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CHUHTE3 METAKPUJIATHBIX COPBEHTOB
B KBAPLHEBbLIX KAIIW/IJIAPAX ®OTOUMHULINHUPOBAHUEM
PEAKIIMOHHOM CMECH

DOTOMHUIIMAPOBAHUEM PEaKIIMOHHOW CMECH OBLTH CHHTE3UPOBAHEI IMOMMMETAKPHIIATHEIC MTOMUMEPHBIE COPOCHTHI,
MPUBUTHIE K BHYTPEHHEH CTEHKE KBaplEBOro Kamwuisipa. M3yueHo BiIMsHHE KOHIIEHTPALMM CMECH MOHOMEPOB B
PEaKIMOHHON CMECH Ha (PM3MYECKUE CBOMCTBA MOIUMEPU3YyEMOro cOpOCHTa B KBapIeBOM Kamwiuripe. OnpeaencHbl
VIPABJISIONIUE TapaMETPBhI JJIs CHHTE3a KaMJUIAPHBIX KOJIOHOK C 3aIaHHBIMHU (PH3HMYCCKUMH CBOWCTBAMH COPOCHTA.
IpemioskeHbl COCTaBbI PEAKIIMOHHBIX CMECEH I CHHTE3a MOJIBIX U MOHOJIMTHBIX KaMMWUIAPHBIX KOJOHOK. OOCYXK-
JIAl0TCsl 0COOCHHOCTH BIIMSHUS YCJIOBUI mpoliecca (poTornosmMepru3aiy U COCTaBa PeakiiMOHHBIX CMeceil MOHOMe-
POB Ha (U3NUECKUE CBOHCTBA METAKPUIIATHOTO COPOEHTA U €r0 BOCIPOU3BOJUMOCTD IIPH CHHTE3€E B MTOJIBIX H MOHO-

JIMTHBIX KaITWJUIAPHBIX KOJIOHKAX.

K. cn.: copbeHT, KBapIieBble KalWUIIPHbIE KOJIOHKH, (POTOMOIMMEpU3anys, KOH(pOKaIbHas J1a3epHast

CKaHUpYHOIasi MUKPOCKONHS

BBEJIEHUE

Usrorosnenue y3ko(QpakIMOHUPOBAHHBIX MHUKPO-
COpOEHTOB M HAOMBKA MMM KalTWUBIPHBIX KOJIOHOK
Uil KanmwusipHoH  anektpoxpomarorpaduu  (K3X)
SIBISIETCSL TOPOTOCTOSIIIUM U TPYJAOEMKHM IPOIECCOM
[1]. bonpmme nepcnektuBbl B KOX OoTKphIBaroTcs B
BO3MOXXHOCTH HCIIOJIb30BAHUU JUISL HENOJBIKHBIX
CTAIMOHAPHBIX (a3 pa3HOOOpa3HBIX CHHTETHYCCKHUX
MOJIMMEPOB Ha OCHOBE CTHpOJa, aKpuilaMuaa, MeTa-
Kpuiara u T. [I.

B Hacrosiiee BpeMsi 1o MOJIMMEPHOMN CTalloHap-
HOM (ha3ol MOHUMAIOT OJHOPOIHYIO IOPUCTYIO
CTPYKTYpY, NOJYYCHHYIO IOJMMEpHU3aIend in situ
BHYTPU KBapIEBOrO KalWUIIpa MpU HEOOXOIUMOCTU
C 3a/JIaHHOW XMMHYECKOW (YyHKIMOHATH3AIMEeH o-
BEPXHOCTH JIJISl JOCTHXKCHUS HYKHBIX 3JICKTPOIIOBEPX-
HOCTHBIX W/HIIN XpoMarorpadudaeckux cBOHCTB [2]. W3-
MEHSIS1 KOHIIEHTPAIMIO U COCTaB PEaKLIMOHHON CMECH, a
TaKKE YCIOBUS JUISl PaJUKaAIbLHOW MOJMMEPU3ALINH,
MOYKHO CHHTE3UPOBATh IOJIbIE MM MOHOJIMTHBIC KAITHJI-
JSIPHBIE KOJIOHKH C Pa3iMYHBIMH 3JIEKTPOMHIPALHOH-
HBIMH ¥ Xpomatorpaduiyeckumu cBorictBamu. OCHOB-
HBIE JOCTOMHCTBA MOJMMEPHBIX CTAlMOHAPHBIX (a3 3a-
KITIOYAIOTCS B MPOCTOTE U 3PPEKTHBHOCTH TEXHOJIOTHH
WX W3TOTOBJICHHS — TPOIECC PAIUKAIBHON MOJIHMMEpPH-
3alMd TOPUCTON MaTpULlbl IPOUCXOAUT N Situ BHYTpU
Kalusipa, TJe COpOCHT XUMHYECKH NPUBHBACTCS K
CTEHKaM KBapIieBoro Kamwuisipa [1].

