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IIpurorosieHa KanwuisipHas KojgoHKa pazMepoM 30 M X (.53 mMm co cioem 2.82 Mkm noau(1-Tpumerni-
cunui-1-npormHa) (ITTMCII). UccnenoBaHbl 3arpy304Hasi EMKOCTb, TEPMOCTAOMIBHOCTD U MTPOBEICHO
cpaBHeHUeE ¢ KoMMepueckoit KotoHKoii Rt-Q-BOND — 30 M % 0.32 mMm X 10 mxm. ITokazaHo, 4To 3arpy-
304YHAasi EMKOCTb MO 3TWJIOEeH30y st KojloHKU co cioem [ITMCII, tonmuHoit 2.82 MKM COCTaBJisieT
160 =r, uro B 8.0 pa3za Goblire, yeM 11 KOJTOHKHA Rt-Q-BOND co ciioeM mouanBUHIIOEH30JIbHOTO COP-
O6eHTa TommuHou 10 MkM. PaznenurenbHast CITOCOOHOCTD IMPUTOTOBJIEHHOM KOJIOHKU, pacCUYMTaHHAs ISl
HEKOTOPBIX Map MUKOB KOMIIOHEHTOB OyTeH-0yTaHOBOI (hpakumu, NpeBocXoauT KojJoHKy Rt-Q-BOND.
Makpo3oHa MeTaHa, cofepXaHue KOTOPOTo B cMecH cocTaBiisieT 6ojiee 90%, celeKTUBHO OTAEISIETCS OT
COITYyTCTBYIOIIMX MpuMeceii. CpaBHUTENbHAS OLIEHKA CXOAMMOCTH BpEMEH YIEPKUBAHUSI CEPHUCTBIX CO-
eIMHEHUI Ha UCCIeayeMOoil U KOMMepUYeCKOU KOJIOHKaX IMoKasaja yA0BJIEeTBOPUTEIbHYIO TOBTOPSIEMOCTbD:
OTHOCHTENIbHOE cpenHekBaapaTuyHoe oTkioHeHne (OCKO) He nipesbimraet 0.47%.

Karoueswie croea: KanwjuisipHasi KOJIOHKA, o (1-TpUMeTUICHINI- 1 -TIPOIIMH), TEPMOCTaOMIbHOCTD, 3a-

I'py304Hasda €MKOCTb, ITOKAa3aTCJ/Ib IIOBTOPAECMOCTHU, YITI€EBOOOPOAbI, CCPHUCTBLIC COCANMHECHUA

DOI: 10.31857/50044453721070281

B 2000 romy BriepBbIe OBLIO IIPEAIOXKEHO UCIIONb-
3oBaTh IITMCII B KauecTBe XpoMaTOorpauIeCKOro
copbeHTa B KaIMUIIPHOI ra3oBoi Xpomartorpadpun
[1], a 3aTem miist xpomaTorpacduu Ha HacagOYHBIX (B
Bue copbenTa Xpomocopb W+ 10 mac. % ITTMCIT)
[2] n nonukanuisipHbIX [3] KogoHKax. OKa3aaoch,
yro ITTMCII xapaktepu3syeTcst HSOOBIYHBIMU CBOT-
CTBaMM, HE MMECIOIIMMHU aHAJIOTOB CPpeAU M3BECTHHIX
xpoMaTtorpadudeckux copoeHToB. Tak, Hampumep,
apoMaTUYeCKUe YIJIIEBONOPOIBI BIIIOMPYIOTCS Ha-
MHOTO paHee COOTBETCTBYIOIIEro H-ajiKkaHa (0eH301
DIIIONPYETCS CYIIECTBEHHO paHee H-TeKCaHa, TOIYOII
— paHee H-TenTaHa, HaTaJIuH — paHee #H-IeKaHa) [1,
4, 5]. TuopeH He TOJIBKO XOPOIIO OTACISIETCS OT
MaKpO30HBI O€H30J1a, HO 1 3JIIOUPYETCS paHbIIIEe, YTO
MMeeT MPaKTUIECKOEe 3HAYCHME IS OIpeaesICHUS
MUKpoTpuMecHu TuodeHa B 6eH3olre [6]. MccmenoBa-
Ha BO3MOXXHOCTb IIPUMEHEHMsI KaITMJUIIPHBIX KOJIO-
HOK ¢ ITTMCII mist pa3znenceHUs1 peaKIIMOHHOCIIO-
COOHBIX COeIMHEHUI, TAKMX KaK JIETy41e HeOpraHu-
yeckue ruapunsl (SiH,, H,S, PH;, GeH,, AsHj;),
XJIOPOPraHNYeCKHUE COCMMHEHMsI, B TOM YUCJIE TPYI-

HO pazzaejsieMble Ha IpyTux copOoeHTax ¢peoHH! 113 u
132. BaxxHo otmeTuTtb, yTo mommumo ITTMCII, Tons-
Ko Ha ogHOM copbeHTe (Carbopack BHT) Bo3aMoxHO
BIIIOMPOBaTh MpUMech hocdrHa paHee TepMaHa, YToO
BaXHO JJ1 onipenesieHus: aToi npumecu B GeH, [7].

