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Wzyuena 3aBUCHMOCTb XapaKTepHCTHK HosmKammusipHbix kosoHok (ITKK), momydenHbIx HaHece-
HUEM IMONMAMETHI(EHUICHIOKCAHOBRIX HEMONBIKHEIX (a3 (HD) ¢ pasznmuHbiM comepxkaHne (DEHMIBHBIX
rpymn Ha moBepxHocTs Kammuisipos [TIKK, oT mpupoas! HOBEPXHOCTH M THIIA PACTBOPHUTEIIS, UCTIONB3YEMOTO
s pactBoperust H®. TlokazaHo, 9To HemoaBMXHBIE (a3bl yaaeTcss yIOBICTBOPUTEIEHO HAHOCUTH Ha IO-
BEPXHOCTh, [I€3aKTUBHUPOBAHHYI0 METHI(QEHUICOACPKAIIMMHU pPeareHTaMu C COJepXKaHueM (DEeHMUITbHBIX
rpymn 6oneme, ueM B H®. Mcnonp3oBanue xmopodopma B kadectBe pactBopurens HO npruBoauT K momy-
yernto 6oiee apdextuBHbIX [TIKK, uem npruMenenne 6eH30/1a ¥ TOITyona.

KaroueBble ciioBa: razoBasi xpomatorpadusi, CKOpocTHast Xxpomarorpadus, MOJUKaNUUIIPHbIE KO-
JIOHKH, HAHCCCHHUEC HCIIOABUKHBIX (1)33, HOHI/lMeTI/lH(l)eHI/IHCI/IHOKcaH, JAC3aKTUBALA ITOBEPXHOCTU.

Application of polymethylphenylsiloxane coating
to multicapillary columns
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Sciences (IPGG SB RAS), Novosibirsk,
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Owing to their short length, fast multicapillary columns (MCC) have limited peak capacity, so for
wider analytical opportunities there is a need for a set of columns with assorted stationary phases (SP) of
different separating properties. The paper is devoted to the aspects of coating of MCCs with the following
polymethylphenylsiloxane SPs: OV-5 (phenyl group content 5%), OV-7 (20%), OV-61 (31%), OV-17
(50%), and OV-25 (75 %). Particular emphasis is placed on the influence of the nature of capillary surface
and type of solvent used for dissolving stationary phases on the performance of columns. 0.25 m long multi-
capillary tubes (MCT) were used as the base for MCC. Their surfaces were deactivated by hexamethyldisila-
zane (HMDS) (phenyl group content 0%), 1,1,3,3-tetramethyl-1,3-diphenyldisilazane (33%), 2,4,6,8-
tetramethyl-2,4,6,8-tetraphenylcyclo-tetrasiloxane (50%), 1,3-dimethyl-1,1,3,3-tetraphenyldisilazane (67%),
and hexaphenyl-cyclotrisiloxane (HPTS) (100%). Because of the different ratios of methyl and phenyl radi-
cals in the solvents, the modified surface has different polarity which increases with the rise of phenyl radical
content. To improve the efficiency of MCC, the 'correlated' method of SP coating was used: greater amount
of SP was impregnated into wider capillaries.

The case of OV-7 SP application shows that the use of chloroform as a solvent for SP results in the
MCC with the efficiency of over 3000 theoretical plates (t.p.). Alternatively, benzene and toluene provide
MCC with lower efficiency. During the investigation of the influence that the nature of capillary surface has
on MCC performance it was found that coating a nonpolar surface (deactivated by HMDS) with all kinds of
SPs resulted in less efficient MCCs. SPs with up to 33% phenyl group content (OV-5, OV-7 and OV-61) can
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be successfully applied to the surface that has been silanized by reagents with phenyl group content lower
than 50%, with the MCC efficiency exceeding 3000 t.p. Applying OV-17-vinyl on the surface deactivated by
a reagent with phenyl group content 50% leads to the formation of surface film that is stable in narrow tem-
perature range. Greater phenyl group content in the reagent provides higher efficiency MCC. Applying OV-
25 only provides decent results (2000-2500 t.p.) when the surface is deactivated by HPTS.

So, the main finding is that the application of polymethylphenylsiloxane SPs: OV-5, OV-7, OV-61,
OV-17 and OV-25 on MCT is only successful provided that the surface of capillaries is deactivated by rea-
gents with phenyl group content higher than in the SP.

Keywords: gas chromatography, high speed gas chromatography, multicapillary columns, statio-
nary phase coating, polymethylphenylsiloxane, surface deactivation

