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Memoo npenapamugHoll 230801 xpomamozpaguu NpedsoxeH 015 8bloesleHUsl HEeKOMOPblLX 8bl-
COKOKUNAULUX dNIeMEeHMOop2aHuUeckux coeduHeHull. BoldeneHue gblcokokunsiuux eeuiecms He-
00X00UMO NPOBOOUMb NPU memnepamype, 3HAUUMENbHO HUXKEe memnepamypbl KUNeHusl, mak
KaKx 60NbULUHCMBO 8blOeNISIeMblX COeOUHEHUT MepMUUecKu Heycmoluugbl npu maxKux memnepa-
mypax. HenodsuskHble ¢hasvl 051 npenapamueHoti 230801 xpomamozpaguu umerom memnepa-
mypHauLii npeden 350°C. Paccmompersbl 0cobeHHOCMU 8bl0esleHUSl 8bICOKOKUNSIULUX 8euyecms npu
CHUWKEeHUU memnepamypsbl KOJIOHKU OMHOCUMENIbHO memnepamypsl KuneHus eeuwjecmaa. I1IoHu-
JKeHue memnepamypsl KOJLOHKU O0CMUZHYMO nymem 00HO8PEeMEHHO20 UBMEHEeHUS NapamMempos
Xpomamozpagpuueckozo onblma (ONAUHbL KOJOHKU, CMmeneHu nponumKu, cCKoOpocmu 2asa-Hocume-
7151). OOHAKO NpuU YysenuueHUul OMHOWeEeHUSL memnepamypsl KUNeHUsL K memnepamype KOJo0HKU
Habnrodaemest usmeHeHue opmel NUKA, 8o3pacmaHue e20 wWupuHvl. I109momy 803MONKHOCMb
npenapamueHozo 8bloesleHUsl 8bICOKOKUNSUUX 8eULecma8 3a8UCUM OM CHUXKeHUSL memnepamy-
bl KOIOHKU NPU COXPAHEHUU d¢hhexmusHOCmU paso0esleHUsl.

Knroueesle cnoea: npenapamusHas 2a308ast XPOMAMozpagust, s1emeHmoopearuieckue coeou-
HeHUsL.

ISOLATION OF SOME HIGH-BOILING ORGANOMETALLIC COMPOUNDS
BY PREPARATIVE GAS CHROMATOGRAPHY

G.N. Turkeltaub, E.A. Chernyshev

Moscow Technological University (Institute of Fine Chemical Technologies),
Moscow, 119571 Russia
@Corresponding author e-mail: turkeltaub_gn@mail.ru

Preparative gas chromatography is proposed to isolate some high-boiling organometallic
compounds. Isolation of high-boiling substances should be conducted at a column temperature
significantly below the boiling point, because most isolated compounds are thermally unstable at
such temperatures. Stationary phases for preparative gas chromatography have a temperature
limit of 350°C. The reduction of the column temperature is based on simultaneous changing
the parameters of the chromatographic experiment (column length, impregnation degree, flow
rate of the carrier gas). The influence of reducing the column temperature on the shape of the
chromatographic peak is shown. The peak has an asymmetric shape, and its width increases.
Therefore, the possibility of high-boiling substances preparative isolation depends on temperature
decrease as the column separation efficiency is maintained.

Keywords: preparative gas chromatography, organometallic compounds.
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BBenenue

Jlo ceromHsmIHero THS BBIICICHUE BBICOKOKHUIIS-
X BEICCTB, TAKMX KaK Macia st TU(QPy3HOHHBIX Ha-
COCOB, TEPMHUYCCKH HECTOMKHE COCANHEHUS, TPOBOANT-
€Sl METO/IaMU BaKyyMHOH JUCTUIUISLIUH, MOJICKYJISIPHOM
neperonku. [locnenHuii NCTONB3yeTCsT IS BBIICICHUS
TEPMUYECKH HECTOMKHMX BEIIECTB U COECJUHEHUH C MO-
nexyasipHoit Maccoit 1o 1400 da. Ka3zanocs O8I, 3Ty 00-
JacTh TOJDKHA MTOJTHOCTHIO IEPEKPHIBATh BEICOKOI((heK-
THUBHAs XKUIKOocTHas xpomatorpadus (BIXX), omHaxo,
KaK BUJTHO Ha IIpUMEPE HEKOTOPBIX MOIHMOPraHOCHUIOKCa-
HOB, CCJICKTUBHOCTB XHIKOCTHOH XpoMarorpaduu [1, 2]
ycTynaer ra3oBoil. BoamoxHo, ymeHue mpencka3biBaTh
3aKOHOMEPHOCTH XPOMAaTOrpaUueCcKOTO yACP>KHUBAHUS
IUTST MOJICKYIT Pa3HOU CTPYKTYPBHI U COPOCHTOB Pa3HOTO
THIIA TTO3BOJIUT YBEIMYUTH celleKTuBHOCT, BOYKX [3].