ITTMCII HaxomuT TIpUMEHEHHWE IS PEIICHUS
pa3HBIX aHAJIMTUYECKUX 3a1a4, B TOM 4uCle U s
aHajM3a IPOAYKTOB KaTaIUTUYECKUX peakuuii [8—
12]. Onsa ouenkn Bo3moxkHocteit [TTMCII BeICTY-
MaTh B Ka4eCTBE HEIOJABVIKHOM (hasbl IJ1sT pelleHUs
pa3IUYHBLIX 3amad pasaesiecHUsI HeoOXOOUMO Hallb-
HeMllllee  HCcclieoBaHUE  XpoMaTorparuecKux
CBOICTB maHHOTO copOeHTa. B Hacrosieil pabote
paccMOTpeHO BiausHUE ToamuHbl mwieHku [TTMCIT
Ha pa3aesIMTebHYIO CIIOCOOHOCTD KallMJUISIPHOM KO-
JIOHKM MPY aHAJIM3€ CMECH JIETKUX YTJIeBOAOPOIOB, B
TOM 4MCJIE CTPYKTYPHBIX I30MEPOB OyTaHa 1 CEPOCO-
JepxXKallyux COeIMHEHUN.

M3BecTHO, 4YTO yBEIMYEHUE TOJIIUHBI TUICHKU
HETMOBWXKHOM (ha3bl IPUBOIUT K CMEIIEHUIO paBHO-
Becusl copOuusi/mecopOums B CTOPOHY HEHOIBILIK-
Hoit ¢as3pl. I[Ip 3TOM HE TOJIBKO YBEIWIUBAIOTCS
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BIIMAHUWE TOJIIWHBI ITNTEHKHU

BpeMeHa yIep>KMBaHUSI COSAMHEHMI, HO M IIOBBIIIIA-
€TCsI 3arpy304YHasi eMKOCTh KOJIOHOK M MX pa3peliaio-
masi cnocodbHocts [13, 14]. dast Toro 4todbl yayd-
IIMTh pa3denTeIbHbIE CBOMCTBA KAIMLISIPHOI KO-
snoHku ¢ [ITMCII, HeoOxoauMO OBIIIO TIPUTOTOBUTH
KaIlWJUIIPHYIO KOJIOHKY C 0ojiee TOJICTBIM CJIOEM
ITTMCII. OmHako 3mech BO3HUKAIOT TPYIHOCTH,
CBSI3aHHBIE ¢ HU3KOI pactBopuMocthio [TTMCII
[15, 16]. OrpanmvenHas pactBopuMocTh [ITMCII
MIPUBOIUT K TOMY, 9YTO HEBO3MOXHO IIPUTOTOBUTH
pacTBOpP JOCTAaTOYHOM KOHIEHTpPAUW I MoJyde-
HUS TOJICTOM IJICHKM COpOeHTa Ha BHYTPEHHEH 1O~
BepXHOCTH Kamwursipa. KpoMe Toro, mpu BBICOKOI
koHleHTpauuu ITTMCII pacTBop MMeeT BBICOKYIO
BSI3KOCTbh, YTO IIPUBOAUT K 3aKyIIOPUBAHMIO KaIlWJI-
JIsIpa B Ipoliecce HaHeceHUs1 copOeHTa. PemeHnem
3TOM MPOOJIEMBI MOXET OBITh YBEINUYSHME TUaMeTpa
KaIlWJIJIIPHOM KOJIOHKU. B 3TOM citydae 1ipu Toii ke
caMoii KOHIIEHTPpallM II0JIMMepPa B pAaCTBOPE MOXKHO
YBEJIUYUTDH TOJIIMHY TUIEHKM HETIONBMXXHOM (ba3bl.
B maHHOIT paboTe ObLIM NPUTOTOBJIEHBI IBE KaIlWJI-
JIIpHBIE KOJMOHKM mimHOM 30 M mmametrpom 0.32 u
0.53 MM ¢ TUIGHKOM HENMOIBMXKHON a3kl MaKCH-
MaJIbHO BO3MOXHOM TOMIIUHEL IIpu 3ToM (pazoBoe
oTHOIIIeHue [} 1151 06erX KOJIOHOK ObLIO paBHO 47.
JI1s1 IpUTOTOBJIEHHBIX KOJIOHOK M KOJIOHKM Rt-Q-
BOND 0bUn McciaeqoBaHbl 3arpy304Hasi eMKOCTb,
TepPMOCTAOMJILHOCTh M pa3leNUTeIbHbIE CBOMCTBA
IIPUTOTOBJIEHHBIX KOJIOHOK. [IpoBeneHa olieHKa cxo-
JIUMOCTHU U3MEPEHUI B YCIIOBUSIX TIOBTOPSIEMOCTH.

OKCITEPUMEHTAJIbHAA YACTb
Hcnonvsosannsvie peakmugsl U KOAOHKU

s TpUTOTOBJIEHUSI pacTBOpa HEIMOIBMXKHOM
¢dazn1 ucnonp3zoBanu [IITMCII (abecr GmbH, Germa-
ny) u toayoa (HITO “Dkpoc”, r. Cankr-IletepOypr).
3arpy304Hyl0 €MKOCTb KaIlWJUIIPHBIX KOJOHOK
OmpelIe/sUii MO 3TWIOEH30/1y, PacCTBOPEHHOMY B
anetoHuTpmie (o6a npoussoactsa HITO “Bxkpoc”,
r. Cankr-IletepOypr). s U3roToBJIEHUSI KOJIOHOK
HMCIOJIb30BaId KBapleBble KAIIMUISIPhl AUAMETPOM
0.32 mm 1 0.53 mm (Trajan Scientific and Medical,
Australia). i1 cpaBHEHUSI MCHOJb30BaIU KallWJi-
JsIpHYyI0 KOJToHKY Rt-Q-BOND (Restek, USA) mmm-
aoit 30 M, nmameTpoM 0.32 MM ¢ HETOJISIPHBIM TTOJIH -
MEPHBIM COpPOEHTOM Ha OCHOBE IMBUHUJIOCH30Ja
ToMIUHON 10 MKM.

