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CHUHTE3 CJIOEB JUU3O0OINOHAT-CYJIb®OITOJIUCTHUPOJIA
HA IIOBEPXHOCTHU KBAPHEBOI'O CTEKJIA
JJIA N3I'OTOBJIEHUA KBAPHEBBIX KAINTMJIJIAPHBIX KOJIOHOK

Ha moBepXHOCTH KBapLEBOrO CTEKIa HAaHECEH CJION OJMTOMEPHOTO AMU3OLHUAHATA, YTO MO3BOJIMIO OCYHIECTBUTH
TIOCJIEAYIOIYIO TIPUBHUBKY ITOJMMEPHOTO TIOKPBITHSI HA OCHOBE CMECH MOJIMCTUPOJIA U MOTUCTUPOIICYTH(POKUCIOTHI.
CHHTE3UPOBAHHBIE IMOKPBITHS SBISIOTCS CIUIOMIHBIMH, OJHOPOIAHBIMH M XapaKTepU3YIOTCS XOpOIIeH aare3uei
K rojutokke. [lomydeHHbIe pe3ynbTaThl TO3BOJIMIIN ONPEACINTD ONTUMAIIBHBIE YyCIOBHS (hOpMHUPOBAHKS Ha KBapIie-
BOM CTEKJIE HEMOJBIKHOH (ha3bl ¢ (HU3UKO-XUMUIECKIMU M TE€OMETPHUECKAMH XapaKTEPUCTUKAaMH, HEOOXOIUMBI-
MU ISl H3TOTOBJIEHHUS CETMEHTHPOBAHHBIX KAMMJUIPHBIX KOJOHOK JUIS 3JIEKTPOMHUIPAIIMOHHBIX METOJOB paszeie-
HUSI, KOHIICHTPUPOBAHUS U aHAIIN3a PA3IMYHBIX MHOTOKOMITOHEHTHBIX CHCTEM.

Kn. ca.: monuMepHbIe MOKPBITHS, KBApIl, KaMISIPHBIE KOJIOHKH, DJIEKTPOXpoMaTorpadus

BBEJAEHUE

CoBepIICHCTBOBAaHUE TEXHOJIOTUHU TOJNyYeHHS Ka-
MUUTSPHBIX KOJIOHOK MMEET OTpeJIeNstolice 3HaUeHHEe
JUTSL pa3pa0OTKU U MPAKTUYECKOTO MPUMEHEHUS dIIeK-
TPOMUTPALIMOHHBIX METONOB aHanmn3a. CeneKTHB-
HOCTb U CKOPOCTHb Pa3JeNCHUs] BELIECTB 3JCKTPOMHU-
TpalMOHHBIMHA METO/IaMH 3aBHCST OT CBOWCTB HEMOA-
BW)KHOM (ha3bl, HCHONB3yeMOH B Kamwuiipe. Hanbo-
Jee TepCHEeKTUBHBIM HalpaBiIeHHEM B COBPEMEHHOU
KalmWJUISIPHOHM 3JIEKTPOXpoMaTorpaduu, KanuuisipHOM
anekTpodopese W/WiH Tenb-3IeKTpodopese SBIIETCS
NPUMEHEHUE CETMEHTHUPOBAHHBIX KaNMUIIPHBIX KO-
nonok (CKK), cocrosmmx w3 AByX wim Ooyee cer-
MeHTOB. [Ipy 3amonHeHWH pPa3TUYHBIMH HETIOIBHK-
HBIMH (ha3aMu OHH oOecreunBaroT 3PPEKTUBHOE pa3-
JieNIcHHe aHAIMTOB B YCIOBUSX 3aJJAHHOTO 3JIEKTPO-
ocmotrdeckoro noroka (DOIT). O6kYHO B XpoMaTo-
rpaguecKiX METoJax pasJIeliCHUs, TAKHX KaK BBICO-
ko3 peKkTuBHAST KUAKOCTHAs XpomaTtorpadus, Hau-
bomee DGGEKTHBHBIM  CIIOCOOOM  PETYJIMPOBAHUS
yAEPKUBAHUS U COOTBETCTBEHHO 00OECIeYeHus! celeK-
THUBHOCTH Pa3/eJICHNs SBIISETCS M3MEHEHHE COCTaBa
MOJBIKHOU (a3bl B Xole aHanuza. OgHAaKo B ciydae
ANIEKTPOMHIPAIIMOHHBIX METO/OB TAaKOH MOAXOMA Or-
paHWYEeH KOHCTPYKTHBHBIMH W METOIUYECKUMH BO3-
MOKHOCTSIMH HCIIOJIb3YeMbIX TprOopoB. [losTtomy B
Ka4yecTBE aJbTEPHATHBHOTO CHOCO0a BapbUPOBAHUS
CEJICKTUBHOCTHU Da3ZejeHHs, HalpuMmep, B KaruuIsIp-
HOW 3JIeKTpoxpoMarorpa@uu WM Telb-3JIEKTPO-
(opese mpearaeTcsi UCIOIb30BaTh KOJOHKH C JBY-
Msi ¥ OOJBIIUM YHCIOM CETMEHTOB C pPa3IHYHBIMH
HETOABWXHBIMHU (ha3aMH.
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Ha cerogusmuuii 1eHbs TaKOHW MOIXOJ €I HE II0-
JY4YUJl PaclpoCTpaHEHUs, HECMOTPS Ha PaCTYIIYIO
MOTPEOHOCTh B YBEJIWYEHUH pa3peliaromeil crnocod-
HOCTH 3TOTO M JIPYTHIX METOJOB pa3ielieHHs] BO MHO-
rux obsactsax Hayku. OCHOBHBIC MPOOJIEMBI MPH W3-
roroBiaeann CKK, xoTopeie M0 cux Top HE yaaeTcs
MOJTHOCTBIO  PELINTh, OOYCIOBJIEHBI CIIEAYIOIUMH
¢daxropamu [1-4]:

