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Pa3paboTaH croco® MpUTrOTOBIEHUS IOPUCTOTO CJI0S COMONUMEpa AUBHHHIOCH30I—CTUPOI
Ha BHYTpEHHEH CTEHKe KBapleBOTO KamWuIipa. MeToaoM KamwUIIpHON Tra3oBOH XpoMaTo-
rpadun MccienoBaHa COpOIMOHHAsT CIIOCOOHOCTD TUICHKH COTOJIMMeEpa M0 OTHOIICHHIO K Be-
IECTBaM pa3INYHbIX KIACCOB.

KnoyeBble cJa0Ba: conommmep IMBUHUIOCH30JI—CTHPOJ, KAMIUIAPHAs Ta30Basi Xpo-
MaTtorpadus, TUBHHUIOCH30, KAMMIUIIPHAS KOJIOHKA, aICOPOIIHS.

BBEJIEHUE

[NomumepHbIe MaTepraibl Ha OCHOBE AUBUHIIIOCH30a ([IBbB) mmpoko N3BEeCTHBI M MPUMEHSFOTCS
B KauecTBe COpOEHTOB IJIs Ta3oBoi Xxpomartorpaduu [ 1], memOpan [ 2, 3 |, XUMHUECKAX CESHCOPOB
[4 ], a Takke MOKPBHITUN PA3TMIHOTO HA3HAYEHUS [ S .

CpaBHHUTEIHHO HEJABHO IMOSBWIMCH TEXHOJOTHH, ITO3BOJIIONINE CUHTE3MPOBATh MAaTEPHAIbI Ha
ocHOBe conosimMmepa JIBb—ctupon ¢ 3alaHHbIMM [TapaMeTpaMu MOPUCTOM cTpyKTyphl. Kak mpasuio,
TaKUE€ MaT€pualibl CUHTEC3UPYIOT B BUAC IOPOIIKOB, OAHAKO B HEKOTOPLIX CiliydasdX BO3HUKACT HEeo0-
XOJIUMOCTH TIOJTy4YaTh TOHKHE HEPa3phIBHbIC INICHKU Ha OCHOBE coroimmepoB JIBb.

CyniecTByoIIre METOIbI UCCIETOBAHMS MOPUCTHIX TUICHOK BKIIIOYAIOT B ce0sl M3yYeHHUE paciipe-
JIEJICHUS TIOp TI0 pajycaM | OIpeJleieHne yAeTbHON MIoaan MmoBepxHocTH [ 6 |. OgHako mpoueny-
PBlL, CBSI3aHHBIE C ONPE/ICICHHEM CEICKTUBHON COPOIMH BEIECTB Ha TUICHKAX, B HACTOSAIICE BpEeMs HE
SBIISIIOTCS pa3padoTaHHBIMU. [10CKONBKY METOIMKA MTPUTOTOBIICHHUS TUICHOK Ha ocHOBe J[Bb mo3Bous-
€T HAaHOCHUTh WX Ha J00YI0 TOBEPXHOCTh, TO MOSBISAETCS BO3MOXHOCTh CO3AaHUS TIEHOK COTIOJINMe-
POB Ha CTEHKE KBapLEeBOro Kanuuisipa. Kak u3BeCTHO, Kalmuuisip, Ha BHYTPEHHE!N TOBEPXHOCTH KOTO-
pOro JOKalM30BaH CIIOW MaTepuana, o0JaJaroliero COpOIMOHHBIMU CBOWCTBAMHU, SIBJISICTCS KAIWII-
JSIPHOU XpoMaTorpaduIecKOr KOJOHKOH [ 7 | ¥ MOXKET OBITH MCITOJIB30BaH IJIS pa3daciiCHUs BEIISCTB
METOJIOM T'a30aJICOPOLIMOHHOI XpomaTorpaduu.

B nmanHo# pabote ommcaH crioco0 MPHUTOTOBJICHUS TUICHKH MOPUCTOrO CJIOS HA OCHOBE COIOJIH-
Mepa /IBb—crtupon B kamwmisipe, 94To JenaeT BO3MOXKHBIM MPUTOTOBJICHNE KAITMIUIIPHON KOJIIOHKH.
PaccMoTpensl XapakTepUCTUKH KOJIOHOK, TTO3BOJISTFIOIINE TTOJYYNTh TAHHBIE O B3aMMOICHCTBAN MaTe-
puaJia IUIEHKH C BEIIeCTBAMU, UCCIICIOBAaHUE KOTOPBIX BO3MOXKHO METOJIOM ra30Boi XpoMarorpaduu.