Hpueomoeﬂehue KOJ/IOHOK

KamisspHsie kojtoHku nuaMmetrpom 0.32 1 0.53 mm
OBbUIM TIPUTOTOBJIEHBI CTATUYECKUM METOIOM BBICO-
KOTO maBjeHUs. [ 3TOro Kamwuisap 3aroJTHSUIN
2.1% pactBopoM IITMCII B Tonyosne. Ilocne gero
OIIMTH KOHEII KaIlMJITSIpa 3arialBajid, a OTKPBITHIN KO-
Hell BBOJIWJIM C TIOCTOSTHHOM CKOPOCTBIO B TEPMOCTAT
npu temnepatype 200°C [10].

BbuTH IPUTOTOBIIEHBI KOJIOHKU:
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1) ITTMCII032 pazmepom 30 M X 0.32 MM ¢ TOJI-
mHoi cinos 1.70 MKM;

2) ITTMCII053 pazmepom 30 M X 0.53 MM C TOJI-
LIUHOM cJI0s 2.82 MKM.

g cpaBHEHMsI MCIONL30BaIu KOJOHKY Rt-Q-
BOND pasmepom 30 M X 0.32 MM X 10 MKM.

Hpueomoeﬂeﬁue MOOenbHbIX cmecell

Cwmech | m1s TectupoBaHus OBLJIa TIPUTOTOBJICHA
IMyTeéM CME€IIMBaHNsA MHANBUAYAJIbHBIX BECIIECCTB: AN -
OoKcHuAa yriaepoma, KapOooHWICyabbuaa, TUOKCUAA
cepbl, cepoyrniiepona, Jierkux yriesogopoaos C,-C,,
MepKaIlTaHOB.

Cwmecs 11 Ob1a IpUTrOTOBICHA HOOABICHUEM K ME-
TaHy cMecH | u OyreH-OyTraHoBoI ppakuunu (bbdD)
(1,3-0yrangueH, wu30-OyreH, 1-OyreH, u30-0OyTaH,
mpanc-2-0yTeH, yuc-2-0yteH, x-6yraH). Comepxka-
He MeTaHa B JAHHOI cMecU cocTasisiio 6omee 90%.
DTO caeraHo I TOro, YTOOBI cocTaB cMecH 11 Obin
0JIM30K K COCTaBy MPUPOIHOTIO rasa, 3a MCKJIIOYEHU -
eM IMOKCHIa cepbl. JIMOKCUI cephbl B IPUPOIHOM ra-
3¢ HE COIEPXKUTCS.

XpomaTorpaduieckure XxapakTepucTUKU KOJTOHOK
ObLIM U3YYEeHBI TIPU pasfeieHur MoaesibHou cMmecu I1.

OnpeneyieHWe 3arpy304HOM €MKOCTH KOJOHOK
npoBoawin Ha xpomatorpade Kpucramr 2000 ¢ mia-
MEHHO-MOHM3aIMOHHBIM AeTekropoM (ITN/I) (mpo-
n3BoactBo “Kyrmon”, MxkeBcK), TemrepaTypa ucrna-
puteist 250°C, gerekropa — 230°C, ra3-HOCUTENb —
a3or.

TepMocTaObuIbHOCTh (3aBUCUMOCTb (DOHOBOTO
TOKa JIETEKTOPa OT TeMIIEPaTyPhl KOJJOHKHW) UCCIIEI0-
Bamu Ha xpomatorpade Agilent 7890 ¢ mmamMeHHO-
noHu3aloHHbIM aetektopoM (IMM]/). I'az-Hocu-
TEJb — IeJIUM.

Paznenenue cmecu 11 1 OLIeHKY CXOOMMOCTHU Bpe-
MEH yIepKMBaHUSI aHAIU3UPYEMbIX KOMIIOHEHTOB
npoBoawIn Ha Xxpomarorpade Agilent 7890 ¢ Mukpo-
JIeTeKTOpoM Mo TertonpoBoaHoctu (U-IATIT). Tem-
neparypa ucnapureisi 250°C, gerekropa — 230°C,
ra3-HOCHUTENIb — Teluii. XpomarorpadpupoBaHUe
IMPOBOANJIN B NBOTEPMUYECKOM PEXKMME U B YCIIOBU -
SIX IIpOTpaMMUPOBaHUS TeMIlepaTyphl. TeMmiepaTypy
TepMOCTaTa KOJIOHKHM IOAASPXKUBAIN C TOYHOCTHIO
+0.5°C. Ins1 06paboTK XxpoMaTorpadruiecKux JaH-
HBIX MCIIOJIb30BajJIM IIpOrpaMMHOE OOecIeYeHMe
ChemStation (Agilent) u NetChrom (MeTa-xpom).