1) CTPYKTypHO-XMMHYECKOH HEOAHOPOIHOCTHIO
BHYTPEHHEH MOBEPXHOCTH Kammuisipa (M3-3a HaTH4IHs
OCTAaTOYHBIX CHJIAHONBHBIX TPYII, KOTOPBIE HE yCT-
PaHSIOTCS B pe3yJIbTaTe MPeBAPUTEIBHON 00padoTKH
KaImuisipa);

2) HagM4yMeM B cJOe IOJMMepa Hempopearupo-
BaBIITUX MOHOMEPHBIX MOJIEKYJ MOCTIE €r0 ITOBEPXHO-
CTHOW OM(YHKIIMOHAIM3AINN CHIAHU3HPYIOIIUM pea-
TeHTOM;

3) TEXHOJOTHYECKUMHU W/WUIIH METOAMYECKUMH OT-
paHUYCHUSIME OOOPYAOBaHHS UIS 3aIOJIHEHHS Ka-
JIOTO CETMEHTa B KaIllMJUISIPE PEaKIMOHHBIMUA CMECS-
MH, HE TO3BOJISIIOUIMMHU JOOHUTHCS T€OMETPHUYECKH
TOYHOTO 3aT0JTHEHNUS;

4) HemocTaTOYHO 3(PQPEKTUBHBIM CBS3BIBAHUEM
(mpuBMBKOH) 00pa3yIoMIETOCs B pe3ybTaTe MOINMe-
pu3anun copOeHTa CO CTeHKaMH KaIlllIsApa, 4To MpH-
BOJIUT K BEIMBIBAHUIO COPOCHTA;

5) HEOAMHAKOBOM MPOJOIHKUTEIHHOCTHIO TPOIIEC-
ca MOJHMMEPU3alUN B KaXKIOM CETMEHTE U MO BCEMY
00BbeMy KOJIOHKH, YTO BEIET K OTCYTCTBHIO W/HJTU He-
BOCTIPOM3BOIMMOCTH 33JJaHHOU CTPYKTYpBI COPOEHTA;

6) HEOOXOIMMOCTBHIO TOI00pa ONMTHMAIBHEIX yC-
JIOBUH TMOJHMMEpU3ALMKN A KaXAOH peakUHOHHOU
CMeCH, pacTBOPUTENSI U MHUIIMATOpPA B KaXKIOM Cer-
menTte u B CKK B niesrom;
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7) HEAOCTATOYHO pa3pabOTaHHOH METOOJIOTHEH
JUI OLCHKH (PU3MKO-XUMHUYECKHX W aHAIUTHYECKHX
cBoiicTB HenoBIKHOHN (a3sl B CKK.

