePaTypaMH MJIaMEHH CKOHCTPYHPOBAHO HECKOJbKO THIOB
rasoBbix ropesok (rat6a. 3.4.2/2). IlpH ucnoab3oBaHUU TQPESOK C
NpelBAPHTEIbHBIM CMELICHHEM [epe], CropaHHeM I[IPOMCXOJUT CMe-
LIeHHe aHAJH3HDYEMOrO BellecTBa C TOPIOUHM ra30M H OKHC/HTE-
JeM, NIPH 3TOM pacxoayercs HefoJbiasg yactb npobbl (10—15%),
a oCTaJbHasi YacTb OTAENSIeTCS B CMECHTe/IbHOH Kamepe H BBIBOAHTCA.
[Tpy HCNONB30BAHHWH TOPEIOK MOJHOTO CrOpaHHs PacXojyercss BCs
npoba (puc. 3.4.2/2). C uenbio Gojiee paBHOMEPHOTrO paclpejleNieHus
HCCIeAYEMOrO BeleCcTBA MPHMEHSIIOT YJibTPa3BYKOBOE pacClblIeHHE.
JJis1 aTOMH3aU UK Hapsily ¢ rOpesIKaMH HCTogab3yIoT rpaduToBble Tpy6-
KH C 3JeKTpoHarpesoM. B mnocieasem caywae npepen oGHapyxe-
HHSI HA TPH NOPSAKA HUXKE [0 CPABHEHHIO C MJIAMEHHOH aToMu3anHel.

B A3C ana atoMH3alUMH H BO36GYXIeHHST 06pasla HCHOJAb3YIOT
nnasmy. CyumiecTByoT ABa crnocoba MoayueHus miaasmbl. B ognoMm u3
HUX BO30YyXKAEHUE MPOUCXOAHT MOA HAEHCTBHEM 3JEKTPUUECKHX pas-

Tabauya 3.4.2/2. TemnepaTypol. naameHu pasaudHbLX 20PIOHUX CMecell
043 QTOMHO-ABCOPOYUOHHOL CnexTpocKonuu

KoMmnoHeHTb ropiove Temnepatypa, KomnoueHTsl ropuoueil Temnepatypa,
cMecH °C cMecH °C
Bosayx — Boaopona 1725 Kucnopox — nponan 2900
Boanyx — nponau 1825 Kacaopog — auertnaes 3200
Bosayx — auerusnex 2050 Okcnp auasora — auetH- 3400
Kucnopoa — Bogopon . 2800 JeH
26% 387



PSANOB MEXAY 3JEKTPOAAMH — M1a3Ma MOCTOSIHHOrO TOKa, B ApYrom
3Heprusi BbICOKOYACTOTHOIO TNEPEMEHHOro TOKa Mepefaercsd rasy c
[IOMOILbI0 MArHHTHOH HHIYKIHMH — HHIYKTHBHO-CBSI3aHHAs TJasMa.
B o6oux caydasix B KauecTBe Cpelbl AJisi NMOJyUYEHHs MJ1a3Mbl HCHOJIb-
3yI0T apros. :

CoBpeMeHHble, MOJHOCTBIO aBTOMATH3MPOBaHHbIE MPHOGOPHI OCHA-
uleHbl KOppeKTopoM 6a30Bofl JMHHH. Bpemsi aHanusa OT BBeleHUs
npo6hl 10 pacneyaTky Pe3y/bTaTOB aHa/H3a cocrasJsier okoso 10 c.

MoaroroBka npoGh

Teepioe BelLECTBO NEPEBOASIT B PacTBOD (ip#t 3TOM YUHMTBHIBAIOT
BO3MOKHble XHMHUEeCKHe B3auMojeHcTeHsi). B kauecTBe pacTBO-
pUTeNsl HCTONB3YIOT BOAY WJH TOAXOASILIHE OPraHH4YECKHe pacTBo-
puTeau (Hanpumep, numernadopmamun) . [anorercoaepxaliue yrie-
BOJOPOJbl He TPHMEHSIOT H3-3a BO3HHKHOBEHHS NOMEX, CBAI3AHHBIX
C mepeKphIBAHHEM CIIEKTPaJbHbIX JHHHH. Tasoo6pasHble COCAMHEHHS
aHaJM3UPYIOT Ge3 NpeBapHTENbHOH MOArOTOBKH.

Mertaanbl aHaJu3upYIOT, (GOPMHPYS HMX B BHAE 3JEKTpOJa HJH
B BHJle pacTBopa B KHCJOTE.

BHOJMIOTHUECKH AKTHBHbIE COEIHHEHUS BLICYIUMBAIOT, 030JISIOT 115
yAaneHHsi OpraHUYeCKHX KOMIOHEHTOB M OCTaTOK PacTBPAIOT B MHHE-
pajibHbIX KHCAOTaX [XJOPOBOJAOPOAHAS W Aa30THAsA KHCJIOTH, WM

07t
Cmandapm 3
0,5m2 Zn/mn
Toproyuit 06
2as3
B
0, 5 -
Orucnumens ®
—— 3 Obpasey
g o4
3 Cmardapm 2
N 0,25me2Znfmn
So3F~
R I
Sg
AN
R X
S
orH ||
P;omﬁop
obpasyd J
ok UL

-
Cropocmms 2a30Bozo nomora
300 mafrun

Puc. 3.4.2/2. Cxema ropejku moJ-
HOTO cropaHust

Puc. 3.4.2/3. Onpejefienne KOHUEHTPAUMH LHMHKA METOJOM aTOMHO-aGCOpOUHOHHOM
CHEKTPOCKONHH (H3MepeHHe KaXAoro ofpasua CTaHNapToB H NpoGbl MPOBOAAT 1O
Tpu pasa) (Perkin-Elmer Ltd.)
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CMeCb a30THOH, CEPHOH H XJIOPHON KHCJAOT B OOBEMHOM COOTHOLIEHHH
3:1:1 (caepyer nmposiBAsiTL OCTOPOXKHOCTB!)].

KuakocTn ananusupyloT nocie COOTBETCTBYIOUIErO pa3GaBieHHs.

Ha npakTHke HaunGosiee 4acTo paboTaIOT B HANA30HE KOHUEHTPA-
it 107°—107°% M. s ananusa 10CTaTOYHO MeHee 1 MJ obpa3ua.
B HEKOTOpBIX cayuasix HEO6XOAUMO pa3BeAEHHE MM KOHLEHTPHPOBA-
HHe npoGbl. LSl 3TOro NpHUMEHSIOT 0CaXKAeHHE, SKCTPAKLHIO HAH npy-
rue MeTobl. PacTBOphI Npo6 1 CTaHAaPTOB XPAHSIT B COCYAAaX, H3FOTOB-
JEHHBIX H3 NOJUMEPHBIX MAaTepPHAJ0B (IOJHITHICHA). '

Mopsipok BuinosiHEHHst onepaunii

IIpexxie Bcero rotoBAT pAd CTAaHAAPTHBIX PACTBOPOB B OITH-
MaJIbHOM JHanasoHe KOHUeHTpauud (Hanpumep, ot 0 1o 2 man~—').
Illkany npuGopa ycTaHaBIMBAIOT HA HyJb H GECKOHEUHOCTb MOIJO-
weHHs1. Mlamepenne norJouieHusi HAaUHHAIOT CO CTAHAAPTHOTO PACTBO-
pa ¢ camoit 60JIbIIOA KOHLEHTpauHe# (aHAJIOrHYHO JIOGOMY CIIeKTPO-
CKOIIHYECKOMY MeTOoNy).

Onpenenennble KOJHYECTBA CTAHLAPTHBIX PACTBOPOB CMELIHBAIOT
¢ aHaJM3upyeMol npoGoil.

Bka04aoT ropesky u npuMepHO uepes 5 ¢ 3aXKUTAIOT ee. _

W3 xMMHuecKoro cTakaHa B TOpeKY 3aCachlBAIOT AUCTHIIHPO-
BAHHYIO BOAY H YCTaH4BJMBAIOT Nepo NMpu6opa Ha. HYJb.

M3MepsiioT nmorviowuense caMoro KOHLUEHTPHPOBAHHOTO CTAaHHApT-
HOTO pacTtBopa /s ONPEAENICHHA MaKCHMaJbHOIrO 3HauYeHHs IMOLJIO-
LLEHHS. ‘

B npuGop 3acaceiBaioT pactBop mpo6bl u uepes 10 ¢ H3MepST
norsouleHne. /i KOJMUECTBEHHOH OLIEHKH aHaJH3HPYEMOro BellecT-
Ba MPOBOJAT CPABHEHHE C TMOIVIOLLEHHEM CTaHLApTHEIX PacTBOPOB
{puc. 3.4.2/3). o

Kaxpnoe usmepenune MOBTOPAIOT 1O TpH pasa W AJd PacueToB
HCIMIOJb3YIOT CpefHee 3HaAYeHHe.

Ilociie okoHuanus uamepeHuit NPHGOP NPOMBIBAIOT AHCTH/LIHPO-
BaHHOH BOJOH.

Hcrounnku omnbox

OG6nactb KOHILEHTPALMH aHATM3HPYEMOro pacTBOpPAa HE OMTH-
MaJibHA.

PactBop o6pasua mioxo nepemelnan; HeymOBJeTBOPHTENbHAS
NoAroTOBKa Npo6HI. '

3arpsisHenne ofpasua B mpolecce TOATOTOBKH (peareHTHl,
BOJa, Mocyia W Apyroe obopynoBaHiue).