SKCIHEPUMEHTAJIBHASI YACTb

[Inenkn Ha ocHoBe copbenTa JIBBb—cTupon OblIM NpUTOTOBIEHBI COTIACHO METOIUKE, OMMCAaH-
HOW B [ 8 |. MoHOMEpH! AMBHHHUIOCH30JI W CTUPOJI PACTBOPSUTH B CMECH PacTBOpHTENEH mpem-0yTa-
HOJN U 2-3TUnOyTaHoI. B KkadecTBe MHMIIMATOPA pEaKLMU MOJUMEPHU3AIMH HCIIOIb30BATH MEPEKUChH
Oenzomna. PeareHTsl cmecu ObUTH B3sATHI B cieayromux mnponopuusx JABb:ctupon:2-3tundyra-
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HOJ:mpem-0yTanon:S % pacTBOp mepekucu oeHzomna B 6eH3oie B cooTHomeHnu 3:1:20:13:1 mo o0b-
emy. Bee peaktusl mponsBoscTBa Sigma-Aldrich Chemie GmbH, Steinheim, Germany. [lomy4eHHbIM
pPacTBOPOM 3aIONHSIIN Kamwuisip. s mpUTOTOBIEHUS KalTMJUIIPHBIX KOJIOHOK MCIOJIh30BAIN KBap-
[EeBbIC KaNWUISPhI, TIOKPBITHIE 3alUTHBIM CIIOEM allOMHHHUS ¢ BHYTpeHHHM auamerpoM 0,32 Mm
U JUTHHOU 15 M.

[Tocne 3amoHEHNS KamLIsp ¢ 000MX KOHIIOB TEPMETUYHO 3aKPBIBAIHM W IOMEIIAIN B BO3IYII-
HBII TepMocTat Xxpomarorpada L[Ber-800, HarpeTsrit 1o Temreparypsl 75+0,3 °C Ha 4 4. 3a 3T0 BpeMs
MIPOUCXOANUT 00pa30BaHME TPEXMEPHOH CTPYKTYPHI MOINMEPA, KOTOPBIA CTAHOBUTCS HEPACTBOPHMBIM
B PCAKLIMOHHOMW CpeJie M OCeJacT Ha CTeHKE Kamuuiipa B BUAE TuieHKH. [locne cuHTe3a pacTBOpUTENh
C MOHOMEpPaMH, He BCTYNHBIIUMH B PEAKIUIO0, yAAJSUIN IyTeM TPOIYBKHA KOJOHKH aprOHOM HIIH a30-
TOM TIpH KOMHATHOU TeMIiepaType B TeueHne 1 4. B momydeHHO# KOJIOHKE poJib COPOCHTA BBITTOTHSIIA
IUICHKA Ha OCHOBE COMNOJIMMEpa JAMBUHUIOCH30J—CTHPONI. [locie KOHIWIIMOHMPOBAaHUS KOJOHKH
B TTOTOKE raza-HocuTeNs (a30T) mpu temmeparype 220 °C B TedeHne 2 9 KOJIOHKA TOTOBA K JaJIbHEH-
LIMM UCCIICTOBAHUSM.

Bce paboThl Mo uccie[0BaHUIO KOJIOHOK (COPOIIMOHHBIX CBOMCTB IUICHOK) OBUIH MPOBEJCHBI HA
xpomarorpade CoJIO-3620, npoussoacrea OAO "CoBpeMenHoe 1laboparopHoe obopyaoanue” (Ho-
BOCHOHMPCK) C TNIAMEHHO-MOHU3AIMOHHBIM JIETEKTOpOM. Bo Bcex ciydasx ra30M-HOCHTEIIEM SIBIISLIICS
a30T. Mcnonp3oBaHHBIE ra3000pa3HbIe U KHUJKUE CMECH ObUIM TOJTyYeHBI IyTeM CMEIIMBaHUs WHIU-
BUAYaJIbHBIX KOMIIOHEHTOB.

