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30JIb-T'EJIb CUHTE3 MOHOJIMTHBIX CJIOEB
W NX IPUMEHEHUE B TOHKOCJIOMHOM XPOMATOI' PA®UN

A.M. ®poJosa, O.10. KonoBanosa, A.Il. boiiuenko, JI.I1. JlorunoBa*

Xapvrosckutl Hayuonanvhslil ynueepcumem umenu B.H. Kapasuna
ni. Ceo6o0uwt 4, Xapvros 61077, Yxpauna

Copmynuposarvl pekomernoayuy no NOJIYHEHUIO MOHKUX MOHOIUMMHBIX Cl0e8 cOpOeHma Ha OCHo8e
KpemHezema. Ilo0obpansl pedicum 8bICYUUBAHUSA COPOEHMOB U pACMBOpUmeNns OJisl BbLMbIBAHUS OP2AHUYE-
cKux 0obagok. Pazpabomana koncmpykyus 05l HAHeCeHUsI PeaKYUOHHOU CMeCU HA CIMEKIAHHYI0 NOON0MC-
KY U CYUKU MOHOIUMHO20 CJI0S1, NO3BOIAIOWAS PE2yIUPOBAMb MONUWUHY CNIOSL COPOEHMA U CKOPOCHb UC-
napenusi pacmeopumens. Ycmanogneno, umo uzomepma copoyuy Maiaxumoso2o 3e1eHo20 Ha MaKux cop-
benmax omuocumcsa Kk muny I, umo ceudemenbcmayem o npeodbIaAOaHUU 8 HUX HAHOpa3MepHbix nop. Ilo-
JIyueHHble NAACTIUHKY C MOHOIUMHBIM Cl0eM KpeMHe3eMa 0becneyuny IKCnpecc-pazoeienue cmecu nuuye-
6bIx kpacumeneti (KypKYMUHA, 3pUMPO3UHA U OPUTLIUAHMOBO2O 3€]1eHO20) € NOOBUNCHOU ha301ll, cOCMOsl-

med usz moyoaa u MmemaHoaa.

BBEJIEHUE

MoHOMHUT KpeMHe3eMa IPEICTaBIIIeT COOOM
CIUIOMIHOM (HETPEPHIBHBINM) OJIOK IIOPHUCTOrO Ma-
Tepuana ¢ OMMOJANBHBIM paclpeeieHreM pas-
MEpPOB TOp — MAaKpOTOpsl U Me30mopsl. B mo-
CIICTHUE TOJIbI OOJIBIIIOE BHUMAHUE YICISCTCS BO-
MpOCaM CHUHTE3a MOHOJUTHBIX copOeHToB [1-5]
MEPCIIEKTHBAM HMX MPUMEHCHHUS U aHATUTHYE-
ckoi xpomarorpaduu u TBepAO(a3HONH IKCTPAK-
un [3-5]. ITonydeHre MOHOIMTOB KPEMHE3EMA C
3aJlaHHBIMA CBOMCTBAMH SIBJIICTCS CIIOKHOM 3a-
Jadyed H3-3a HU3KOM BOCHPOU3ZBOJMMOCTH pe-
3ynbTaToB. Ha CTPYKTYpY M MEXaHHUUYECKYIO yC-
TOWYMBOCTH MOHOJIUTOB COpOCHTa Ha BCEX CTa-
IHAX UX (POPMUPOBAHUS BIMSET MHOTO (PaKTOPOB
[5]. TIpemmyiiecTBOM MOAyYEHUS TaKHX Mare-
pHANIOB 30JIb-T€Jb METOIOM SIBISICTCS BO3MOXK-
HOCThb PETYJMPOBaTh MHKPOCTPYKTYPY H 3aja-
BaThb T'COMETPUYCCKHE MapaMeTpbl MOHOJIHUTA.
[MoyueHHBIE B ONTHMAJIBHBIX YCIOBHSIX MOHO-
JMTBHl IMEIOT BBICOKYIO MPOHHIIAEMOCTh, 00ecme-
YMBAIOT BBICOKYIO 3()()EKTUBHOCTD pas3/eNeHus U
MaJoe BpeMs yAepKHUBaHHS.

Hackonbpko HaM M3BECTHO, €CTh TOIBKO OJTUH
HAJICKHBI KOMMEPUYECKHI MPOU3BOIUTENb MO-
HOJIUTHBIX KOJIOHOK Il BBICOKO3((EeKTHBHOM
XKHUIKOCTHOU Xxpomarorpadpuu — Merck KGaA,
Hapmmtant, Kanaga (komouku Chromolith; xo-
moukn Onyx npomseozgsrcss PhenomenexTop-
panc, Kanudopuus, CIIIA "Ha 0OCHOBE JUIICH3UH
Merck KGaA"). Tor e mpousBoautenr Merck
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KGaA BblmyckaeT IUIaCTUHBI C YJIBTPATOHKUMHU
MOHOJIUTHBIMH CJIOSIMU COpOEHTa; IIaHapHAsT XPo-
Mmartorpaduss C HCHOJIB30BAaHWEM TAaKMX IUIACTHH
MOJTyYWJIa Ha3BaHUE YJIbTPATOHKOCIOWHOW XpoMa-
torpadun [6, 7]. Beicokasi cTomMOCTh KOMMepUe-
CKHX MOHOJIUTHBIX KOJIOHOK M TUTACTHHOK IIPeTIsiT-
CTBYET UX IIMPOKOMY HCIIOJIB30BAHHIO M HCCIIEIO-
BaHHIO; BO3MOYKHOCTH, TIPEUMYIIIECTBA M HEJIOCTAT-
KU TIPUMEHCHHUS MOHOJUTHBIX CJIOEB B IUIAHAPHOMN
XpoMarorpaduu H3y4eHbl HeIOCTaTOYHO.
M3BeCTHO HECKOJIBKO PabOT, OMUCHIBAFOIIMX
71a00paTOpHOE TOTydeHHE TOHKOT'O MOHOJIUTHOTO
ciost copbenra Ha momiokke [8—10]. CormacHo
[8], peakumoHHyIO0 CMECh, COCTOSIIIYIO U3 TETpa-
srokcucunana (TOOC), Hy,O, sranona, Terpady-
THUJIAMMOHUS THAPOKCHUIA, STHJIANETaTa U IOJIH-
BUHWJIOBOTO CIMPTA, HAHOCHIM Ha KPEMHHUEBYIO
MOJIOKKY, KOTOPYIO Bpallaid CO CKOPOCTBIO
3000—-350W6/mun B Teuenue 20 c. IToayueHHbIE
ciou cymmian B meud npu 350C B TeueHue
30muH. Cormacuo [9], cmece TDOC: H,O(HCI,
pH 2,5) :C,HsOH B MONBHOM COOTHOLICHUH
1:10:6 mepemeruBaii B TeucHHe 124. DTaHOI
YaCTHMYHO WCHAPSUIA JUIS TIOBBINICHUS KOHIICH-
TpalMu cuWiIuKata 10 SwMouns/n. B momyueHHoin
CMECH  pacTBOPSUTM  IETHITPHUMETHIAMMOHHUI
OpoMHJ ¥ HAHOCHIIM HAa CTEKJITHHYIO MOIJIOXKKY,
NpEe/IBapUTEIbHO aKTHBUPOBAHHYIO OCAXKICHHEM
Al(OH); mpu mo6asmenmn KOH x pactBopy
KNO3z u AI(NO3)s. TTommoxkKy ¢ peakIrOHHOM
cMechbio Bpamanu B TeueHne 30¢ co CKOpOCTBIO
2500006/MuH, 1 TIOTyYCHHBIC TUIACTHHKU CYIIUIIA
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npu 100C B teuenne 124 [9]. HenaBHo mpen-
JIOXKCH OPUTHHAIIBHBIA METOM MOJYYCHHUS HaHO-
CTPYKTYPUPOBAHHBIX TOHKHX IUICHOK KpeMHe3e-
Ma, COCTOSIINI B HANPaBICHHOM OCaKICHHHU I10-
TOKa pacrmblIeHHOro Bemectsa [10].