PamukanpHas monauMepusanusi CMECH MOHOMEPOB
Uit (hOPMUPOBAHUS HEMOIBUKHON (Da3bl MOXKET UHH-
IUUPOBATHCS YETHIPHMsSI CITOCOOAMHU: TaMMa-H3JIyde-
HUEM (B KBapLEBBIX KAMILIAPAX HE CUHTE3UPOBAIICS)
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[3], xumuueckuM [4], NOBBILLIEHUEM TEMIEPATyphl [5]
u yabTpaduonetoBbiM (YD) obnyueruem [6]. Kaxmpiii
W3 JIAHHBIX METOJIOB PaJHMKaJIbHON TMONIMMEpU3aIH
MMEET CBOU NMPENMYILECTBa, KOTOPbIE U3BECTHHI [7].

Hecmotpss Ha Bce mpemmyIiecTBa MOIUMEPHBIX
copOEHTOB B HACTOSIIECE BPEMS CEPHITHO BBITYCKAIOT-
Csl JINIITb HECKOJBKO BUOB IOJIBIX KaIMMJUIIPHBIX KO-
nmoHok g KOX 1 MOHOTUTHBIX KOJOHOK JJISl BBICO-
K03 PEeKTUBHON JKUAKOCTHON HaHoXpomarorpaduu.
B cBsi3u ¢ 3THM TIpeACTaBIsSET HHTEPEC YCTAHOBJICHUE
0coOEHHOCTEH CHHTE3a TOJMMEPHOIO cOopOeHTa mpu
MIPUMEHEHUHU MeToa (POTOMHHUIIMAPOBAHUS IS PaH-
KaJbHOM MOJMMEpU3alUUd PEAaKUMOHHOW cMmecu. s
M3y4YeHUs ObUTH BHIOpaHBI METaKPHIIATHBIE COPOSHTHI,
MMOCKOJIbKY KPOME aKPHJIAMHIHBIX U TOJHCTHUPOIIb-
HBIX TOJMMEPHBIX COPOCHTOB OHM ABISAIOTCSA HanOO-
Jiee MUPOKO HM3YYCHHBIMH CTAIlMOHAPHBIMH (pazamu
a1 KX u BOXX [2, 7, 8].

SKCHHEPUMEHTAJIBHAA YACTb

IIpu6ops! 1 peakTHBBI

B 3kcrnepuMeHTax HCIOJIL30BAINCH CICIYIOIINC
PEaKTUBBI U MATEPHAITBI.

Jlevonu3oBaHHass JUCTWLIMPOBAHHAS BOJA, YK-
cycHas kucnora (Peaxum, CIIO., Poccus), aneronur-
pWI, JEKAHOJ, IMKJIOT€KCAHOJ, W30MIPOMAaHON, MeTa-
ot (Labscan limited, Dublin, Ireland), a306mcu300y-
TUPOHUTPUJ, TIMIEAUIMETAKPUIAT, METHIMETAKPHU-
JIaT, ASTHICHTJIUKOJIbIMMETAKPUIIAT, METaKPHIOKCH-
npormuirpuMmerokcucuinana (MOIITMC)  (Aldrich,
Milwaukee, WI, USA).
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CHHTE3 TONMMEPOB OCYIIECTBISIICS B KBAPIEBBIX
Kanwuipax ¢ BHEIIHUM Ipo3pauHbiM Y D-nonu-
HMUIHBIM  TOKpbITHEM. BHemHuit auamerp
360 pm, BHyTtpenHuii — 75, 100 pm (Polymicro
Technologies, LLC).

CeueHnst M3TOTOBIICHHBIX KOJIOHOK HCCIIEIOBAIUCH
Ha KOH(OKAJIbHOM Ja3epHOM CKaHUPYIOIEM MHKpO-
ckone (KJICM) Leica TCS SL (Leica Microsystems
GmbH, Germany). 3mepeHus pOBOAUINCH HA JJTH-
HE BOJHBI 488 HM B OTPaKCHHOM CBETE C OOBEKTHBOM
Leica 10x PDL.

Jna doronmonmMepu3aniy IpUMEHSIach PTyTHAs
namna Beicokoro nasieHus [IPK-250 ¢ ycrpoiictBoM
KOPPEKTUPYIOUINX CBETO(UIBTPOB.

OO0pe3ka KanmuuIsipoB MPOBOIUIIACE C HCIIONIB30Ba-
HUeM cucteMbl Supelco 21386-U.

3aronHeHNe peakIMOHHBIMHA CMECSIMHU KaMUIIPOB
Y MPOMBIBKA KAIMUIIPHBIX KOJOHOK OCYIIECTBIISIIACH
KUJKOCTHBIM Xpomarorpadom Jasco ¢ HacocoM s
noaBMkHOMU (a3sl Jasco 880-PU.