OBCYXIEHUWE PE3VIILTATOB

DKCNEepUMEHT MO OIPEIeICHUIO 3arPy304HOM eM-
KOCTH KaNWJIJISIPHBIX KOJIOHOK, IIPUTOTOBICHHBIX Ha
OCHOBe (DYHKIIMOHATM3UPOBAHHOIO (OKHCIECHHOTO
3akuchio azota) [ITMCII nogpo6HO onurcaH B pabo-
te [11]. IToka3zaHO, YTO C yBEJIMYEHUEM TOJLLMUHBI
ciiost monumepa ot 0.5 go 0.8 MKM 3arpy3odHasi eM-
KOCTb BO3pacTaeT B 6 pa3. AHaJOrm4yHasl Impolenypa
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M3MEepEeHU Oblla MpoBeneHa ISl TPUTOTOBIEHHBIX
koioHOK ITTMCII032 u ITTMCII053 ¢ ToammHoOMN
mieHku copoeHTa 1.70 u 2.82 MKM COOTBETCTBEHHO.

3HaYeHWUS TIPEaeTbHON BETMIMHBI HAaTPYy3KH XpO-
MaTorpacMIeCKIX KOJTOHOK 3aBUCAT B OCHOBHOM OT
TOJILIMHBI IJICHKW HETTOABMKHOM (ha3bl U T€OMETPHU-
YeCKHX MTapaMeTPOB KOJIOHKM.

Kamumsiprast koionka ITTMCII053 ¢ nuamer-
poM Kanmasgpa 0.53 MM 1 TOJIIIIMHOI c10sT copOeHTa
2.82 MKM OblJla IIPUTOTOBJIEHA BIEPBBLIC U ITOITOMY
HEOoOXOIMMO ObLIO OLIEHUTh MAaKCUMAaJIbHOE KOJIUYe-
CTBO NpoOHBI (3TUIIOEH30J1a), KOTOPOE MOXKHO BBECTHU
B TaHHYIO XpoMaTtorpaduyeckyto KOJIOHKY 0e3 ee me-
perpy3ku. B KoJIOHKY BBOAWJIU pa3HOE KOJIUYECTBO
STWIOEH30Jla B BHIE pacTBOpa B allCTOHUTPHIIE.
O0beM mnpoOBl KaxXAblii pa3 ObLI ITOCTOSIHHBIN
(1 mxu1). PaccuuThiBaIu YUCIO TEOPETUUECKUX Tape-
JOK N IS KaxXmoil KOHIEHTpaluu STHIOEH30JIa.
s MUHMMAJIbHOM KOHILIEHTpAalMU STUIOEH30J1a
(0.4 Mxr/mMi) 3 HEKTUBHOCTh OblJIa MAaKCUMAaJIbHOM
(Npay)- 7151 OLIEHKM 3aTpy30UHBIX CBOUCTB KOJJOHOK
CTPOMJIM 3aBUCUMOCTh OTHOCHUTEJIbLHON 3P (PeKTUB-
HocTU N/N,,,« OT BEIMYMHBI BBOAMMOI npodsl. Ha
puc. 1 mpencraBieHbl TaKWEe 3aBUCUMOCTU IJISI VIC-
cienyeMbIx kKojioHok ITTMCII032 n ITTMCII053 ¢
paznuuyHoii TomuunHo#i miaeHku ITTMCII u kojloHKMn
cpaBHeHUs1 Rt-Q-BOND ¢ copbeHTOM Ha OCHOBE
IWBUHMIIOeH30J1a. TeMIiepaTypy KOJOHKM IT0I0Mpa-
JIV TaKy1o, YTOOBI (paKTOp yAep>KUBaHUS 3TUIOSH30-
JIa Ha BCEX KOJIOHKAaX OBLI IIPUMEPHO OOQUHAKOBEIM.

BenmuuuHy 3arpy3o4HoOif €MKOCTHU OIpeaeiisiiu,
KaK MaccCy BBEICHHOIO BellleCcTBa (3TMJIOECH30:1), IpU
KoTopoit 3¢dekTnBHOCTh (N) cHmxaetrcsa Ha 20%.
IMonyyeHHbIe 3HAYEHUST BEJIMYMH 3arpy304HOI eM-
KOCTH IJIsI VICCIEAYEMBbIX KOJIOHOK MpPEACTABICHBI B
Tabm. 1.

B mopucTocIoiHbIX KanWUISIPHBIX KOJJOHKaX 3a-
Irpy304Hasi EeMKOCTh 3aBUMCUT OT YIEJILHOM IJIOIIaaN
MOBEPXHOCTH copOeHTa. Ecm B Ta30XMIKOCTHOM
XpoMmarorpauu aHaJIMT COpPOUpPYETCsST BCeM OObe-
MOM HETIOABMKHOM (pa3bl, TO B ra30aacopOILMOHHOM
xpoMmarorpauu MOpU MCHOJIb30BAHUM TUIIMIHBIX
COpOEHTOB OPraHUYECKO M HEOPTraHUYECKON TIpu-
poObl MPOLECChl COPOLMU-IECOPOLINMU IIPOUCXOISAT
Ha rpanuiie pasnena ¢a3. Ognako ITTMCII ¢ sToit
TOYKU 3PEHUSI He SIBJISIETCS KJIACCUUECKHUM alicop-
oenroMm [1, 4, 5].