BBegeHue

Haubonbinee npumeHenne B razoxpomMatorpadpudeckoit (I'X) mpakTuke momyqnim
HAalOJIHEHHbIE (HacaJ04YHbIe) U KalWUIApHbIE KOJIOHKH. J[7151 000MX THIOB KOJOHOK BBICO-
Ta, SKBUBAJIECHTHAsI TEOPETUUYECKOM Tapeike, UMEET CONOCTaBUMbIE 3HAUYEHHUS, HO IOJIbIE
KallWUISIPHbIE KOJIOHKH OOBIYHO OTJIMYAIOTCS 3HAYMTEIbHO OOJBbIIEH JIMHOHN U, clenoBa-
TEJNbHO, OoMbIIel 3(PPEKTUBHOCTHIO. J[0 MMPOKOTO PacpOCTpaHEHUsI KaMJUIIPHBIX KO-
JIOHOK B HAITOJIHEHHBIX KOJIOHKaX, BBUAY MX OTHOCHUTEIBHO HM3KOH CEJIEKTUBHOCTH, HC-
MOJIb30BAJIM COTHU Pa3IMYHBIX HEemoJABWXKHBIX (a3 [1]. TlosBuBIIMECS OTHOCUTENBHO He-
JJABHO CKOPOCTHBIE MOJUKAMWIISAPHBbIE KOJOHKH, coctosimue u3 800-4000 xanuiispos
nuametrpom 25-80 MkM, OKpHITHIX uieHkor HD, obecneunBator ['X paznenenue B Teue-
HUE HECKOJIBKUX JECATKOB CEKYHJl B H30TEPMHUECKOM PEXKHUME IIPH HEBBICOKOM IEpenaie
naBnenus raza-nocurtens [2,3]. Koporkue npsimeie [IKK umeror o6srano momuny 0.15-0.25
M, crupanbHbele — okoso 1 M. Tak ke, kak 1 HanonHeHHbIe KonoHKH, [IKK oGnanaror He-
00JIbIION TMKOBOW €MKOCTBIO, T03TOMY IpH ['X pa3feneHuu ClIoKHbIX CMecel eCTh BbICO-
Kasi BEpPOSITHOCTh HaJIOKEHHsI XpoMmarorpadudeckux nukoB. [lo sToll mpuunHe Juis pere-
HUSl pa3HOOOpa3HbIX aHanuThyeckux 3afgad npousBoautenu [IKK nmpennararor mmpoxuit
accoptumenT [IKK ¢ pa3iauuHbIMH 1O TONIIMHE U MPUPOJAE HEMOABMKHBIMH (azamu [4].
[Ipn 5TOM 0COOEHHOCTH HaHECEHMs PA3JIMYHBIX HEMOJBMWKHBIX (pa3 Ha MOBEPXHOCTb Ka-
muisipoB [IKK nmpaktuuecku He onucansl. Llenblo gaHHOM paboThl sABIsETCA UCCIEN0Ba-
HHE 3aKOHOMEPHOCTEH HAHECEHHS IUPOKO HMCIIONB3YEMBIX B Ta30BOW XpoMarorpaduu 1mo-
auMeTII(heHICUIUKOHOBBIX HD ¢ pa3nuyHbIM COOTHOIIEHHMEM METHIIBHBIX U (hDeHWIIb-
HBIX Ipynn Ha noBepxHocTh KanuuisipoB [1IKK, B wacTHOCTH, M3yueHue BIUSHUS Ha 3¢-
(EKTUBHOCTH IMOJIy4aeMbIX MOJMKAMWIIAPHBIX KOJOHOK THMa pactBoputens anst HO u
IPUPO/IbI TOBEPXHOCTH KaWLISIPOB.

CymiectByeT 60JbLIOE KOJIMYECTBO MyONMKALMM, Kacarolluxcs METOIOB M3rOTOB-
JICHUs] KaNMWUISIPHBIX KOJIOHOK U3 CTEKJIa WM IUIABJICHOIO KBapla; JUlsl IpUMepa J0CTa-
TOYHO NpUBeCTU 0030pkl [5,6]. Ilpouecc M3roToBieHUsT KOJIOHOK M3 KalMWUIAPOB J10CTa-
TOYHO TOHKHM M CIIOXHBIN, U BKIIIOUAET, KaK MPaBUJIO, CAEAYIOLIUE CTaAUU: MOIUPUKa-
IIUI0 TIOBEPXHOCTH Kamwjulgpa, co3faHue ogHopoaHoro cios (ruienku) HO (Hanecenue
H®) u nocnenyrouyro uMMoOmIn3anuoo mieHky. [lonukanmiispHble KOJOHKHU, COCTOSI-
M€ U3 OJHOPOJHBIX CTEKISHHBIX KalWIISAPOB, TAK)KE M3rOTaBIMBAIOT 110 aHAJIOTMYHON
cxeme. Omnako npu Hanecennn H® na TTKK o0bpraHBIM 00pazoM 3(h(HEeKTHBHOCTE MOITY-
YaeMbIX KOJOHOK OyJeT onpeneisTh pa3dpoc IuaMeTpoB KalMWUIIPOB MCXOAHON MHOro-
kanapHOM TpyOku (MKT) [7,8], sasnstomeiics ocroBoii [TIKK. IToatomy mpemioxkeH me-
ToA KoppenupoBanHou 3arpy3ku HO® B kamwuisapel 1IKK, 3akmrouaronuiics B ToM, 4TO B
KaUIIphl OOJIBIIEr0 JWaMeTpa BHOCUTCSA OOJbIee KOJMYECTBO HETOABHMKHOW (ha3bl
[7,8]. OTO naeT BO3MOKHOCTh KOMIIEHCHPOBATH 00Jiee BBICOKYIO CKOPOCTh ra3a-HOCUTENS
B ATOM Kalujuisgpe OOJIbIINM YJEpKUBAHUEM BEILECTB B HEMOJBUKHOU (hasze, 4TO MpUBO-
JUT K YMEHBIIEHUIO pa30poca BpeMEH BBIXOJla MUKOB U, COOTBETCTBEHHO, K MOBBIILICHHIO

Haymenwo w np. / Cop6uponusie 1 xpomarorpaduucckue mpomeccrr. 2016, T. 16. N 5



593

3 PEeKTUBHOCTH KOJTOHKH. Takum 00pa3oM, yAaeTcs MOIYyYUTh KOJOHKH ¢ 3(P(HEKTUBHO-
cThio 601ee 60% OoT 3PPEKTUBHOCTH STUHIUYHOTO KATTMILISPA.