CTpyKTypHBIE XapaKTEPUCTHKH MaTepHaia ONpeesuii 0ObeMHBIM METOIOM U3MEPEHHS U30TEPM
ancopomuu. M3Mmepenus m3otepM amcopOImu a3zora mpoBoauiau mpu 77 K wHa mpubope Autosorb-6B
(Quantachrome, CIIIA). Ilepen n3mepenuem o0pasibl TpeHUpoBaM B Bakyyme rpu 200 °C B TeueHue
20 9. YaenbpHyI0 TMOBEPXHOCTh paccuuThiBadu MetogoM bOT, pacmnpenenenue mop mo pasmepam —
meTojoM bappera—/lxoiinepa—Xaneunst (BJH) no gecopOiimonHoi BeTBU.

OnpeneneHue TONIUHBI CHHTE3NPOBAHHOHN TUIGHKH B KalMJUISIPE TIPOBEACHO C TIOMOIIBIO AJIEK-
TPOHHOTO CKaHHpPYIomero Mukpockona JSM-6460LV (JEOL, SAmonwms).

PE3YJIbTATBI U UX OBCYKJEHUE

[Mpunnun dpopmupoBanus nopucroi mwieHkn JIBb—ctupon ocHoBaH Ha moxbope CHCTEMBI pac-
TBOPHTEJICH, B cpelie KOTOPBIX MOHOMEPBI PACTBOPHUMBI, @ c(HOPMUPOBAHHBIN TOIUMEDP B ITOM Ke cpe-
Jie HepacTBopuM. To ecTh Ha HaYallbHOW CTaJIUH TPOIIECca CUCTeMa MPEeCTaBiIsieT co0ol oHO(a3HY IO
cpeny. Ilo Mepe mpoTekaHHs paAMKaIbHOW MOIMMEPU3ALUU IPOUCXOAUT YKPYIHEHHE MOIMMEPHBIX
LIETOYEK, B pe3yJbTaTe Yero X pacTBOPUMOCTh B Cpelie pacTBOpuUTeel yMeHblnaercs. B onpenenen-
HBII MOMEHT TIPOMCXOIUT pasjiesieHue a3 Ha TBEPIYI0, COCTOAMIYIO U3 C(hOPMUPOBAHHOTO MOJITUMEPA,
M KHUJIKYI0, COIEPKAIIyl0 CMECh PacTBOPHTENEH ¢ HempopearnpoBaBIIMME MoHOMepamu. OmHOBpe-
MEHHO PacTBOPHUTEIH SIBIISTIOTCS TOPOOOPa30BaTEISIMH, KOTOphIe (POPMHUPYIOT CHCTEMY TOP, 3aIOTHSIS
MPOCTPAHCTBO MEXAYy MOJeKynIaMu nojaumepa. Ilocne ynanenus pacTBopuTesield 1 OCTAaTKOB MOHOME-
pa mopucTas KecTKas CTpYKTypa coxpaHsercs. boyee getaapbHO MeXaHU3M (pOPMHUPOBAHNUS TUICHOK Ha
ocHoBe J/IBb onucan B [ 8 .

HccnenoBanne METOAOM CKaHMPYIOIIEH 3JIEKTPOHHONH MHKPOCKONMM MOKa3ajo, YTO MOPHUCTHIN
CJIOH, TOKAJTM30BaHHBIN Ha CTEHKE KAMIIIApa, IMeeT TOMIUHY nmpuMepHo 1—2 Mk. [Inenka copbenTa
pacopenenacHa paBHOMEPHO IO BHYTPEHHEH CTEHKE KallWUisipa, HO B HEKOTOPBIX CIydasx MOBEPX
TUIEHKHU HaOmoaaoTes chepudeckue oOpazoBaHus 1uaMmeTpom 1—3 MK.

Jiis m3aMepeHns yneiabHON MOBEPXHOCTH COpPOEHTa NaHHBIH MaTepuall ObUI CHHTE3UPOBAH BHE
KOJOHKH. [IoCKONBbKY CHHTE3 B 3alastHHOM KOJOHKE COIPOBOXKAACTCS MOBBIILICHUEM AABJICHUS B HEH,
noJryuyeHre copOeHTa IJIsl U3MEPEHUs MOBEPXHOCTH MPOBOIMWIN B 3alasiHHON CTEKJIIHHOM TpyOKe MpH
TeX ’K€ YCJIOBHUSX, YTO M CUHTE3 B Kamwuisipe. I[lomyueHHbIN MaTepra moABEprain TeM K€ MpoLey-
paM, YTO MOPHUCTHIN CJIOU B KOJOHKE.

