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ITpoBeneHo uccnenoBaHUe HOBOTO COPOEHTA OPraHNYECKON IPUPOJIBI HA OCHOBE TPUA3HHOBO-
TO TIOJIUMEpPA, TPEJCTABIISIOMETO CO00H IBYMEPHYIO CYNPaMOJIEKYNIy C YIOpSIOYSHHBIMU
MuKporopaMu. [TokazaHa BO3MOXKHOCTh HaHECEHUs CII0si COpPOSHTa HAa BHYTPEHHIOIO ITOBEPX-
HOCTh KBaplLEBOTro Kamuuripa. M3ydeHsl xpoMaTorpaduueckue cBoiicTBa KOJIOHOK ¢ cOpOeH-
ToM 1 AP y3NOHHBIE XapAKTEPUCTUKHU IIOPUCTOTO CIIOS.

KnwueBble €J10Ba: TPHA3HHOBBIM MOJMMEp, YIOPSIIOYCHHBIE MHUKPOIIOPHI, KaITMILIAP-
Has ¥ Ta30Bas XxpoMaTorpaduy, KanwuipHas KOJIOHKA.

BBEJEHUE

Hawnbonee pacmpocTpaHeHHBIME COPOCHTaMH B Ta30BOM XpoMmaTorpaduu SBISIOTCS IMOPHUCTHIC
MOJIUMEPBI OpraHudeckoil mpupoxs! [ 1, 2 ] 1 HeopraHuyeckue MaTepragbl HA OCHOBE OKCHIOB ajIio-
MUHHSA U KpeMHus [ 3—S5 |. TekcTypa TpaAMLHMOHHBIX COPOEHTOB MPEACTaBIsIeT COO0H MOPUCTOE TPO-
CTPaHCTBO, COCTOsIIEE M3 OECOPAIOYHOro JaOUpUHTa Cy)KeHUi — pacummpenuil. [lopucras cTpyk-
Typa copOeHTa IPUBOIUT K HEOIPEIEICHHOCTH HHTErPAJIbHOI'O BpeMs NPpeObIBaHUs MOJIEKYJI B J1a0u-
PHUHTE [Op, OTPaHMYUBAsH TUIOIIAAb IIOBEPXHOCTH COPOCHTA M YBEIMYMBAs BpeMsl YCTAaHOBJICHUS PaB-
HoBecHusi copOeHT—Ta3. HeperymnsapHas HOPUCTOCTH SBJISIETCSl MPUYMHOM YIIMPEHHUS M aCUMMETPUHU
XpoMaTorpaduuecKoro IMka, a, CIeJOoBaTeIbHO, CHIDKEHHs 3¢ ¢exkTuBHOCTU pasnencHus. HemaBHo
OBLT TpezcTaBieH croco0 CHHTe3a IUIEHKH AWOKCHAA KPEMHHUS CO CTPYKTYPHPOBAHHON MOPHUCTOM
CUCTEMOI Ha BHYTpPEHHEH MOBEPXHOCTH KBapLEBOIO KaNUJUIApa, YTO MO3BOJIMIIO CYIIECTBEHHO yBe-
JIMYUTH 3arPy304HYI0 €MKOCTh KANWIIIPHON KOJIOHKH W YJIYHYIIWTh Pa3ACIUTENIbHYIO CIIOCOOHOCTh
[6].

B nmanHoii paboTte npoBeaeHO MccaeJ0BaHIEe HOBOTO XpoMaTorpaduaeckoro copbeHTa opranuye-
CKOI mpHUpoJBl Ha OCHOBe TpHaszuHoBoro nonumepa PAF-6 [ 7], mpeacrapnstomiero codoi 1Bymep-
HYIO CyHpPaMOJEKyly C YHOPAJOYeHHbIMH MUKpornopamu. IlokazaHa BO3MOXXHOCTb HAaHECEHUS CIOS
copbeHTa TONMMMHON mpumepHOo 10 MKM Ha BHYTPEHHIOIO IOBEPXHOCTh KamujuiApa AHaMETPOM
320 mxkm u mymHOM 10 30 M. B paboTe ObLTH pacCMOTPEHBI HEKOTOPBIE CBOHCTBAa KOJIOHOK C COpOeH-
TOM M XapaKTePUCTUKHU MTOPUCTHIX TJICHOK Ha ocHOBE PAF-6.