Pesynbrarel, moaydyeHHEIE IIPY UCCIIEIOBAHUHA 3a-
TPy304YHOIT eMKOCTU TPEX TUITOB KaIIIPHBIX KOJIO-
HOK U IpeacTaBJeHHbIC Ha puc. 1 1 B Tab. 1, moka3a-
JI, 9YTO C YBEJIMYCHHUEM TOJIIINHbBI IVIEHKHU 3arpy304-
Hasl €MKOCTb, M3MEpEHHass II0 STWIOEH30JIY IS
koioHku ITTMCII053 pazmepom 30 M X 0.53 MM u
TOJILIIMHOM cJ10s 2.82 MKM, 3HAYMTEIBHO IIPEBOCXO-
JUAT COOTBETCTBYIOLLMI ITOKA3aTe b, UBMEPEHHBIN 1J151
kosioHku ITTMCII032 (30 M % 0.32 MM X 1.70 MKM) ¢
TEeM K€ ITOJIMMEPOM B Ka4eCTBE HEIIOABMKHOM (pa3bl
(160 u 20 Hr, cooTBeTCcTBeHHO). KpoMe Toro, 3arpy-
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Puc. 1. 3aBUCMMOCTH OTHOCHUTEIBHOMN 3(DOEeKTUBHOCTH
XpoMaTorpacuiecKrux KOJOHOK OT BeJIMYUHbBI BBOIUMOM
po06sI (3TIIbeH30:); [ — Komonka [TTMCIT032 (30 m X
X 0.32 mm X 1.70 mxm), 2 — xojonka [TTMCII053
(30 M X 0.53 MM X 2.82 MKM), 3 — kosoHKa Rt-Q-BOND
(30 M % 0.32 MM X 10 MKM).

30uyHas eMKocTh KojtjoHkn ITTMCII053 B 8 pa3 BeI-
e, yeM KoioHKU Rt-Q-BOND ¢ nuBMHMIOECH30J1b-
HBIM copOeHToM. IIpn 3TOM 06BEM cOpOEeHTa, HaXO-
nsierocst BHyTpu KojoHKU Rt-Q-BOND npumepHo
B 3 paza 6oJbliie, yeM B kojoHke ITTMCII053. BT1o
MOXKET OBITh CBSI3aHO C TEM, YTO IIOPUCTAsI CTPYKTypa
ITTMCII, ob6pa3oBaHHasl B pe3yjabTaTe TPEXMEPHOI
KOoH(pOpMauu JIMHEIHOTO MMoInMepa SIBIASIETCS IPO-
HULIAEMOM IJISI MOJIEKYJI copOara Ha OOJIbIIYIO TJIy-
OMHY, YTO MO3BOJISIET UCIOJIb30BaTh JaHHBIN IMOJIU-
Mep IJIsk u3rotoBiieHusT MemOpaH [17]. IToaToMy 1O
3arpy3ouHbiM cBolictBaM IITMCII nomkeH OBITh
MOXO0X HE Ha TPaAWUIIMOHHBIN COpPOEHT, a Ha HEIIO-
JIBVDKHYIO XUIKYIO a3y, T.e. IIOIJIoIIAaTh aHAJIMTHI BO
BECh 00BEM CJI0SI COpOCHTA.

Hanee rcciaegoBany 3aBUCUMOCTb (POHOBOTO TOKA
nerekropa (ITM]1) oT TeMItepaTypbl KOJIOHOK B YCIIO-
BUSIX IPOTPaMMMPOBAHHOIO HarpeBa.

Tabomuna 1. XapakTepruCTUKM U 3arpy304Hasi EMKOCTb (1)
KaImWUISIPHBIX KOJIOHOK

d
Komouka |T,°C| k |d,mm| 7 B |m,Hur
MKM
IITMCII032 140 6.7 | 0.32 1.70 | 47 20
IITMCII053 170 6.1 0.53 | 2.82| 47 160
Rt-Q-BOND | 200 5.6 | 0.32 |10 8 20

O6o3HaueHUsT: B — pa3oBoe OTHOIIIEHNE, PACCYMTAHHOE U3 THA-
MeTpa Kanmujuisipa 1 TOJIIIMHBI CJIosl cOpOeHTa, k — dakTop yaep-
XUBaHUsSI 3TUIOEeH30/1a, d — IUaMeTp KOJOHKU, df — TOJILIMHA
cJ10s1 copOeHTa, m — BeJIMYMHA BBOIUMOM ITPOOBI, BHI3bIBAIOLLIAST
cHIxeHre addekTnBHOCTH Ha 20%.
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Puc. 2. 3aBUCUMOCTb BEeJIMYMHBI (DOHOBOTO TOKa ETEK-
topa (ITWU) oT ToMIMHBI IUIEHKHU copOeHTa: / — KOJIOH-
ka [ITMCII032, 2 — kononka ITTMCII053, 3 — KoJloHKa
Rt-Q-BOND. Temnieparypa kosoHku: oT 50 1o 220°C co
ckopocThio 15 K/MuH.