Bonee mpocras merommka, He TpeOyromias
CIIEITHaIBLHOTO 000PYIOBaHUs, ONMCaHa B paboTe
[11]. PeaknmoHHYIO CMeECh, COCTOSIIYIO U3 Me-
tuntpuMeTokcucunana, H,O, meranona, HCl u
OpPOMKpPE30JI0BOTO (PHOJIETOBOTO, MEPEMEIINBAIN
B TeueHue 4 muH, 3ateM 0,2MJI cMecH HaHOCHIIHA
Ha CTEKIITHHBIC TO/ITIOKKU pa3mepom
(25 MMmx 75 mm). TToaydueHHBIE TUIACTUHBI CYIITHIIH
24yaca TpW KOMHATHOW TeMIlepaType, Iocie
4yero mnpombiBanu dtaHonoM [11]. Opnako mo-
MBITKA BOCIIPOU3BECTH 3Ty METOJUKY OKa3ajHCh
6esycnentapivu [12].

Panee Hamu ObLTH M3y4eHBI OCOOEHHOCTH TIO-
JyY4CHUs MOHOJIUTHBIX COpPOCHTOB Ha OCHOBE
KpeMHe3eMa METOJIOM 30J1b-Tellb CHHTE3a, ObLI
BBIOpaH Ka4eCTBEHHBIH COCTaB M ONTHMAIBHOE
COOTHOIIICHHE KOMITOHCHTOB PEaKLOHHON CMeCH
[13, 14]. Hacrosimas paboTa HOCBSAIIEHA PEIICHHUIO
poOJIeM 3aKPEeTUICHUST MOHOJIMTHOTO COpOSHTa Ha
TOJUIOKKE, CYIIKH CIOSB COPOCHTA, yHAJICHUS Op-
TaHHMYECKHX JO0OABOK W3 MATPHIBI MOHOJIHTHOTO
copOeHTa TyTeM TPOKAJIMBAHUS WM MPOMBIBAHHUS
pactBoputeneM. Ha mpumepe pasnerieHus mNHILe-
BBIX KpAaCHTENCH MOKa3aHa BO3MOXKHOCTH HCIIOJIb-
30BaHMS TOJYYCHHBIX IUIACTHH C MOHOJHMTHBIM
TOHKHM CJIOEM ISl TUTAHAPHOU XpoMaTorpaduy.

OKCITEPUMEHTAJIBHAA YACTD

Peaxkmuent. JIns 3011b-TelIb CHHTE3a MOHO-
JIMTHBIX COPOCHTOB UCII0JIb30BaId TETPAdITOKCH-
cuia, stanon (EtOH, oobemuas mons 96%),
N,N-mumetundopmamun (IM®PA, Merck, T'ep-
MaHus), uerwnnupumuamii  xmopun  (ITIX,
98,6% ocuoBHoro BermiectBa, Merck, Tepma-

Hus), nommdtuienrnukoias (II30, M, 1000, Fis-

chamend,Bena, Asctpus). i MPOMBIBKH IT0-
JMYYCHHBIX COPOEHTOB MPHUMEHSUTH AIlleTOHUTPUI
"u.", Peaxum, Poccus), aneron (Merck, I'epma-
uus), orumanerar ("ua.", UYepkacckuit 3aBon
XMM. PEaKTHBOB, YKpawHa), u3omeHTanon (‘da.",
HIoCTKMHCKMIA 3aBOJ] XUM. PEaKTHBOB, YKpauHa),
toiyon ("a.", HIOCTKMHCKHI 3aBOJ XHM. PEaKTH-
BOB, YKpauHa), 6enzon ("4.1.a.", Makpoxum, Yk-
pauHa), rekcan (Xummaboppeaktus, ['epmanms).
CopOIMOHHBIE CBOWCTBa MOHOJIUTHBIX COpPOCH-
TOB HUCCIIEIOBATIM TI0 OTHOIICHHIO K MaJaxuTo-
BoMy 3ejeHoMy (M3, MalaXUTOBBIN 3€JEHBIH OK-
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camar, "u.j.a.", lllocTKUHCKUIT 3aBOJ XUM. peak-
THBOB, YkpauHa). KuciaotHocTh paboumx pac-
TBOPOB CO3/1aBaji alleTaTHBIM OyQepHBIM pac-
tBOopoM (pH 4,0-5,0),ucnione3ys auerat HaTpus
tpuruapar ("4.", Peaxum, Poccus) U ykcycHyio
kucrmory ("x.u.", Makpoxum, Ykpauna), u ¢oc-
¢arueM OydeprbiM pactBopoM (pH 7,4), ucronnb-
3yst HaTpusl auruapodocdar u Kamus rumpodoc-
¢dar ("u.m.a.", Peaxum, Poccust). Bydepusie pac-
TBOPBI TOTOBWIIM TI0 METOJWKAM, OIUCAHHBIM B
[15]. B kadecTBe TECTOBBIX BEHICCTB IS TIaHApP-
HOW xpoMmarorpaduy UCIOIb30BATH KPACUTEIN
opomkpesosoBeiii  3enensni (B3, "4.", Peaxwum,
Poccust), ManaxwWToBBIA 3€JEHBIH M METHIOBBIi
kpacubiii (MK, "4.", Peaxum, Poccusi), a Tarxxke
muimeBble kpacutean kypkymun (E 100, “.ma.”,
Peaxum, Poccus), spurposun (E 127, ‘rjga.”
Peaxum, Poccus) w OpWIUIMAHTOBBIA  3€NICHBII
(E 133, UIl "ITaprom”, Ykpauna). [Insi mpuroTos-
JICHUSI TIOJIBFDKHOM (ha3bl MCIOIB30BAIN TOIYON H
meranon (Merck,I'epmanus).