Odopmaenne pesyabTatos

HaiineHHyo KOHUEHTPALMIO AHANM3HUPYEMOrO 3JeMeHTa B npo6e
3aMKMChIBAIOT B PaboyeM XypHasle B MJIH ~'. YKa3blBalOT TaKKe MapKy
npuGopa, ropioyHi ra3 ¥ MeToj IPaLyHPOBKH.
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Puc. 3.4.2/4. Ucnosib3oBaHde pas3juyHbIX FOPIOYMX cMecelt 111 Onpe/e/ieHHsT KOHILeH-

TPaMHH XKMMHUYECKHX 3JEMEHTOB NEePHOHYECKOH CHCTEMbI MeTOﬂO.M.aTOMHO>36C0p6uH-

ouHoli cnexkrpockonun [Pecsok R., Shields L. D., Cairns T., thlzam J. G., Modern
Methods of Chemical Analisis, Wiley, New York 1976, Fig. 13—3, p. 247]

O6nacTb NPHMEHEHUS

MeTo aTOMHO-a6CcOpPOLHOHHOH CAEKTPOCKOMUH BCAEACTBHE BBICO-
KOH CeJeKTHBHOCTH, UYBCTBHT@JIbHOCTH M OTCYTCTBHS MOMEX HAXOIHT
IMPOKOEe NPHUMEHEeHHe B XUMHH, GHOXHMHH, TOKCHKOJIOTHH, KAHHU-
yeckoil XHMMH, (apMaAKOJOTHH W 3KOJNOTHH. [IpeHMyIlecTBO MeTona
33aKJI04AeTCs B BO3MOXKHOCTH HCCJIeJOBAHHSA BEILECTB, HAXOIAUINXCHA
B JI0GOM arperaTHOM COCTOSTHHH, IPHUEM JUIsl aHa/113a B 60JIbUIMHCTBE
clyyaeB jpocraTouHo or | go 2 ma pacTsopa npoobbl. Hpeﬂen?l
oB6HapyXKeHHs pa3iHuUHbIX 3/JIEMEHTOB MNpHBEICHbI B taba. 3.4.2/1.
AToT METOA MPHMEHSIIOT AJS”

ompenesennsi 0KoJo 70 37eMeHTOB  (pHC. 342/4 u cm.

taba. 3.4.2/1);
OHOBPEMEHHOTO OMpeseJeHHst GOJbLUIOTO YHCa 3J1€MEHTOB {MHO-

ros/eMeHTHbIH aHaaH3); .
cepuitHOTO aHa/nu3a (6aarofapsi BbICOKOH UYYBCTBHTEJNBLHOCTH H

GbICTpOTE) .
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3.4.3. AMHMHOKHUCJIOTHbIA AHAJIM3 (AKA)

AMHHOKHCJIOTHBIA aHaJ U3 NPHMEHAT AJA KOJHYECTBEHHOTIO OIl-
pejesieHHsd OTAEJbHbIX AMHHOKHUCJAOT HJH CMeceH xpomamrpa(pu-
YECKHMH MEeTOJaMH.

Pu3nuecKHe OCHOBH MeToaa

Ecan o6Gpaseu He coaepxHT cBOGOIHBIX aMHHOKHCJOT, TO TPe-
Jle BCEro MPOBOAAT HAPOJIH3 OEJIKOB UJH MENTHAOB A0 aMHHOKHCJOT.
OGuienpHHATBLIMH YCJOBHAMH HCUEPIbIBAIOLLErO THAPO/IH3a ABJSAIOTCH
6M HCI npu 110 °C B Teuenue 24 u. HekoTopbie Han6osee Ba)KHble
YCJIOBHSI THIpOJH3a (eJKOB fepeuuciaensl B tabn. 3.4.3/1. depmen-
TATHBHbIE METOAbl THJPOJH3a B 3TOH IViaBe He paccMaTPHBAIOTCS,
TaK Kak NPaKTHYECKH He NPHMEHAIOTCH AJS KOJHYECTBEHHOTO. aMUHO-
KHMCJOTHOTO aHaju3a. OCHOBHOH Npo6GIeMOH NPH THAPOJH3e sABJAsSETCS
HEOOXOJMMOCTb €ro 3aBeplUEeHHsi MPH YCIOBHH COXPAHEHHS LeJOCT-
HOCTH CTPYKTYPbl AMHHOKHCJOTHBIX OCTATKOB, BXOASIIHX B COCTaB
aHanusupyemoro 6enka. Tak, HanpuMep, HEOGXOAUMO YUHTHIBATD, UTO
B CTAHAAPTHHIX YCJIOBUAX TMAPOJH3A paspylaloTcsl TPHOTOMaH, LH-
CTEHH M B MeHbUIeH CTeNeHH — CEepPHH.

CyliecTByeT TPH OCHOBHBIX METOAd NJSi aHAJH3a GEJKOBBIX THJ--
pOJIM3aTOB.

HounooGmennas xpomarorpadusi siBJsieTcsi CaMbiM pacnpocTpa-
HEHHbIM METOJIOM pasjie/leHHs] aMHHOKHCJIOT. B KayecTBe HOHOOGMEH-
HHKa HCROJIB3YIOT CyJb(HPOBAHHBIA MOJHCTHPOJ. Pasfenenie aMUHO-
KHCJIOT OCYLLECTBJSIOT npH mobblluennd pH saonpyiowero 6ydepa ¢
O/IHOBPEMEHHBIM YBEJIHUEHHEM HOHHOH cHabl (cM. pasji. 2.1.3). B cpsA3u
C TeM, 4TO OOILIero NnpsiMoro MeTOAa AETEKTHPOBAHMS AMHUHOKHCJOT
B 3JI0aTe He CYLUIECTBYET, B OOJbIIHHCTBE CJAYUAEB Ha BHIXOJE H3 KO-
JIOHKH aMHHOKHCJIOTHl MOAH(MHLUDPYIOT B pas3jM4HbIE MPOHU3BOJIHbIE,
KOTOpble 3aTeM aHaJH3HPYIOT.

3HauYNTebHO pexe MOAUMHKALUIO NPOBOIASAT A0 BBOAA aMHHOKHC-
JIOT B KOJIOHKY, @ JIMIllb 34T€M Pa3jeqsiioT HX MeTOLOM rasoBoH Xpo-
marorpaguu.

Tonkocsiofinasas xpomatorpagusi NPOM3BOAHBIX AMMHOKHCJOT Ha
CHJIMKareJ/ie HJiH CBOGOJHBIX aMHHOKHMCJOT Ha LeJI0J03e (CM. pasi.
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Tabauya 8.4.3/1. AMuHOKUCAOTHOLE 2UOPOAU3: YCAOBUA U PEAKTUBSL

PeakTupbl 181 THAPOJAU3E TTponoJxKH- Temnepa-

(~1 M) TeabHOCTh, 4 | Typa, °C TMpumeuanns

6 H. XJIOpOBOJAOPOJHAS KHC- 24—72 110 TpunrogaH NOJIHOCTHIO pa3-

JI0Ta pywaerca. CepuH paspy-
uraercss NP yBEJHUYEHHH
BpeMeHH ruapoausa. Llucruu
YaCTHUHO OKHCJSAETCH B LH-
CTHHOBYIO KHMCJIOTY, €ro KO-
JHYECTBEHHOE onpenesexne
BO3MOXHO JIHIIb MOCJe Te-
peBola ero B LHCTHHOBYIO
KUCJOTY

X/10poBOAOpOAHAH  KHCJO- 0,25 150—160  Hcnoab3yor cmecs 1 ma

Ta — MPOMHOHOBAs KHCJOTA 12 H. X1OpOBOAOPORHOR KHC-
JOTH H | MJ NponHOHOBO#
KHCJIOThI

4 M meraHcyabdokicaora ¢ 18—20 115—125 Tlocsie OKOHUYAHHSI THAPOJIH-

npo6askoit 0,2% 3-(2-amn- 33 PeaKUHOHHYIO CMeCh HEeHT-

HO3THJ ) MHI 02 panH3yloT pactBopoM [ H.
€JKOro Hatpa AJs [0Jdy-
yeHus: HeNeTYYHX MPOH3BOL-
uoix. Tpunrodan onpenpens-
10T [OYTH KOJHUYECTBEHHO.
CBsi3H, BKAOYAIOLiHE OCTaT-
KH H30/efllHda U BaJMHA,
FHADOJH3YIOTCS TOJBKO NpH

’ 125 °C .
3 M 4-ronyoucyibdokuciao- 18—20 115—125  Tpunrodan -vyacruudo pas-
tTa ¢ no6Gaskodt 0,2% 3-(2- pyuiaercs
AMHHO3THJI ) HH0J1a

3 M wMmepkantosTaHcyabdo- 24—72 110 —

KHCJI0TA .

2.2.2), a rakxke sJjektpodope3 ABIALTCA HauboJee NPOCTLIMH
MeTofamMH HX ¢pakuuoHHpoBaHusi. OLHAKO BO3MOXHOCTH 3ITHX Me-
TOAOB [PH KOJHYECTBEHHOM ONpEeAeJNeH!H BeCbMa OrpPAHHYEHDI.

B Hacrosiltee BpeMs pa3zpaboTaHo HeCKOJIbKO CHOCOO0B NOJY4eHH
OKpaLUeHHbIX WY (JIYOPECLUPYIOLIUX MPOH3BOAHBIX AMHHOKHCJOT.

