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Dedepanvroe cocyoapcmeernnoe 6100xcemuoe yupesicoeHue Hayku MHcmumym 6blcOKOMONEKYASAPHbIX
coeounenuti Poccuiickoti akademuu nayx (MBC PAH), Canxkm-Ilemepbype

ITocrynuia B pepakimio 23.12.2013.

AHHOTaUuA

IMpemmoxeHpl CcmocoObl  XpoMaTrorpaguueckoro aHanM3a COACPIKaHHS MOHOMEPOB MPH
conoymmepu3anuu N-suamipopmamuia u N-BUHIITHPPOIHIOHA U TPOJEMOHCTPHUPOBAHA BO3MOKHOCTD
KOHTPOJISI MPOIECCa PEaKUWH TPAHCHOPTHBIMH ~ MeTOAaMHu  (BBICOKOA((EKTUBHAS — HKUIKOCTHAS
xpoMarorpadusi, IKHIKOCTHas Xpomarorpadus HHU3KOTO JaBJEHHUs, ra3oBas Xpomarorpadus,
BBICOKO3(D(heKTHBHASL TOHKOCIIOWHAsE xpomaTtorpadus) (GpU3MKO-XMMHUUYECKOTO aHain3a MO YOBIBAHHIO
COJIEP’KaHUSI COMOHOMEPOB B peaknuoHHON Macce. OmpeaenieHbl MOJIEKYSIPHBIE XapaKTePHCTHKH
COMOJIMMEPOB MPHU TOMOIIM YHHUBEPCAILHON KaJIUOPOBOYHOM 3aBUCHMMOCTH BeHya ¢ HMCHOIb30BaHUHEM
koHcTaHT Mapka-Kyna-XayBuaka s  romomomumepoB mond-N-Bunmnpopmamuma u - momu-N-
BUHHJITMPPOJIMIOHA B BOIHBIX pacTBopax 0,2M NaCl.

KnroueBble clioBa: SKHIKOCTHAs XpoMmaTorpadus, Ta3oBas XpoMmaTorpadwus, TOHKOCIOWHAs
XpoMaTtorpads, COMOIUMEPE, MOHOMEPBI, MOJIEKYIIIPHO-MACCOBBIE XapaKTEPUCTHKH

The methods of the chromatographic analysis of tlmtent of monomers in the
copolymerization of N- vinylformamide and N- vinyipolidone are offered, and the ability to contitod
reaction process by the transport methods ( highfopeance liquid chromatography, liquid
chromatography low pressure , gas chromatograpigi, frerformance thin layer chromatography), the
physicochemical analysis by descending comonometeat in the reaction mass is demonstrated. The
molecular characteristics of the copolymers by Bewmoiversal calibration curve using constants Mark
Houwink for homopolymers of poly -N- vinylformamidgad poly -N- vinylpyrrolidone in 0.2 M aqueous
solutions of NaCl are determined.

Keywords. liquid chromatography, gas chromatography, thin etaychromatography,
copolymers, monomers, molecular weight charactesist