Obopyoosanue. TepmooOpabOTKy MPOBOIH-
a1 B mydeapHoM mmkady. CrekTpbl MOTIOMIEHUS
B BHUIUMOW 00OJIaCTH PErHCTPUPOBAIN Ha (OTO-
merpe KOK-3 (Baropckuii OM3, Poccus), uc-
MOJIb3ysl CTEKIISHHBIC KIOBETHI C JUTHHOW TIOTIIO-
maromero cios 0,1 u 0,3cm. PactBopel ¢oro-
METPHUPOBAIM TPOTHB XOJOCTOTO PacTBOPa, CO-
JepIKaIero BCe PeareHThl, KpOME OIpeessieMo-
ro. [Ipu u3ydeHun copOIUU MaJIaXUTOBOTO 3eJie-
HOTO PacTBOp KPACHUTEJNsl C U3BECTHOIM HaBECKOM
copOeHTa TMepeMelIuBalid Ha amnmapare s
BerpsixuBanuss ABY-60 TY 64-1-2451-78 Muk-
POCTPYKTYPY MOHOJIUTHBIX COPOCHTOB HaOIrOda-
JU C TIOMOLIBIO 3JEKTPOHHOTO CKAaHHUPYOILIETO
mukpockomna JSM-840 (JEOLfInonws) u Mukpo-
ckoma "buomen-5" (OO0 "BUOME", Poccus).
HK-cniekTpbl 00pa3noB copOeHTa perucTpupoBa-
nu Ha cnekrpometpe "Avatar 360 FTIR" (Thermo
Nicolet, CIIIA).

PE3VJIBTATBI 1 OBCYXXJIEHUE

Bce MoHOMMTHBIE COPOEHTBI CHHTE3HPOBATN
30J1b-TEJIb METOJIOM W3 PEAKIMOHHOW CMECH paHee
YCTAHOBJIEHHOTO COCTaBa C MOJIBHBIM COOTHOIIICHH-
em pearenToB TOOC:HO:EtOHIM®A:TIOI X
1,0:4,6:7,7:1,4:0,26:7,8-fq13]. Jns BeIOOpa
YCIIOBHH TOJTYYCHUS OJHOPOIHBIX, IIOPUCTHIX U
MEXaHUYEeCKH YCTOMYMBBIX MOHOJHUTHBIX 00-
pasioB copbeHTa ¥ MOHOJUTHOIO CJIOSI COPOEH-
Ta Ha IUTacTHHKax wusydanu (i) 3akperuieHue
MOHOJIUTHOTO CJIOSl HA PA3IHYHBIX MMOJIOKKAX;
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(i) TemnepaTypHBIil PEKUM CYIIKH MOHOJUT-
HOro cinost copOenTa; (iii) mpoMbIBaHuEe coOp-
OCHTOB pa3HBIMH PACTBOPUTEISIMH C IIEJIBIO
yAalleHUus OpraHuYecKuX KOMIOHEHTOB. [lomy-
YeHHBIe 00pa3lbl MOHOJIUTHBIX COPOCHTOB HC-
cnenoBanmu Meroaamu HK-cmekTpockonuu u
BIIEKTPOHHOM CKaHUPYIOIIEH MHUKPOCKONHHU, a
TaK)Ke M3y4yaiu COpOLUIO HA MOJYYEHHBIX COp-
OeHTax Kpacurers M3.

Buvioop noonoscku ona nonyuenus naa-
CMUHOK C 3aAKPEeNnIeHHbIM MOHOJIUNHBIM C/10eM
copbenma. JIns 3aKperuieHUss TOHKOTO MOHOJIUT-
HOTO CJIOSI Ha TIOBEPXHOCTH IMOJIOKKH TpeOyeTcs
3HAYUTENbHAS aire3wst MeXIy pEeaKIMOHHOM
CMECBI0 U TOJIOKKOH. AAre3uel ympapisiiH,
W3MEHSS CBOWMCTBAa TMOMJIOKKH WM YMEHBIIAs
MMOBEPXHOCTHOE HATSHKEHHE CMECH BBEICHHEM
MOBEpXHOCTHO-akTHBHBIX BemecTB ([TAB). B
KayecTBE TOAJIOKEK HCHBITHIBAIA MAaTEpUabI,
TPaJIUIIMOHHO HCIOJb3yeMble B TOHKOCIOWHOM
XpoMaTtorpaduu: aTfOMHHUEBYIO (ONBrY, MOJH-
sTHieHTepedTanaT u crexno. Ha moBepxHOCTH
ATIOMUHNEBON (HOJBTH W TIOJIMATHIICHTEepedTama-
Ta peakIMOHHAsl CMECh He pacTeKanrach; HEJOCTa-
TOYHOE pacTeKaHWe HaOII0AaJIOCh U Ha TIaIKOH
MTOBEPXHOCTH CTEKJIA.