AMUHOKHCAOTHI B 3J10aTe NocJae HOHOOGMEHHOA KOJIOHKH JETEKTH-
PYIOT MO WHTEHCHBHOCTH OKPaUIEHHBIX B ()HOJIETOBBIH LIBET MPOHU3BOJ-
HBIX, KOTODble NMOJY4aloTCA MOC/A€e B3aHMOAeCTBHS aMUHOTPYIN ¢ HUH-
THApHHOM (cM. pa3a. 3.4.1.1). B nepByio ouepenb B peakLHIO ¢ HUHTH]-
PHHOM BCTYMAIOT NEPBHYHble aMHHOTPYNNbl ¢ 06pa30BaHHEM HHTEH-
CHBHO OKpalleHHbIX NPOAYKTOB PEaKlUHH, KOTOpble AeTeKTHPYIOT MpPH
570 uM. BTopHUHBIE amMUH — NPOJHH 06pasyeT MNPOAYKT peakiiuu
C MeHblIeHd HHTEHCHBHOCTBIO OKDACKH, ero JeTeKTUPYIOT npu 440 uMm.
OfHOBpEMEHHYIO PETUCTPALMIO IPH ABYX AJIMHAX BOJH OCYILECTBJSIOT
C MOMOIIbI0 ABYXKAHAJbHOTO camonucna. Tak KakK MHTEHCHBHOCTb
OKpalUMBaHHSl 3aBHCHT OT CTPOEHHS AMUHOKHCJOTHI, HEeOGXOAMMO
NPOBOAHTL KaJdHOGPOBKY NpHOOpa C HCMOJb30BaHHEM CTaHAapTHOM
cMecH. [lpemen ob6Hapy»xeHHs — HMOJb — IMOJAb. B 3aBucuMOCTH
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Puc. 3.4.3/1. XpomaTtorpamma, nonyuyeHHasi pH aMHHOKHCJIOTHOM aHajn3e

OT THNa NpH6Opa W BHIa OMpee/IsieMbIX aMHHOKHUCJOT NPOLOJIKH-
TEJIbHOCTh aHa/MH3a cocTaBiaser oT 45 MuH no 2 u. Ha puc. 3.4.3/1
NpHBeleHa XpoMaTtorpaMma pasjeJeHHs] aMHHOKHCAOT THAPOJH3aTa
6eJika. , ) :

Dayopeckamuu (bayopam) uau o-Qrajesblil AHaJbIErH] B3aUMO-
AeACTBYIOT ¢ NepBHYHON aMHHOrpynno# ¢ obpasoBanueM dJayopeciiu-
PYIOUHX TPOH3BOAHBIX, KOTOPbie RETeKTHPYIOT C MOMOILBIO (JIYOpH-
metpa. IlponuH BcTynaer B peakllMIO TOJIBKO MOCJE€ OKHCJHTENBHOTO
BeKap6oKCcUIHpoBaHHs N-XTOPCYKUHHHMH/IOM 10 NEPBHYHOrO aMHHa.
Ilpenen oGHapyxKeHHsA — MMOJb.

Mpn6opui

[Mapoans npoBOAAT B 3aNasiHHbIX CTEKAAHHOLX AMNYAAX B Cy-
IIWIBHOM IUKady Hau TepMmocTate. Ilepen TeM kak 3anasThb, amnyJay
¢ 06pa3LioM HeCKOJbKO pa3 BaKyyMHpPYIOT. KpoMe cTek/isiHHBIX ammy.i
nuamerpom 0,50—1 cm u anuHOR 20—25 CM HCIOMB3YIOT TaKXKe COCya
MHOTOPa30BOro MCIMOJb30BAHHS!, CHAGKEHHBI KPAaHOM.

AsTOMATUYECKUL AMUHOKUCAOTHOLI GHAAUZATOD TO3BOJSIET MPO-
BOJAHTb @HAJIH3 CMECH aMHHOKHCJIOT Ge/KOBBbIX MHAPOJH3aTOB. Diok-
cxeMa aMHHOKHCJOTHOTO aHa/juM3atopa npeacraBJjeHa Ha puc. 3.4.3/2.
Ilogaua GydepHbix pacTBOPoB [—6 Hd MOHOOOMEHHYIO KOJIOHKY [0
OCYILECTBJISETCS ¢ NOMOIUBIO COJIEHOHWAHBIX KJANaHOB H Hacoca yepes
aBTOMaTHYeCKoe ycTpoHcTBO BBoaa o6pasua 7—9. KoJsoHky 3anoJ-
HAKT CllellHaJbHOH HOHOOOMEHHOR CMOJIOH, KOoTopasi AoJKHa 06.a-
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Puc. 3.4.3/2. Biiok-cxema aMHHOKHCHOTHOTO ananausatopa (LKB, Bromma, Schweden)

JAaTb BBLICOKOH paspemlaolled CMOCOOHOCTBIO H YCTOMYHBOCTBIO K
Aasjienu1o. Huuruapud (M QayopeckaMuH, WK o-¢GTajeBbiil JHab-
JeTrHjl) nojaercs crelHaJbHBIM HacocoMm [4 u3 pesepByapa /3 H cme-
IIHBAETCA C 3JI0ATOM, BLITEKAIOUWIMM H3 KOJOHKH, B CleHHaJbHOM
6s0ke [5. 3areM MoJydeHHas CcMeCb MOAAETCA B PEAKUHOHHBIH
cocyld 16 nas noaydyeHHs] NPOH3BOAHBIX C MOCJAEAYIOHIHM [IeTeKTH-
poBaHHeM C NOMOILbIO (oTOMeTpa Hau dayopumerpa [7 no 1OTJIO-
UIEHHIO HaIKn JIyOpeCcLeHLIHH U perucTpauueil Ha camonucue /8. Kourt-
poJsib 3a npoueccaMH OCYUIECTBJsSeTCs C NOMOLUbI POrpaMMHpYIO-
utero ycrpoiictsa /2. B 6yoke o6paborku nHbopmaunu 19 npoucxo-
JUT aHANH3 [MOJNyYEHHbIX Pe3y/bTATOB, a TaKXKe CPABHEHHE HHTEH-
CHBHOCTH CHTHAJ/0B OTAEJbHbIX AMHHOKHCJOT CO CTaHAapTHOH
CMEChbI0 M omnpefeseHHe abCONIOTHONO KOJHUYECTBA KaXK[A0H aMHHO-
KHC/IOTHl B AaHHOM rujpoJsusarte. Mnentudukauuio kaxkaok aMuHo-
KHCJIOTHl TIPOBOASIT MO COOTBETCTBYIOLIEMY BpPEMEHH YyAEPKHBaHHMS.
[Tocnie aHanu3a aBTOMATHUECKH OCYIUECTBJSIETCS pereHepauusi cop-
GeHTa B KOJIOHKeE.

HMopanok BuinosHeHus onepauui

Inpponus o6pasua npoBOIAT cleAyOLIHAM 06pasoM:

GepyT TOUHYIO HaBeCKY BbICyLIeHHOro o6paaua (1—>5 Mr) u pactso-
PAIOT B HECKONbKHX MHJJIHJINTPAX THAPOJH3YIOULEH CMECH; Herno-
CPelCTBEHHO AJS1 aHaJki3a HeoOXoAMMO MPHOIU3UTENbHO 10 MKMOJb
NENTHAA HAH aMHHOKHCJIOTHOH CMecH;

THAPOJIH3 NMPOBOJAT B CNEUHaNbHBIX aMnyaax (cm. tabiu. 3.4.3/1);

HHXKHIOIO yacTb aMOyJ/ibl ¢ 06pasloM NOrpyxKawT B OXJaXaalo-
LUIyi0 cMechb M 3aMopaKuBawoT (cMm. pasn. 4.1);

amInyny BakyyMHpPYIOT Tp# MOMOIUH BOAOCTPYHHOTO HAcOca, Npel-
NIOYTHTE/IbHEE HCHOJb30BATh POTALMOHHBIH MacjsiHBIi Hacoc;
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OJUHHBLIH KOHEL aMlyJ/bl 3aNaWBAlOT B OCTPOM IIAMEHM MasJb-
HOH samnbl (B KpaiiHeM cjydae MPHMEHSIOT ropejky byusena),
NPH 3anaHBaHHH PAaBHOMEDHO BPAlAIOT aMIyJqy B [JamMeHu RO pas-
MSAICYEHHS] CTEKJa, a 3aTeM OCTOPOXKHO PACTATUBAIOT [0 06pa30BaHHS
paspniBa; 3Ty ONepalHio NPOBOA’AT BO H30eXaHHe BTATHBAHHSA Pa3-
MSIFYEHHOTO CTeKJa BHYTPb BaKyyMHPOBAHHOM aMIyJibl; OCTPbIH CTeK-
JSIHHBIH KOHell, 06pa3yIollHAUCsA B MecTe pa3pblBa, OMJABJAIT B IJa-
MEHH TOPEJIKH;

HPOJIOJIKHTENBHOCTL THAPOAU3a H 06paboTKy o6pasua npoBOAAT
B COOTBETCTBHH C YJOBHSIMH, YKasaHHblMH B Tabu. 3.4.3/1.

[To okOHUaHHM THAPOJIM3A PACTBOP YNApUBAIOT 40CYyXa HA POTOP-
HOM HcCrapurese, 3aTeM K OCTatky H06aBjsioT NPUOIH3UTENbHO
10 MJ1 AMCTUATHPOBAHHON BOJbl U CHOBA YNAPHBAIOT 0CYXd; OCTATOK
pPacTBOPAIOT B AMCTHJAIMPOBAHHON BOJLe M A0BOAAT 00beM pacTBopa
B MepHOH kosabe o0 10 MJ;, H3 moJsyueHHOro pacTBopa OTOHpAIOT
aJHKBOTHYIO YacTb Ha aHaau3 (ot 10 po 100 Hmos1» B pacuerte Ha Kax-
IyI0 aMHHOKHCJIOTY).