MaxkcumanbHas —TemIeparypa TIa3oxpomarorpa-
(buueckoro pasfeneHusl 3aBUCUT OT TEPMOCTOHKOCTH
HETOABIDKHBIX (a3. B mmreparype mpociexmBaeTcs
mUpoKui pazdopoc nanuex (370-480°C) mo makcumab-
HO-JIonTycTUMOW pabouerr Temmeparype (MJIPT) nau-
Oosee TepMOCTOMKMX KpeMHHHopranudeckux as [4,
5]. OmHOBpeMeHHO B MoOHOTrpaduu [6], MOCBAIICHHOM
TEPMHUYECKOM JECTPYKLUUH IOJHOPTaHOCHIOKCAHOB,
MOKa3aHo, 4TO CBsI3b Si—C ycTOHYMBA 110 TEMIIEPaTyphI
350°C, BbIe KOTOPOH HaOMIOIAETCsl OTPBIB OpraHUUe-
CKHX paJIiKajoB.

BemecTBa, BbAEISEMBIE METOAOM MOJEKYIISIPHON
TIEPETOHKH, YCIICIIHO Pa3IelTIOTCs ra30XpoMarorpadu-
YEeCKUM METOJIOM BBIICIICHHSI BEICOKOKHITSIINX BEIECTB
Mpu TIOHIKEeHHOW Temmeparype [7]. Ilpu stom map-
[IMAJIbHOE JABJICHHE STHX BEIIECTB IPH TEMIeparype
aHaJIM3a COCTaBIIAEeT MeHee | MM PT. cT. YMEHbILEHHUE
MapIMaIbHOTO AABJICHUSI COMPOBOXK/IACTCS OTKIOHCHH-
€M H30TEepPMbI paclpeneseHUus] OT JUHEHMHOCTH M 3Ha-
YUTCIBHBIM YBEJINYECHHEM IIMPHUHBI XpoMarorpaguue-
ckoro muka. Kaszamock ObI, 3TO AeiaeT HEBO3MOXXHBIM
HCTIONIb30BAaHME ATOTO METOAA B MPEIapaTUBHOMN XpoMa-
TorpaduH, rae KOHICHTPAIMH Pa3aeisIeMbIX Ha KOJIOH-
HE BEIIECTB 3HAUNTEIBHO BbImie. OHAKO BBIOOP ONTH-
MAaJIBHBIX YCIOBHH XPOMAaTOTrpa(puIeckoro pa3neeHus
MIO3BOJISICT TIOJTYYHUTh TOCTaTOUHO XOPOIIIHNE PE3yIIbTaTHI.

Henpto manHOW pabOTHI SIBISETCS BBEIOOp OITH-
MaJIbHBIX YCIOBHUH XpOMAaTOrpa(huyecKoro BbIICICHUS
HEKOTOPBIX BBICOKOKHITALIUX 3JE€MEHTOOPraHUYECKUX
BEIIECTB (CM. TaOIHILy) METOJIOM MpenapaTuBHON Ta3o-
BOI XpoMaTorpadum.

3KC]’[epI/IMeHTaJ'IbHaﬂ 4acTb

AHanmu3 UCXOIHON CMECH U ONPEAETICHUE YUCTOTHI
BBIZIETICHHBIX COEANHEHHUH OCYIIECTBISIM Ha XpOMAaro-
rpagax JIXM-7A n IIBET-530 ¢ geTexTopom mo Temso-
NPOBOAHOCTH. BrIenenne mpoBoanny Ha MpenapaTyHs-
HOM raszoBoM xpomarorpade ITAXB-07 CKb MHXC.