BBepeHune

Cosmganne OHONMOrHYecKH akTHBHBIX mosmmMepoB (BAII) ¢ monn¢yHKIIMOHATEHBIMU
CBOMCTBAMH SIBJISIETCA BAXKHOM W CIIOKHOW 3a/auyeid MOJMMEPHOM XHUMHU W MEIULIUHBI.
WuTepec K TakuM TMOJNMMEPHBIM CHUCTEMaM OOYCIIOBJEH MEPCIEKTUBHOCTBIO HX
NPUMEHCHHS B KA4eCTBE JICKAPCTBEHHBIX CpeAcTB [1] m HocuTened ais OMONIOTMYCCKH
aktuBHbIX BemecTB (BAB) [2]. IMomusuawnnupponuaon (I1BIT), obmaamas coGCTBEHHOM
OaKTEpUIIHTHON AKTUBHOCTBIO u KOMIUIEKCO00pa3yonuMu CBOMCTBaMH,
0OyCIIOBJICHHBIMU HAJUYMEM JIAKTAMHOT'O KOJIbLIa B MaKpOMOJIEKYJIaX, JaBHO 3aBOEBaJ
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cBoe ocoboe mecrto B memuimae [3-4]. Hemocratkom wucmonb3oBanus I1BIT in vivo B
KayecTBE KOHTCHHEpPOB /il OHOJOTMYECKHM aKTHUBHBIX BELIECTB SBIACTCS HU3Kas
CTabMIIBHOCTD OOpasyromuxcs KomiiekcoB [3]. Bojee mmupokne BO3MOKHOCTH IPH
nonyueHun BAIl orkpbiBatoTcs mnpu  BBEACHMM B nonuMmepHyro uenb [IBII
(YHKIMOHATIPHO aKTHBHBIX BUHHJIAMUHHBIX WM aJUTMJIAMUHHBIX 3BeHbeB [4-6]. [ToaTomy
pa3paboTka MeTOJ0B (PU3UKO-XUMHUECKOTO aHaIM3a CIIOKHBIX MOJUMEPHBIX CHCTEM, K
KOTOPBIM OTHOCSTCS BOJOPACTBOPUMBIE MOHOI'€HHBIE TOMOIOJIMMEPBI U CONOJIMMEPHl Ha
OCHOBE BMHWJIAMUJIOB, SIBJISIETCS BaKHOW 3aJaueil COBPEMEHHBIX TPAHCIIOPTHBIX METOJIOB
aHalu3a B AHAJIUTHUYECKOW XMMMHU IOJMMEPOB, TAaKUX Kak: yJIbTpalleHTpU(]YrupoBaHHE,
nuddysus, snektpodopes u xpomarorpadus [7].

Hacrosmas padora nocasimeHa pa3paboTKe METOIOB OIPEIEIICHUS] MOJIEKYISPHBIX
xapaktepuctuk conoaumepoB N-BDA ¢ N-BII, nomyueHHBIX METOIOM CONMOIMMEPU3ALIAN
B BOJHOH Ccpejie ¢ MHUIIMUPOBAaHUEM PAJAMKAIbHON MMOJIMMEPU3aLUU NEPEKNUCHI0 BOAOPOAA
B MpUCYTCTBUM ammuaka [8]. M3ydyeHue M ONTHMHU3AIMIO TIPOLECCOB PaAJAUKATBHON
COIOJIMMEpU3alMi  NPOBOAWIN XpOMAaTorpau4ecKUMU METOAAMU — KOJIOHOYHOM
KHJKOCTHOI Xpomarorpadueii Huzkoro aasienus (KX), razooit xpomatorpadueit (I'X),
BBICOKOI(D(DEKTUBHOM  AKCKIFO3MOHHOM KHMIKOCTHOM xpomarorpadueii (BOXKX) wu
TOHKOCIIOHHO# xpomaTorpadueit (BOTCX).

OKCnepuMeHT

Cunre3 BojopacTBopuMBIX conoaumepoB BDA u BII npoBoaunu mertogom
CBOOOIHOPANUKAIBHOM conoanMepu3aiyu B atmochepe asora npu 6(°C B Bose B TeueHne
6 uwacoB. Panee [9] Obuta mccienoBaHa pagukanbHas noiumepusanus BIT u BOA B
W30MPONAaHOJIe C MHHUIIMATOPOM IHHHUTPUIIOM a300MCHU30MACIISTHOW KHUCIOTHL. B maHHOM
paboTe B KauecTBEe pPAJUKAILHOTO HHHUIIMATOPA HCIIOJIB30BAIM IEPEKUCh BOAOPOJA B
konmyectBe 0,1—1,5macc % ot maccel comonomepos (10 - 30macc.%.), MONBHBIN cOCTaB
MoHoMepoB BADA wu BII npu 3arpy3ke cocrasisin [Ma]:[Ma] =5 : 95 + 60 : 40IIpouecc
Benu B mpucyrctBum 0,1-2,0 macc.% ammuaka. IlomydeHHBIE COMOJMMEPHI BBIICISUINA
OCa’kJIEHHEM B allETOH C ToceayIoulel Bakyymuoii cymkoii mpu 50°C.

KuneTnky mporecca COMOJMMEPU3ANUU H3ydalld METOJOM OTOOpa Mpod wu3
PEaKIMOHHON Cpelbl € MOCICAYIOIUM aHaJM30M HX Ha COJAEp)KaHHE OCTaTOYHBIX
MOHOMEPOB C TIOMOIIBIO XPOMATOTpaPHUUECKUX METOIOB.