B xadecTBe cOpOEHTOB IS KBaplEBbIX KaNWIJISAP-
HBIX KOJIOHOK HCHOJB3YIOT TaKU€ MOJIMMEPHI, KakK Io-
JMAaKpUIIAMHI, TIOJMAKPUIIATHI, OJUI(QHUPHI, TIOJTHBHU-
HUJIOBBIA CIUPT, TOJUBHHWICYIbGOHAT W nap. [2],
cojepxamme (YHKUHOHAIBHBIE TPYNIbl C pa3iny-
HBIMU COPOILMOHHBIMU M 3JIEKTPOIIOBEPXHOCTHBIMU
XapaKTepUCTUKaMH [4].

OcoOblii WHTEpEC MPENCTaBIsSET MPUMEHEHHUE CO-
BMECTUMBIX MoiauMepoB — mnonuctupona (IIC) u
mum3onanata (L) 1 monydeHust CBEPXTOHKHX
MOKPBITHIA Ha TTOBEPXHOCTH KBapma [3, 5, 6]. Beidop
I1C pis monmy4eHus: MOTMMEPHBIX TOKPBITHH Ha KBap-
e 00YCJIOBJIEH BO3MOXKHOCTBIO IOJYYEHUS PeaKly-
onHoii cMecu IIC ¢ ¢yHKIMOHANBHBIM 3apsiioM (Ha-
npuMep, ¢ TOJNSAPHBIMHA CYJIbGOHATHBIMH TPYTIIAMH
SO;7), obecrneunBaromuM cTabUIbHBIE (peryimpye-
MBbI€) 3JIEKTPOMHUTPAIlMOHHBIE CBOMCTBA B KBapIIeBOU
KallWJUISIPHOM KOJIOHKE; IPU 3TOM MOAWU(HUIMPOBAH-
HBIH, UCTIOJIb3YEMBI B Ka4eCTBE OT/EILHOTO CErMEH-
Ta KaNWUISIPHOM KOJIOHKH 3JIEKTpOHEUTpasibHbIN JIL]
MO3BOJIIET TMPENOTBPATUTH AACOPOLMIO HAa CTEHKax
kammnsipa. [Ipumenenune [[L] B xadecTBe Kak (yHK-
UOHABHOTO, TaK M MPOMEXYTOYHOTO CIIOS JUISA TI0-
JIy4€HHs IOJIMMEPHBIX TIOKPBITUH Ha KBapLEBOM
cTekie o0ycnoBieHo crocoOHocThIo JIL K HeoOparu-
MOW ajcopOIMy Ha MOBEPXHOCTH TBEPABIX TeNl U3
pa30aBIIEHHBIX PACTBOPOB B TEPMOJAMHAMUYECKH "XO-
pommx" pacTBOpHUTENAx [5, 7], coxpaHsisi cBOOOJHEBIE
(GyHKIMOHAIBHBIE TPYMIIBI, CIIOCOOHBIE K IOCIEIyIO-
et 3 PeKTUBHON NMPUBUBKE OCHOBHOTO MTOJIMMEPHO-
ro cuos. MexaHu3M aAcOpOIMU  MaKpOMOJEKYJ
Ha TIOBEPXHOCTH TBEPIBIX TEJN Pa3IMYHON HPUPOJIBI
TEOPETUYECKH U JKCIECPUMEHTAILHO XOPOUIO HM3y4eH
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[7, 8]. B [3, 7] moka3aHo, 4TO TIPU aJACOPOIMH TTOJTH-
MEpOB KIYOKH CHJIBHO Ae(POpMHUPYIOTCS M OPHUEHTH-
PYIOTCA Ha MOBEPXHOCTU TBEPABLIX TECJI, IIPU 3TOM 3HaA-
YHUTEIbHAS YacTh CErMEHTOB MAKpOLENH HENOCPECT-
BEHHO KOHTAaKTUPYET C MOBEPXHOCTBIO, & XBOCTHI H
MeTJIM MaKpOIIeTT! HAaXOASATCA B 00BEMHOI (aze pac-
TBOpA.