[IpeBpalleHHe LHCTEHHA B UUCTEHHOBYI0 KHCJOTY (3TOT TNpHEM
MCNOJb3YIOT /s MPefOTBPAlUeHHsl BbiJeJeHds] CepOBOAOpPOLA NPH
KHCJIOTHOM THIpOJIM3e): pacTBop 6e/Ka ynapuBalOT Ha pPOTOPHOM
HCnapuTese H MocjefoBaTelbHo pobaBadaot 0,4 MJ MypaBbHHOH
kucaorel, 0,2 ma stadosa U 0,2 MJ HaAMYpPaBbUHOHR KHCJOTHL (nocsen-
HIOIO TOTOBSIT 3apaHee, HHKYOHpPYsi cMech 9,5 MJI MypaBbHHOHN KHCJOThI
¢ 0,5 ma1 30% -ro nepokcuia BOLOPOAA B TeUeHHe 2 U B XOJ0AHIbHUKE) ;
peakluio npoBoasit B TedeHHe 24 u npu 0 °C, 3aTeM peakLHOHHYIO
cMech yIAPUBAIOT B BaKyyMe, K ocTaTKy n06aBisioT 20 Ma AHCTHIIH-
pPOBaHHOH BOJbl M CHOBA YIApHBAIOT J0CYXa; MOJYUEHHBIH OCTATOK
MOABEPralT COOTBETCTBYIOWEH o6paboTKe M ONPEAENSIOT ero aMH-
HOKHCJIOTHBIH COCTaB.

Odopmaenne peayabTaros

[Tosnyuenuble naHHBlE 3aNUCBIBAIOT B BHAe TabJuubl, B KOTOPOH
YKa3blBAIOT YCJAOBHS THIPOJM3a, OTHOCHTEJNbHOE CONEPIKAHHE aAMM-
HOKHCJIOT, a4 TaKXe TEOPETHUECKH PACCUMTAHHBI aMHHOKHCJIOTHBIM
coctaB. OTHOCHTENBbHOE COLEPIKAHHE aMHHOKHCAOT PacCUYUTHIBAIOT M0
OTHOLIEHHI0O K OJHOMY H3 CTA6GUILHBIX AMHHOKHCAOTHBIX OCTATKOB
(Hanpumep, ananuHy). Hanpumep, amusHokucaoTHbi# aHanus (6 H.
HCI, 24 4, 110 °C), HaiiieHO (BBIUKCJIEHO) OTHOCHTEJIbHO aJlaHHHa:
Ju3uH — 6,1 (6), ananud — 3,0 (3), npoaun— 1,9 (2), cepun —
0,8 (1).

Tlpu uHTEprpeTauud AAHHBIX CJAEAYeT YUYHTBIBATH, UTO OCTATKH
acnapardHa M rJyTaMHHA B YCJOBHSIX OGBIUHOIO KHCJOTHOIO [HpO-
JIM3a 11PeBpAallalOTCsl COOTBETCTBEHHO B acnapardHOBYIO M IyTaMH-
HOBYIO KMCJIOThl C OJHOBPEMEHHbIM Bble/IeHHEM aMMHaKka. [asa GoJee
TOYHOTO OTpefeseHHs] CePHHA NMPOBOAAT THAPOAH3 6ejKa B TeueHHe
pa3/MUYHBIX TEePHOAOB BPEMEHH H MOJydyeHHble AAHHBlE 3KCTPaNoJH-
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PYIOT K HYJE€BOMY BpEeMeHH THApoJau3a. B 3ToM ciayuae nosyuyeHHbie
pe3yabTathl OMGOPMJSIOT CAEAYIOIHM 06pasoM: cepHH — 0,95 (uc-
NpaBJIeHo) .
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3.4.4. ONPENEJIEHUE 3HAYEHHSA pH

KoHUeHTpalHIo r’HAPOKCOHHA-aHUOHOB, a CJIeA0OBATENbHO, H 3Haye-
Hue pH MOXHO onpeae/HTb 37€KTPOMETPHUYECKHUM METOAOM, KOTOPBIH
OCHOBAH Ha W3MEPEHHH Pa3HOCTH MOTEHIHAJOB MEXKIY 3JeKTPOAOM
NOTEHUHA KOTOpPOro 3aBHCHT oT pH, M 3nekTpogoM cpaBHeHHS.

»

PHU3NYECKHE OCHOBBI METOAA

3HaueHHe pH pacTBopa onpenessioT Kak ReCATHUHBIH jJorapudm
KOHLEHTPAUHH THAPOKCOHHA-HOHOB, B3ATHIH ¢ 0OpaTHbBIM 3HAKOM:

pH= —lg {H:O*"}].

@rporo roBopsi, BMECTO 3HaueHHS KOHLEHTPALHH CJeAyeT HCIOJb-
30BaTb 3HaueHHE AKTHBHOCTH HOHOB, KOTOpasl SBJASETCS TEPMOIH-
HaMHYeCKOH BEJHUYMHON M HNpejcTasJsieT co60l 3¢p(eKTHBHYIO KOH-
LIeHTPalHi0 HOHOB B pactBope. [1pon3BeneHue KOHIEHTpAUHR THAPO-
KCOHHA-HOHOB H THUJPOKCHI-HUOHOB SIBJSIETCS MOCTOAHHOU BEJHUHHOH
u papHo 1-107'" wmoab’-a~% [Hs0%] [OH | =K=1-10""%
KonueHnrpauus H3;O% (M CcOOTBETCTBEHHO 3HAueHHe pH) 3aBucur
OT TeMIepaTypbl; OHa BO3pacTaeT ¢ YyBeJHUEeHHEeM TeMIepaTyphl.
B 1 .1 uncro#t Boabi npu 22 °C comepxutcsi 1-1077 moab (1,9 mkr)
H;0% u 1-1077 moab (1,7 mkr) OH~-uonoB.

Konopumerpuueckuii Meton onpepeaenuss pH ¢ npumeHeHuem
MHAMKATOPOB B 3TOM pasjene He paccMmatpuBaercsi. lllupoko pac-
NPOCTPAHEHHbI 3JMeKTPOMETPUHUECKHHA MeTOj Xapakrepusyercst GoJsee

BBICOKOH TOUHOCTBbIO H3Mepenust (oT —+0,1 go 40,01 eauwuuu pH), .

a TakKe MO3BOJ/IET NPOBOAHTH H3MEDEHHS B MYTHBIX H OKpalleHHbIX
pacTBopax.

[Ipy a;exkTpoMeTpHUECKOM ONpefe/eHHH H3MepSIOT pasHOCThb
MOTEHLHAJIOB MEeXAY 3JIEKTPOAOM CPABHEHHS C MOCTOSIHHBIM MOTEH-
1HAJI0M U H3MEPHTENbHbIM 3JIEKTPOJOM, NTOTEHLHA KOTOPOro 3aBHEHT

or pH (puc. 3.4.4/1). B GoablHHCTBe ciy4yaeB AJsi 3TOrO MpHMe-
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Paccmosnue

Puc. 3.4.4/1. Cxema suefikd LJIfi 3J€KTPOMETPHUECKOTO H3MepeHHsi 3Hauenus pH

Puc. 3.4.4/2. CooTHolleHHe NMOTEHLUHANOB Ha MeMOpaHe CTeKJSTHHOrO 3JeKTpoja

HSIOT KOMOHMHHPOBAHHBIH CTEKJSHHBIH 3J€KTPOA, coiepxalluil oba
3/eKTpoja B ORHOM O6sioke. HM3MepUTe/IbHBIA 3JEKTPOA PaCHONOKEH
BO BHyTpeHHel Tpy6Ke, 3/IeKTPOL CPaBHEHHS — BO BHELIHEM KOXYXe.

OCHOBHOH 4YacTbi0 CTEK/ISTHHOTO 3JEKTPOAa SIBJSAETCH TOHKOCTEH-
Hasi cTekJsHHasi MemOpaHa B (opme LIapHKa, BHYTPb KOTODOTO 3a-
auBaercs 6ydep ¢ onpeneneHHbiM 3uadenuem pH — pH,, 1.7e. ¢ us-
pectHoil kKonuentpauneit HyO*-uonos (puc. 3.4.4/2). lllapuk norpy-
XKAIT B aHaJH3MPYeMbIH pacTBOp C HEH3BeCTHHIM 3Ha4YeHHeM
pH — pH,. Ilpu stom no o6e cropoHbl MeMOpPaHBI NMPOUCXOAUT MO-
crosinubii o6men H3OF-HoHOB pacTBopa ¢ vonamu Na™ creksia. Ecau
snauenus pH, u pH, pasanuanoTrcs, TO 3HaueHHST SJEKTPHYECKUX IO-
TeHLHAJOB 1o 06e CTOPOHHI CTEK/AAHHOH MeMOpaHbl pa3iH4YHB. Bos-
HHKaollasi pa3HOCTb NMOTeHUHa oB AE npomopu#oHanbHa 3HAYEHHIO
pH B nuHanasone or 1,5 no 9,5 u onuceiBaercs ypaBHenueM Hepucra
(mpu 25 °C):

AE =0,059 (pH, — pH.),

rae pH,=pH 6ydeproro pacrsopa; pH,=pH uccaenyemoro pacrsopa.

KoMGHHHMPOBAHHKIA CTEK/ASIHHBIHA 3JIEKTPOL COCTOMT H3 IBYX 3/€K-
TPOAOB CO CJeAyIOlell KOHUEHTPALHOHHOH HeMNblo:

Ag [AgCl}! Cliesu | HsOT (Cp) i HaOF (C,) [ Clizen | {AgCH] Ag.
[Ipy pH>11 Habaogaercsi oTkJOHeHHe OT ypaBHeHus HepHcra,

TaK KaK CTeKJSHHBIH 3/71eKTPOJ MOCTENEeHHO MpeoGpasyeTcs B 3JleK-
TPOJ, YYBCTBUTENbHBIH K HOHaM Na™, npuuem OTKIOHEHHE IPOUCXOLHT
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B LIEJOUYHYI 06JaCTh H MOXKET COCTaBJMATb 0KoJo 0,2 enunnu pH B 06-
aactd pH 14. B 3ToMm cayyae BO3HHKaeT Tak HasbiBaeMas «llelo4Has
owHbKa». :

[Mpu npoBefeHHn W3MepeHHH B IIHpOKOM AuanasoHe pH caenyer
VUUTHIBATD XApAKTEPUCTHUECKYIO 3JIEKTPOAHYIO BEJIHYHHY, HA3bl-
BAEMYIO «KPYTH3HOMH [psSIMOH, ONHCHIBAIOLLEH 3aBHCHMOCTb 3JIEKTPOJ-
Horo notenuuana (MB) ot pH». Ilpu noaroroeke pH-merpa k pabote
cHayaJia MpoBOASIT KaJHOPOBKY MO CTaHAAapTHOMY Gydepy ¢ HH3KHM
3HaueHHeMm pH, a 3areM npu nomoulH peryasitopa KPyTH3Hbl yCTAHAB-
JMBAIOT COOTBETCTBYIOLLME MOKa3aHusA npubopa 10 CTAHAAPTHOMY
6ydepy ¢ GobuInM 3HaueHneMm pH.