PacTBOpBI 1 peakIMOHHBIE CMECH JI€Ta3upOBAINCH
B yJIbTpa3ByKoBoii BaHHe Candup.

Puc. 2. Cxema 2 — peakuus
MOJIUMEPU3aALUHU

e

INPUT'OTOBJIEHME ITOJIBIX U MOHOJIMTHBIX
KAIMMJUISIPHBIX KOJIOHOK
I KAITMJUVIAPHOU
IJIEKTPOXPOMATOI'PA®UHN METOJOM
OOTONIOJIMMEPU3AIINNA

Cunanu3anus Kanuwuispa

Jns obOecneyeHUs MaKCHMAIbHOTO KOJWYECTBA
TUAPOKCUIBHBIX TPYII Ha KBapIEBOM MOBEPXHOCTHU
KammuIsipa MPOBOIMIN peakIuio ruaponmsa. Kamm-
JSp TOCIENOBAaTeNIbHO TpombiBain 1M pacTBopoM
NaOH B 30 % uzonponanone 30 mun; 1M pacTBOpOoM
NaOH B teuenue 30 MUH; IUCTUUTMPOBAHHON BOJOM
15 mun; 1M pactBopom HCl 20 mum; mucTammpo-
BaHHOI Bogou 15 muH.

Budyukuuonaauzanus

Ilo 3aBepumieHUM CTaguM CHJIAHU3AUUM K CHIA-
HOJIBHBIM T'pyIIaM KBaplia Ha BHyTpEHHEH MOBEPXHO-
CTH Kallwisipa NPUCOEIUHIINCH (Yepe3 CHUIOKCaHO-
BYIO CBSI3b) CIIOCOOHBIE K PaJUKaIbHON MONIMMepHU3a-
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UM MeTakpuibHble rpymmsl (puc. 1). [ns storo mo-
CJIEI0BATEIbHO "MPOMBIBANN" KaMWIISAP CIeAYIOIIN-
MU pacTBopamu peareHtoB: 1 wac — 1 % BomgHBIN
pacTBop ykcycHoi kucnotsl; 1 wac — 1 % (1o oObe-
My) pactBop MOIIC B 1 % BomHOM pacTBOpE yKCyC-
HOM KUCJIOTHI. Jlajee 3akenBaIu KOHLbI Kamuusipa 1
OCTaBsUIM Ha 24 dYaca B pacTBOpe; Ha CIEIYIONIUI
JeHb NPOBOAMIM MPOMBIBKY Kamwwiipa 50 % (o
00beMy) BOIHBIM PAacTBOPOM alleTOHUTpWIIA B Teue-
HUE 5 MUH, JUCTUUIMPOBAHHON BOAON 5 MUH.

CuHre3 copOeHTa MOJIUMeTAKPUJIATA in situ

Peakuusi mnonuMepuszanMd peakMOHHOW CMecH
(puc. 2) npoBoauiack B pa3HbIX COOTHOLIEHHAX CMe-
CH METaKpWIATHBIX MOHOMEpPOB M TOPOT€HHBIX pac-
TBOpHUTENEH ¢ M3MEHEHHEM BpeMeHU Y D-00myueHus
IIPU TIOCTOSIHHBIX TeMIIepaType M PacCTOSHUU OT HC-
TOYHUKA OONMy4YeHHsS [0 KamWUIAPHON KOJOHKH.
BapoupoBanue Bpemenu Y D-00mydueHuss He0OX0AUMO
JUTSL ONIPEJIEIIEHUS] ONITUMATBHBIX YCIOBUHM U (u3nde-
CKMX TMapaMeTpoB IOJIMMEPHU3ALMH PEaKIHOHHOM
cMmecH. VMI3MeHsIsi COOTHOIIEHNSI MOHOMEPOB M PacTBO-
puTenell B PEaKkIMOHHOW CMECH, MOXHO H3MEHSTh
TOJIIIMHY W TOPUCTOCTHh KANMWJUIAPHOW KOJIOHKH, OTI-
TUMU3UPYS TEM CaMbIM €€ IIPOHHUIIAEMOCTb.

PeakunonHast cMech MMena COCTaB: TIHUIUIUIME-
takpunar (GMA), metunmerakpmiat (MA), »THIIeH-
[JIMKOJIbIUMETaKpUIaT (EGDMA), a30-0uc-
m3o0yTupouTpui (AIBN), AekaHOI, ITUKIOTEKCAHOI
(). Honst manmmaropa AIBN ans Bcex peakiuoH-
HBIX cMmeceit coctaBisiia 1 %. CocTaBbl peaKIIMOHHBIX
cMeceii TIpuBeIeHbI B Ta0OIHIIe.