B pab6orax [9, 16—19]creknsHHy0 HOBEPX-
HOCTh PEKOMEHJOBAaHO aKTHBUPOBATH MIEJOYBIO,
KHUCJIOTOM WJIM TUAPOKCUIOM amtoMuHHUs. Jlenct-
BHTEILHO, TOclie OOpabOTKH CTEKISHHOW TI0-
BEPXHOCTH PAacTBOPOM 7 MOJIB/J THAPOKCHAA Ha-
TpHs pacTeKaHWE PEaKIHOHHON CMECH YIy4IlIH-
noch. OHAKO HAWITYYIIUH pe3ynbTaT JOCTUTAJICS
pu 00paboTKe CTEKIIa HACHIIIIEHHBIM PaCTBOPOM
¢Topuga aMMOHUS B PTOPOBOAOPOAHON KUCIOTE.
Bo3MokHO, Ha TOBEpPXHOCTH MAaTHPOBAHHOTO
TakuM 00pa3oM cTekjia o0pasyrorcs GpTopcoaep-
Kale COCIWHEHUS, KOTOphIe TaKKe MOTYT BBI-
CTyHaTh KaTajJu3aTopamMH Ipolecca ITOJIUKOH-
nencarn [20].

Jns ympaBieHus TOBEPXHOCTHBIM HATs-
KEHUEM Ha cTaauu (GOPMOBAHUS Telsl B peax-
HMOHHYI0 cMmech BBoaunu IIAB: aHUOHHBIN
nojxenwicyibhar  HATpUs, HEUOHOTCHHBIN
TBun-80 u katnonusii LIIX. Jlyumue pesyis-
TaThl OBUIM JOCTUTHYTHI TPH HCIOJIb30BaHUH
[IIX, xoTopbli U BBOAUJIM B PEAKIHOHHYIO
CMECh B JaJIbHEHILIEM.

BaxxHoll XapaKTEpUCTUKOM MOHOJIHUTHOTO
CIIOSl SABTSIETCS ero ToimuHa. J{Js BocmpomsBo-
JUMOCTH TOJIIIMHBEI CJIOS NIPU HAHECEHWH pPeak-
OUOHHOM CMECH Ha MOJIOKKY HCIOIb30BAIN
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CIIEAYIOIIYI0 KOHCTpyKUuio. Ha maTtupoBaHHYIO
CTEKJISTHHYIO TUIACTWUHKY HAHOCHIM CHJIMKOH B
BUJIC paMKH pa3MepoM, Hampumep, 9cMmX4 cMm u
BbIcOTOI OopTHka 0,5¢cM. Pamky HakpbIBamu muc-
ToM u3 (oTorpaduuecKor MICHKH TOTO K€ pas-
Mepa. M3 mieHKH mpeaBapuUTENIbHO yOasuld ra-
JIOTeHHUBI cepedpa U OPUEHTHPOBAIN CIOH XKe-
JaTUHOBOTO reiist Hapyxky [21]. B ¢otorpaduye-
CKOM TUIEHKE Jenanu JiBa oTBepcTus. Yepes oT-
Bepctre auamerpoM 0,4CM Ha IUIACTUHKY BBO-
JJTH TIOPLHUIO PEaKMOHHOM CMecH, U 3aTeM OT-
BepcTUe 3aKkpbiBanu. [y mcmapeHus pacTBOpH-
TeNIeH B IUIEHKE OCTAaBalOCh OTBEPCTHE IHUAMET-
pom 0,1cm. Takas KOHCTPYKIMS TO3BOJIMIIA Per-
JIAMEHTHPOBATH TOJIIUHY MOHOJUTHOTO CIIOA H
YMEHBIINTh CKOPOCTh HCIAPEHUS] OPraHUYECKUX
pacTBOpUTENeH I TPEeIyNpeKACHHS pacTpec-
KHUBaHUsI MOHOJIUTA.

Buvioop pesicuma mepmoobpabomku mono-
JUMHO20 cN0A copOenma. 3HAYNTEIHLHOE BIIHS-
HUE Ha MUKPOCTPYKTYPY U MEXaHHUYECKHE CBOM-
CTBa IOJy4aeMBbIX MOHOJHMTOB COpOEHTa OKa3bl-
BaeT TEMIEPATYypPHBIH PEXUM CYIIKH PEaKIHOH-
HOH cMecH. B Hammx mpembiaymmx padorax o0-
pasupl CyUIUIIN 10 CIEAYIOMIEH CXeMe: B TeUeHHe
HEePBBIX CYTOK TEMIIEpaTypy B CYIIMJIHHOM IIKa-
¢y mnocrenenno mnosbimanyd 10 60°C co ckopo-
cteio 10°C/4 1o momyTHEHHMsI pacTBOpa peaxiiu-
OHHOI1 cMecH (cTamus reneoOpa3oBaHus). 3aTeM
Temreparypy B mikady mposoauwin go 90-95T ¢
TOM 7K€ CKOPOCTBIO M CYIIWIIM COPOCHT MpH 3TOH
Temneparype 48 4.

ITpoxyKThI 301b-T€IIb CHHTE3a COIEPKAT Op-
TaHWYECKUE BEINECTBA, BBOJMMBICE B KadecTBE
TEMIUTATOB VI MOJYYCHHS MOHOJHUTOB C ME30-
TIOPUCTOM CTPYKTypoOH, B HamieM ciydae 1101 u
HITX. Ux yaangioT NOpoKaIMBaHUEM MPOAYKTA
WM TIPOMBIBaHUEeM pacTBoputersimu [11, 22, 23].
Bo3sMoxxHOCTH yHalleHus OpraHMYeCKUX TEM-
IUTaTOB IPH BBICOKOW TeMIlepaType HccienoBa-
7, TPOKAJIHMBas BBICYLIEHHBIC 0Opa3Ibl MOHO-
nutoB npu temieparype 200, 650umu 900C B
TeueHue 6 .

Vnanenue opraHmdecknx J100aBOK KOHTPO-
muposanu o MK-cnekrpam, HaGmonas, npexae
BCEro, NMUKH, XapakTepHele ansa LIIIX: pa3mbIThIi
muK npu ~2873-2923M7, a Takke MHKH mpH
1456 u 1351cm™ [1]. CuMMETpUUHBIE U HECHM-
MeTpuuHble Konebanust C—C-rpynmsl U3 MeTHIe-
HoBO#t memoukm IIIIX, amcopOupoBanHOW Ha

KpeMHe3eMe, IPOSBISIIOTCS Kak MUKK 1pu 2853u
2925cm™ [24] (puc. 1).