B cBsa3u ¢ paccMoTpeHHBIMU (hakTopamu s 60-
nee rIyOOKOro MOHUMAaHUSI MEXaHU3MOB 00pa30BaHUs
HenoaBmwxkHO# ¢assl B CKK morpeboBanuck nccinemo-
BaHHE MIOBEPXHOCTHBIX CBONCTB MOJUMEPHBIX TTOKPHI-
tuii Ha ocHoBe [l u cmecu IIC—momuctpon-
cynbdokucnora (IICC) Ha KBapLeBOM CTEKJe; ycTa-
HOBJICHHE 3aKOHOMEPHOCTH BIHSHHS COCTaBa IOJH-
MEPU3YEMBIX CMECEH M YCIOBHM MOJIMMEpPU3ALMH Ha
(U3UKO-XMMHUYECKUE CBOMCTBA CHHTE3UPYEMOTO COp-
OcHTa B KaXXJOM CErMEHTE M pa3paboTka HOBBIX, 00-
nee 3¢ pexTuBHBIX MeToA0B nomyueHus CKK.

INPUBOPBI 1 PEAKTHUBbBI

B skcnepuMeHTax HCHONB30BAINCH CIIEAYIOIINE
PEaKTUBBI U MaTEPHAIIBI:

JNCMOHU30BaHHAs TUCTWUIMPOBAaHHAs BOJA; AWU-
sormanat Crosslinker CX-100 (Cytec, USA); araktu-
YECKHUH MOJIMCTHPOI y3KOU (paKiuu (C(PCI[HG‘II/ICJ‘IGH—
Has MOJIEKyJisipHas macca M, = 9.1:10°, monexysip-
HO-MaccoBoe pacnpeaenenne M, / M, = 1.1, xapakre-
pHCTHYECKasi BI3KOCTh 7] B PaCTBOPE B XJIOpOpopMe —
8.3 mrr ', Aldrich, Milwaukee, WI, USA); nomuctu-
poracynbhokuciaoTa (OIOYHBIN COMOJIHMEpP CTHpOJA
C OTUJICHOM W CTaTHCTHYECKOTO COMOIMMepa OyTuie-
Ha ¥ OJIOYHOTO CTHPOJICYNb(OHATA, COACP)KAaHUE CTH-
poracynbponaTHbIX rpymn — 52 %, Sigma-Aldrich,
UK).

Puc. 1. Pe3ynpraTel anammza
y4acTKa TMOBEPXHOCTH KBap-
[IEBOTO CTEKJIa C TIOJHMEp-
HBIM TIOKPBITHEM METOJIOM

KOH(OKaITLHOM Ja3epHOH
CKaHMpPYIOIEH  MHKpPOCKO-
TTHH.

a — YYacTOK MOBEpPXHOCTH
50x50 mkMm; 6 — Tpanuma

paszzena MexAy MOKPhITHEM
[NC—IICC u cmoem Al Ha
y4acTKe Kpasl IJIaCTHHBI pa3-
MepoMm 150x150 Mxm
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Puc. 2. Tlpodunb cedeHHs MONMMEPHOTO MOKPHITHS B KOOpAWHATAaX (am-
IUTUTY /1A BBICOTHI A (HM)—iuHa / yqacTka (MKM)).
Hccnenyemblid yuacTOK NOKPBITHS BbIAEIEH JIMHUEH Ha puc. 1, a

CuHHTE3 NOJIMMEPOB OCYIIECTBISUIM HA IUTACTHHAX
(pasmep mmactuH 5x5 w 10x10MM ©  TOMIMHON
1.0 +£ 0.1 mm) xBapreBoro ctekna Mapku KY-1 (I'OCT
15130-86, nmpoxanen B 1997 1.).

CtpykTypy ¥ npo(uiib NOBEPXHOCTHOTO CJIOS TO-
Jy9eHHBIX 00pa3IoB HCCIEAOBAN Ha KOH(POKATHLHOM
na3epHOM ckaHupytomeM mukpockone (KJICM) Leica
TCS SL (Leica Microsystems GmbH, T'epmanms).
W3mepenust nmpoBoawid Ha JJIMHE BOJHBI 488 HM B
OTpa)keHHOM CBeTe ¢ 00bekTHBOM Leica 10 PDL.