Ha puc. 1 npusenena uzorepma ajacopouunu azora npu 77 K. @opma n30TepMbl CBUACTEIBCTBYET
0 TOM, YTO MaTepual SBJSETCS MPEUMYIECTBEHHO MUKPOIOPHUCTHIM. Pacnpenenenue mop no paauy-
caMm i1 copOeHTa HaXOJUTCS B IMMPOKOM JHAla30HE OT MUHHMAJIBHO PErHCTPHPYEMOTO 3HAYCHHS
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Puc. 1. U3otepma ancopbuuu azora npu 77 K a, v’

Ha copbenre JIBB-CT. 2204 W0
1,0
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TUICHKU TPOBOJMIM METOJIOM KarUILIsp- 0 0,2 0,4 0,6 0.8 1,0
HOI ra3o0Boii xpomaTorpaduu. J{jis 3Toro PIP,

B XpoMaTorpaguyeckyro KOJOHKY BBOJMIN CMECH Pa3HbIX KJIacCOB XUMHYECKUX coelTuHeHui. B cumy
pa3IMyHOro COPOLMOHHOTO B3aMMOCHUCTBUS MEKAY IUICHKOM, JIOKAIIM30BaHHOW Ha TTOBEPXHOCTH Ka-
MUIISPa, ¥ BBEJACHHBIMY BEIECTBAMH TPOMCXOIUT pa3/elieHue CMeCH Ha MHIWBUIYyaJbHBIE KOMIIO-
HCHTBI.

Tunuuseni npuMep pazaeneHus yriaeBooponoB C—Cy Ipu MpOrpaMMUPOBAHNN TEMITEPATYPHI
xpomatorpaduposanus or 60—140 °C npexncrasien Ha puc. 2.

[TomuMoO pazneneHus JerKuX yTIeBOIOPOIOB KOJOHKA MO3BOJISET Pa3eNiATh U KUCIOPOICOAEP-
JKaIe COSTMHCHUS, Kak 3TO BUAHO Ha puC. 3. DPPEKTUBHOCTL KOJOHKH I10 MOCICIHEMY MHUKY (OeH-
3011y) cocTaBisieT ~1200 Teop. Tapeaox/m.

HenocpencTBeHHO M3MepsieMON BEIMYMHOW B ra30XpoOMaTOrpapUuecKUX HCCIICTOBAHUSAX SIBIIS-
€TCsl 6peMs YOepIHCUsaHUs KOMIIOHEHTA ty,, KOTOPOE ONPEENAIOT C MOMEHTa BBOJIA IPOOBI B KOJIOHKY
JI0 TIOSIBJIGHWSI MaKCMMyMa TMHKa BelIecTBa Ha XpoMmMaTorpamme. Bpems yaep)KWBaHUS TPOTOPIHO-
HAIILHO YOepaHcusaemomy 00vemy KOMIIOHEHTA, T.€. 00bEeMY ra3a-HOCUTEs, MPOILIEANIero Yepes3 Ko-
JIOHKY 3a Bpems fy,, HEOOXOAMMOE AJis DIIOMPOBAHMS JTOro KomroHeHTa. Ha nanHeIx 06 oObeme
yAEp)KUBAaHUS OCHOBAHO M3yYEHHE TaKHX TEPMOJUHAMHYECKUX CBOMCTB CHUCTEMBI KaK KOI(PPHUIMEHT
pacmpeneseHus BEIIeCTBa MKy TTONBIDKHOM (Ta3-HOCHUTENh) M HEMoABIKHOH (TieHkoit JIBB) daza-
Mmu [9].

[ToMuMO aHHBIX O TEPMOAMHAMUYECKOM PAaBHOBECHH, HAMYHE TUIEHKA BHYTPH KalMJUIApa I10-
3BOJISIET MCCIe0BaTh AU(Py3MOHHBIE TTPOLIECCH B MOpax. 3HAHNE O KUHETHKE MPOIECCOB, MPOUCXO-
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0 100 200 300 400 7, ¢ 0 200 400 600 T,c
Puc. 2. Paznenenue yrnesomoponos C,—C4 Ha Ko- Puc. 3. Pa3nenenue KuCIOpOACOAEPkKAIUX COEIU-
JIOHKE JIHHOH 15 M, Temrepatypa pasaeneHus 60— HEHUI Ha KoJoHKe JnuHOM 15 M. Temmeparypa pas-
140 °C, 10 rpag./mMuH, Ta3-HOCHUTENh — a30T, P = nenenus 160 °C, nerexrop — ITU/I:
=0,5 atm., nerekrop — [TH/1: 1 — mertaHon, 2 — aueToHuTpui, 3 — 3TaHoi, 4 — aie-
1 — wmertaH, 2 — >TuIeH, 3 — 93TaH, 4 — NPOMUIEH, 5 — TOH, 5 — IE€HTaH, 6 — rekcan, 7 — OeH30i

nponad, 6 — u3o0yraH, 7 — 1-0yteH, § — OyraH, 9 —
OyTaaueH
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H, mm Puc. 4. 3aBucumocts BOTT 0oT ckopocTH HOTOKa ra3za-HOCHTEINS