Hns meroma BDXX wucnonb3oBaimm KUAKOCTHBIM Xpomarorpad BBICOKOTO
nasrenus Smartline (KnauerT'epmanus) ¢ nuddepeHinanbHbIM pedpakTOMETPHUCCKIM
U CKaHUPYIOIIUM (POTOMETPUUECKUM JETEKTOpaMu. J{Jisi SKCKII03MOHHONM XpoMaTorpapuu
UCTONB30BaM Xpomarorpaduyeckre KosoHKH (25k4) mm ¢ mpeakomonkoi (50x4) mm
(TSK-Gel G-3000 PW{ , SAmonus), smoeHT-pacTBopuTeb — BoaubIi pactsop 0,2M NaCl.
KamubpoBky Xxpomarorpadudeckoi KOJIOHKH IIPOBOAMIIN o nosu-N-
sunmipopmamuaasiM ([IBOA) crangapram ¢ pasmuunoit MM (MBC PAH, Poccus). B
Ka4yecTBE JIETEKTOpa HCIOIb30BATH CHEKTPOPOTOMETPUUYECKHH HETEKTOp C IHOIHOM
marpurieir (Knauer,I'epmanus).

KX anammsbl mpoBoxwim Ha Xxpomarorpadpe Pharmaciac npuvenenuem Y O-
CHEKTPOCKONIUK Tpu JuiiHe BOJdHBI A=254 um; komonka (13k15) MM 3amonHeHa
copbenTtoMm Akpuiiekc P-2; B kaduecTBe imtoeHTa npuMeHsui BoaHbIi pactBop 1M NaCl.

XapakTepUCTUUECKYIO BS3KOCTh (1)) 00pa3ioB MOJMMEPOB HM3MEpSsUId  Ha
Buckozumerpe Y66enoae npu 25°C B 0,2M NaClunu stanorne.
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I'azoBast xpomatorpadust (I'X) mposommmace Ha I'X «lIBer-100» ¢ mmrameHHO-
noHu3aimonueiM jerekropoM ([IMJI) ¢ HacamouyHBIMH KOJOHKAMH — (TOPOHOJIMMED,
Tron = 150C, Tyen = 170°C, razosas haza — remii.

KoHTponp 3a XomoM mporecca MOIMMEpPU3AlUA METOJIOM BBICOKOI(PPEKTUBHOM
ToHKOCIOMHON XpomaTtorpaduu (BOTCX) mpoBoaman Ha KPEMHE3EMHBIX ILJIACTHHKAX
Cop6dui (Poccust) ¢ mpuMeHEHUEM SITIOUPYIONICH CUCTEMBI: XJI0pohopM — 3THIaLeTaT —
25% Bomublii pacTBop ammuaka (9:4:2), muacTHHBI TPOSBILIM B mapax woma (J).
KomnuectBennsiii  o6cuer  TCX-xpomarorpaMM  NpPOBOAMIM  HA  ONTHYECKOM
nercutomerpe-doopumerpe «/lenCran-03» Poccus).

O6cyxxaeHue pe3ynbTaToB

buonornyeckass akKTUBHOCTH M TOKCHYHOCTH BoOAoOpacTBOpUMBIX BAIl cuibHO
3aBUCHT OT TUNa (YHKIIMOHAJIBHBIX TPYII U UX COJEPKAHUS B MOJHUMEPE-HOCUTEINE, €ro
MostekysipHoit Maccel (MM) M Hann4us HHU3KOMOJEKYJISPHBIX MPOIYKTOB pPEaKIMh —
OJIUTOMEPOB, MOHOMEPOB, KaTaJnu3aTOpOB, MHUIKATOPOB U T.1. [1, 6]B cBs3u ¢ 3THM
BO3HHUKAET HEOOXOAMMOCTh B pa3padOTKe METOJOB OMNpEIeNICHUs MOJEKYISIPHBIX
XapaKTEPUCTUK COIMOJMMEPOB M HATUYHUS OCTATOYHBIX MOHOMEPOB B MPOJYKTaX T'OMO U
COTIOJIMMEPHU3ALIUH.