MertakpunaTHble COPOSHTHI OBUTM MPHUTOTOBJICHBI
in situ C TIOMOIIBIO PaTUKAIBLHON (OTOMHUIIUHPYE-
MOW TonuMepu3alyi. Kanuspel 3a01HsIA CBEXe-
MIPUTOTOBJICHHBIMH JI€Ta3MPOBAHHBIMH PEAKIIMOHHBI-
MU cMecsMH (cM. Tabnuiy). 3anojHEeHHE KBapLEBBIX
KalmAUIAPOB, a TaK)Ke yIaJIeHne OCTaTKOB MOHOMEPOB
ocje MOJMMEPHU3aLUU MPOU3BOANIOCH IPU MOMOIIH

I/Iccnez[yeMLIe PCAKIMOHHBIC CMECHU
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Hacoca BOXX Jasco. ®doToununuupyemasi nojimme-
pu3alus peaklMOHHON CMECH MOHOMEPOB OCYIIECTB-
nsmack myTem Y ®-00paboTKH 3alOTHEHHBIX Karnil-
JSPOB B CIELMAIBHO CO3JaHHOM TEXHOJIOIMYECKOU
YCTaHOBKE Ha OCHOBE PTYTHOM JIaMIIbl BBICOKOT'O J1aB-
nenust JIPK-250 ¢ KOppeKTHpYIOUIMM CBETO(UIBT-
POM (1St BBIICIICHUSI YIBTPAQHOJIETOBOTO JAUAa30Ha
250-320 um). Bpemst Y @-00myueHust BappbUpOBaioch
or 20 mo 50 mwmu. [lo WCTeUYeHWH yCTaHOBIEHHOTO
BPEMEHH HOJIMMEPU3ALNHM KalWUISIPHBIE KOJOHKH
MIPOYBAJIM a30TOM JUId YAaJE€HUs] CMECH TTOPOT€HHBIX
pacTBOpUTENel, NPOMBIBAIM METAaHOIOM U 3aTeM
OKOHYATEJbHO BBICYUIMBAJIM MOTOKOM a30Ta B Tede-
Hue vaca. [locie yero kammmissp oOpes3aics mpH mo-
MOIIIM CTeNUaIbHON 00pe3Hoi MamuHKH Supelco, u
[OJIyY€HHOE TIONEpPEeYHOE CEUEHHE cpe3a Kalluuisp-
HOW KOJIOHKH M3Y4aJOCh C IIOMOIIBIO JIA3EPHOr'O CKa-
Hupytouiero Mukpockomna TCS-SL: u3zmepsiiace Tou-
LIMHA [TOJMMEPU3UPOBAHHOIO CJIOSI, OLIEHUBAJIACh I10-
PHUCTOCTb.

PE3YJBTATBI U OBCYKIEHUE

3amaga TAaHHOTO HMCCIENOBAaHUS COCTOsJIa B yCTa-
HOBJICHUHM KOPPEISLUNA MEXIy COCTaBOM PEaKIMOH-
HBIX cMmeceid, mapamerpamu Y @-00ydeHns u KOHed-
HOM CTPYKTYpO# METaKpHIIATHOT'O COPOCHTA.

Omnpenesienue Bpemenu Y ®-00.1y4enus,
He00X0AMMOro VISl CHHTE3a MEeTAKPUJIATHOI 0
copOeHTa

Hnsa ompenenenust BpemeHnu Y D-o0iydeHus, He-
00X0IMMOT0 Ul CHHTE3a METAaKpHUJIaTHOTO COpOCHTa,
HCIIONIB30BAIM COCTaB PEaKIMOHHON cMmecu 7 (CM.
TabJMIy), ONMCAHHBIN B TUTEpaType U anpoOUpOBaH-
HBIA TIPU CHHTE3€ MOHOJIHMTHBIX METAKPUIIATHBIX COp-
OCHTOB TEPMUYECKHM HHHULIUUPOBAHUEM pPaJHKaIb-
HOM MMoJIMMEpU3alY PEaKIIMOHHON CMECH.

CocraB cmecu moHomepoB (CM) Cocras cmecu pactBopureneit (CP) CootHoreHue
Ne | GMA, % MA, % EGDMA, Hexanoi, ar, % AIBN, % CM/CP
% %

1 0.5 0.5 1 33 65 1 2/98

2 1.25 1.25 2.5 32 63 1 5/95

3 2.5 2.5 5 30 60 1 10/90
4 3.75 3.75 7.5 28 57 1 15/85
5 5 5 10 27 53 1 20/ 80
6 7.5 7.5 15 23 47 1 30/70
7 10 10 20 20 40 1 40/ 60
8 12.5 12.5 25 17 32 1 50/50
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Puc. 3. N3o0pakenne cpesa kammuiipa, nomydenHoe Ha KJICM Leica TCS SL (otpaken-

HBII cBeT, pasmep kazapa 100x100 Mxm).