MeTtoabl MOJrOTOBKM NMOBEPXHOCTH CTEKJISIHHBIX M KBapLEBBIX KalWUIAPHBIX KO-
JIOHOK JUTSL TIOKPBITHSL TUIGHKaMHU HETIOJISIPHBIX M CIa0OMONISPHBIX HEMOBMKHBIX (a3, B
YACTHOCTH, IMOJIMMETUI(PEHUICUIIOKCAHOB, pa3HooOpa3Hbl. [lomMuMo TOro, yto moBepx-
HOCTh KamwuIsipa JOJDKHA o0JafaTh JOCTATOYHBIM TOBEPXHOCTHBIM HATSDKEHHEM JUIS
CMauuBaHMs )KUJKOCTBIO, OHA JOJKHA ObITh JA€3aKTUBHpOBaHa. [l MpUIaHUs cMaduBae-
MOCTH MOBEPXHOCTU MCHOIB3YIOT (PU3NUECKUE U XUMUYECKHUE METObl. Yale IpuMeHSIOT
XMMHYECKHE METObl MOAM(UKALNU, KOTOPBIE PUBOJIAT KaK K J€3aKTUBALMHU ITOBEPXHO-
CTH, TaK U K YJYUIICHUIO €€ CMayMBaeMOCTH. /[y 3TOro MCHoib3yloT BBICOKOTEMIIEpa-
TYpHYI0 00pabOTKy (CHJIaHM3ALMIO) 3aMEIIEHHbIMU AucuiazaHaMu [9-11], npu 3TomM Hau-
OobIee MIPUMEHEHNE MOJTY WU 1,1,3,3-tetpameruin-1,3-qudennnaucunazan
(TMAP®AC) [9, 12, 13] u 1,3-mumernn-1,1,3,3-rerpadermnaucunazanom (AMTDJIC)
[10]. YcmemHbM 0Ka3aloCch UCHOJIb30BAHUE LIUKIMYECKUX CHIIOKCAHOB C (DEHWJIbHBIMH,
UAHIPONWIBHBIMU U TpUdTOprnponuiabHeiMU rpynnamu [14, 15], kotopble mpu MOBbI-
IIEHHOW TeMIepaType PacKpbIBAIOTCS U MOJUMEPHU3YIOTCS C OJHOBPEMEHHBIM 00pa3oBa-
HUEM XMMHYECKUX CBSI3€H MOJMMeEpa ¢ MOBEPXHOCTHIO. JINHEWHBIEC TIOJNCHUIIOKCAHBI, B Ya-
CTHOCTH, MHOTHE TOJIApHBIE (Da3bl, IPU BBICOKOW Temreparype BeayT ceOsi aHaJOTMYHO
[14].

B nanHolf paGoTe nns HaHeceHUS NOJUMETWI(PEHUICUIMKOHOB HCIOJIb30BAHBI
npsimbie MKT, ne3akTuBHpOBaHHBIC 3aMEIICHHBIMH IMCUIa3aHAMU WM METHI()EHUICH-
JIOKCaHaMH C Pa3JIMYHBIM COOTHOIIEHUEM METHIIbHBIX U (PEHUIIBHBIX PaIUKAJIOB.

JKCNepuMeHT

MKT, BHyTpeHHsIS TIOBEPXHOCTh KOTOPBIX CHJIAHU3UPOBAHA PEAKLIUSAMH C FeKcaMme-
TunaucuinazaHoMm (comepxkanue ¢enmnbHbix rpynn 0%), TMIADIAC (33%), 2.4,6,8-
TeTpameTni-2,4,6,8-rerpadenmmukinorerpacmiokcanom (50%), IMTDC (67%) u rek-
capenmnuukinorpucuinokcanoMm (100%), npenocrasiensl pupmoit OO0 «MyrabTUXPOM»
(r. HoBocubupck). Hauanbnas anmuna MKT cocrasnsuia npumepro 0.28 M, KOJIHYECTBO
kammuisipoB 1141-1261, nuamerp xkamwuisipoB okojio 40 mxMm. B pabote wmcmonb3oBasin
H® OV-5 (conepxkanue GpenmnbHbIx rpynmn 5%) u OV-7 (20 %) ¢upmbr Ohio Valley Spe-
cialty Company (CIIIA), OV-61 (31 %), OV-17 (50 %) u OV-25 (75 %) - xomnauuu All-
tech Associates (CIIIA). Hanecenne H® npoBoamim cTaTH4eCKUM METOJIOM HU3KOTO JIaB-
nenus. J{ns Hanecenus rortoBuwin 2.5% (Bec/o0bem) pactBop HD B cooTBeTCTBYIOLIEM
pacTBOpuUTEINE, MEpPEA UCIOIb30BAHUEM PACTBOp JIEra3sUpOBaIM KHUIITUEHUEM B TEUEHUE
HECKOJIbKMX CEKYH[ U 3anoiHsiau ne3aktuBupoBanHbie MKT. Jliist co3manust koppeaupo-
BaHHoro pacnpezaeneaus H® B I1IKK ucnonb30BaH M3BECTHBIN CMIOCOO0 HEMOIHOTO 3aMOJ-
HEeHHUs KOJOHOK [16]. KoHeln moaukanusuIsipHBIX KOJIOHOK, 3alOJHEHHBIM MO/1aBa€MbIM
pacTBOpOM, T€PMETU3NPOBANIN CIIEHUATBHON 3arTyIIKON, a IPyroi MpucoeIuHsuu K Gop-
BaKyyMHOMY HAacoOCy C TOMOIIbI0O THOKOTO IUIACTHKOBOTO Tuianra ¥ momemanu MKT B
BOJISIHOM TepMmocTar, uMmeromuii temneparypy 30-80°C. BakyymupoBaHue MpOBOIIIA B
teuenre 30 MUH, MOCE Yero BbIKIOYanu Hacoc, otcoeaunsan [IKK u caumanu 3armym-
Ky. Ilocne kaxmoil TexHonornyeckoi oneparuu MKT oGpesanu ¢ o6enx cTopoH Ha 2-3
MM, koHeuHas gnuHa [TIKK o0srgno coctaBisiia 240-260 M.