A.M. ®ponosa, O.FO. KoHosanosea, A.l1. boliveHko, f1.I1. JloeuHoga

i \\/
l/\ / | ﬂ\\/
v/h

) \n/\ﬂ f/

3000

A\f\/wun

,\

o

I'IponyCKaHme, %

2500 2000

-1
BonHoBoe uncno, cm

Puc. 1. UK-cekTpbsl MOHOJINTA, BBICYHIEHHOTO IIPH
90°C (a), DOMOTHUTENBHO MPOKAJICHHOTO MPU
200°C (6) u 650C (8) B Teuenue 64

[Mocne mnpokanwBaHusT TPU TEMIIEPAType
200<C (puc. 1, xpuBas 6) B UK-criekTpax IOsB-
JIETCA MOJIOCA TOTJIOUICHUS TPy ~17500M'1, KO-
TOpasi OTCYTCTBYET B CIEKTpax 0OpasioB, BbI-
neprkaHHbix mpu temmeparypax 90 u 650C. Be-
pPOSITHO, 3Ta MOJOCa COOTBETCTBYET KoJieba-
Huto CO-TpyIIbl TPOMEKYTOUHBIX MPOAYKTOB
OKHCJIEHUA oOpraHuueckux mnpumeceit. Ilocne
npokanuBaHus o0pasuo npu 650C HabmI0-
JaeTCs 3aMETHOC CHW)XXCHHE WHTCHCHUBHOCTH
monocsr ~2900cm™ u gpyrux moxoc B oGnac-
1 1300-300@M™7, 9TO0 COOTBETCTBYET yMCHB-
NICHUIO COJCPXKAHHS OPTraHWYECKHX MpUMeCeH
(puc. 1, kpuBas ¢). [Ipu MOBBINICHUN TEMIICpaTy-
psI npokanuBanus 10 650C raxke HabMOIACTCS
M3MEHEHHE CTPYKTYPBI KapKaca MOHOJIHTA, O YeM
CBHJICTEILCTBYET YBEIMYCHUE HWHTECHCHBHOCTH
MOJIOCKI  TIOTJIONICHUST € MAaKCHMyMOM MpH
~1200cm™ [25, 26]. TlpokamiBaHie HPU TAKOM
TeMIIepaType M BBIIIC MPUBOJAUT K 0OpPa30BaHHUIO
CTEKII000pa3HOM MOBEPXHOCTH B pe3yiibTaTe CIieKa-
HUSI HAHOCTPYKTYPUPOBAHHOTO KPEMHE3eMa, CHIIOK-
CaHM3AINN TTOBEPXHOCTH W YMCHBIICHUS MOPUCTO-
ctu copbenToB [27]. Kpome Toro, pasnoxeHwe opra-
Huueckux coeauHenuii mpu 650T npusoauT K 00-
Pa30BaHUIO MENKOAMCIICPCHOrO YIIepoaa, O YeM
CBUJICTEIILCTBYET UYepHas OKpacka COpOeHTa Tocie
TPOKAJIMBAHMSI, KOTOPYIO HE YIAJIOCH YIAIUTb.

Takum 00pa3oM, TNPOKATHBaHUE TONTyYCH-
HBIX MOHOJIUTOB MPU YMEPEHHBIX TEMIepaTypax
He 00ecreunBacT MOJHOTO YAANCHUS OpraHude-
CKUX TEMIUIATOB M MPOAYKTOB MX Pa3ioKeHHUsI, a
MpPU BBICOKMX — TIPUBOJHUT K HEKETATEIbHBIM
CTPYKTYPHBIM H3MECHCHHUSIM MOHOJIUTHOTO COp-
Oenra. Bo Bcex magpHEHWIINX MCCIEAOBAHUSIX HC-
MOJI30BaJI  00pa3ibl MOHOJIMTOB KpEMHE3eMa,

426

BBICYIIICHHBIC 10 MTPUBEICHHON B Hayale pasjelna
METOAMKE NpU KoHeuHo! TeMmnepaTtype 90—-95T.

Buibop pacmeopumens ona ouucmku mo-
HOTUMHBIX COPOEHMO8 Om OP2AHUYECKUX 000a-
6ox. CaMbIM PacnpOCTPaHCHHBIM METOJIOM Y/a-
JICHUSI OPraHMYECKUX TEMIUIATOB SBISETCS HPO-
MBIBaHHE COPOEHTOB PAaCTBOPUTEIAMH. IS BBI-
Oopa HamboJee MOAXOMSIIETO PACTBOPHUTEIIS MO-
HOJIUTHBIE COPOEHTHI TMPOMBIBATIM B PA3THYHBIX
[0 TOJSIPHOCTH PACTBOPHTENSAX. BOJE, ITAHOJE,
allCTOHUTPUIIC, U30-TICHTAHOJE, alleTOHE, JTHII-
areTare, TOJIyoJie, OCH30JIe U TeKCaHe MpHU Tepe-
MEIIMBAaHUM Ha ammapare Uil BCTPSIXMBAaHHSA B
TeueHune 6 4.

PactBopuTeNnh MOKEH Kak MOXHO MOJHEE
yaasate LHITX u [I91° u3 MOHOIUTHOTO MaTepHa-
7a, He paspymas ero. Okasanock, 4To IpHU IPO-
MBIBAaHUU BOJOH W aIlcTOHOM MOHOJHTHBIE 00-
paslbl pacTPEeCKUBAIOTCS, a TOIYOJ, OCH301 M
reKcaH HE IPOHHUKAIOT IOJHOCTHIO B OOpaser.
[Tocnie MPOMBIBaHUS B OCTaJIBHBIX PACTBOPUTEISIX
o0pasibl MOHOJUTOB OCTaBAJHCh LEIBHBIMH,
3¢ (HEeKTUBHOCTD yHaJCHHS OpPraHMYECKUX 100a-
BOK KOHTPOJIUPOBAJIACh METOJAMHU 3JIEKTPOHHON
CKaHupyomed  mukpockonuu  (puc.2) u
HK-crekrpockonuu (puc. 3).

Ha »1eKTpOHHO-MHKPOCKOIIMYECKOM — H30-
OpaxeHuH HeoTMbITOro obpasua (puc. 2a) otyer-
JMBO BHIHBI MAaKpPOBKJIIOYCHUS, MO-BHIMMOMY,
[I3I', KoTOpBIE WMCUYE3alOT TOCTE MPOMBIBKH 00-
pasia aueToOHUTPHIOM (puc. 20).