MpuGopu

YcrpotictTeo 0as aaekTpomerpuneckoeo usmeperus pH cocTout

3 u3MepHrespbHoro npubopa (pH-merpa) M KOMGHHHMPOBAHHOIO

CTEKJSIHHOTO 3JeKTpoja B BHAe oObelHHeHHOro O6J0Ka, cojepxa-

LLEr0o CTEKJISIHHbIE 3JIEKTPOJ W 3JEKTPOL cpaBHeHus (puc. 3.4.4/3).
CrangaptHele nMpuGOpbl MO3BOJSIOT
nposoauTh H3mepenus pH B o6nactu
temnepatyp ot 0 no 70 °C.

TMopAnoK BbINOJHERUS onepauui

Haburwubarowutics
KormaKim Kaau6posky npHéopa U H3Mepe- .
HHe PEKOMEHAyeTcsl NPOBOJAHTL MpH
p OMHOH W TOH e TeMmmeparype, Tak
1164
ra KaK H3MeHeHHe TeMmneparypsl cy-
IIIECTBEHHO BJIMAET KaK Ha BeJIHUYUHY
3JIeKTPOJHOrO TIOTeHUHasa, Tak H
Ha aktuBHocTb H3zO1-uonos. Ilpu-
gmﬁ%crgue 60pbl MHOTHX KOHCTPYKUHH C¢HaO6-
=017 bbooa y _
pacmbopa JKEHbl TeMIepaTypHbIMH KOMIIeHca
-
Hapywcrsiti L . : TOpaMH. .
aneKkmpod—_ i’;;“f’y”g” B o6sactu HelTpaJsbHbIX 3Haue-
y - .
é\ﬁﬁympeﬁﬂu& Huit pH Tpeb6yercss JuUIb He3HAUH
Pacmbop KCL KOMCYT TeJibHAsl KOMIIEHCAlMWsl, OJHAKO B
AN ‘f\ﬁﬁgmpewuﬁ 06/1aCTH 3KCTPeMaJsbHbIX 3HAYEHHH
anexkmpod HabawgaeTcss 3HauuTesJbHasi 3aBH-
' cumocThb 3Hauenuit pH or Temnepa-
TYpPBI.
Juappaema
Puc. 3.4.4/3. KomGuHipOBaHHBIA CTEKJSHHBIH
X . IEKTPOL A5t HIMEDPEHHS pH, COCTOSILLMH U3
Brympertud Membpara M3MEPUTENBHOTO H CPABHHTENBHOTO 3AEKTPO-
bypep 108
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Kaaubposka npubopa

YcranaBauBaloOT nepekJioyaresb AHana3oHa H3MepeHHH B MOJIO-
Kenne «stand-by» uau «nulls.

Bkiouaior npu6op. _

Onpenensiior Temnepatypy 6ydepHOro pacrBopa H YCTaHaBJH-
BAIOT PYUYKY KOMITEHCATOpa TeMnepaTypbl Ha COOTBETCTBYIOIlee 3HA-
ueHue.

YcTaHaBAMBAIOT HepeKJoUaTe b AHANa3oHa H3MepPeHHH B IM0JIO-
KeHue «pH».

YcranaBaupawrt 3Hauenne pH cranpapraoro Gydepa Ha Hydb-
norenuxomerpe. IIpn 3T0OM yuyuTHIBAIOT BpeMsi HACTPOHKH.

[1pn npoBeneHHH H3MepeHHH B LIMpOKoM auanaszodHe pH koHTpo-
JIUPYIOT KPYTHU3HY: PeryJasiTop KPYTH3Hbl ycTaHaB/juBaioT Ha 100Y%,
3aTeM MJIABHO PEryjHpyIOT MPaBHJILHOCTL NOKa3aHHH npubopa no 6y-
(bepHbIM pacTBOpaM C HH3KHM H BBLICOKHMM. 3Hauenuem pH.

YcTanaBauBalOT nepek/iodaTesb B nosoxenue «stand-by» uau
«null».

[Tocne okoHuanuss KanuGPOBKH 3JEKTPOJbl OCTaBJMASIOT B Gydep-
HOM pacTBope.

Hzmepenue pH

YcraHaBaHBaOT mepekjioyaTenb AMana3oHa W3MEepeHHH B I10JO-
xkenue «stand-by» uam «nulls.

Bkawoualor npubop.

YcranaBiauBaloT TeMnepaTypy pacrBopa Ha TEMIEPATYPHOM KOM-
neHcaTope.

[TIpombIBaIOT 3J€KTPOA (HJ/IH 3JEKTPONbl) NUCTHJIHPOBAHHOH BO-
JOH U OCTOPOXKHO NPOMOKAIOT GUIABTPOBajbHOH OGyMaroil (He 06-
THPaTh!). .

TTorpysKaroT 3J€KTpOl B HCCJelyeMbll pacTBOp. YCTaHABAHMBAIOT
nepex/Joyare]b AHanasona pH B cooTseTcrByolilee noaoxeHHe.

Orcuer 3Hauyenudi pH npoBoaAT yepes HeKoTOpoe BpeMsi HOC/e
YCTaHOB/IEHHSA MOCTOSIHHOTO' 3HAa4YeHHA Ha wwKaJje ipubopa.

YcTaHaBiMBAIOT MepeKaiovyaTeNb B Iojoxenue «stand-by» uau
«null» ¥ BEIKAOYAIOT NPHOOP.

DeKTpOoA BLIHHMAIOT M3 HCCJAELYeMOro pacTBOpa, IIPOMbIBAIOT
JUCTHJJIHPOBAHHOR BOJOH M morpyxawotT B 3 M pactsop xJjopuaa
KaJHsl AJsi XpaHeHHs. '

Xpanenue cTexAsiHHbLX IAeKTPOJOE

XpaHAT 3J€KTPOAbl B TOM K€ DacTBOpe, KOTOPbIH HAaXOAHTCS
BHYTPH CTeKJsiHHOH MemOpanbl. [djs 3ToH uenn ucnoabsyior 3 M
pacTBop XNOpH A4 Kaaus, B Mem6paHax 6oJiee CTapbiX KOHCTPYKUHH —
HACBILLEHHBI pacTBOp XJOPHAA KaJus.
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Hameperue pH 8 nesoOmnsix cpedax

[lpu nmpoBeneHHM u3MepeHHH B HEBOAHBIX cpegaxX Ha OGBIYHOM
3JIEKTPOAE CPABHEHHSI BO3HMKaeT BBICOKHH Ju(Y3HOHHBI NOTEH-
uvan. B cBSI3H ¢ 3THUM 3/]€KTPOJHUT 3J€KTPOAA CPABHEHUS] 3aMEHSIIOT
Ha MeTaHOJbHBIA pacTBOp XJopuaa Kaaua. [IpH 4acTblx H3MepeHUsiX
NPHMEHSIIOT COJIEBOH MOCTHK: HamnpuUMep, HACHIILEHHBIH PacTBOp
TeTpasTHIaMMouuinepxjaopara B cMmecd 50%-ro pumeruiacyabo-
okcuaa H 509%-ro meraHosa. [1pH npHMEHEHUH CTEKJSIHHBIX 3JE€KTPO-
JOB B HEBOJAHbIX CPEAaX Y HHX H3MeHseTcss HabyXxaeMocTb MeMOpaHbl,
4TO Bbi3bIBaeT HeOOGXOAHUMOCTb NPOBEeHHS YaCTON pereHepanuy dJeK-
TPOAOB B BOAHLIX PacTBOpax.

Mamepenne 3nauenuss pH ¢ noMouiblo CTEKJISHHOLO 3J€KTpoja
NPOBOAAT He Cpas3sy,-a Hepe3 HEKOTOpOe BpeMs (4Hallle BCEro uyepes
I mun). Tlps yBenHUeHHH 3TOro mepHOAa BO3MOXKHO 60Jee TOUHOE
onpenejenne 3uauvenuss pH B HeBOAHBIX cpenax, TAK Kak 3HauyeHue
pH ycranaBiauBaercs acCHMNITOTHYECKH.

Hcerounnku owndok

Boabwas unepyus npu ycranosaenuu NOKA3AHUL
UAW UX NOAHOE OTCYTCTBUE

O6pasoBanue ocajka xjopuaa cepe6Gpa, yTO NPHBOAHT K 3aKy-
nopke auadparmol. Cnoco6 ycTpaHeHHs: 3MEKTPOL MOTPYyKAOT B KOH-
LIEHTPHPOBaHHABIH PAaCTBOP aMMHaKa, TIIATebHO IPOMbBIBAIOT H BbLAED-
)KupalT B 6ydepHoM pactBope, pH 4 B Teuenne | u. :

O6pasoBanne ocaaxka Ha sjekrpone cpapHenuss (KCl). Cmoco6
yCTpPaHEHHA: 3JeKTPOA MOrpy»KaloT B TelJylo BOAY M, BCTPSXHBas,
pPacTBOPAIOT OCAAOK HWJAH OTCACHIBAIOT 3JEKTPOJUT KaluMIspoM
M 3aTeM 3alOJIHSIT JIeKTPOA CBEXENPHIOTOBJIEHHBIM 3JIEKTPO-
JIUTOM.