a— CI/IHTC?)I/IpOBaHHLIﬁ MOHOJIMTHBII COp6eHT; 60— He3aBepIHeHHLIﬁ CHHTC3 MOHOJIMTHOI'O

copbeHTa

Puc. 4. N3o6paxenue cpesa kamwusipa, nonydeHHoe Ha KJICM Leica TCS SL (oTpaskeHHBIH CBET, pas-
Mmep kazapa 100x100 MkM): a — peakiMoHHast cMech 1; 0 — peakiMoHHas cMech 2

CunaHu3rpoBaHHbIE KBaplEBble KAMUIIPHI C BHYT-
peHEEM apaMeTpoM 75 n 100 MKM 3aImoNHsUTNCh peakx-
LIMOHHOM cMechblo 7 W moaBepraiuch Y D-00mydeHmto
Ha paccrosanu 50 cM npu Temmeparype 22 °C npoaod-
KUTENBHOCTBIO 20—50 MUH ¢ MHTEPBAJIOM 5 MUH.

Hnst oOpa3oBaHUsl MOHOJUTHOrO cOpOeHTa B Ka-
NWUISIpe MUHUMalIbHOE Bpemst Y D-00mydeHus cocra-
BHJIO JUIst AuameTpa 75 MkM — 25 mMuH u 100 MkM —
30 muH (cM. puc. 3).

H3yyenne BIUSITHHUSA COCTABA PEAKIUMOHHOM cMecH
Ha cBolicTBa cop0eHTa

JJisi OLIEHKHW BIMSHUS COCTaBa PEAKIMOHHON CMe-
CH Ha CTPYKTypy OOpasylomierocs copOeHTa ocyIe-

CTBJISUIOCH U3MEHEHHE COOTHOLLIEHUSI CMECH MOHOME-
poB k cMmecu pactBopureneir (CM/CP) nmytem yBenu-
YEeHUs] KOHIIEHTpauuu MOHOMEpoB oT 2 10 50 %. Oto
MIO3BOJIMJIO OTCIEIUTh AUHAMHUKY (hOPMHUPOBAHHS COP-
OEHTa U MONY4YUTh KWHETUYECKHUE 3aBUCHMOCTH, OIH-
CBIBAIOIINE MPOIECC CHHTE3a. AHAIM3 H300paKEeHUIA,
MOJYYEHHBIX C IOMOILBI0 KOH(OKAIBHOIO JIa3€pHOTO
MHKPOCKOIIA, TI0Ka3aJl, YTO MPHU YBEIMYCHUH KOHLCH-
TpalMu MOHOMEPOB B PEAKLMOHHOW CMECH IPOUCXO-
T COOTBETCTBYIOIEE YBEIMUeHHE 00BheMa copOeHTa
B Karmyusipe. Ha puc. 4, 5 npeacraBneHsl n3o0paxe-
HUSI CPE30B KaUIAPHBIX KOJIOHOK, CHHTE3UPOBAaHHBIX
13 peaKknOHHBIX cMecelt 1-8. Jloms cmecn MOHOMEPOB
or 2 1o 5 % (puc. 4) oGecrieunBaeT paBHOMEPHOE
IOKPBITHE BHYTPEHHEH IOBEPXHOCTH KalWuLipa.
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Puc. 5. N3o0paxenne cpe3a kammwnripa, nmomyderroe Ha KJICM Leica TCS SL mpu pa3HbIX cocTaBax
cMecH MOHOMEPOB (OTpa)KeHHBIH CBET, pa3mep kaapa 100x100 Mxm).

a — pEeaKLUMOHHAsl CMeCh 3; O — peakIMOHHAas cMech 4; B — PEaKIMOHHAs CMECh 5; I — peaKIMOHHAs
cMech 6; I — peakLMOHHas CMech 7; € — peaKkLHOHHas CMeCh 8

HAVYYHOE ITPUBOPOCTPOEHMUE, 2010, Tom 20, Ne 1
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KoHnnentpamuss MOHOMEpPOB B PEaKLMOHHON cMmecH
BeMMUMHON 2 % SBISETCS NOCTATOYHOW ISl TIOITHOU
3aMeHbl HEOAHOPOIHBIX U TPYAHO HOHU3UPYEMBIX CH-
JIAHOJBHBIX TPYNI HAa BHYTPEHHEHW MOBEPXHOCTH Ka-
MUUISApa Ha JIETKO (PYHKIIMOHAIU3UPYEMbIC METaKPH-
JIATHBIC TPYIIIIBL.