Jlis mpoBeneHus XxpoMaTorpaduueckux aHAJIM30B MPOIYKTOB COMOIMMEPHU3AIUU
B®A u BII B 3aBUCHMOCTH OT YCJIOBHI MTPOBEACHUS U CTETICHH MTPEBPAIICHHUS] HAMU ObLTH
pa3zpaboTaHbl U UCTIOTIB30BAHBI CIEIYIONINE XpoMaTorpauuecKue METOIbI:

- BBICOKOA(p(EeKTHBHAS DSKCKIIO3MOHHAS Xpomarorpadusi BBHICOKOTO JIaBJICHUS
(BDXKX) — ompenerneHrue MpUMECH HU3KOMOJIEKYJISPHBIX MPOAYKTOB PEAKIHH, CPEIHHX
MoJeKyaspHbIX Macc (CMM) v MONMHIUCIIEPCHOCTH TIOJHMMEPOB;

- BBICOKOX((EKTUBHAS KHUIKOCTHAs XpomMaTorpadusi HU3KOTO JaBJICHUS -
orpeziesieHue OCTaTOYHBIX COMOHOMEPOB;

- rasoBas xpomarorpadus (['’X) —onpeneneHrne 0CTaTOYHBIX MOHOMEPOB;

- BbICOKO?((ekTHBHAs TOHKOCIONHas xpomarorpadus (BOTCX) — onpenenenue
OCTAaTOYHBIX MOHOMEPOB B MPOIYKTaX PEAKIIUU COMOIMMEPHU3AIUH.

Cpennune mosekyaspusie maccsl (CMM - My, My, M), monekynsapro-maccoBoe

pacripenenenne (MMP), nmomumucnepcuocts (U = M, /M,) conmomumepos orenuBanm
metonoM BOXKX ¢ yueToMm BBINOJIHUMOCTH YHUBEPCAIBHON KAINOPOBOYHOMN 3aBUCUMOCTH
(YK3) benya [10, 11]:

lg([n]M) = C1+CyVs4, 1)
rae [n] — xapakrepucriyeckas BI3KocTh; Vi —Bpems yaepxkuBanus; C1 u C2 — MOCTOSIHHBIC
UCIIOJIb3YEMBIX KOJIOHOK.

Panee ycranoBneno, uro YK3 Bemonnsercs nnaa [IBII u [IBOA B psge
pactBopureneit [12, 13]. KanubpoBouHnas 3aBucuMocts jgorapudpma MM kak QyHKIus OT
BpeMenu yaepskuBanus IgM = (Vi) ans crangapros [IBOA npusenena Ha puc.].

KamubpoBounas 3aBucumocts st [IBII mocTpoena depe3 yHUBEpCaIbHYIO
KaaubpoBounyio 3aBucumocTth (YK3) ¢ ucmonb3oBaHneM KOHCTaHT B ypaBHEHHH Mapka-
Kyna-Xaysunka [n] = KIM® mis romomonumepoB B Boaubix coneBsix (0,2 M NaCl)
pacTBopax:

[M]isoa = 10,74-10M®7® [14]; hlen = 14,1-1GM°7° [3]

Monekynsipaas macca [IBIT (MMygy;) A71st onpeieieHHOTO BPEMEHHU yIepKUBaHUSI
(V4), paccunThIBaIu COTJacHO ypaBHEHHIO (2)
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— aHB(DA + 1 1 KHB(DA

IlgM =——=—IlgM + |
M i a,. +1 M 113 a, +1 g Ko (2)

rae o 1 K cooTBeTcTByIOIME KOHCTaHTHI A1 romononumepoB BII u BOA B ypaBHeHun
Mapka-Kyna-XayBuHKa.

Pacuer CMM cononumepa BOA ¢ BII npoBoauics no pa3paboTaHHOMY HaMHU
panee ciocoby BOXKX-ananu3za cononumepa N-ammunamuna (AA) ¢ N-BIT [15].
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Puc. 1. KanubpoBounas 3aBucumocts |gM=f(t) ayis xpomaTtorpapudeckoit
cucremsl: kosonka TSK-Gel G-3000 PW , smoent — 0,2M Boansiii pactsop NaCl
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Puc. 2. Crpykrypubie ¢popmyisl conoiaumepoB AA-BIT (1) u BOA-BII (2)