PacTBOpBI M peakMOHHBIE CMECH [eTra3upOBai B
yIIbTpa3ByKoBoii BanHe Cangup.

HAHECEHME NOJIMMEPHBIX CJIOEB

Ilepen HaHeceHMEM NOKPBITUH KBaplLEBBIC IIJa-
CTHHBI BBIJEPKUBAIN B XpPOMOBOM CMECH B TE€UEHHE
30 MuH, 3aTeM TPOMBIBATN JUCTUUTMPOBAHHOMN BOIOM
Y CYLIWJIN B TEPMOCTATE.

Jns monmydeHus HEHTPaJIBHOIO IMOJIMMEPHOTO IO-
KPBITHSI Ha IOBEPXHOCTH KBapIEBBIX IUIACTHH IIO-
BEPXHOCTh KBapIlEBOro CTEKJa 0OpabdaThIBaId OJIUTO-
MEpHBIM AuH30IHaHaToM, coaepxkammm 0.6 % wu3o-
nuaHaTHeIX rpyni. O6paboTky npoBoxmmu 2 % pac-
tBopoM /[I1] B cyxom arerone B TeueHue 1 1 mpu 45 °C,
3areM oOpaslpl cymwin Ha Bo3ayxe npu 45 °C B Te-
genue 1 4. B pe3ynbraTe XUMHUECKON PEaKITIH MEXK-
Iy CWJIAQHOJBHBIMU TIpyNIIAMH KBaplia M H30LHaHaT-
HeiMu TpynmamMu CX-100 Ha MOBEepXHOCTH KBapla

00pa3yroTcs ypeTaHoBble rpynms! [3]:
-Si-OH + -R-N=C=0 — -Si-O-CO-NH-R.

Jnst popMupoBaHHS MOJMMEPHBIX TOKPBITHHA Ha
MOBEPXHOCTH IJIACTUH M3 KBApPLEBOIO CTEKJIA TOTOBU-
mu pabounii pactBop cmecu [1C u I[ICC B xmopodop-
Me ¢ obmeit koumentpanueit C = 1 v . Moaudurm-
pOBaHHbIE UU3OLMAHATOM KBapLEBblE IJIACTHUHBI
YaCTUYHO TMOTPYKalIW B TIOJyYEHHBIH pabouunii pac-
TBOp ipH 25 °C ¥ BBIIEPKUBAIH B TeueHHe 24 4, Io-
cie yero oOpasisl cymmin B TeueHue 1 9 npu 50 °C
Ha BO3IyXe.

PE3YJBTATHI U UX OBCYXJIEHUE

O6paboTka HCXOAHBIX IUIACTUH OJUTOMEPHBIM
JTUH30I[MaHATOM IpHBeia K 00pa3oBaHUIO HA WX TO-
BEPXHOCTU CIUIOIIHOrO oaHopogHoro ciost LI, ok-
pallleHHOTO B OJICIHO-)KEITHIH IIBET.

CornacHO JMaHHBIM aHallM3a TOJYYEHHBIX 00pa3-
OB METOJIOM KOH(OKAJIBHOM JIa3epHOW CKaHUPYIO-
meil Mukpockormuu (puc. 1), MOCIASHYIOMAN CHHTE3
¢ ucnoip3oBanueM pabouero pacrsopa [NIC—IICC
B XJI0pohopmMe mpuBen K 00pa3oBaHUIO HA MIOBEPXHO-
CTH IUIACTHH M3 KBapIEBOTO CTEKJIA CIUIOIIHOIO II0-
muMepHoro mokpeitus (puc. 1, a). IlomydenHoe mo-
KpBITHE XapaKTepu3yeTcsl YeTKOW TPpaHUIIeH pas/iena ¢
npomexytounsiM croem Il (puc. 1, 6) u umeer
cpenntoto TommmAy 40-80 HM (pHc. 2).