Xpomarorpapudyeckue XapaKTePUCTHKH KOJOHOK OMNPEIEICHBI MyTeM XPOMAaTo-
rpadupoBanus Tecta ['poba (cocTaB: H-JeKaH, H-yHAEKaH, H-I0AeKaH, 2,3-0yTanauon, 1-
OKTaHOII, 2,6-IUMeTHIaHIINH, 2,6-mumetuidenon). [{na rectupoBanus [IKK nomemanu B
TepMocTaT Xpomarorpada u MPUCOSAUHSIIA OJAUH KOHEIl K UCTIApUTENIO C TOMOIIBIO KBap-
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LEBOTO KAMWILIpa ¢ (QUTHHIOM, IIPOIYBAIH OTOKOM HHEPTHOrO rasa (~40 cM’/MuH, ap-
T'OH) B TEYCHHUE HECKOJIBKUX MUHYT U Jlajiee HarpeBaJId B PeKUME TOBBILICHUS TEMIIEpaTy-
pe1 o1 40 1o 200-250°C co ckopocteio 10°C/MuH, U KOHAUIMOHUPOBAIU IIPH KOHEYHON
Temneparype B TeueHue | 4. Oxnaxaand TepMocTaT BMECTE C KOJIOHKOW, IMPUCOSAUHSIH
npyroit konen [IKK k gerexropy u TectupoBasiv. B paboTe UCMOIB30BaId MOIEPHUZHPO-
BaHHBIN XpomaTorpad LIBET-500M, cHaGkeHHBIN CEpUITHBIM IJIaMEHHO-HOHU3ALMOHHBIM
JETEKTOPOM, YCTPOHUCTBOM OBICTPOTO BBOJA MPOOKI, OMMCAHHBIM B padote [17], u opuru-
HAJIBHBIM 3JIEKTPOMETPUYECKUM YCHUIIMTEIEM C TIOCTOSIHHOM BpeMeHu 2 mc. J{ns Bu3yanu-
3a0uu U 00pabOTKM XpOMAaTOrpaMM Ha MEPCOHATFHOM KOMITBIOTEPE HCIOIB30BAIU IPO-
rpammy «XpoMkoa» (OO0 «Cubeprex», r. HoBocubupck). XpomarorpadupoBanue mpo-
BEICHO B CIICAYIONMX YCIOBHAX: MOTOK ra3a-HOCHTENS (a30T) COCTABIST 35-40 cM’/MuH,
TeMmeparypa TepmocTara KojaoHok 100°C, temmneparypa ucnapurens u aerekropa 250°C.
KauectBo I1KK onenuBaiu no 3¢p¢GeKTUBHOCTH, BBIPAKCHHON YHCIOM TEOPETHYECKHUX Ta-
penok (T.T.), MOCIEAHETO MUK Ha XPOMATOTPaMMe.