Hanuuune B mnoBropsitomieMcss 3BeHE CONMOJUMEPOB N-BUHUIAMUIOB CUIIBHO
HOJSIPHBIX Tpymi (puc.2), OTCYTCTBHE CTaHAAPTOB JJIS COMOJMMEPOB, a TAKXKe CHUIBHOE
M3MEHEHUE COCTaBa PEryJsipHOTO COIMOJMMEPA B 3aBUCUMOCTU OT CTEIEHH KOHBEPCHUU
peakiuu COMOJIMMEPU3 AL IIPUBETIO K HE00X0IMMOCTH UCIIOJIb30BaTh
moguduimpoBanueii  noaxon Jlepu-®panka [16] k VK3, korma s pacuera
«oTHOCcUTENBHBIX» CMM cononnmepa UCHoJib3yroTcsi KOHCTaHThl Mapka-Kyna-XayBunka
Ui oxHOTO Wim apyroro romonoiumepa ([IBOA wumu T1BII) B 3aBHCHMOCTH OT cOCTaBa
conoJuMepa.

Janubie o pacuery «oTHocUTeNbHbIX» CMM roMomnojuMepoB U COMOJIUMEPOB
pa3HOTo cocTaBa IpeJcTaBieHbl B Tabnuie 1, a TunuyHas XxpomaTtorpaMma CONoJuMepa
[BIT]so — [BDA]so - Ha puc.3. U3 nmannbix B Tabmuie CMM wu [n] BumHO, 4TO
THIPOTUHAMHUYECKHE pa3Mepbl  (CpeqHEeKBaJApaTHUYHbIC pamuychl uHepimu <R™>)
MaKpOMOJIEKYJI CUJIbHO MEHSIOTCSI B 3aBUCUMOCTH OT COCTaBa conoiaumepos. [loaromy nms
MOJy4YeHHUsT aOCONIOTHBIX, a HE «OTHOCHTEIbHBIX» (Kak B HameM ciaydae), CMM
HEOO0XO/IMMO HCHOJB30BAHUE JINOO CTAaHJAPTHBIX COMOJIMMEPOB C HM3BECTHOM MM
COCTaBOM, JIMOO  OMNpPEICICHHBIX  HE3aBHCUMBIMH  MeTomamu  (CBETOpaccesHue,
OCMOMETpHSI, CKOPOCTHAsI CEMMEHTAIIMS) KOHCTAHT B ypaBHeHHH Mapka-KyHa-XayBuHka
JUJIsL COTIOJIMMEPOB C pa3HbIM pacmnpeaesneHueM 1o cocraBy u no CMM. Hcnonb3zoBanue
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MoaudurpoBanHoro noaxosa Jlepu-dpanka mis paciera CMM conoimMepoB ¢ y4eTOM
MOJIBHOTO cOcTaBa conoiuMepoB dYepe3 YK3 mo3Bomsier nummbs npuOmusutbes (c
MHHAMAJILHON OTHOCHUTEIBHOM MOrpemHocThio — € < 1,5%) K UCTUHHBIM MOJICKYJIIPHBIM
XapaKTEePUCTUKAM UCCIIEIOBAaHHBIX COMOJIMMEPOB.

Tabmuna 1. Jlanasie BOXXX romononnmepos u cononumepoB N-BOA ¢ N-BIIT

O6pazen | [IBOA | [BIl]so— [BPAlsg | [BII]a0— [BPAlec* | [BII]70— [BDPA]se* | IIBII

Max. RT | 7.38 7.62 7.37 6.98 8.38

Start RT | 6.07 6.60 6.53 6.54 6.62

End RT | 10.23 10.32 9.10 10.85 10.58
Mp 49000 40000 50000 72000 22000
Mn 30000 25000 37000 29000 14000
Mw 45000 38000 44000 50000 28000
Mz 65000 50000 51000 64000 37000
My 43000 36000 42000 48000 26000
PD 1.56 1.53 1.18 1.74 1.91
[n] 0.254 0.208 0.320 0.275

Max. RT Bpems ynepxuBaHus MakcumyMma nuka; Start RT.-Bpemst yaep>KuBaHus

Ha4dajia

UHTEIPUPOBAHUS

ITHKA;

WHTETpUpOBaHusA TMKa;, Mp —
Mn —cpenHeuncieHHas MOJICKysipHast Macca; MW — ycpeaHEHHAsT MOJISKYJISIpHAsT Macca;
My — cpemHeBs3KOCTHas MoJeKyisipHas Macca, PD — momuamcnepcaocts (Mw/Mn);
[n] — xapakTepucTuyeckas BI3KOCTh