Kax Bumno u3 puc. 3, na UK-crekrpax 006-
pasIoB Mocje MPOMBIBKH BCEMH PAacTBOPHUTEINS-
MH, KpoMe JTHJIalleTaTa, YMEHBIIAETCS HWHTCH-
CHBHOCTB IIOJIOC TOTJIONICHHUS, OTHOCSIINXCS K
LIIX: npu 1456u 1351cm™?, a Taxke pasmsiTo-
ro muka mpu ~2873-2923m". Hamboree s¢-
(DEKTUBHOE CHWKCHHE HMHTCHCHBHOCTH IOJIOC
HITX wabmromanoch mociie MPOMBIBaHUS 00pas3-
IIOB MOHOJIMTOB aIleTOHUTPWJIOM, ATAaHOJIOM U
arieronoM (puc. 3).

[Tuku,  COOTBETCTBYIOIIME  KOJICOAHUSIM
rpym T1OT, mpu ~3429, 14561 1108cm™ 3amac-
KHPOBAaHBl IIMPOKUMH TOJIOCAMH HOTJIOIICHUS
apyrux coeaunenuit (puc. 3). [lepByro u3 momoc
OTHOCSAT K Pa3IMYHBIM H30JHPOBAHHBIM U CBS-
3aHHBIM BOZOPOIHBIMU CBsI3IMHU TpymmaM SiIOHu
monekynam Boxsl [1, 28]. Tluky npu 1456cm™
otBevaroT Kkojebanus C—C-rpymm, npuHamIexa-
e u LITX. B urtepeane sacror 1150-107@m™
aexar KoneOaHus anudaTHIecKuX W IHUKIIHYe-
ckux rpynn C-O0—C [1, 29].
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o

Puc. 2. DieKTpOHHO-MUKPOCKOIIMYECKOE H300paske-
HHE HEMPOMBITOr0 obpasia MoHomuta (a) u
MHKPOCKONUYECKOe H300pakeHue (yBemuye-
are X40) IPOMBITOTO B alleTOHUTpPHIIC 00pas-
1a MoHoJjuTa (6)

2

3

<

R
5

o © N

3200 2900 9

1500 1000

Puc. 3. UK-criekTppl  HENPOMBITOTO  MOHOJIUTHOTO
copbenta (1) u npomeiToro B Boje (2), 3TaHO-
ne (3), auneronurpunie (4), uzonenranone (5),
anierone (6), 6ensone (7), rexcane (8) u sTui-
arrerate (9).
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[TostroMy mupokas monoca mpu 1108cm™
OTBEYAET KaK aCUMMETPUYHBIM KOJICOAHHIM
Si—O-Si,tak u konebanusm C—O—C,npunamie-
kamuM [I9I. O cHmxenun coxaepxkanus [19T
MOYKHO CY/UTH TI0 YMEHBIICHUIO HHTCHCUBHOCTH
JAHHBIX TIOJIOC TIOCJE TPOMBIBAHUS MOHOJINTOB
BO BCEX pAaCTBOPHUTENSAX, KpOME OJTHIIAlleTrara
(puc. 3).

OnTuManbHBIM IS IPOMBIBAHUST MOHOJIHT-
HOTO cOpOEeHTa OKa3aJcs alleTOHUTPWII, XOTS U OH
HE TIO3BOJIMJI MOJHOCTBIO YIAUTh OPraHUYeCKHE
nmo0aBkM M3 MOHONHMTHOrO copOeHTta. OmHaKo,
00pa3ibl cOpOCHTOB, TPOMBITHIX B allETOHUTPH-
Jie, UM OZHOPOAHYIO CTPYKTYpY, @ Ha HX IIO-
BEPXHOCTH 3a()MKCHPOBAaHbI PAaBHOMEPHO pac-
Hpe/IeNICHHBIE MaKpOHOpPhl, HEOOXOIUMBIE IS
KaNWUIIPHOTO MOAHATHS MOJBIDKHOW (a3bl mpu
BOCXOJISIIIEM PEKUME XpoMarorpapupoBaHUs
(puc. 26). OxoHYATENBHO YISl MONYYCHHS MOHO-
JUTHBIX CJIOEB COpOEHTa M MPUTOTOBJIICHUS IUIa-
CTHH JUIsl TUTaHAPHOHM XpoMaTorpaduu peKOMeEeH-
JIOBAHO MTPOMBIBATh 00Pa3Ibl AllETOHUTPHIIOM.

H3zomepmovl copoyuu manaxumoeozo 3eine-
HO20 MoHoumamu Kpemuezema. JInsi OLECHKH
COpOIIMOHHBIX XapaKTePUCTHK MOHOJIHMTOB TIO
M3BECTHOI METOJMKE MOTYYeHBI H30TEPMbI COpO-
i M3 [30]. B kakmom ombiTe Macca copOeHTa
cocransuia 0,025r, konnenTpanuo M3 B BOA-
HOM pacTBOpe BapbupoBamn ot 2,5-10° 10
7,5-104 MOB/, 00BEM pacTBOpa  COCTABIISII
25,0m5. Bpewmst copbunu 24 4. 3nauenue pH 4,2
B HCCJEIYeMBIX pPacTBOpax MOIACPKHUBAIN YK-
CyCHO-aIleTaTHBIM Oy(epHbIM pacTBOpoM. Pas-
HOBECHYIO KOHIIeHTpanuio M3 B pacTBope mocie
copOLMH OTpeNeNsi CIEKTPOYOTOMETPUIECKH.

[Mony4uenHbie H30TEpMBI cOpOIU M3 Ha Mo-
HOJINTHOM COpOEHTE COOTBETCTBYIOT THIy | TO
knaccupukamm  IUPAC, uro xapaktepHo yis
copOeHTOB ¢ mpeolnagaHreM MHUKPOTIOPUCTON
CTPYKTYpbl (BHYTpEHHHWII AuMaMeTp IOp MeHee
2 um) [31]. MakcuMasibHasi €MKOCTh COPOEHTa 110
otHOMmEHMIO K M3 65112 3,410 Mo/t (11 mr/r).