O6cyxaeHue pe3ynbTaToB

BrusiHue Tuna pacTBOpPHUTENs HEMOABIKHOM (ha3bl Ha XapaKTEPUCTUKHU KOJOHOK. B
KAaueCTBE PACTBOPUTENS MpU HaHeceHUU uccienyemblx HO pexomMeHAyroT MCIonb30BaTh
xsopodopm uinu tomyoun [18]. BausiHue Tuna pacTBOpUTENs HAa XapaKTEPUCTHKU TONY-
gaembix [IKK Obuto m3ydeHo Ha mpumepe HaHeceHUs cuiamkoHa OV-7 Ha MOBEPXHOCTH
MKT, o6pabotanueix TM/ID/IC. B kauecTBe pacTBOpHTENEl NCIOIB30BAHBI XI0POhOpM,
6enson u tonyos. IlokazaHo, 4TO MyTeM MPUMEHEHUs! pacTBOpa B XJIopodhopMe MpH TeM-
neparype ynaienus pactsopureist 40°C nonydenst [TKK ¢ adpdexruBrocTsio 60see 3000-
3500 TeopeTnyecKux Tapenok (T.T.); HAMPOTUB, MATOA(h(HEKTUBHBIMU OKa3aJIUCh KOJOHKH,
NOJYYECHHBIE C MCIIOJIb30BAaHHEM B Ka4eCTBE pacTBOPUTEIN OEH30J1a U TOMyosa. DTO MOXK-
HO OOBSCHUTH TE€M, YTO MOJIEKyJa XjopodopMa 00s1aiaeT HauOOIBIIUM JTUITOJIBLHBIM MO-
mentoM (3.17-107° Ki'M) 1O cpaBHEHHIO ¢ MOJIEKy/IaMu GEH3071a ¥ TOIyosa (COOTBETCT-
BerHo, 0 1 1.33:107° Kirm) [19], uto 0GyclIoBIMBacT HAHGOIBIIYIO CTEIICHD B3aHMO/CH-
CTBHSI PAacCTBOPUTEJIS C TOJMMEPHBIMU 3BEHBSMH, COJACPKAIIMMHU (PEHUIIbHBIC TPYIIBI U
MPEACTABISIIONUMU co00l numoiu. B coorBercTBUU ¢ Teopuei Xarruuca [20] B TakoMm
pacTBopuTelNe MmoauMep OyIeT HaXOIUThCS B O0Jee paCKpy4eHHOM COCTOSIHUU, YTO OyaeT
CIOCOOCTBOBATH JIYUIIEMY B3aUMOJAECHCTBUIO MOJIEKYJI IOJUMEpPA C TOBEPXHOCTHIO U 00pa-
30BaHHUIO 0OJiee YCTOMYMBOI MIICHKH.

[Ipu u3MeHeHUH TemrepaTypbl UCIIAPEHUs] paCTBOPUTENSI B BaKyyMe B JMAaINa3oHe
ot 45 110 80°C st GeH3071a U TOIyOJIa IPOMCXOAUT MOCTENEHHOE YBeInIeHHe Y)PEKTHB-
Hoctu nosrydaeMbix [IKK. Takue pe3ynbrarbl MOXKHO OOBSCHUTH YBEIMYEHUEM BSI3KOCTH
pacTBOpoB nonucuiokcana OV-7 npu NOBBILIEHUH TEMIIEPATYpbl, BbI3BAHHBIM PaCKpy4H-
BaHUEM IOJIMMEPHBIX enel [21] u npuBoAsIIUM K JTydllIeMy B3aUMOAEHCTBUIO C MOBEPX-
HocThlO. TeM He meHee, s dexTuBHOCTh [IKK, momyyaembix nmpu NpUMEHEHUU apoMaTH-
YECKUX YIJIEBOJOPOJOB B KAUECTBE PACTBOPHUTENSL BO BCEX CIIyHasiX OCTaBaJlaCh HUXKE, UEM
TP MCIOIB30BaHMH XJI0opohopma. Kpome Toro, mpu Temmepatype HaHeceHns Bbimre 60 "C
PE3KO YMEHBIIIAETCS HAJAEKHOCTh repmeTuzanuu oaHoro u3 koHnoB MKT u, coorBercT-
BEHHO, yBenuunBaeTcs Bbixon OpaxoBaHHbIX [IKK. YuuteiBas 10, nanpHeiimue ucciueao-
BaHUs ObUIM MPOBEJEHBI C MPUMEHEHUEM TOJIBKO XJIOpodopMa Mpu TeMIlepaType HaHece-
Hus okouo 40°C.

Buausnue npupoasl nopepxHoctd kanwisipoB MKT Ha XapakTepUCTHKH KOJIOHOK.
Jns vccnenoBaHusl BIUSHUS TUIA MOBEPXHOCTU Ha XapakTepucTukH noiydaeMbix [TKK
nonuMeTmidheHmIcniIokcansl 0butn HaneceHs! HAa MKT, cunaHn3upoBaHHBIE peareHTaMu ¢
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pa3MYHBIM coJepkKaHueM (PUHMIBHBIX 3amecTuTened. Cnenyer 0KuaaTh, 4TO HAa CUIIAHU-
3UpPOBAHHOW IOBEPXHOCTH KAIMJUIIPOB COOTHOLICHHWE COJIEPYKAaHMS METHJIBHBIX U (e-
HWIBHBIX Tpyni OyJeT OJM3KO K MX COOTHOIIEHHUIO B MCIOJIb3YEMbIX CHJIAHM3HPYIOIIUX
pearentax. [1onspHOCTb MOBEPXHOCTH KAMMWILISPOB OyAET ONpPENeNsiThCsl OTHOCUTEIbHBIM
coJiepKaHueM (PEHWIBHBIX IPYMIL: OT HENOJSPHOW IJs FeKCaMeTHIIMCHIa3aHa 10 MaKCH-
MaJIbHO MOJISIPHOM 15 TeKcad) eHMIIIUKIOTPUCHIIOKCAHA.