AU

End RT
MOJIEKYJIsIpHast

- BpeMs

yIepKUBAHUS
Macca TpU MaKCUMyMe

OKOHYaHHA

[MHKA;

2,0

1,54

0,0

10

T
20

30

T
t .vom

Puc. 3. Tunmunas BOXKX xpomarorpamma comnosrmepa [BOA]sq-[BI]so u
moHoMepoB BOA u BII. Xpomatorpadudeckas kononka (25k4) MM ¢ mpeaKoIOHKON

(50x4) mm ¢ copoerTom TSK-Gel-3000 PV, ; YO netektop (Amax=2001m)
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KonnyecTBeHHOE OIpesielieHue OCTATOYHBIX MOHOMEPOB B IPOAYKTaX peaKkLuu
conomuMmepuzauun B®A wu BII wMeromom BOXX ocymectBiasinoce ¢ yderom
KaTMOPOBOYHON 3aBHCHMOCTH YyBCTBUTEIBLHOCTH criekTpoMmerprueckoro (Y®) nerekropa
OT KOHIIGHTpaIMu coMoHOMepoB (puc.4). BOXKX mo3Bonser HagexHo onpenenutsd g0 0,2
ar BOA u 0,2#ur BII.

120000 MAU.s

120000 -

100000
80000
60000
40000

20000 -

0 0,5 1 1,5 2 mr/ma 2,5

Puc. 4. YysctButensHocts Y @-nerekropa k comonomepam BII u BOA

KX KOHTpOJIb 3a MPOIIECCOM COMOJMMEPHU3AINU TAKKE MPOBOAMINA MO CHUKEHUIO
coaepxxanusas MoHomepoB BDA u BII B peakiinoHHON cMecH B XOJI€ peakuu. TUITHYHBIC
muddepeHManbHble KPUBBIC, TONy4YeHHBbIE ¢ Tmomomplo KX HHU3KOro JaBlICHUS,
MIPE/ICTABJICHBI HA PHC. S.
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Puc. 5. O61ee coaepkaHnue 0CTaTOYHBIX MOHOMEPOB, OIPEEIsIEMOe
metoaom JKX. Xpomartorpad Pharmaciakomonka (100x 15) Mm; copbent Akpuekc P-2;
amoeHT 1M KCI; nerekrop —Y® (A=254 1m)

Brixonnsie muku MmonomepoB BII u BOA npencraBisitor co60ii raycCoBbl KpUBBIE
¢ BpemeHamu t=/,40muH 1 1=8,10MuH., coorBeTcTBeHHO. Ha prcynke 5 BumHO, 9TO MpH
COBMECTHOM TMPHUCYTCTBUM JIByX MOHOMEPOB B BOJUMOW TpoOe pa3pemieHus
XpoMaTorpauueckoil CHCTEMbl HE JIOCTaTOYHO [UJIsi HX paslelieHus, OJHAKO, 3TO
MPaKTUYECKH HE CKa3bIBAETCS Ha pe3ysbTaTaxX ONpeNeNieHUs COAEp>KaHUS COMOHOMEPOB
o CyMMapHO# (opme oOIeii BEIXOHON KPUBOK. ITO MO3BOJIMIIO TIPOBECTH IMOCTPOCHHE
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KaJTHOPOBOYHBIX TPaUKOB MO HCKYCCTBEHHBIM CMECSIM MOHOMEPOB H OINPEIENUTh olIiee
coJiepKaHNEe OCTAaTOYHBIX MOHOMEPOB B PEAKLIMOHHOM cpefe.

Jns aHAnMOrMYHBIX 1ened ObLT pa3paboTaH Tra30XpoMaTorpapuiecKuii MeToj
KOHTPOJISI OCTaTOYHBIX COMOHOMepOB (puc.6) ¢ Bpemenamu Bbixoga BAOA u BII 3a 3.42
MUH 1 17,5MUH, COOTBETCTBEHHO.
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10 20 30
Bpems, Mun

Puc. 6. XpomaTtorpamMma MCXOAHOM cMECH BUHMIIITUPPOIUIOHA U
BuHWIPOpMaMuia. 1- BUHHIIMTUPPOIUIOH, 2 —BHHIIIPOpMaMuI. Xpomatorpad
«[Ber-100».Kononka: L — 0.5M; d — 3mm. Hacazka: groponomumep. Ty, =150C,
Tuen=170FC. CxopocTs raza-nocutens — 30mn/mMun. O6beM BBOAUMOH mpobdsl — 1l