Jns onmcaHus M30T€pPM COPOIMH HCIIONIB30-
Baym Mozenu Jlenrmiopa (1), ®peiinmnuxa (2),
Jlenrmropa-®peiinminxa (3) u Pennuxa-
IMerepcona (4) [33, 34]:

_ slclK,
1+K [’
a=KF |]:l/n,
s KLF |];|11/I’1
1+b|_|: |11ln,

(1)
)
®3)
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1+b, &7 -

IZie a —KOJIIM4ecTBO copOupoBanHoro M3 Ha eau-
HUILy Macchl COpOCHTa B COCTOSTHUM PaBHOBECHS,
MOJIB/T; S— MaKCHMallbHash €MKOCTh COpPOEHTa,
MOJIB/T; ¢ — paBHOBeCHasl KOHIEHTpais M3 B
pactBope, Monb/i; K. 1 Kg — KOHCTaHTBI H30TepM
Jlenrmiopa n @pelHIMXa COOTBETCTBEHHO; N —
KOHCTaHTa H30TepMbl DpeilHnxa, MOKa3bl-
BaloIass WHTCHCUBHOCTh copbOrmu; K g u b —
KOHCTaHTbl H30TepMbl JleHrmiopa-OpelHanuxa;
Kr W br— KOHCTaHTBI H30TepMbl Peminxa-
[lerepcona; f — koHcTaHTa M30TEepMbI Pemnnxa-
[lerepcona, 3HaueHWE KOTOPOH COOTBETCTBYET
mranasony 0< 8 <1 [32, 33].

B MoHoMmonexkynsipHoit Mozenu JleHrmiopa
MIPEJITIOIaraeTCsl, YTO aKTUBHBIE IIEHTPHI 00Jasa-
10T PaBHOM dHEPrueH u SHTaIbIHEH copouun [34].
B Monenu ®peiinnuxa yu4Te€HO, YTO MOBEPXHOCTH
copOeHTa HEOIHOPOIHA, H PAaCHpee/ICHUE aKTHB-
HBIX IIEHTPOB IO YHEPIHSAM COOTBETCTBYET IKCIIO-
HeHITHaIbHON 3aBucumoctu [34, 35]. DMmmpuye-
CKoe ypaBHeHHe u3oTepmbl Pemnmxa-lIlerepcona
CBOJUTCS K ypaBHEeHWIO DpeliHamixa mpu HU3KUX
KOHIIEHTpAIUAX copOaTa, a MpH BHICOKUX KOHIICH-
Tpalusx —K ypaBHenuro Jleurmiopa [33].

3HaueHUs KBaApPaTOB KOAPDHUIIMCHTOB KOP-
peNSIUA MEXy TpPECKa3aHHBIMH U JKCIIECPH-
MEHTAJIbHBIMH 3HAUYEHUSIMH KOJIWYeCTBa COpOH-
poBaHHoro M3 Ha enuHMIy Maccel copOeHTa
paeubl 0,93 fonens Jlenrmiopa), 0,94 (onmens
Opeitnmmxa), 0,95  (omens  Jlenrmiopa-
Opeitnmxa) wu 0,55 (Momens Pemnmmxa-
[Terepcona). Takum 00pa3oM, IKCIIEPUMEHTAIb-
Has u3oTepMa copOrmu M3 Ha TOyYEeHHBIX MO-
HOJIUTaX OCTATOYHO XOPOIIO OMHCHIBAETCS BCe-
MU PaCCMOTPEHHBIMH MOJIEISIMH, 33 UCKITFOUCHHU-
eM mozenu Peqnuxa-Tlerepcona.

Ilpumenenue nnacmun ¢ MOHOUMIHBIM
cnoem copbenma 071 pazdeneHus NUUEBbIX
Kpacumeneii. B Hamieli npensiaymieli paboTe mo
pa3feneHnIo THUIIEBBIX KpacUTeJIed MeEeTOAOM
HOpPMaJIbHO-()a30BOM TOHKOCJIOHHON XpoMaTorpa-
¢un OBl ONTHMHU3UPOBAH COCTAB IJIOCHTA, IO-
3BOJIUBIINN Pa3/IENUTh { KPACHTEIICH U UX TIpUME-
CH C WCIIONB30BaHHEM KOMMEPUYECKHX IUIACTHH C
cwmkareneM [36]. OnHako MoaBIWKHYIO a3y or-
TUMH3UPOBAHHOTO COCTaBa OKa3aJOCh HEBO3MOXK-
HBIM HUCIIONIF30BATh IS pa3fefieHns Ha MOHOJUT-
HBIX TUIACTUHAX: (QPOHT MOABIKHOU (ha3bl HE Tie-
peMeIalIcs 1Mo TUIACTUHE, YTO CBUETEIBCTBYET O
crierduKe XpoMaTorpapuIecKux paseIeHui Ha

(4)
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MOHOJIUTHBIX copOeHTax. [loaTomy s pasnene-
HUS TTUIICBBIX KpacuTelied Ha IUIACTUHKAX C MO-
HOJIUTHBIM CJIOEM COPOCHTa MbI HCIIONB30BAIN
MO/IBIKHYIO (ha3y TOJTYOJI:METaHOJI C OOBEMHBIM
otHomenreM 80:20, ycnenrHo NpuMEHEHHYIO pa-
Hee JUIsl pa3lielieHus] CMECH CHHTETHUYECKHX Kpa-
cuteneil OPOMKPE30JIOBOTO 3EJICHOTO, MallaXHTo-
BOT'O 3€JICHOTO M METUJIOBOTO KPAacCHOTO Ha aHaJo-
TMYHBIX [UIACTHHAX ¢ MOHOJMTHEIM citoeM [13].

Ha niacTuHy ¢ MOHOJIUTHBIM CIIOeM COpOeH-
Ta MUKpommpuueM HaHocwin 0,2MKI 3TaHOJb-
HOTO pacTBOpPa, COJCPIKAIIETO0 CMECh MHUIIECBBIX
Kpacureneii — KypkymuHa (1r/m), spuTpo3mHa
(1r/n) n GpwammantoBoro 3enenoro (lr/m), u
AITIOMPOBAIIU B BOCXOIAIIEM PEKHME TTOABHIKHON
(hazoii, mpuBeaeHHOM BBIMEe. CMech KpacHuTeei
YCIENTHO pa3aenwin 3a 15MuH npu amuHe mpo-
Oera ¢ponTa pactBopureneii 2,0cM. PesynbraTsl
XpoMaTorpauyeckoro pasieieHHs MHUIIECBBIX
KpacHTeliel IpuBe/ICHbI B Ta0IHIIE.