[TonbITKM TIOKPBITHS TH000H U3 uccnenyeMbix H® MHOrokaHambHBIX TPYOOK C He-
NOJIIPHOM MOBEPXHOCTBIO J1aBaJIM HEYIOBIETBOPUTENBHBIN PE3ybTaT - BCEra MOJIydaan
Mano3ddexruBHbIe KOTOHKU ¢ uynciaoMm 2000-3000 T.1./m. BusyansHo cpa3y mocie yaane-
HUS PACTBOPUTENSA KOJOHKHM BBIVINEIM MAaTOBBIMHM, YTO CBHJAETEIbCTBOBAJIO, IIO-
BUJIUMOMY, O cBopauuBaHuM mieHkn H® B xammm. OTMETHM, YTO MO 3TOMY IPOCTOMY
NPU3HAKY MPAKTUYECKH BCETJa MOXHO ONpeAeinTh KamaeoopazoBanue H® Ha moBepxHo-
CTH KallWJUISIPOB M BCJIEJICTBHE ATOTO MOHMKEHHYIO 3 dextuBHOCTH [TKK.

B Tabnuue 1 mpexacraBieHbl 3KCIEPUMEHTANIbHBIE PE3YJIbTaThl, MOJyUYEHHBIE MPH
co3nanuu meHok H® wa npyrux tunax nosepxHoctu MKT. YcenemnsiM cuntanu pe3yiib-
taThl okpbITHi, naromme [IKK ¢ yaensnoit sddextuBHOCTRIO 60nee 12000 T.1./M, HEyc-
nemHsM — MeHee 6000 T.T./M, TPOMEKYTOUHBIC 3HAUEHUSI CYUTAIH yIOBJICTBOPHTEIHHbI-
mu. Buano, yro H® ¢ cogepxxanuem ¢enmnbhbix rpynn a0 33% (OV-5, OV-7 u OV-61)
MOTYT OBITh YCHEIIHO HAHECEHBl Ha TOBEPXHOCTh C COAEpKaHWEM (DEHMIBHBIX TPy

<50%. Hanecenne H® OV-17 Ha NOBEPXHOCTH, 1€3aKTUBUPOBAHHYIO PEAr€HTaMH C CO-

nepkaHueM (eHWIbHBIX Tpynn  <50%, NPUBOAMT K MOIYYEHHIO Majo3(p(EeKTUBHBIX

[TKK. IIpu conepxanumn GpeHUIBHBIX paaukaioB, paBHOM 50%, oOpasytorcs mienku HO,
YCTOMUYMBBIE B Y3KOM HMHTepBasie Temmneparyp. HeycToHunBOCTh MIIEHKH MpPOSBIISUIACH B
osicTpom nageHuu ¢ dexkruBHocTy [IKK npu nossimeHnun temmnepatypbl KOHAUIIMOHUPO-
BaHUS KOJOHKM Tocie HaneceHus or 100 mo 150°C (puc. 1). ITokaszano, yro mis ITKK
JIMHOM 250 MM T0ocie KOHAMIMOHUpoBanus rnpu temmeparype 100°C B teuenne 30 mMun
3¢ (HEeKTUBHOCTh KOJMOHKHU cocTaBisieT okoiio 3000 T.1. (Mo 2,6-IuMeTHIaHAINHY ), Aallb-
neiee narpesanue mpu 120°C npuBOAUT K YMEHBLIIEHHUIO d(PPEKTUBHOCTH IPUMEPHO B 2
pasa, a mociie aHanoruuHoi nporeayps npu 150°C I'X konoHKa CuilbHO ferpaaupyet. Ta-
KO€ MOBEIEHNE MOXKHO OOBSCHUTH PABEHCTBOM SHEPTUil B3aUMOJCHCTBHS MEXy MOJIEKY-
namu caMoii H® u ux B3aMMOJIEHCTBUS ¢ MMOBEPXHOCTHIO (CITydail paBeHCTBAa paboT aare-
3UM U KOre3uwu), korga obpaszoBanue mieHkd H® He mpUBOAUT K MOHMKEHUIO SHEPTUU
cuctembl. B 3TOM cirydae karuieoOpa3zoBaHue (Tepexo] IIeHKa/00beMHas KHUIKOCTh) JIU-
MUTHPYETCS NOABHKHOCTEI0O HD, KoTOpas BO3pacTaeT NpH MOBBIIEHUH TEMIIEPATYPHI.

Tabmuua 1. Pe3ynbpTaTel HaHeCEHHSI METUI(PEHUICUIMKOHOBBIX HEMOABWKHBIX (a3 Ha I10-
BepxHOCTb MKT munoit 250-260 MM ¢ pa3inuyHON MOJISIPHOCTHIO.

Hemoxsmkras Copepxannie (peHUTBHBIX TPYIII B peareH;re JUTSI I€3aKTUBAIIMU TTOBEPX-
dasa noctu MKT, %
0 33 50 67 100
OV-5 HEYCIEITHO YCIIEITHO YCIEITHO — —
OV-7 HEYCIEIIHO YCIIEIIHO YCIEIIHO — —
OV-61 HEYCIEIIHO | HEYCTONYMBO YCHEIHO YCHEIIHO YCHELHO
OV-17 HEYCNEIIHO | HEYCHENIHO | HEYCTOWYMBO | YCIEIIHO YCIEIIHO
OV-25 HEYCIIEIHO — HEYCIEIIHO | HEYCIEUIHO YIOBIL.