Tabmuma 2. Ocrtatounoe conepkanue BIl 1 BOA npu ux comomumepusanuu B BOJE B
NPUCYTCBUU TEPEKUCH Boxopoja, ompexaeneHHoe werogamu [X u BOTCX (mpum
SKBUMOJISIPHON 3arpyske, T-6°C, N,, H,0,=0,8 macc.% u NH,OH=1,4 macc% ot

> MoHOMEpOB, KoHIeHTpanus 30 macc.%)
[TponomxUTeNnbHOCTh X BOTCX

COTIOMMCPH3ALIH, Conepxanue Conepxanue Conepxxanne | CopepxaHue
ac. BII, macc. % B®A ,macc. % | BII, macc. % | BDA,macc. %

Wcxonnslii coctaB 18.30 11.70 18.0 11.5
0.5 12.78 1.66 12.8 1.62
1.0 7.20 0.96 7.3 0.99
1.5 3.43 0.13 3.38 0.126
2.0 0.276 0.0087 0.27 0.008
2.5 0.266 0.0081 0.27 0.008
3.0 0.189 0.157 - -
4.0 0.157 0.0065 - -

Meron I'X maé€r nocToBepHbIE pe3yibTaThl, NOATBEPKAAEMBIE IPYTUMUA METOAAMU
(ta6n1.2), omHako, TpeOyeT 3HAYMTENBHBIX BPEMEHHBIX W allllapaTHBIX 3aTpaT IpH
MOJATrOTOBKE XpoMaTorpaga 1 TPEHUPOBKE Ia30XpoMaTOrpauueckux KOJIOHOK.

DKcnpecc KOHTPOJNb TMpolecca COMOJMMEPH3alMU TMPOBOJWIA C IOMOIIBIO
BBICOK03()(hEeKTUBHOM TOHKOCIOWHOM XpomaTtorpaduu. Ha puc.7 nmpencraBneHa TUIMYHAS
XpoMaTorpaMma, IMo3BOJIAIONIas ONpeaeIuTh ocTarounoe coaepxkanne BOA (Rf =0,58) u
BIT (Rf =0,84) B cucreme. HeobOxomuMo oTMeTHTH, uTO Xxpomarorpaduueckas TCX-
CHUCTEMa U 3JIOEHT MOA0OpaHbl TaKUM OOpa30M, YTO MOJBHKHOCTH CaMOTO COIOJIMMEpa
B®A-BIl paBna nymo (R=0). D10 mno3Bojser HaAeKHO (UKCUPOBAThH M BECTH
KOJIMYECTBEHHBIA KOHTPOJIb COMOHOMEPOB.
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Puc. 7.BOTCX coaepkaHusi 0CTaTOYHBIX MOHOMEPOB BUHIIIpOpMaMuia u
BUHWIIIMPPOJUIOHA IIPU COMOJIUMEPU3ALINH.
1 —ucxonHas cmech; 2 — 0,549aca ot Havana nporecca; 3 — lyuac oT Havana; 4 — 1,54aca ot Havana;
5 — 2yaca ot Havana; 6 — 3uaca ot Hauana; 7/ —kanuOpoBoUHbIe cMecu MOHOMepoB BDA u BII. DnroeHr:
xaopodopm-strnaneratT—25%pacteop ammuaka (9 : 4 : 2); JleTeKTUpOBaHUE: Mapbl Hoja.
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KonnuecTBeHHBIX 00CUET IUIaHAPHBIX XpOMATOrpaMM, IPOBEAEHHBINA C MOMOIIBIO
neHcutoMeTpa-gparoopumerpa “JlenCkan” mokazai, 4To 4yBCTBUTEIbHOCTh MeTomga TCX
it BOA u BII cocrasister 0,5Mkr u 0,2 MKT, COOTBETCTBEHHO.

Cornacuo nopmatuBam GLP (Good Laboratory Practic@orsemiiemoii 4acTbio
COBPEMEHHOTO KOJMYCCTBEHHOTO aHAaIM3a SIBISCTCS Banuaaius (OICHKA MPHUTOHOCTH)
UCIIOJIb3YEMbIX AHAJIMTUYECKUX METOJUK, KOTOpas BKJIOYAET, B YAaCTHOCTU, KOHTPOJIb
BOCIIPOM3BOANMOCTH PE3YJIbTATOB U METPOJIOTUYECKYIO OLIEHKY Pe3yIbTaTOB.