5 JUIS KOJIOHKH ¢ copOeHTOM Ha ocHoBe [IBb—cTtupon mo stuiare-
- TaTy.

44 T =140 °C, ra3-HOCHTEJIb — a30T

3 -

JAIIAX BHYTPHU TUIGHKH (a3bl MOXKHO TMOJYYWTh U3 aHAIH3a

: i ypaBHeHus: Ban—/Ieemtepa [ 10 |, onmuckIBaromero 3aBucu-

14 MOCTb BBICOTBI, JKBHBAJIEHTHONH TEOPETHUYECKOW Tapeske
1 (BOTT), ot ckopocTr OIBUKHOHN (ha3bl.

0 10 20 30 40 50 60 70 80 Ha puc. 4 npusenena 3aBucumocts BOTT ot nuneitnoi

U, cm/c CKOpPOCTH T'a3a HOCUTENS IJis1 KOJOHKH co cioeM /IBb. Bun-

HO, YTO KOJIOHKa OO0yiajjaeT MakCUMyMoM 3¢ (heKTUBHOCTH
MPU CKOPOCTSX IMOTOKa rasza-Hocutens 5—10 cm/c. Tlommmo ompeneneHus 00JacTH ONTHMATBHBIX
CKOpOCTE TaHHAsl 3aBUCIMOCTb MOKET OBITh HUCIIOJIb30BaHa ISl ONpeieNieHHs KOdPPUINEHTOB And-
(by3uu BelecTB BHYTPH MOPUCTOMN CTPYKTyphI TuieHkH [ 11 ]. M3BectHO, uyTo poct BOTT mnpaBoii Bet-
BU 3aBUCHMOCTH XapaKTepu3yeT Iporiecchl ud¢dy3noHHOr0o MaccooOMeHa B TUIEHKE HETIOABIKHON
(ha3sbl.

B nacrosimieit pabote Mbl HE IPUBOAMM PE3YJIbTATHI, CBA3aHHBIC C MMOJYYCHUEM AaHHBIX 110 paB-
HOBECHAM, W 3HaueHUs kodpdurnuentoB auddys3un B nopax mieHku J[Bb, a omuceiBaeM METOIUKY
MIPUTOTOBJICHHUS KOJIOHKH W TTOKA3bIBAEM €€ pa3/IeUTENbHbIE BOZMO)KHOCTH.

Hcnonp3oBaHue MICHOK MaTepuaia B KauecTBE COPOCHTOB Uil KaMJUIPHBIX ra30aJcopOIHoH-
HBIX KOJIOHOK, IIPUTOTOBIIEHHBIX COTJIACHO OTIMCAHHOW BBINIE METOJMKE, TIO3BOJISIET MOyYaTh BHICO-
KOd((PEKTUBHBIE KOJOHKH C XOPOIIUMH Pa3IeIUTEIbHBIMU CBOMCTBaMHU. Takne KOJOHKH JAar0T BO3-
MOJKHOCTb peIllaTh UIMPOKUI CIEKTP 3a/1a4 OT pa3ziesieHus yIIeBOAOPOIOB 10 Pa3/ieieHNs pacTBOPOB
OpPraHUYeCKUX CIUPTOB U KHUCHIO0T. [loMMMO 3aaun aHAIUTUYECKOrO pa3JiesieHus], C OMOILBIO JIaH-
HBIX KOJIOHOK UMEeTCS BO3MOXHOCTh M3YYEHHS TEPMOIAMHAMUYECKUX XapaKTePHCTHK COpPOIWHU pas-
JIeNISIeMbIX KOMIIOHEHTOB M OTpeNeNieHUs] UX TUPPY3MOHHBIX XapaKTEPHCTHK B TIOPUCTOM CJIOE He-
MOJBMKHOH (asbl.
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