INoBbIIeHNe (POHOBOrO TOKA AETEKTOPA 3aBUCUT
OT KOJIMYECTBA HETOABMXKHOM (pa3bl (HU3KOMOJIEKY-
JISIPHBIX TIPOAYKTOB Pa3JIOXKEHUS IIoJMMepa), YHe-
CEeHHOIT 13 KoJIOHKU. KoJImuecTBoO YHeCEHHOIi HeIlo-
IBYKHOM (ha3bl 3aBUCUT OT MHOTHUX (DAKTOPOB, B TOM
YHCJIe OT MPUPOIBI, CTPYKTYPHI, OT 00beMa OOKOBBIX
3aMecTUTelIell B MOJUMMEPHON Lienu cOpOeHTa WU
HETIOABMXKHOM KMAKOM (ha3bl, OT TOIIIMHBI INIEHKU
1 reOMeTpUUIECKUX pa3MepoB KonoHKH [14]. IToaTo-
MY BaXXHO OBIJIO M3YyUYMTb BIMSHUE TOJIIMHBI CJIOS
IITMCII, HaHeCeHHOro Ha CTEHKU KaIWUISIPHBIX
KOJIOHOK pa3HOro aMaMeTpa, Ha TepMUUYECKYIO CTa-
OMJILHOCTb XpoMaTorpachuyeckoi KOJIOHKH.

XOTsI TepMOrpaBUMETPHYECKOE HCCIIeIOBaHUE
ITTMCII, npuBeneHHoe B padote [10], moka3piBaeT
HE3HAYMTEIbHYIO IIOTEPI0 MAacChl OO TeMIIepaTyphl
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363°C B uHepTHOI atMocdepe u 282°C B OKHMCIM-
TeJIbHOM (BO34yX), B padoTe [11] ObLIO ITOKa3aHO, 4TO
MakcHMaJjbHasi pabodasl TeMrepaTrypa Ijisl KOJTOHKU
¢ IITMCII, ripn KoTOpoit ocTaroTcss HEM3MEHHBIMA
XpoMmartorpaduyeckue cBoiicTba, cocrapisieT 220°C.
ITosToMy mcciegoBaHue TEPMOCTAOMIIBHOCTU IIPO-
BOOWJIN TTOCJIe KOHAWIMOHUPOBAHUS KAWL PHBIX
KOJIOHOK B TOKe Teyins npu temnepatype 220°C B Te-
yeHue 12 4.

3aBUCHUMOCTU BEJIUYMHBI (DOHOBOTO TOKA NETEK-
TOpa OT TeMIIepaTyphl IpeacTaBiaeHbl Ha puc. 2. [Ipu
yBEJIUYEHUM TEMIIEPATYPhI KOJOHOK OT 50 no 220°C
co ckopocthio 15 K/MuH Habaomanu yBeaudeHUe
¢oHoBoro Toka 1o 13 A s komonku [TTMCII032
(d,= 1.70 Mmxm) u 1o 51 nA s koonku ITTMCII053
(d,= 2.82 MxMm). B 311X Xe ycinoBusx 3HaueHue Go-
HOBOTIO TOKa 1151 KoJIoHKM Rt-Q-BOND ¢ nuBuHMI-
OEH3O0JFHBIM COPOEHTOM ITOBBIIIAJIOCH IO 7 TIA.
Hwuskag 1mo cpaBHEHUIO ¢ AUBUHMIIOCH30JIBHBIM COP-
6enToM TepMocTabuibHocTh [ITTMCII cornacyetcs ¢
OCOOEHHOCTBIO €r0 CTPYKTYPHI, XapaKTepU3YIOIIeii-
Csl HAIMYMEM OObEMHBIX TPUMETUICUIMIbHBIX 3aMe-
CcTUTEJIeN B IMHEWHOU ienu noavumepa [ 18—21].

HJ1st OLIeHKY pa3ae/IMTEIbHBIX CBOMCTB KOJIOHKU
IITMCII053 ¢ TOJCTBIM CJIOEM COpOeHTa XpoMaTO-
rpacdupoBajii CMECh JIETKUX YTIJIEBOIOPOIOB U CEPO-
coaepxalux coequHeHuit. Ha puc. 30 npencrasie-
HBl pe3ylbTaThl pasaelieHust TecToBoil cmecu 1I.
O06BeM BBOIMMOI TIPOOBI cocTaBaser 1 mir. Ha puc.
3a mpeAcTaBieHa XpoMaTorpaMMma TOM Ke cMecu Ha
KoJsioHke cpaBHeHHMsI Rt-Q-BOND. Yto06b1 uckito-
YUTH TIePETpy3Ky TaHHOU KOJOHKHM, 00BEM ITPOOBI
YMEHBIIWIN B 4 pa3za (250 mku). J1is1 Jydiiero Busy-
aJIbHOTO BOCIIPUSITUS XpoMaTorpauiecKux MUKOB
MacmTab Imo OCy OpAUHAT Ha pUC. 3a ObUT YBEJIMYEH.