[Tpu nanecennu OV-17 na MKT, ne3akTHBHpOBaHHBIE peareHTaMu ¢ OOJIBIINM CO-
nepkanueM ¢eHmibHbIX rpynn (6onee 50%), namportus, nomydanu [IKK, oOnanaromiue
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BBICOKOH A dexTuBHOCTHIO (O0ee 3000 T.T.) TMOCIE KOHAMITMOHHUPOBAHUS TIPH TeMIIepa-
type 200°C. Hanecenue cuamkona OV-25 ynanoch OCYIIECTBHTH YIOBIETBOPHTEIBHO
mumb Ha MKT, nesaktuBupoBanHble cuiokcaHoM co 100% conepikaHueM (QeHHIBHBIX
rpymni. [Ipu nonsitke HaneceHus naHHod H® Ha MeHee MOISAPHYIO MOBEPXHOCTH BCErAA
MOJTyYaal BU3yallbHO MaTOBbIE U Mallod(PeKTuBHbIE KOJOHKH. ClieyeT OTMETUTh, UTO
HAHECEHME JAaHHOT'O CWJIMKOHA IIPOBOJMIIN B TUIIOBBIX YCJIOBMSIX, EAUHBIX JIJIS BCEX HCCIIe-
nyeMblx H®. Bo3MoxHO, onTUMHU3aIUs TapaMeTPOB U PEKUMOB 3TOW CTaIUU MO3BOJIUT
yayuwmnTh Xapakrepuctuku [IKK ¢ H® OV-25.

120 °C

Bpemst yICpRHBAHIEA, ¢
Puc. 1. XpomaTtorpammsl paznenenus tecta ['poda na npsimoii IIKK ¢ HXK® OV-17
(Tonmuua ruieHku 0.2 MKM) TIOCTIE pa3UYHBIX TEMIIEPaTyp KOHIUIIMOHUPOBAHUS KOJIO-
HOK. [{udppamu o603nauensl: 1 — Oyranaunon-2,3, 2 — H-IekaH, 3 — H-yH/ACKaH, 4 — OKTa-
HoI-1, 5 — H-MONeKaH, 6 — 2,6-qumeTuindeHon, 7 — 2,6-IMMeTHaHWINH. Y CIIOBUS XpOMaTo-
rpadupoBaHUs CTaHAAPTHBIE.

Taxum ob6pazom, 6bpun nomydensl [IKK co cnenyrommumu HO: OV-5, OV-7, OV-
61, OV-17, obnanarorue 3¢ dexktuBHOCTRI0 O0s1ee 3000 1.1. ipu mmuHE 240-260 MM; KO-
JIOHKH C HemoABMXHOU (azoit OV-25 ornmyanuck menbined 3¢dextuBHocThio (2000-
2500 T.1.). Cnemyer OTMETUTb, BOTIPOCHI MOATOTOBKH MOBEPXHOCTH KanwuiipoB MKT u
umMMoOuM3auu mieHku H® BeIHECEHBI 32 paMKU JTAHHOW CTAaThH.

B mony4eHHBIX 3KCIIEPUMEHTAIBHBIX PE3YyJIbTATaX XOPOLIO MTPOCIEKUBAETCS CBSI3b
xapakrepuctuk [IKK ¢ cooTHomeHuneM cojepxaHus (pEHUTBHBIX 3aMECTHTEICH B HaHO-
CHUMBIX TOJMMETHI()EHWICUIIOKCAHaX W Ha moBepxHOCTH KanmwuiaspoB MKT. Bunno, yto
BbIcOKas 3pdexruBHOCTD (151 OV-25 — ynoBieTBOpUTENIbHASA) JOCTUTACTCs NPU HaHece-
Hun H® nHa moepxHocts MKT, ne3akTHBHPOBAHHYIO PEareHTOM C cojepkaHueMm (e-
HWIBHBIX 3aMECTHUTENeH OOJBIIMM, YeM B HEIMOJBIKHOW ¢a3ze. DTO MOXKHO OOBSCHUTH
cienyromumM obdpazoM. OOpa3oBaHHE YCTOWYMBOW TUICHKHM M3 PacTBOpa MOJUMeEpa - Mpo-
11€CC MHOTOCTaJNIHBIN, B KOTOPOM BaXXHYIO POJb UTPACT aAre3Usl MOJTUMEPA K MOJIOKKE
[20], 3aBucsmast OT (PU3UKO-XUMHUYECKHX CBOMCTB MOBepXHOCTH. Hambonee cumbHBIN
BKJIAJ[ TIPH B3aMMOJCHCTBUH TIOJTUMEPHBIX IeTel MeTHI()EHUICUIIOKCAHOB JAPYT C APYTrOM
OyIyT BHOCUTH B3aUMOJEHMCTBUS 3BEHBEB, COAEPKAIIUX (DEHUIIbHBIE TPYIIbI, IPEICTaB-
nsronmx coboit aumonu. BeneacTBre 3Toro, yBenTu4eHNE MONSIPHBIX ()EHIIBHBIX TPYIIT Ha
MMOBEPXHOCTH JOJIKHO MPUBOIUTH K 00pa30BaHUI0 00Jiee YCTONUMBBIX TIeHOK HD.