JlanbHeliiee yBenMYEHUE COJACPIKAHUS MOHOMeE-
POB B MOJUMEPU3ALMOHHON CMECH NMPHUBOJIUT K yBe-
JUYEHUIO TOJIIWHBI CJIOS MOHOJHMTHOTO COpOeHTa
(puc. 5). 3MeHeHHEM COOTHOIICHHSI KOHIEHTpaIHi
MOHOMEpPOB M TIOPOTCHHBIX pactBoputeneii CM/CP
CTaHOBHTCSI BO3MOXKHBIM PETYJIUPOBAHUE CBONCTB I10-
JBIX KanwupipHBIX KoioHOK (Porous Layer Open-
Tubular (PLOT) Columns), misi KOTOPBIX OJHUM H3
BKHEHIINX IapaMeTPOB SBJIICTCS BHYTPEHHUN IHa-
METp, U3MEHEHHE KOTOPOTO B JIAHHOM CIIy4ae MOXKET
JIETKO OCYIIECTBISITHCS MyTEM NMPUBHBKH K CTEHKaM
KaImJuIApa MOPUCTHIX CIIOEB Pa3IMYHON TOIIIHUHBL

Ha puc. 5, a, npeacraBneHo u3o0paxxeHue cpesa
MOHOJIMTHON KaNWUIAPHOW KOJIOHKH, CUHTE3UpPOBaH-
HOW (oTononuMepusane U3 peakHMOHHON cMecH,
conepxamei 40 % moHOMepoB U 60 % MOPOTCHHBIX
pactBoputeneil. JlaHHas MPOIOPIUS  TTOJHOCTHIO
oOecrieunBaeT 3alOJHEHUE KaMJUIsipa METaKpuiaT-
HBIM MOHOJIUTHBIM COPOEHTOM.

VBenanueHnue KOHLEHTPAallMd MOHOMEPOB B CMECHU
10 50 % TMPUBOIUT K YMEHBIICHHIO IOPUCTOCTH COP-
OeHra (puc. 5, €); 3TO CBSI3aHO C U30BITOYHBIM KOJIH-
YeCTBOM MHKPOIIIOOYJI MEeTaKpHiara, o0pa3yonmuxcst
Ha HAYaJbHOW CTaJMM MOJIMMEPU3ALNHU, M TIPOIECC
Koarynauuu (00pa3oBaHUs U POCTa-yBEIMUYEHHS TJI0-
OyJ1 MeTakpmiiaTa) 3aMemaeTcs MmporeccoM (IIOKyIIs-
UM — CIUIIaHUEM 100y METaKpHuiiaTa.

[ToprcToCcTh CHHTE3MPOBAHHBIX KOJOHOK COOTBET-
CTBYET JIUTEPATYPHBIM JIAHHBIM 110 CHHTE3y METaKpH-
JIATHBIX COPOEHTOB METOAOM TEPMOMOIMMEPH3AIIH,
KOTOPBIN YaIlle BCErO MCHOJIb3YeTCs ISl CHHTE3a MO-
HoiuTHBIX U PLOT-konoHOK [6].

[Ipy cpaBHEHWH METOIIOB CHHTE32 MOHOJHMTHBIX
COpOCHTOB ()OTO- U TSPMOMHHMIIMMPOBAHUEM PEAKIIH-
OHHOI CMECH MOXHO CHI€NaTh BBIBOA, YTO (DOTOMHH-
LUUPOBAHUE MTO3BOJISIET COKPATUTH BPEMS IOJIMMEPH-
3ammu ¢ 19 gacos 10 30 MuH.

[Ipu cuHTE3€ MONBIX KANWUISIPHBIX KOJOHOK BO3-
MOJKHO COKpallleHHe BpeMeHH cuHTe3a ¢ 3—4 4acoB 10
1520 MuH, OHaKO BOCIPOU3BOAUMOCTb PaBHOMEp-
HOM TOJIIIMHBI COPOCHTA Ha BCEH JTMHE KAMUIIPHOU
KOJIOHKA YMEHBIIAeTCd C YBEJIWYCHHEM TONIUHBI
CJI0s1 COpOeHTa W/UITU AJUHBI KOJOHKHU. Tak, mpu KoH-
nenTpanuu CM 1o 5 % (peakunonHas cmech 1 u 2 B
TaOIUIE) BOCIPOU3BOJUMOCTh PaBHOMEPHOCTH TOJI-
IIMHBI copOenTa cocrasisier okosno 50 % mpu qmmHe
KanwusipHOW KoJOHKM 30 cM, a Opu yBEIMYEHUU
JUIMHBl CHHTE3UPYEMON KalWUIIPHOW KOJIOHKH J0
50 cM BOCIIPOU3BOJIUMOCTh PABHOMEPHOCTH TOJIIIUHBI
copOeHTra ymensIaercs g0 20-25 %.