O6pasoBanHe ocajsika Genka Ha auadparme npu usmepenudn pH
6enkoBblx pactBopoB. Croco6 yCTpaHeHHS: 3JEKTPOA MOTPYKAIOT
B pactBop mencuHa (5%-# pacrBop nencusa B 0,1 H. XJ10pOBOKOPOL-
HOH KHCJIOTe) Ha 2 4, a 3aTeM TILATEJbHO OTMBIBAIOT, 3Ty ONEpaLHIO
NPOBOJAAT MEPHOLHUECKH UYepe3 KaxKkable 2 HeuesiH.

Hpeid usmepaemoeo anauenus pH

Haxonsienne cratyueckoro 3apsila Ha CTekJsiHHOH MemOpahe,
Hanpumep npH oO6THpaHHH ee ouibTpoBasbHo#i OGymaroi. Crnoco6
YCTPaHEHHUA: INPOMbIBAIOT 3JEKTPOL H OCTOPOXKHO €ro MpOMOKAaIoT.

3awkasusanue (NOKA3AHUA BLIXOOAT 3a npedenst WKAAbL)
PaspbiB nenu mexnay snektponom H pH-merpom.

BHUBJIMOTPA®PHUYECKHH CITUCOK
K. Schwabe, pN-Meptechnik, Steinkopff, Dresden 1976
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4. MPHUJAO)XEHHUE
4.1. CHPABOYHBIE TABJIHLLbI

Tabauya 4.1]1. Edunuyor mewoynapoonot cucremor (CH)

Ocuosubie egunuus CHU

oBoanauenne | Hanmenopamme | O0003HaueHHe
Be/H4HKA BeNHYHHb eqUHHL bl CAMIHLUL
(pycckoe)
JlavHa { MeTp M
Macca m KHJIOrpaMMm KI
Bpemst ¢ CeKyHzaa d
CHia 3]€eKTPHUECKOro TOKa / ammep A
TepMoauMHaMHueckas Temneparypa T KeJIbBHH K
Kosnuectno BeulecTna n MOJb MOJTb
Cujaa ceera J Kaujgena K1
ﬂpOHSBOJJ.Hble €AHHHIBI Cl/l, HMeloulHe coOGCTBeHHble HAHMEHOBAHHS
HaHMeEHOoBa- o6Go3Haye- BRIpaXeHHe npOH3BOﬂHOﬁ
BeJHYKHA HUE efiu- HHe efu- €HHHLbl Yepe3 OCHOBHblE
HHI B HH U bI eIHHHUILbI CH
Cusa HBIOTOH H MoKkrec?
Tasnenue nackaJjb IMa Krem ‘e ?
Dueprus ’ AKOYJ1b Tk Kr-m2-c 2
MowHOCTh BATT Br kr-m®.c”?
Konuuectso 3seKTpHuecTsa KyJI0H Ka A-c
Hanpsixenne BOJIBT B krem2.c73.A7!
ConpoTupJienue oM Om krem2.c % A2
3JIeKTPOIPOBORHOCTD cHMeHC Cm kr~ oM 2.3 A
DJIEKTPUUECKAsA eMKOCTb dapan @ kr w2t A2
WHLYKTHBHOCTD reHpHu T kr-m2.c2. A2
[IoTOK MAarH¥THOH HMHAYKUHMH BeGep B6 kremZ.cT2 AT
MarsuTHas MHAYKUHS Tecsa Ta kr-c” 2. AT!
Yacrora repi Iy ¢!
Jlosa usnyuenus rpai Tp m2.c P
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Tabauya 4.1/2. Brecucremnsie edunuyol u eQunuyst cucremor CI'C
u ux nepesod 8 cucremy CH

O6o3naue- Haumenoaa.mue ¥ o6Go3Haue-
Beanuuna HHE BeJIH- HHEe eJHHHUL (BHECHCTEM- [lepeson B epuuuubn CH
YNHB Hoe nau CI'C)
Jlasnenue p 6ap (6ap) 1-10° Ma
aTmocoepa
¢u3vueckan (arm) 101 325 Ila
TexHHueckas (ar) 98 066,5 Tla
Topp (TOpPp) 133,322 [la
Sueprus E spr (spr) 11077 Ox
3JEKTPOH-BOJILT (3B) 1,602-107 " Hx
kusoBaTT-uac (kBr.u) 3,6-10° JIx
KaJopHs (Ka.g) 4,186 x

Cuna F aMHa (AHH) 1-107° H

Nanna l aurctpem (A) 1-107° u

Mounocts P JoulagHHasg cHjaa (A, C.) 735,499 Br

Macca m ToHHa (T) 1-10% kr

Tabauya 4.1/3. Hecatuunvie npucrasku
O6o3nadenns O6o3nauenust

Yucao- Mpons- Yucno- Mpous-

BhRI€ 3HaA- Bble 3Ha- -
HeHus Hotenue pyc'cxne HZ;gKﬁlyl;e YeHHs Houmerne pycckue H':;:)Kﬂﬂﬂyl;[e
10'® Dk3a E E 10! Jeuu 0 d
10'® Mera P p 10—2 Cantu c ¢
10'2 Tepa T T 107%  Munwu M m
10° Tura r G 10-%  Muxpo MK N
108 Mera M M 107° Hawuo H n
10* Kuno K k 10—12 Muxo n P
10 TekTo 2 h 101 @emto ¢ f

10 Jlexa ok de 10—1® AtT0 a a
402

Tabauya 4.1/4. Coornowenue mewdy eOuruyamu 3Hepaui u CUAbL

’
CooTHoluenue MEXAY eAHHUUAMH 3HePTrHH

Ennnnua Jx Kre-M KBt-u KKaa 3B
Jixoynb 1 0,102 2,778-1077 2,388.107* 0,624.10"
Kunorpamm-cu- 9,807 1 92,724-10"% 2,342.107% 0,612.10%
na-MeTp
KusoBart-uac 3,600-10°  3,671-10° 1 8, 589 102 2,247. 107
KuJokanopus 4,178-10°  4,269-10° 1,163-107° 2,613-10%2
Auexrpon-soabt  1,602-107'° 1,634-10~% 4,450-107 2 3,826- lO 2 1

CooTHOWEeHNe MeXAY eAHHHILAMH CHJbI

Eanudua Ia 6ap TOpp aTm at
MMackasn 1 1o—° 0,750-10~% 0,987-107° 1,0097.107°
Bap 10° 1 750,04 0,987 1,0097
Topp 1,333-10*  1,333-10~° 1 1,316-10~% 1,3590-10-°
Armocepa du-  1,013-10° 1,013 760 1 1,0332
3HyecKast -

Atmocdepa rex- 0,981 10° 0,981 735,63 0,968 ]
HHYecKast

Tabauya 4.1/5. Puszuueckue KOHCTAHTOL

Ha3ssanre KOHCTaHTH O6o3nauenne 3Hauenne Egunnnua (CH)
AToMHasI efMHHIA MacChl u 1,66057- 10~ %7 KI
[Tocrosiunas Asoraapo Ny 6,02205- 10% mosts ™!
Marneton Bopa ug 9,2741-10"** A.m?
Koncranra Bodabumana k 1,38066- 102 Jox-K~!
DnekTpHuecKasi NOCTOSIH- 2o 8,85419-107'2 D!
Hast
Macca Nokost 3/1eKTpoka e 9,1095-10~*' Kr
duemeHTapHbIH 3apsa e 1,60219-10~" Ka
[octosinnas ®apanes F 9,64846-10* Ka-monp ™!
[asoBass mocTosTHHASA R 831411 Jox-K~!
SlnepHblil MarueTOH m 5,05082- 10~ % A.m?

Tabauya 4.1/6. Cnocobol svipanenun KOHYeHTpayull 8euiecTs

Hassanue Onpeapenenue Eaunnua

Maccosas m/V krem~% (rea™h)
O6bemuasn Vi/V —
MouisipHas  (3aBHCHT OT TeMmIle- n/V Modab-m ¥ (Moab -1 ")
patyphi)
MounsiibHas (He 3aBHCHT OT TeM- ni/my MOJb - KT !
nepatyphbi)

26*
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Tabauya 4.1/7. Opeanuueckue pacrsopuresu

20
a-,

s

Tsocnn,
o

Pacrsoputeds TO"E" reem-? Ocywurens

Aueton 56 0,791 1,359 —18 CaCly; KyCOs; monexy-
JaspHble cuTa 3 A

AuetoHnTpHI 82 0,782 . 1,344 +6  CaCly; PyOs; KoCOjs; mo-
JApHble chTa 3 A

Anuzon 154 0,995 1,518 451 CaCly; neperonka; Na

Beuson 80 0,879 1,501 — 10 Tleperonka; CaCly; Na;
Na/Pb; monekyssipHble cu-
Ta 4 A

1-Byraunon 118 0,810 1,399 429 K,COs;; neperoska

2-ByTtaHou 100 0,808 1,398 +24 To xe

rper-Byranon 82 0,786 1,384 +11 Ca0O; BLIMODaXXHBaHHE

n-Bytunanerar 126 0,882 1,394 +33 MgS0,; CaCly;  PyOs;

Xaopodopm 61 1,480 1,448 Na/Pb; monekyaspHble cu-
Ta 4 A

IIuknorekcan 81 0,779 1,426 —17 Na; Na/Pb; Moaexyasp-
ubie cuta 4 A

HNexarnaponadrajint 190 0,886 1,48 +57 CaCly; Na; Na/Pb

(nexanuH)

Juxnopmerad 40 1,325 1,424 CaCly; Na/Pb; wmogeky-
aspuble cuta 4 A

Ju3tunosbiit 3¢dup 35 0,714 1,363 —40 CaClsy; Na; Na/Pb; -
LiAlH,; MoekyasipHbie cH-
ta 4 A

Jdustuaxapbonar 126 0,975 1,385 — KoCO3; NaSO,

Numetusosbii  sdup 162 0,945 1,407 470 CaCly; Na

JHITHIICHFIHKOS

Jvu3onponunosbii 68 0,726 1,368 —23 CaCly; Na; monekyasipHble

>¢up cuta 4 A

Jumerundopmamun 153 0,950 1,430 462 [leperoHka; MoJeKyasp-
Hble cura 4 A

JnmeTHacyabpOKCH 189 1,101 1,479 495 [TIleperoHka

1,4-Jlnokcan 101 1,034 1,422 +12 CaCly; Na; Mogaekyasp-
uble cuta 4 A

YKcycHas Kucjaora 118 1,049 1,372 +40  Py0s; Mg(ClO4),; CuSO,

YKCYCHbIH aHTHAPHA 136 1,082 1,390 +49 CaCl,

Sraunon 78 0,791 1,361 +12 CaO; Mg; MgO{;} MOJIEKY-
asipuble cuta 3 A

DTHaauerar 77 0,910 1,372 —4 KyCOs; Py0Os  NasSOy;
MoJieKyspHbie cuta 4 A

ITUAEHTIHKOMD 197 1,109 1,432 + 111 Tleperonka; Na,SO,

MotowmeTHsosbiil 3¢up 124 0,965 1,402 4+52 Tleperonka

ITHJEHTJIHKOJIS

dmundopmuat 54 0924 1,360 —19 CaCly; MgSQO,; NaySO.