SKCHEPUMEHTAJIBHAS YACTb

[Tonumep cuUHTE3UpPOBAIM COTJIACHO MeTojuKke, onucaHHoM B [ 7]. [locrme cuHTe3a cycneH3uio
noJuMepa B TeTparuapodypane OXJaKAadl U 3alloIHUIH €10 Kamwuisap 1uHol 30 M U BHYTPEHHUM
nuamerpom 0,32 MM U3 KBapLIEBOI'O CTEKJIA C 3aIUTHBIM ATIOMUHHEBBIM MOKPBITHEM.
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k] Puc. 1. 3otepma ancop6ruu azora pu 77 K Ha PAF-6
| |
100 j
8 CopOeHT HaHOCWIIM Ha BHYTPEHHIOIO IOBEPXHOCTH
= et
RS osnttLLits KaluJuripa CTaTHYECKUM METOJOM BBICOKOTO [IaBJICHHS,
T 1
g " OIUCAaHHEIM B [ 8 ].
S 10 IIpuroToBIeHHY0O  KOJOHKY  KOHJIWLMOHHPOBAJIA

B TepMocCTaTe xpomarorpada B Toke aprosa. Temmnepatypa
koHauuuonupoBanuss oT 40 mo 320 °C co CKOpOCTBIO
8°/mMuH. 3atem KkonoHKy octaBisui mpu 320 °C B Toke
0 02 04 06 08 10 Tra3a-HOCUTENS B T€UYEHHE 2 4.
PIP, UccnenoBanust xpoMaTorpaguecKiux CBOWCTB MpH-
TOTOBJICHHOW KOJIOHKHM MPOBOAWJIM Ha Ta30BOM XpOMAaToO-
rpade Agilent-6890N ¢ mramenHo-noHM3anMoHHBIM jaerekropoM (ITIM]1). B xadectBe raza-HocuTens
HCTIONIB30BAJIM a30T U reiuid. Vcronb30BaHHBIE A TECTUPOBAHUA ra3000pa3HbIe M JKUIAKUE CMECH
OBLTH IPUTOTOBJICHBI ITyTEM CMEIIMBAHMS WHAWBUAYATbHBIX KOMIIOHEHTOB.
TexcTypHBIE XapaKTEPUCTUKN MaTepuaia ONpelesisiId IPH MOMOIIN 00BEMHOTO METOAa U3Mepe-
HUSA W30TepM ancopOrmu. M3Mepenus u3otepM ancopOIuu azoTta mpoBomwm npu 77 K Ha mpubope
Autosorb-6B (Quantachrome, CIHIA). I[lepen m3mepenuem o0pasipl TPEHUPOBAIM B BaKyyMe HpH
200 °C B Teuenune 20 4. Y 1enpHYIO TOBEPXHOCTh paccUnThIBAIH MeTogoM BOT.
Omnpenenenue TOMLIMHBI CHHTE3UPOBAHHOHN IJICHKH B KaMJUIAPE MPOBOIMIN C IOMOLIBIO JJIEK-
TPOHHOTO CKaHUpYHoMero Mukpockomna JSM-6460LV (JEOL, Smonwus).

PE3YJIBTATBI U UX OBCYXJIEHUE

Ha puc. 1 nmpencrasnena m3otepma amcopOruu azora Ha copoente PAF-6 mpu 77 K. HU3otepma
otHocUTcs K Tumy 1 [ 9] u xapakrepusyer (QU3NUECKYIO aJCOPOIMI0O B MUKPOMOPHCTHIX COPOCHTAX.
Pacyer mnomaau MoBEpXHOCTH CHHTE3MPOBAHHOTO BHE KOJIOHKM COpPOCHTa MPOBOAMIM HAa OCHOBE
n3oTepMbl ancopouuu no metoxy BOT. YaensHas minomane nmosepxaoctu PAF-6 cocrasuma 90 M2/T
IO a30Ty.

CopO1oHHast ClIocOOHOCTh U CEeNEKTUBHOCTh PAF-6 ObLIM M3y4YeHBI C MOMOIIBIO METOA ra3o-
Boll xpomatorpaduu. [Jis 3TOro B KOJOHKY BBOJAMJIM CMECH COEJAWHEHHUH Pa3IMYHBIX XUMHYECKUX
kiaccoB. Ha puc. 2 npejcraBiieHa XpoMaTorpaMma pas3jieiieHus HEKOTOPbIX pacTBOpUTENEH.

Takas kapTuHa pa3AeIeHUs CX0Ka ¢ TOU, YTO HAOIIOJACTCS I KOJIOHOK C MIOPUCTHIMU MTOJTMME-
pamu Ha ocHOBe quBuHMIOeH301a Rt—Q-BOND [ 10 |. Onnako tepmocTtadbuibHocTh PAF-6 cymect-
BEHHO ITPEBOCXOIUT U3BECTHBIEC TTOPUCTHIE MOJIMMEPHI IS Ta30BOi xpomatorpaduu [ 11 ].