Pa3zpaboTka BanMIUPOBAHHBIX METOIAMK C METPOJOTHYCCKUMHU XapaKTEPUCTHKAMU
KOMILIEKCHOTO OIpeae/ieH|sT ocTaTouHbiXx MoHOMepoB (OM) B®A wu BII ¢ momormsio
BDXX, KX, I'X, BOTCX (Bunmeonercuromerpuu) (tadm.4, puc.8) naga BO3MOXHOCTH B
JMaIbHEWIIEM HCIOJIB30BaTh 3T METOIbI AJsl OMNpEeNesieHHs MOHOMEpPOB B Ipoliecce
IIPOMBIIIIEHHOT 0 NIosTyueHus cononnmepos BOA-BII.

—p— BODA
- H - B[
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Bl — g m e =F
0 1 2 3 4
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\
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\
1
\
\
\
N
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0 1 2 3 4 5

b

Puc. 8. Kunerndeckue KpuBbIe H3MEHEHHSI COJIEPIKAaHUE OCTATOYHBIX MOHOMEPOB
B®A (M,), BIT (M>) B mpotiecce comonumMepusanuu: A — COMoIMMEP SKBUMOJIBHOTO
cocraBa BIl; -BDA;; b — cononumep cocraa Bllg -BDA;
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Tabmuma 4. CpaBHUTENBHBIC XAPaKTEPUCTHKU OMNPEACIICHHS COACP)KAHUS OCTaTOYHBIX
MoHoMmepoB BOA u BIT merogamu BOXX, KX, I'X, u BOTCX

Ocratounbit | JIuneitHbIi [Ipenen

Metona Koad.
Ne MOHOMED JMamnasoH, oOHapyKeHHs, g, %

aHaJIn3a KOppessiuy, I

MKT MKT

1 B2XX BOA 0.005-1.50 0.005 15 0.9970
2 n =5P=0.95 BII 0.004-1.50 0.004 1.4 0.9965
3 KX BDOA 0.02-1.00 0.02 2.1 0.9920
4 | n=5; P=0.95 BIT 0.03-1.00 0.03 2.0 0.9907
5 rx BDA 0.01-0.90 0.01 1.8 0.98115
6 n=5; P=0.95 BIT 0.02-0.80 0.02 2.1 0.9807
7 BOTCX BOA 0.30-2.40 0.30 2.8 0.9946
8 n=5; P=0.95 BII 0.20-2.35 0.20 3.6 0.9825

N —4uCI0 NmapaJyIeIbHbIX U3MEPEHUH; P — moBepUTENbHBIN UHTEPBAJ, € — OTHOCUTEJIbHAS
MOrpCIIHOCTL OMPECACIICHUSA OCTATOYHBIX MOHOMCPOB B peaKHHOHHOﬁ CMECH.

W3 mpenocTaBieHHbBIX JAHHBIX BUHO, UTO JIMHEHHAs 3aBUCUMOCTh COXPAHSAETCS BO
BCEM H3YYEHHOM JHara3oHe, MOKa3aHa Xopoulas BOCIPOU3BOJAUMOCTb PE3YyIbTaTOB.
MeTtponorudeckass OICHKA pa3pa0OTaHHBIX METOAMK CBUACTEIBCTBYET O TOM, 4TO
OTHOCHUTEJIbHAS TMOTPEIIHOCTh OMPEACICHUS] OCTaTOYHBIX MOHOMEpOB (g) cocraBmser 1,0-
3,6%.

3aknroyeHue

[IpencraBnennsie B paboTe JaHHBIE MO3BOJSAIOT CHENATh 3aKJIIOYEHHE O TOM, YTO
IPUMEHEHHE XpOMAaTorpauyueckux MeTOJOB JUIsl aHajIu3a Ipolecca COMOJUMEpPU3ALUU
B®A c BII oka3piBaeTcsi AOCTaTOYHBIM M HMH()OPMATHUBHBIM JJIsI M3YYCHUS KHUHETHKH
nmponecca U OUEHKH MOJIEKYJISIPHO-MAaCCOBBIX XapaKTEPUCTUK comojuMmepoB BDA-BII
Pa3IM4YHOIO COCTaBA.
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