DTHAMETHJIKETOH 80 0,806 1,380 —4  KyCOs; CaCly

Cauuepun 290 1,260 1,475 +176 [leperouxa
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IIpodoasmenue taba. 4.1/7

PactBoputent To"&"' r-ij\:"" nt Tagcnan Ocywutens
n-Tekcan 69 0,659 1,375 —23 Na; Na/Pb; LiAlH,; mo-
JeKyaapHbte cuta 4 A
Metunauerar 57 0,933 1,362 —10 KyCO;3; CaO
MeTaHon 65 0,792 1,329 +11  Mo; CaO; mosekynsipHbie
cuta 3 A
#-Tlentan 36 0,626 1,358 —49 Na; Na/Pb
I-T1ponaHon 97 0,804 1,385 415 CaO; Mg
2-Tlponanon 82 0,785 1,378 +12 CaO; Mg; mouaekyasipabie
cuta 3 A
TMupupun {15 0,982 1,510 +20 KOH; BaO; wmonexyasp-
Hble cHTa 4 A
Cepoyritepon 46 1,263 1,626 —30 CaCly; P30s
Yetripexxaopuctsiil yr- 77 1,594 1,466 He CaCly; P20s; Na/Pb; Mo-
fAepol BOCIMIA- . viisipHble cHTa 4 A
MeHsi- Yyanp
ercs
Terparuapodypan 66 0,887 1,407 —17 KOH;Na;mounexyasipHble
cuta 4 A
Terparuapounadranun 207 0,973 1,546 478 CaCly; Na
(TeTpaJuH)
Toayon 111 0.867 1,497 +4  Tleperonka; Na; CaCl;
MoJeKyasipubie cuta 4 A
TpuxJaopatunen 87 1,462 1,478 — [leperonka, NaySQy;
K2oCOs
Keunoa (u3omepnt) 1370— 0,86 1,50 +27 Na; CaCly; monekyasipibie
14 M

cdta 4 A

Tabauya 4.1/8. Jaoorponnsiii pad pacrsopureseds *

Anoupyio-
uiast crno-
b COBHOCTD BH3KOCTS [Toka3atesnb Haumenb-
acTBOpHTED paCTBOPHTe- n, mlla-c npeJjomie- mag ajnkhHa
neil («mo- HHA np BOJIHbI, HM
AAPHOCTDY)
u-Tleytan 0,00 0,24 1,358 200
n-Tekcan 0,01 0,33 1,375 200
#-Tentan 0,01 0,42 1,388 200
H3aookran 0,01 0,50 1,391 200
I ukjorekcan 0,04 0,98 1,426 210
YeTblpeXXIOPHCTBIA yriaepos 0,18 0,97 1,466 265
O nusonponunosil 3¢ up 0,28 0,37 1,368 220
Tonyon 0,29 0,59 1,496 290
x-TTponuaxaopun 0,30 0,35 1,389 . 225
bensoan 0,32 0,65 1,501 290
DTHnGpoMuUL, 0,37 0,39 1,421 230
0,38 0,23 1,353 220

JAustunoestit 3dup

* Bce 3nauenusiuamepenn npu 20 °C;

NOJISIPHOCTD pacrsopmeneﬁ YKa3aHa okcHaa aNiOMHHHSA.
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IHpodoaxenue Taba. 4.1/5

Suokpyio-
mas cHo-
PaCTBOpMTeJIb coGHOCTD Baskocts I?l‘;):?’lz?/l":ﬂeé"-b l:l-laaﬂ” ‘\J/'.ISI*:I‘I)IMB
pﬁ;‘;m()gg:f- n. wifa-c HHA np BOJIHbI, HM
JAPHOCTL>)
Xaopodopm 0,40 0,57 1,443 250
ﬂnxglo%)METaH 0,42 0,44 1,424 250
Terparuxpodypan 0,45 0,46 1,407 220
DTHNEHXNOPHA 0,49 0,79 1,445 230
AunetoH 0,56 0,32 1,359 330
JlnokcaH 0,56 1,54 1,422 220
Srtuaailerar 0,58 0,45 1,370 260
Mertnaauerat 0,60 0,37 1,362 260
Hurpomeran 0,64 0,65 1,382 380
AuetoHHTpHA 0,65 0,37 1,344 ?IO
[Mrupuany 0,71 0,94 1,510 310
#-Ilponanon 0,82 2,30 1,380 200
Aranoa 0,88 1,20 1,361 200
MeraHoan 0,95 1,20 1,361 200
Taukons 1,11 19,90 1,427 200
Boaa 6oJibluas 1,00 1,333 —
dopmamua 6GoJbluas 3,76 1,448 —
YkcycHas kueJjoTa Goablias 1,26 1,372 —
Tabauya 4.1/9. Baaumnast pact8opumocTs 8ew4ecTs
1 3 &5 7 9 1 13 15 17 19
2 4 6 8 10 12 14 16 18 20
1 Ayemon O = T S T S S S S S S
2 Ayemonumpun tr+FFOoH+ 4+ + 4+ F + 0+ o+ o+ o+ o+
3 benson + A b+ b A+ + + + + 4+ 4+ + 4+ + + O
4 bymaron + 4+ +++++++ + + + + + + + + + + O
5 Xnopogopm ++++rHHEE+H + + + F + 4+ + 4+ + 0
6 lunnoeexcaH + ++++++00 + + + + + 0 + + + + o0
7 Auznopmemar Frttt et F 4 4+ F + F + + + o0
8 Jfumemuagopmamuld -+ + + + + + + ++ + + + + 0 + 4+ + + + +
9 Jumemuncyns@okcud + + + + + + + + + + 0 + + 0 + + + + + +
10 fuoxcay T T T T I
1 Auamunoberd 3pup  + + + + +++++ + + + + + + + + + + o
12 Imunayemarm FFEtttt A P o+ + + 4+ + + + + + 0
13 Imaron PR T2 T T e T T CH R R S S
14 lewcar +o0+++++00 + + + + + O + + + + 0
15 Memanosn +H++++ 0t HH .+ + + + 0 + + + + + o+
16 fiponaron RE S S S S N S S S S S R S S
17 Yemsipezzaopucimeld
yenepod +++++F+++ + + + + + + + + + + 0
18 Tempazufpogypan  + + + + + + ++ + + + + + + + + + + + +
19 Tonyon ++ 4+ F+EF+HEE T F + + + + + + + + O
20 Boba +400000++ + 0 O + 0 + + © + o +

YcnoBHbe o603HAaUYeHHUA:
+ — cmewnBapTes; O — He CMEUINBAKTCA.
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Tabauya 4.1/10. Cpasnuressnas ebLcyuusauyas cnocobrocTs
PA3AUHHBLX BEULECTE

BricywnBaloiiee Beuiectso

Konunuecrso
BOASIHBIX Mia-
poB, OCTalo-
wHxesa B 12
BO3/lyXa INpH

Buicymusawouiee seutectso

Koauuectno
BOJASIHLIX na-
pOB, OCcTalw-
Hiuxesi B 1 o1
BO3yXa npu

25 °C, mr 25 °C, mr
Cyabdar mequ (CuSO,) 1,4 Cepuas kuciora, 1009 -s1 0,003
X7opua Kanbuns (CaCly) 0.2 (H2SO4) '
Oxkcup kanbuusa (CaO) 0,2 Okcua anomunns (Al,Os) 0,003
I'mapokeua varpust (NaOH) 0,16 Tuppokena kaaus (KOH) 0,002
Cyabdar kanbuus (CaSO,) 0,005 Kuseabryp ({SiO.].) 0,001
Ilenraokcnn  audocdopa 0,00002
(P20s)

Tabauya 4.1/11. Bewcywusanue pacreopurereii nad okcudom ariomunus *

Koanuecrso abconrothpo-
Pactaoputens E}fgespo);:l, Macca Al,O; | Banuoro pacTBOpHTeJIﬂ,pMJI
% B KOJOHKE, I [ (MakcHMaJ/bHOE COAepXKa-
Hye Bojael, %)
H-Tekcan 0,01 ** 10 1000 (0,002)
Bensoa 0,07 ** 25 2500 (0,004)
Xnopodopm 0,09 ** 25 800 (0,005)
Huxnopmeran 0,20 ** 25 600 (0,005)
UeTblpexxJIOPHCTHI yriepoa 0,01 ** 10 1000 (0,003)
Lnkaorekcau 0,01 ** 10 1000 (0,003)
DHP YKCYCHOH KHCIOTHI 3,25 ** 500 700 (0,01)
Husrunossiii adup 1,28 ** 200 1200 (0:01)
Juokcan 0,1 *** 50 700 (0,002)
Terparugpogypan 0,] #** 50 700 (0,002)
Aunetouutpua 0,1 *#* 50 600 (0,002)
[Tupupun 0,6 **x* 50 70 (0,02)

*
Bucyumaaune NPpOBOAAT NyTeMm xpoma'rorpa(jmposanuﬂ Ha OCHOBHOM OKCHAE aJIOMHHHS

I-H cTeneHn akTHBHOCTH (HCKJAIOYEHHE AAS 3
HbIH OKCHA aMIOMHHUA |-B cTeneHu akTHBH

ocTH).