IIpuMeHeHne peakIMOHHBIX CMECEl ¢ KOHIIEHTpa-
nueit CM 10 u 15 % obecrieunBaeT NpuBHUBKY paBHO-
MEPHOTO CJIOSl B KOJIOHKaX IIHMHOM 10 30 cM, KOTOpBIe
Bocupomn3Boaarcs B 20 % oOT o01iero yncia CHHTE3H-
pOBaHHBIX KOJIOHOK. Kpome Toro, mpuMeHeHHe peak-
[IMOHHBIX CMECEH ¢ KOHIIEHTparueii MoHomepoB 10
u 15% paer BO3MOXKHOCTH MOJY4aTh COpPOCHTHBIC
CJIOM MEHbIIEH TOJIIIMHBI MyTEM 3aBEpPLICHHUS peak-
WU TOJIMMEPU3ANN pPaHee MOMEHTA TIOJHOTO IIpe-
BpaIllEHUs] MOHOMEPOB PEAKIIMOHHOW CMECH B IOJIH-
Mep. B 3ToM ciyuae TonmuHa o0pa3yromerocs cios
copOeHTa perJaMeHTHpPYEeTCsT BpeMeHEeM OOJIyueHHs
3aIOTHEHHOTO  PEaKIMOHHOW CMECBhI0 Kamwuisipa
(T. €. TPONOIDKUTENBHOCTBIO PEAKUUU IOJIUMEpHU3a-
1un) (puc. 6). 3To MO3BOJAET HE TONBKO CYIIECTBEH-
HO COKpaTHTb BpeMsl CHHTE3a MPH HEOOXOAUMOCTHU
chOopMHUPOBaTH MOHOJUTHBIC CJIOW MEHBIIEH TOJIIIU-
HBI, HO ¥ 3HAYUTEIFHO CHU3HUTH TPYAO- H BpeMsizaTpa-
TBI 332 CYET BO3MOXKHOCTH NMPHUTOTOBJICHHS U3 OAHOM
PEaKIMOHHON CMeCH KOJIOHOK C METaKpHUJIATHBIMU
CJIOSIMU PA3IMYHOHN TOJIINHBI.

[pu konuentpammu CM ot 20 mo 30 % (peakuu-
OHHBIE cMecH 5 u 6 B TabnuIle) [UIMHA KallWUIIPHON
KOJIOHKH C PaBHOMEPHO CHHTE3MPOBAaHHBIM COpOCH-
TOM COCTaBJIslIa MeHee 15 ¢M ¢ BOCIPOU3BOIUMOCTBIO
MeHee 5 %. DTo CBSI3aHO C HEPaBHOMEPHOCTBIO pac-
MpeneeHnss copOeHTa B Kammuisipe, KOTopas MpUBO-
IUT K Xa0THYECKOMY YepeJOBaHUIO COpPOCHTa B BHJE
MOHOIIUTA, ITyCTOT WM MMMOOWIN3AIH COpOCHTa Ha
OJTHOM CTOpOHE Kammuisipa (puc. 7, IpUBEIEHBI MPH-
MepBI ¢ KOHIEHTpalei cmec MoHOMepoB 10 %).

OnTuMu3anus cocraBa MOJTUMEPU3ALNUOHHOTO
pacTBopa JJjist CHHTEe3a MOJIbIX U MOHOJIUTHBIX
KalMWIJIAPHBIX KOJOHOK

OO0bennHeHne MHOTOUYHCIICHHBIX Pe3yJIbTaToB, I10-
Jy4eHHBIX B XO/I€ JAHHOTO MCCIIEZ0BAHUS, TIO3BOJIHIIO
MOJYYUTh KOJIWYECTBEHHbIC 3aBUCHMOCTH, XapaKTe-
pHU3YIOIIME CHHTE3 METAKPUJIATHOTO MOHOJIHUTHOTO
copOeHTa W3 peakIMOHHBIX cMmeceld 1-8 B doronHH-
LUUPYEMBIX Tporeccax (puc. 8).

MKM

L= R I R N R ]

18 20
MHH

10 12 14 16

Puc. 6. I3MeHeHME TONIIUHBI CJI0S MOHOJIUTHOTO COPOCH-
Ta Ha BHYTPEHHHUX CTEHKAaX Kamuuisipa B 3aBUCUMOCTH OT
BpeMeHu o0iyueHus (cmech 4, CM = 15 %)

HAVYYHOE ITPUBOPOCTPOEHMUE, 2010, Tom 20, Ne 1



CHUHTE3 METAKPUJIATHBIX COPBEHTOB... 27

Puc. 7. U306paxenne cpesa kanmiuisapa, norydeaHoe Ha KJICM Leica TCS SL npu 10 % cmecn MoHOMepOB
(oTpaxxeHHBIN cBeT, pazMep kagpa 100x100 Mxm).
a — copOCeHT NPUBUT HEPABHOMEPHO; 6 — COPOCHT NPUBUT C OIHOH CTOPOHEI

Puc. 8. 3aBucumocts 00bEMa
3aMoJIHCHHUS ~ Kamwusipa OT
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KoHuenrpanusi MOHOMEPOB B peaKIMOHHOM cMecH, %

JlaHHasi 3aBHCHUMOCTb IIO3BOJIIET OCYILECTBISATDH
ONTHMU3ALMIO COCTaBa PEAKLIMOHHON CMECH C LIEJbI0
[IOJIy4EHUSI MOHOJUTHOM CTPYKTYpPBI, XapaKTE€PU3yIO-
mielcsl 3apaHee 3aJaHHBIMH CBOHMCTBaMH, M 3(dek-
THUBHO IIJIAHUPOBATH IKCIIEPUMEHT.