[l Toro 4To0BI OLIEHUTh BO3MOXKHOCTH MCIIOJIB30BaHMs XpoMaTorpauueckoro mMarepuaia Jjis
pEIICHUs TeX WM WHBIX 3a/1a4y pa3JielicHus, HeOOXOAMMO UMETh TPECTABICHUE O CKOPOCTH TUPPY-

12

Puc. 2. Paznenenne HEKOTOPHIX pPacTBO-
14 puTeneil Ha KanmuIIpHOH KonoHke PAF-
9 6: Metanou (/), atanon (2), alleTOHUTPHIT
3 1 (3), xnopucteiii MeTuinen (4), aneron (3),
JIVSTHIOBBIN 3¢up (6), neHTtad (7), mpo-
nanoi-1 (8), rerparunpodypan (9), sTui-
anerar (/0), rexcan (/1), 6enzon (12),
1,2-mnokcan (/3), Tomyon (/4). Jnuna
komonkn 30 M, mmamerp 0,32 mm; ras-
U HOCHTENIb — a30T, TeMIlepaTypa paszee-
T ' T T T ¥ T T T T T T T T ' aus: 160 °C — 10°/mMua — 250 °C

2l 56 10
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3uM cop0aToOB B OPUCTON cucTeMe copOeHTa. M3BeCTHO, UTO pa3MbIBaHHE XpOMaTOrpapuuecKon mo-
JI0CBI ONKChIBaeTcA ypaBHeHueM [ones [ 12 ]:

2D, 1+6k+11k* ru kT
H=""%4 22—,
u  24(1+k? Dy (1+k)

rme H — BBICOTa, SKBUBaJIEHTHAs Teopetndeckor tapenke (BOTT); u — numHeitHass CKOPOCTh MOTOKA
rasa-Hocutens; D, — koaduiment auddy3un MojeKysl JaHHOTO BELIeCTBAa B rase-Hocurelne; k —
dakrop emxoctu; 7 — BpeMms 1uQy3un JaHHOTO KOMIIOHEHTA U3 TIOIBIKHOH (ha3bl B CII0H COpOeHTa.

MO>XHO yIIPOCTHTB 3TO YpaBHEHHE U CTPYNIINPOBATh WICHBI, OTBeUYaronye 3a AnpQy3uto B ra3o-
Boii (paze, u wieHsl, oTBeyatoue 3a auddysuto BHyTpU copbenrta. Toraa ypaBuenue (1) MOXKHO mpH-
BECTH K BUAY:

(1)

H=£+ &+CS ‘U,
u e
riae C, XapakTepusyeT CONpPOTUBIIEHHE Maccolepenade B razoBoit ¢ase; C; — xod(dHUIUEHT compo-
TUBJICHHSI Maccorepeiaue B HeMOBIKHON (ase.

B ypaBuenun (2) koadpdunmentsr B u C, HE 3aBUCAT OT TEKCTYypbl MaTepuala HEMOABMKHON (a-
3bl, B TO BpeMs Kak koddduuuent C, XxapakrepusyeT 1uddy3uro BHyTPH HOPUCTOI CUCTEMBI COpOEH-
ta. Takum 00pa3oM, UCHONB3Ys ypaBHEHHE (2), MOKHO OLEHUTh KO3(QQHULIUEHT CONPOTUBICHHUS Mac-
corepesiaye B UCCIEeIyeMOM COPOCHTE U CPABHHUTH €ro Mo 3TOMY TapaMeTpy ¢ APYTHMMHU COPOCHTaMHU.
Jlns ymobeTBa pacdyera MOXKHO TTepeBECTH ypaBHeHHE (2) B TuHEHHY0 dopmy [ 13 ]:

2)

C
Hu=B+|—2+C, u?.
g

Ha pwuc. 3 npencraBieHsl 3aBUCHUMOCTH, ITOCTPOSHHBIC 10 ypaBHEHHIO (4) IS 3TaHa, dTUJICHA
U anetuiaeHa. JlaHHbIe yIJIEBOIOPOIbI XpoMaTorpadupoBaii Ha KOJIOHKE C MOPHUCThIM CJIOEM Ha OC-
HOBE coroyimMepa ctupod—auBuHWIOeH3001 Rt—Q-BOND mmmnoit 30 M u quamerpom 0,32 MM U Ha
kojonke PAF-6, nunoit 30 M u auamerpom 0,32 MM.