[TommydyeHHbIE HAMHM pPE3YyJbTATHl COTIACYIOTCS B IIEJIOM C pe3yJbTaTaMu paboThI
[11], mOCBSIIIEHHON M3YYEHUIO YCTOMYMBOCTH TJIeHOK HD pasznuuHol moJISIpHOCTH HA TIO-
BEPXHOCTU CTEKJISIHHBIX KalWUISPOB, CUIAHU3UPOBAHHBIX PEareéHTaMU C Pa3Iu4yHbIM CO-
OTHOIIEHHEM DPaJuKaioB MeTwi/deHut. [y HaHeCeHUs MCIOJIb30BaHbl nonuMepHbie HO
C Pa3JIMYHBIMU 3aMECTUTENSIMU, IJIs J€3aKTUBALUU - PEAreHThl C OTHOCUTEIBHBIM COJIEP-
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*aHueM ¢peHmIbHbIX paaukanoB 0, 33, 66 u 100%. [1okazaHo, 4To ¢ Bo3pacTaHUEM HOJISP-
HOoCcTM H® 1 ynoBIETBOPUTEIIBHOM CMAauyMBAEMOCTH IOBEPXHOCTU OTHOCHUTEIIBHOE CO-
nepykaHue GEeHWIBHBIX TPYII Ha TTOBEPXHOCTH JIOHKHO OBITH OOJIBIIIE.

B xauecTBe npuMepa BO3MOKHOIO npakTuueckoro ucrnonb3zoBanus [IKK Ha pucys-
K€ 2 mpuBeleHa XpoMmaTorpaMMa pas3felieHus MapoB HEKOTOPBIX PaclpOCTPAHEHHBIX
B3pbIBUaThIX BemlecTB (BB) Ha xononke ¢ HO® OV-5. Bpems pazneneHus cMmecu, BKIIO-
Yalolen Kak JIETKOJIeTy4Yue, Tak u Tsokeiasie BB, Takue kak TOH (TeTpaHuTpOInieHTaspuT-
put) u rekcored (1,3,5-trpunutpo-1,3,5-Tprasanukiorekcad), cocrtasiser okoino 80 c.
Xpomatorpaduueckne nuku BB cuMMeTpu4HBI Jake TpH BBOJIE CIIEIOBBIX MPOO, UYTO
CBUJCTENHCTBYET 00 OTCYTCTBMM aKTHBHOCTH mMoBepxHocTH W H®. Ha xpomarorpamme
IPUCYTCTBYET HECKOJIBKO MUKOB, OTHOCSIINXCS K MPOAYKTaM Pa3ioKEHUs] TPUHUTPOIIIHU-
nepuna 1 TOH, Konn4ecTBO MUKOB U UX aMILTUTY/Ia 3aBUCAT B OCHOBHOM OT TEMIEPATYPhI
UCTIapuTeNs XpoMarorpada.

Haubonbiiee mpaktuueckoe npuMeHeHHe B Hactosimiee Bpems momyunnu [IKK c
H® OV-5. Onu ucnonp3yroTcsi B KAYECTBE ra30XpoMaTorpapuueckux KOJIOHOK B ra3oaHa-
JU3aTopax, MpeJHa3HAUYCHHBIX JJIS aHaldn3a BBIABIXAEMOTO BO3/yXa YEJIOBEKOM C LEIbI0
paHHEeW AMArHOCTUKH OHKOJIOTHYECKUX 3aboneBanuii [22-23]. [Ipyroe npuioXeHue Takux
KOJIOHOK — HCTIOJIb30BAHHE B COCTAaBE MOPTATUBHBIX Ta30BBIX XpoMatorpadoB I onpee-
nenus BB.

(=]
v

0 20 40 60 80
Bpems yuepiusauis, ¢

Puc. 2. Xpomarorpamma pazaenenus BB na npsmoii [TIKK gnunoit 220 mm ¢ HO
OV-5 (0.2 mxMm) nipu Temneparype 140 °C, moTok rasa-HOCHTEIs (apron) 40 CM’/MUH, Jie-
TEKTOP DIIEKTPOHHOIO 3aXBara, TeMIeparypa ucnapuress u gerekropa 200 u 210°C coot-
BeTcTBeHHO. [{ndpamu Ha XpomarorpamMmme 0003HAYCHEI: | - TPUHUTPOTIIUIICPHH,
2 - 2,4-quHuTpoToiayoi, 3 - 2,4,6-tpuHuTpoTOoNy0I1, 4 - TOH 1 5 - rexcoreH.

3akntoyeHue

[Tnenku MeTuneHUICUITUKOHOBBIX HETOABIDKHBIX (ha3 ¢ Pa3mMYHBIM COAEPIKAHU-
M q)CHI/IJ'IBHI)IX rpyrm MOFYT 6I>ITI) y,IlOBJ'IeTBOpI/ITCJH)HO HAHCCCHBI Ha HOBCpXHOCTI) MHO-
TOKaHAIBHBIX TPYOOK, J€3aKTUBUPOBAHHBIX PEareHTaMu C CoJep:kaHueM (PeHUITIBHBIX 3a-
MECTHUTEJICH OOJIBIITNM, YeM B HCIOJB3yeMOW HemoJBXKHOU (aze. Mcmonap3oBaHue XJo-
podopma B kauecTBe pactBopuTens st HO nmpuBoauT k noinyueHuto 6omuee 3P PeKTUBHBIX
[IKK, ueM npu npumMeHeHnn OeH30J1a U TOIyOJIa.
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