BbIBO/bI

PagukanbHasg noauMepusanus CMECH MOHOMEDPOB
moJ JCHCTBHEM YIBTPa(UOIETOBOIO W3Iy4CHUs SB-
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KOHIEHTpauh MOHOMEPOB B
peaKuMOHHON cMecu

40 a0

JSIeTCS. NEPCIEKTUBHBIM METOOM Ul (YOPMHUPOBAHUS
HETIOABWXHOH (Da3bl B Kanwjusipax. ITOT METOA J0C-
TATOYHO IPOCT M MOXET OBITh PEaIM30BaH B HCCIIE-
JOBATENILCKUX J1a0OPaTOPHUSIX AJS MOJYyYEHHS MOHO-
JUTHBIX KaMAUIAPHBIX KOJIOHOK.

[Ipumenenne merona KOH(OKATBLHOW JIa3epHOU
CKaHUPYIOIIeH MHMKPOCKONHH TI03BOJIIET OCYIIECTB-
JSITh KOHTPOJIb M OLIGHKY KauecTBa IOJUMEpH3aLuu
METAaKpUJIATHBIX COPOEHTOB B KBapLEBBIX KamuUIs-
pax. Ilpu aHanm3e M300paKCHUN CEUCHUS KaIMIIpa
MOTYT OBITH TOJyYEHBI OLIEHKU TOJIIMHBI TOJIUMEPH-
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30BaHHOrO CJIOS, OLICHEHA MOPHUCTOCTh MOIYy4aeMbIX
CTPYKTYp U pazMep 1op.

[lomydeHBl 3aBHCHMOCTH HW3MEHEHUS TOJIIUHBI
CIIOSI METaKpWjaTHOro copOeHTa Ha BHYTPEHHHUX
CTEHKax Kalwuiipa OT BpeMeHH oOiydeHus. Ycra-
HOBJIEHO, YTO YNPAaBJSIOMIMMHU [apamMeTpamH, BIIHA-
IOIUMH Ha CBOWCTBA COPOEHTA IIPU €ro CHHTE3€E B Ka-
NWUTAPHBIX KOJIOHKAX, SIBISIIOTCS BPEMsI M COOTHOILIE-
HUE KOHLIEHTpaLUil MOHOMEpPOB U IOPOI€HHBIX pac-
TBOPUTENIEH IPH TOCTOSHHBIX 3HAYEHHUSAX MPOUYUX
aOMOTHUYECKUX U TEXHUYECKUX IapaMETPOB.

IlokazaHO, 4YTO MHpPH HU3MEHEHHH COOTHOIICHHUS
KOHLEHTpAIil MOHOMEPOB U MOPOTEHHBIX PaCTBOPH-
TeJell CTaHOBHUTCS BO3MOXHBIM peryiupoBaHue ¢u-
3UKO-XMMHUYECKUX CBOMCTB MOJIBIX KalMJUIAPHBIX KO-
JIOHOK.

BrusBiieHo, uTo Hanbosee MPOCTHIM MOAXOAOM JUIS
pEryJIUpOBaHUS IOPUCTOCTH MOHOJHUTHBIX COPOEHTOB
SIBJIAETCS. BapbUPOBAHHE COOTHOILEHUS KOHIIEHTpa-
LU MOHOMEPOB U IOPOTEHHOT'O PaCTBOPUTEIIS.
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SYNTHESIS OF METHACRYLATE SORBENTS
IN FUSED-SILICA CAPILLARIES BY PHOTOINITIATION
OF POLYMERIZATION MIXTURE

A. Yu. Shmykov, S. V. Borisova, A. A. Evstrapov, V. E. Kurochkin

Institute for Analytical Instrumentation RAS, Saint-Petersburg

Methacrylate-based stationary phases were prepared in fused-silica capillaries using UV photopolymeriza-
tion. The percentage of monomers in polymerization mixture has been studied in terms of effect on properties of
the final polymer monolith. Compositions of polymerization mixtures and operation parameters for synthesis of
capillary porous open-tubular and monolithic columns with required sorbent physical properties have been de-
termined. The features of photopolymerization process conditions and monomer mixture influence on the physi-
cal properties of methacrylate sorbents and its reproducibility in synthesis of porous open-tubular and monolith-

ic capillary columns are discussed.

Keywords: sorbent, capillary columns, photopolymerization, confocal laser scanning microscopy
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