W3 ypaBuenus (3) MOHATHO, UTO yTOJI HAKIIOHA MPAMOI MPHU OJMHAKOBBIX YCIOBHAX XpOMATO-
rpadupoBaHus ONpeeIIIETCS TOIBKO BEIMYHMHON KO3 duIMeHTa conpoTuBieHus Macconeperocy Ci.
U3 puc. 3, a Buano, uto ans koinoHkn Rt—Q-BOND mo BceM yrieBogopoam HabIOgaeTCs IpuMep-
HO OJIHA W Ta € BeNWYINHA yTiia HakioHa. [y komonku PAF-6 yron HakiIoHa mpsMoi JIs dTaHa Ha-
MHOTO 0OJIbIlle, YeM JIJIs 3TUJICHA M alleTHJIeHa. DTO TOBOPUT O TOM, 4YTO CKOPOCTh nu(dy3uun 3TaHa
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Puc. 3. 3aBucuMocTb Hu OT u* 11t KalWUBPHBIX KooHOK: Rt—Q-BOND (a); PAF-6 (6). Temmeparypa xpomaTo-
rpadupoBanus 50 °C, ra3-HOCUTEIb — TeJIHi
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3uauenus koagppuyuenma conpomuenenus
macconepeHocy 0 Yene000po008
na xononkax Rt—Q-BOND u PAF-6

P Vrie- C,-10°, ¢

BOZIOpOA PAF-6 | Rt—Q-BOND
3 Anerniten | 0,87 0,47
4 OTHIIeH 1,40 0,53
5 0 OtaH 5,37 1,01
= J . . / . ML— B JJAHHOM COpPOEHTE CYIIECTBEHHO OTIMYaeT-
2 4 6 8 fx-MHH  CSI OT 3THJICHA W AlIETUJIEHA U COTPOTHUBIICHHUE

MacCCOIEPEHOCY I 3TaHa OOIbLIE, YEM IS
Puc. 4. Pa3nenenne cMmecu ra3oB Ha koiionke PAF-6: BO3- ocCTaIbHBIX YIJIEBOAOPOIOB.
nyx (1), metan (2), muokcun yriaepona (3), sTuieH (4), are- B Tabnuue NpHBENEHBI PACCUMTAHHBIE
tunen (5), osran (6). mna xonouku 30 M, IMAMETD syagenus KOO(QDULHECHTOB  CONPOTHBICHNS
0.32 mv, Temmeparypa 30 °C, netextop — Muxpo-JITIL  \acconepenocy B cioe copGenta st nccie-

Fa3-HOCHTEb — [CTIH JOBAaHHBIX KAIMUIAPHBIX KOJIOHOK.

Takoit ¢ dekT, mo-BUINMOMY, CBSI3aH ¢ HATHMYNEM MHKPOIIOPHCTOCTH, 00YCIOBICHHONW KOH(H-
rypanueil AByMEepHOH CymnpaMoNeKyJsipHoi cTpykTypsl PAF-6. B aTom cityuae Ha ckopocTs Tuddy-
3MU B [IOpPax MOTYT OKAa3bIBaTh BIMSHHE I'€OMETPUYECKUE MapaMeTpsl copOupyeMoit Mosiekybl. Tak,
eCIIM MOJIEKYITbI alleTHIeHA M STHIEHA HMEIOT IUIOCKYIo (opMy, TO MOJEKyla TaHa GIraronaps sp -
THOpUAM3ALIUN UMeeT Oosiee 00bEMHOE CTPOCHUE M €€ pa3Mep MOXKET ObITh COM3MEPUM C Pa3MepoM
MUKpOTIOP.

Ha puc. 4 npencrasien npumep pasaeieHus razoBoil cmecu Ha kojnonke PAF-6. BunHo, uto nuk
3TaHa, A KOTOporo 3HaueHue C; CyLIECTBEHHO OOJIbllIe, YeM AJs OCTaJbHBIX BEIIECTB, LIMPE OC-
TaJIbHBIX ITUKOB.

Taxum 00pa3zoM, MoKazaHa BO3MOXKHOCTh MCIOJIb30BaHMs TpuazuHoBoro nonmumepa PAF-6 B ka-
YECTBE HETIOABMXKHON (ha3bl B Ta30BOM Xxpomarorpadum. MeTogoM ra3oBoi XxpoMmarorpadun N3yIeHBI
TG Py3nOHHBIE XapaKTepUCTUKU nopucToro ciosi PAF-6 Ha mpuMmepe AnHaMHYeCKOH copOIuH yrie-
BOOpoa0B. PaccunTansl K03 GUIKUEHTH CONPOTUBICHUS MacCOEPEHOCY ISl dTaHa, STUIICHA U alle-
tuneHa. [lokazano, uto ckopocth auddysun srana B PAF-6 npu temnepatype 50 °C Gonee yem B 5
pa3 HIKe [0 CPaBHEHUIO CO CKOPOCTHIO AU (y3UH alleTUIeHa.
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