B T1abnm. 2 mpencraBiieHBI 3HA4YeHUS (HaKTOPOB
pa3pelieHus 411 HEKOTOPBIX Map MUKOB 13 XpOMAaTO-
rpaMMBbI, IPEACTABIEHHONI Ha puc. 3. Bei6op nap nu-

Tabmuua 2. BennunHa paspeniaoieii CmocooHocTU Ry U1l Tap KOMITIOHEHTOB U (paKTOp acUMMeTpuu F,g U151 TUKOB YT-

sesogoponos C, (puc. 3)

Komnonka ITTMCII 30 M X 0.53 MM X 2.8 MKM

Komonka Rt-Q-BOND 30 M X 0.32 MM X 10.0 MKM

RS FaS RS Fas
1.3-6yTtanreH,/u300yTeH 1.3-6yragneH 1.3-6yranneH,/u300yTaH 1.3-6yragueHn
2.3 1.2 0.8 0.5
n300yTeH,/n300yTaH U300yTeH 1.3-6yranueH/u300yTeH M300yTeH
1.0 1.0 0.3 1.5
n300yTaH/TpaHC-2-0yTeH n3o0yTaH n3obyteH/1-0yTeH n300yTaH
0.6 0.7 0.5 0.6
mpauc-2-0yTeH,/uc-2- mpanc-2-0yTeH H-OyTaH/1-0yTeH mpanc-2-6yTeH
OyTeH 1.1 2.0 1.4
0.8
H-OyTaH/TpaHC-2-0yTeH H-OyTaH mpanc-2-0yTeH/H-0yTaH H-OyTaH
2.0 1.1 0.9 1.3
JKYPHAJT ®U3UYECKOU XUMHUU  Ttom 95 Ne 7 2021
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Puc. 3. Xpomarorpamma MozenbHoi cMecH 11: a) Ha konoHke Rt-Q-BOND, 35°C, 3 MuH, HarpeB co cKkopocThio 5 K/MuH 1o
200°C; 6) Ha kosimonke [ITMCII053, 35°C, 2 muH, HarpeB co ckopocThio 7 K/mMuH 10 200°C; 1 — MeTtaH, 2 — TMOKCUI yTIJIepo/a,
3 — auleTwieH, 4 — 3TWIEH, 5 — 3TaH, 6 — cepoBoaopon, 7 — Boaa, & — KapooHw cyiabdun, 9 — nporwieH, /0 — nponax, 11 —
JIIMOKCHUI cephl, 12— MeTuI-MepKanTaH, /3 — u3obyraH, /14— 1,3-6yranueH, 15— uzobyreH, /6 — 1-6yreH, /7 — n-6yraH, 17a —
yuc-2-0yreH, 18 — mpanc-2-6yteH, 19 — stun-mepkanrtad, 20 — CS,, 21 — n3onponui MepKanras, 22 — Nponui-MepKanTaH.

Taz-Hocurens — renumii. Jerekrop — u-ATII.

KOB, LISl KOTOPBIX PAaCCUMTHIBAJIU pa3pellieHue, o0y-
CJIOBJIEH WX OJM3KUMU BpEeMEHaMU yIep>KUBaHUS
WJIM HETIOJIHBIM pa3fefieHMeM MaHHBbIX COeAMHEHUN
Ha IByX TUMax KojoHokK. Kak BugHo, BeJinurnHa ax-
TOpa pa3pelieHus i 00JIbIIMHCTBA Map KOMIIOHEH -
TOB OyTeH-OyTaHOBOIl (hpakiuid Ha KOJIOHKE
IITMCII053 61u3ka K equHuile (Tadi. 2). s aTux
2Ke Tap KOMITOHEHTOB, pa3jiefisieMbIX Ha KOJTOHKe Rt-
Q-BOND, dakTop paspeuieHuss UMMEeT MEHbIINe
3HAYEHUSI.

JlaHHBIEC TI0 CXOOIMMOCTH BpeMEH YIEep>KUBaHMS
cepocoiepxXKalluX COeOUHEHUI, IPeaCcTaBIeHHbIX B
Taba. 3 u 4, CBUAETEIBCTBYIOT O TOYHOCTH IIPOBEJIE-
HUS 9KCIIEPUMEHTOB, TTOCKOJILKY PaCXOKICHUS Bpe-
MEH yIEep>KMBaHUS COCTaBIsIeT 2—3 ¢. OTO COOTBET-
cTByeT TpeboBaHusIM Metoguku ASTM D5504 mis
KaInuUISIpHOM KOJIOHKH C MOJMCUJIOKCAHOBOM HEMO-

KYPHAJI ®UZUYECKOU XUMUU

JIBVDKHOM XXKUIOKOI (pa3oii, KoTopasi MpeanuchIBacT,
yTo Xpomarorpaduyeckue napamMeTpbl HAOJKHBI
obecrneuynBaTh MOBTOPSIEMOCTh (CXOAMMOCTH) Bpe-
MeH ynepxuBaHus 0.05 muH (3 ¢) B npemenax Ijiu-
TenbHOCTH aHaimm3a [22]. Pacuer cxommmoctu pe-
3yJbTaTOB U3MEPEHU BpPEMEH YIEepP>KUBAHUSI KOM-
MOHEHTOB aHAJIM3UPYEMON CMECU IPOBOIWIU
comlacHO PekomeHaaliMu Mo MeXrocyaapcTBEHHOM
crangaptuzauuu (PMI) 61 [23].

OTHOCUTEIBHOE CpeOHEeKBaApaTUYHOE OTKIOHE-
Hue (OCKO), paccunTaHHOE B YCIOBUSIX IIOBTOPSIE-
MOCTH, IJjIs1 BpeMeH yIepXKMBaHUS CEPHUCTBIX Ta30B
1 MEpKaNTaHOB, aHAJIM3UPYEMbIX Ha KaIWJUISPHBIX
koioHkax 30 M X 0.53 mMm X 2.8 Mxm ¢ [ITMCII n
kommMmepueckoit Rt-Q-BOND — 30 m X 0.32 MM X
X 10 MKM, usMeHsetrcs B guana3one 0.47 u 0.1% co-
OTBETCTBEHHO.