Tabauna. Pesynbrartel xpomarorpauueckoro pasje-
JIEHHUsl KpacuTesed KypKyMMHA, SPUTPO3U-
Ha W OpWUIMAaHTOBOTO 3€JICHOr0 Ha Iula-
CTHHKaX ¢ MOHOJIUTHBIM CJIOEM copOeHTa

Kpacurein dakTop yaep:kuBaHus, Ry

KYPKYMUH 0,67

SPHUTPO3UH 0,33
OpWILITHAHTOBBIH 0,08

3eJICHBIH

BBIBO/IbI

B pabore chopmynupoBaHbl peKOMEHAALNH
M0 TIOJYYCHHIO TUIACTHH JJIS TUTAaHApHOW Xpoma-
Torpaduivi ¢ MOHOJIUTHBIM CIIOEM COpOCHTA B U3Y-
YeHbl COPOLMOHHBIE W XpoMmaTorpaduyeckue
CBOICTBA MOHOJUTOB KpeMHe3ema. llomoOpan-
HbI€ YCJIOBHS MOATOTOBKU CTEKIISTHHOM ITOJUIOXK-
KH TO3BOJIMIIN TOOUTHCS MPOYHOTO 3aKPEIUICHUS
MOHOJIUTHOTO CJIOSl M CO311aTh IJIACTHUHBI IS
TOHKOCJIOWHOU XpomaTtorpadun. PazpaboTanHas
KOHCTPYKIHS 17151 HAHECEHUs peaKLIMOHHOM cMe-
CH Ha MOATOTOBJICHHYIO CTEKIISIHHYIO TTOAJIOXKKY,
a TaKXXe CYIIKH MOHOJWUTHOTO CJOS TO3BOJISET
peryiaupoBaTh TONIIWHY CIIOSi COpOEHTa M CKO-
pPOCTh HCTAapeHHs PACTBOPUTENS U3 PEAKIHOH-
HOM  cMecu. Ha  ocHOBaHMM  JTaHHBIX
HK-crieKTpoCKONUU W 3JEKTPOHHON CKaHUPYIO-
el MEUKPOCKOIHMH YCTaHOBJICHO, YTO MOHOIUT-
HBIE CIIOM COpPOEHTOB OO0JIAAAlOT HAWIYYLINMU
XapaKTepUCTUKaMH, KOTJa MaKCHMalbHas TeM-
nepaTtypa ux BelcymuBanus coctapisier 90-95C,
a PacTBOPHTEJIEM JJISl BBIMBIBAaHUSI OPraHMYECKUX
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N00aBOK  SIBISIETCA — alleTOHWUTpwi. M3orepma
COpOIMH MaJlaXMTOBOT'O 3€JICHOTO Ha MOHOJUT-
HBIX COpOEHTaX OTHOCUTCS K THIy I, 94TO cBUE-
TEIBCTBYET O TNpeoldIalaHuu HaHOPa3MEPHBIX
TOp, ¥ XOPOIIIO OMKCKHIBACTCS YpaBHEHUsAMU JIeH-
rMiopa, Opeitnanuxa n Jlearmropa-OperiHanuxa.
[MonyyeHHbIe MIACTUHKA C MOHOJMTHBIM CIIOEM
KpeMHe3eMa O0ECIeUIId JKCIPECcC-Pa3ieicHIe
CMeCH TIHIIEBBIX Kpacureledl (KypKyMuHA, 3PHUT-
poO3HHA M OPHIIMAHTOBOTO 3€]IEHOT0) C TIOIBHK-
HO¥ (ha30i, COCTOSAIICH U3 TOTYOJIa U METAHOJIA.
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30/1b-TeJIb CHHTE3 MOHOJIITHUX HIAPIB I X 32CTOCYBAHHA B TOHKOIIAPOBiil Xxpomarorpadii

A.M. ®pogosa, O.10. Konosaaosa, O.I1. boituenko, JI.II. Jlorinosa

Xapxiscokuii Hayionanvrull yHisepcumem imeni B.H. Kapa3zina
ni. Ceoboou 4, Xaprie 61077, Vrpaina, |oginova@univer .kharkov.ua

Haoano pexomenoayii w000 00epaicarts mOHKUX MOHOJIMHUX Wapié copbenma Ha ocHosi kpemuesemy. ITioiopano
PedCUM BUCYULYBAHHSI MOHOTIMHUX COPOEHMIE | POZUUHHUK OISl GUMUBANHSL Op2aHiuHuX 006a6oK. Pospobieno koncmpyxk-
Yito OJisl HAHEeCEeHHsl PeaKyitiHol CyMiul Ha CKISAHY NIOKIAOKY I CYWiHHS MOHONIMHO20 Wapy, Wo 00360J5€ pecyiiosamu
MOGUWUHY Wapy copbenma i WeUOKICmb BUNApo8yeanHts po3uuHHUKA. Bcmanoesneno, wjo isomepma copoyii manaximoeozo
3€/1eH020 Ha MOHONIMHUX copbenmax Hanexcums 00 muny I, wo ceiouums npo nepesasxicanna Hanoposmiprux nop. Ode-
PIICAHI NAACMUHKY 3 MOHOIIMHUM WAPOM KPEeMHe3eMy 3a0e3neuuniu ekcnpec-po30ileHHs cymiui xapuosux 6apsHuxis (ky-
DKYMIHY, epUmMpPO3UHY i OilaManmogo2o 3e1eH020) 3 PYXOMOIO (azor0, Wo CKIA0AEMbCs 3 MOJYOIY MA MEMAHOTY.

Sol-Gel Synthesis of Monolithic Layersand their Application to Thin-Layer Chromatography
AM. Frolova, O.Yu. Konovalova, A.P. Boichenko, L.P. Loginova

Karazin Kharkov National University
4 Svoboda Square, Kharkov 61077, Ukraine, loginova@univer.kharkov.ua

Recommendations for synthesis of thin monoalithic layers of slica based sorbents are given. The drying conditions of
monolithic sorbents and solvent for removing organic additives are selected. A congtruction for coating the reaction mixture
onto a glass carrier and drying a monolithic layer is developed which allows adjusting of sorbent layer thickness and solvent
evaporation rate. It was found that sorption isotherm of malachite green on the monolithic sorbent relatesto type | confirming
predomination of nanosized pore in sorbent. The obtained plates with monoalithic layer of silica provide fast separation of food
dyes(curcuming, erythrosine, and brilliant green) mixturewith use of mobile phase consisting of toluene and methanal.
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