Gonbuinx 06HEMOB PACTBOPHTENEH: 0COBEHHO ANS 3QHUPOB YKCYCHOH KHMCJOTH

sdupa.

** PacTBOpHTENb HACbIULEH BOAOH. .
**% PacTsopHTe/Nb CMEIIHBAETCH C BOAOH B JIOGLIX OTHOLIEHMSIX.

GHPOB YKCYCHOH KHCIOTBI COCTABASET HeHTPpasb-
Metoa npuroses a4 aGcoaOTHPOBAHHA

H JH3THJOBOTO
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Tabauya 4.1/12. KoHyenTpayuu KuUCAOT, 8bINYCKAGMBLX NPOMBILLACHHOCTBIO

Kucnora 9% (macc.) [TaoTHOCTD H(i‘%“g?":b_

MypaBbuHas KucaoTa 98—100 1,22 26
Ykcychas kuciota 99—100 1,06 18
docdopHasi KHCJAOTA, KOHUEHTPHPOBAHHASA 89 1,75 48
X.10poBOROPOAHARA KHCAOTA, KOHUEHTPHPO- 36 1,18 12
BaHHas

X/I0pOBOAOPOAHAA KHCJIOTA, AbIMsiLAf 38 1,19 12,5
A30THasi Kuc/0Ta, KOHUEHTPHPOBAHHAs 65 1,40 14
A30THas KHCJ0TA, JbIMSIIAst 99 1,51 21
CepHasi KHCJOTA, KOHLUEHTPHPOBAHHASA 96 1,584 36
CepHasi kuciora, AbIMAlLas (65% SO3) 1,99 —

Tabauya 4.1/13. [Ipasuio cmewenus («npaguro kpecra»)

N
-

[Tpuwmep. Heo6xoaumo nosyuuts 609 - pacTBop a30THOH KHCAOTHI [yTeM CMe-

weHdst 969%-it u 48%-it a30THONH KHCJIOTHI.

CaenoparenbHo, Aast noayuenusi 609 - a30THOM KHCJAOTHI CmelnHBaioT 36 Bec. 4.

48 \60 /36
96/ \12

489%-i1 kucaorel ¢ 12 pec. u. 969 -i xKucAOTHI.

0 — KOHLEHTpalusa BellecTBa B pacTsope [;
b — KoHUeHTpalHsl BellecTBa B pacTBope 2;

/ A
c .
\ ¢ — KOHIeHTpall BelleCTBa B CMECH;
B

Tabauya 4.1/14. Oxaamcdaoujue cmecu

A — BecoBble YACTH pacTBOpa BellecTBa 2 (pa3HHua b H ¢);
B — BecoBble yacTH pacTBopa Beuectsa / (pasHuua a H c).

Maceca coau, r

HauMenbian gocrtu-

Coaib na 100 r abaa raemasi temrepa-
Typa, °C
Hutpar kanus 12 -3
Xaopua Kajaus 24 —11
Xn0pHi aMMOHHSA 23 —16
Xnopun HaTpus 31 —21
Bpomua natpus 67 —28
KapGounart kajaus 65 —37
XnopHi Kadbuua 72 —55
Aueron +cyxoit aen 77
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Tadruya 4.1/15. Bypepuoie pacreopet, npumensiemoie 0as cTaburudayuu
3nauenul pH

Henemyyue bypeps
6 8

pH 2 4 0 2
| —T=Ta—
Tauyur HCl/e/muiw
AcOH/AcO™
[/iunoﬂﬂaﬂ KUCAOMA [ YUImpan ~UoHs! ,
H,P0O;/HPO;
H,CO,/HCO;
" [Tpuc-Bypep
bopras rucnoma/
Jopam-uoMs
HCO;/CO;~
[ Fruyunfeudponcud mampus
Nemyyue Sypepst
MypaBsunas
KucAoma /nupudur
MypaBsuran J
xucsqoma /amMmuar
YroycHas
kucnomia /nupudun
I Ircycras —|
Kucnomalammuar
Yreycnas
Kucaoma /Konudun
L!/kcgc#aﬂ /(ucnama/mpuamuﬂaﬂ}ﬁ
T I :
PHZ 4 6 8 10 12

4.2. TEPBASA NMOMOIilb MPHU HECYACTHbIX CJIYYASIX

K o6sizatesbubimM ycioBHsiM GesonacHoi paGoTel B nabopaTopHu
OTHOCATCA, BO-MEPBHIX, HaJM4ue B J1aGOpaTOpHH CpeacTB Gesonac-
HOCTH, KOTODbI€ BKJIOYAIOT allTeYKy, OTHETYLUUTENb, OJAesJ10 HJH Ha-
KHAKY C Heropioyeil MPONMUTKOH, IMOKHH LIJIAHT [JIST TIPHHATHS 3KC-
TPEHHOrO Jyllla H, BO-BTOPBIX, HaJHUHe HA BHAHOM MecTe TejedOHOB
H aapecoB OaHXKAUIIKUX [YHKTOB CKOpPOH. MOMOLLUH, TMOJNHKJIHHHK,
NOXKapHBIX Zeno. ’

[Ipu HecuacTHOM ciydyae peKOMEHAyeTcsi NPUHATbH CPOUHbIE Mephl
MOMOLUH:

NpH XHMHYECKOM 0XKOTre CHATh MOBPEXAEHHYIO OIeXKAY, TlaTesb-
HO MPOMBITh NMOPAXKEHHOE MECTO BOJON;

MpH 0KOre rjas TILATe1bHO NPOMBITh r1a3a ca1aboit cTpyeil Boab
NPpU OTKPBITHIX BEKax, 3aTeM CPOUHO OOGPATHThCS K Bpauy;
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file:///Tpuc-

NpH Tope3ax HaJ0XHTb BPEMEHHYIO MOBA3KY U 06pPaTHThCS K Bpa-
ay (XMpypry); |

NpH NOBPeXJEHHH apTepHH Tyro nepessi3aTh NOBPEXKAEHHOE
MeCTO H CPOYHO OOpaTHTbCH B GOJIbHHLY;

IpH OXOre [wiaMeHeM HeGOJbUIOH O0XOr MPOMbITh XOJNGAHOH
(nensiHoi) BOAOH, MpHU OXKore GOJbIIOrO Y4acTKa HaJOXHTb IIPOTH-
BOOXXOTOBYIO MOBAI3KY, 3aTeM 06paTHTbCS K Bpauy; )

NpY NoTepe CO3HAHHA MOJOXKHTb MOCTPpajaBLUErc Ha CIIHHY, pac-
CTErHyTb BOPOT pyOaulIKu, OTKPbITh (POPTOUKY WJH IEPEHeCTH nocrpa-
JaBlllero Ha CBEXHH BO31yX, HeMe[/IeHHO BLI3BaTh Bpaya, He Ja-
BaTb MOCTpajfaBlIeMy IHUTb.

CnpaBouHoe H3JaHHe

K. E. l'ekkeaep, X. Jxkmraiin

AHAJIMTHYECKHE H NIPETNTAPATHBHBIE
JIABOPATOPHbBIE METOJbl

Penakrop 10. I1. Jleonosa
Xynoxuuk H. K. Kanpaiosa
XynoxectseHHbill penakrop K. K. ®edopos
Texnuuecknit pepakrop O. B. Tropuna
Koppekropsl M. A. Heauesa, JI. B. Jlazytkuna
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OpaeBa 3xak [ToteTa» H3RaTEBCTBO «XHMHSA»
1067076, Mockpa, CTpoMuIHKa, 21, Kopn. 2.

Hab6pano B Tunorpacgpuu Ne 2 opaexa Tpynosoro Kpacaoro 3uamenn
[Tl «Texuuveckad kaura» Munnndopmnenarn Pé.
198052, r. Cakr-flerepbypr, I13maiinoseknii np., 29

JInano3NTHBEI H3TOTOBJIEHE! B POTOHAGOPHOM LieXe opaeHa Tpynosoro
Kpacuoro 3uamenu I «Texuuueckan kuiras Munungopmnenary P,
190068, r. Canxr-Ilerepbypr, ya. Capopas, 55/57

O1TIeaTaHo ¢ TOTOBLIX NJIEHOK B MOCKOBCKOf THROrpagun Ne 11
113105, Mocksa, Haratuuckas yi., 4. 1

BHUMAHME
NPEANPUATHA
U OPFAHHU3ALIUNA!

UspatenbctBo «Xmmus» npepgnaraet
nybAMKauMio B KHMrax peksambi:

— HOBbIX BMAOB NPOAYKUMM npepa-
npuMaTUM

— MawuH 1 obopypoBaHUS AN XM-
MMUYECKOMN NMPOMBILLIEHHOCTH

— HayuHbix paspaborok B obnactu
XMMMUH

— HOBbIX TEXHOAOMMMK M T. A.

Croumocte 1 nonockl onybnukosaH-
HOro peknamHoro Mmarepmwana 1,5—
3 Tbic. pyb6. B 3aBMCMMOCTH OT THpaXKa
M BMAA M3AAHMS.

Appec u3parenncTBa «Xumusn.
107076, MockBa, Ctpombiika, A. 21, kopn. 2
Tenecon: 268-58-58 «Pexnama»
268-29-78