Ne 7
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BIIMAHUWE TOJIIWHBI ITNTEHKHU

Ta6smma 3. BpemeHa ynepkuBaHUsi KOMIIOHEHTOB cMecH |
(n=15,P=0.95)

g, MMH
Ne
aHammsa | Cco, | H,S | COS | SO, €S,
(180°C)
IITMCII053
1 1.44 1.52 291 2.26 2.39
2 1.43 1.51 2.92 2.25 2.38
3 1.43 1.52 2.92 2.26 2.38
4 1.42 1.51 2.93 2.27 2.37
5 1.43 1.52 2.92 2.26 2.38
Cpennee 1.44 1.53 2.91 2.25 2.39
OCKO, % | 0.08 0.09 0.04 0.06 0.23
Rt-Q-BOND
1 1.71 1.77 3.32 7.14 4.6
2 1.7 1.76 3.31 7.15 4.61
3 1.71 1.77 3.32 7.16 4.61
4 1.72 1.78 3.33 7.14 4.59
5 1.73 1.76 3.33 7.15 4.6
CpenHee 1.77 1.77 3.32 7.15 4.61
OCKO, % | 0.64 0.47 0.25 0.12 0.18

Takum oOpa3oM, CyllleCTBEHHOE YBEeIUYECHUE 3a-
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TWICWIWI- | -TIporMHA) TommuHOK 2.82 MKM IIO
cpaBHeHU10 ¢ KosioHKamu [TTMIIC 30 m X 0.32 MM X
X 1.70 mxm 1 Rt-Q-BOND 30 M X 0.32 MM X 10 MKM
MO3BOJIIET UCKIIOUUTh €€ Meperpy3Ky U YIy4dIIUTh
pa3aeauTeabHYIO CITOCOOHOCTD IIPU BBOIE OOJILIINX
00BbEMOB Tra30BbIX P06 (1—4 M) s onpeneseHus
HU3KUX KOHLEHTpALUil aHAIM3UPYyEeMbIX BEIIIECTB, B
TOM YMCJIe, KOPPO3UMOHHO arpeCCUBHBIX CEPHUCTHIX
COENMHEHUIA.

I[IponeMoHCTpupoOBaHa IEPCHEKTUBHOCTL IIPU-
MeHeHusT KamwuisipHoii koinoHku IITMCII0S3 ¢
ITTMCII nns aHanu3a IPUPOIHOTO ra3za U NpoaykK-
TOB HedTenepepadboOTKM, KOTOpast 00yCIIOBJIEHA BBI-
COKOI1 CEJIEKTUBHOCTBIO pa3aelieHUsI OyTeH-OyTaHO-
BOI (ppakIiiMu U CEPHUCTHIX coefuHeHuu. [Tpu aTOM
BpeMs pasnelieHnss cMecu Ha KomoHke ITTMCII
npuMepHO B 1.4 pasa MeHbIIe, Y4eM Ha KOMMepue-
ckoit kosmoHke Rt-Q-BOND.

PaccunTtaHHOoe OTHOCUTENIbHOE CpemHEeKBaIpa-
TUYHOE OTKJIOHEHME IJISI BPEMEH yIepXKMBaHUS CEP-
HUCTBIX COSAMHEHUI, aHATU3UPYEMbIX Ha UCCIEoye-
MOIi M KOMMEPUYECKOI KOJOHKAaX, HE IIPEBBILIAET
0.47%.

PaGoTa BBITIOTHEHA B paMKaX TOCyIapCTBEHHOTO
samanuss MUK CO PAH (opoekt AAAA-Al7-

IPY304HOi €MKOCTY MIPUTOTOBJICHHOM KalWJUIIPHON 117041710081 -1, [POEKT No AAAA-A17-
kosiounku 30 M X 0.53 MM co cimoeM moiu(1-Tpume- 117041710078-1).
Ta6muna 4. BpemeHa yaepxxuBaHusi MepkanrtaHoB (n =5, P =0.95)
tg, MMH
Ne ananusa MeTHII- STUII- M30IPOMILI- MpOMNMI- N300y THII- OyTHII-
MepKaITaH MepKaIiTaH MepKaIlTaH MepKaITaH MepKaITaH MepKaIlTaH
IITMCII053
1 4.01 8.37 12.30 13.60 17.49 18.21
2 4.01 8.38 12.32 13.59 17.48 18.24
3 4.01 8.37 12.30 13.60 17.47 18.23
4 4.01 8.36 12.31 13.58 17.47 18.23
5 4.01 8.36 12.30 13.58 17.46 18.22
CpenHee 4.01 8.36 12.30 13.58 17.46 18.22
OCKO, % 0.00 0.10 0.07 0.07 0.07 0.06
Rt-Q-BOND
1 13.66 19.25 23.03 24.49 28.63 29.97
2 13.68 19.25 23.01 24.48 28.61 29.98
3 13.69 19.24 23.00 24.46 28.50 29.95
4 13.69 19.25 23.01 24.47 28.60 29.97
5 13.68 19.24 23.02 24.46 28.62 29.96
Cpentee 13.68 19.25 23.01 24.47 28.61 29.97
OCKO, % 0.10 0.03 0.05 0.05 0.06 0.04
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