HAVYHOE ITPUBOPOCTPOEHMUE, 2012, Tom 22, Ne 4
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BbIBO/JbI

B pesynbrare mpoBeneHHBIX HCCIIEIOBAHUN IPO-
JEMOHCTPHPOBaHA  BO3MOXKHOCTH  (hOpPMHPOBAHUS
CIUIOIIHBIX OJHOPOJHBIX TOJUMEPHBIX HAHOMOKPHI-
TUIl cocTaBa MHOJIMCTHPOI—IIOIUCTUPOICYIb(HOKHC-
JIOTa Ha KBapLEBOM CTEKIIE C IPOMEKYTOUHBIM CIIOEM
nun3onnanara. JloCTUTHYTHIH pe3ysibTaT 00yCIIOBIICH
OM(yHKIMOHATIBHBIM ~ XapakTepoM JIUHU30LMAaHaTa,
00ecreurBaloNUM KaK €ro CBSI3bIBAHHE C CHIIAHOJNb-
HBIMH T'PyTIIaMHU Ha TOBEPXHOCTU KBapLIEBOTO CTEKJIA,
TaK ¥ MOCJEAYIONIYI0 MMMOOWIIN3AIIUI0 CMECH TIOJH-
CTHPOJa U IOJUCTHPOJICYIb(POKUCIOTH Ha IOBEPX-
HOCTH MPOMEKYTOYHOTO cjosi. [lomydeHHbIe TOKpHI-
THUSI IEPCIEKTUBHEBI [l NPUMEHEHUS B KauecTBE He-
NOJBIKHOKW (a3bl B COBPEMEHHOH KanmMJUIIPHOM
AIEKTpOXpoMaTorpadvi, KaMWUIIPHOM dJIeKTpodo-
pe3e w/mimu renb-3neKkTpodopese, oOecTIeunBaIOIeH
3¢ PeKTHBHOE pa3JiclieHHe aHATU3UPYEMbIX BEIIECTB.
HccnenoBanue COpOLMOHHBIX M Pa3ACiIUTENBHBIX
CBOWCTB CHHTE3UPOBAHHBIX TIOJIMMEPHBIX CIIOEB B MO-
JENBHBIX CHCTEMax JIEKTPOMMIPALIMOHHOTO aHaIu3a
OyZeT pacCMOTPEHO B MOCCAYIONINX MMy OIHKALIUSIX.

Paboma evinonnena npu nooodepoicke Munucmepcmesa
obpaszoeanuss u nHayku Poccuiickoii @edepayuu 6 pamxax
Dedepanvrou yenesoii npoepammol "Hccnedosanus u pas-
pabomku no NPUOPUMEMHLIM HANPABIEHUAM PA3EUMUL
HAy4HO-mexHono2u4eckoeo xomniexca Poccuu na 2007-
2013 20061" u onvIMHO-KOHCMPYKMOPCKOU pabomvl Nno
aomy wugp "2011-2.2-522-014" no meme: "Paspabomxa
2eHEeMU4ecKo20 aHAIU3amopa Oasl CeKBEHUPOBAHUA U
@paemenmuozo ananusa JHK" (wugp 3aaexu "2011-2.2-
522-014-001", T'ocyoapcmeennwiti konmpaxm Ne 16.522.
12.2014).
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SYNTHESIS OF CONSECUTIVE DIISOCYANATE AND SULFONATED
POLYSTYRENE LAYERS ON SILICA GLASS SURFACE
FOR THE PRODUCTION OF FUSED SILICA CAPILLARY COLUMNS

V. E. Kurochkin, S. V. Myakin, A. Shmykov

Institute of Analytical Instrumentation of RAS, Saint-Petersburg

The depositing of oligomeric diisocyanate layer on the surface of silica glass allowed to carry out the subse-
quent grafting of a polymer coating based on polystyrol and polystyrol-sulfonic acid mixture. The synthesized
coatings are continuous, uniform and possess a good adhesion to the substrate. The obtained results allowed to
determinate the optimal conditions for formation on the silica glass of the stationary phase with physicochemi-
cal and geometric parameters required for manufacturing of fragmented capillary columns, concentration and
analysis the manufacture of segmented capillary columns for electro-migratory methods of dividing, concentrat-

ing and analysis of the various multicomponent systems.

Keywords: polymer coatings, silica glass, capillary columns, electrochromatography
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