Komnonky mmunoit 1 wmm 2 M, muamerpom ot 14 1o 24 mm
3aMoNHsUIN COPOSHTOM ¢ MOMoIIbI0 BuOparopa. Komow-
K1 OBUTH 3aITOJTHEHBI TOTOBBIM COPOEHTOM XpOMAaroHOM N
AW ¢ 5% SE-30. OtnenbHble mopiuu cOpOeHTa FOTOBUIIH
B (apdopoBoii Yalke METOIOM HUCTIAPSHUS TIOPIUSAMH T10
20 . Ha tBepabiil HocuTens Xxpomarod N AW Hanocu-
. 15% momuMeTHiI-y-TprQTOPIPONIIICHIOKCAHOBOH
xuakocty @C-303. Ha xupnuu mapku MH3-600, 06-
paOoOTaHHEI TapaMH AUMETIIIUXJIOPCHIAHA, HaHO-
cwin 14% nonumeTnneHUICUIOKCAHOBOW JKUAKOCTH
[IOMC-6. Dot copbenT nporpesanu npu 400°C B Teue-
Hue 24 4. [Ipu 3TOM OCTaBIIEeCs KOTHUECTBO KUIKOCTH
[IOMC-6 cocraBmsio 6.8%. [lomydenHsIit COpOSHT MOT
JUIUTENIbHOE BpeMsi padoraTth npu Temmeparype 350°C.
Bricokast TemmepaTypa KHUIIEHUSI HEKOTOPBIX W3 ITHX
COEIMHEHUH MPUBOJUT K 00pa30BaHUIO YCTOIUMBOTrO
a’pO30JIsl, TTOITOMY TIPU KOHIICHCAIMH OOJBIAsT 9acTh
YHCTOTO BEIIECTBA YHOCHUTCS U3 JOBYIIKU. [l paspy-
IICHUS a’p030Jsi OBUIO HCIIONB30BAHO AIIEKTPOOCAK-
nenue. CTEKISIHHYIO JIOBYHIKY OOEpPTHIBAIM MEIHOM
(omproii. Ha ToByIIKy 10/1aBajIi HalpsHKCHUE OT BBICO-
koBoJIbTHOTO MHAYKTOpa VB 100. Bennunna o0beMHOIM
CKOPOCTH Ta3a-HOCHUTEINS OblIa OTpaHHYCHA CTEICHBIO
yIaBIMBaHUS COOMPAEMOTO COCMHEHMS. 3HAUCHHUE HaU-
OonbIelt 00bEMHOHN CKOPOCTH YCTAaHABIMBAJIOCH OTICITHHO
JUISL KaxJI0M cMecu 1 MeHsutocsk ot 0.7 mo 1.5 n/mun. 3TOT
QIFana30H CKOPOCTEH He TI03BOJIIII NCTIONB30BaTh KOJIOH-
KM AHaMeTpoM Oosee 24 MM.

Pe3yabrathl u ux o0cyxaenue

Hcmonp3yst H3BECTHYIO CBsSI3b 00beMa YIep KUBAHHS
C TEeMIIepaTypoi KOJOHKH, BPEMCHEM aHaIN3a, CKOpO-
CTBIO Ia3a-HOCUTEJI U BbIpaXkasi TEIJIOTY PacTBOPEHHS
4yepes TeMIlepaTypy KUIeHHs 1o npaBuiy TpyToHa, mo-
JYYHIIU clieytoliee ypaBHeHue [7]:

T u
46K —lg—+lgr+C, (D
T gW g

rae: T —Temneparypa KoloHku; T, — TemIeparypa Ku-
MICHHsST aHATM3UPYEMOTO BEIIECTBA; U — JMHEHHAs CKO-
pocTh rasa-Hocutensl; W — KOIM4YeCTBO HEMOIBUKHON
(a3pl, OTHECCHHOE K CAMHUIIC IUIOMaau ceueHus (W =
L-0p); L — naviHa KOJIOHKW; 0 — TOJIIIMHA CIIOS HEIOJ-
BIKHOM (Dasbl; T — BpeMsl YICPKUBAHHUS p — TUNIOTHOCTD
)uakoi (asel, C — MOCTOSTHHAS.

OCHOBHBIM KPUTEpPHEM MpEHapaTuBHON XpOMaTo-
rpagun SBISCTCS TPOW3BOAUTENBLHOCTH. [IpomsBoan-
TeNbHOCTH (/7) 3aBUCUT OT oObema mpodsl (V), Hayalb-
HOM KOHIIEHTpaluu KomoHneHTa B cMecH (C ), BpeMeHH
nuKia (7), TO €CTh OTpPe3Ka BPEMEHH, 4epe3 KOTOPBIM
poOa TIOBTOPHO BBOIUTCS B Xpomarorpad, koddduiu-
enra ordopa (K)) u koo puuuenTa ynapiusanus (Ky ).

OreHKa KadecTBa NMOJA0OpaHHBIX YCIOBUH IS Ka-
JKJIOW CMECH MOXKET OBITh MTPOBEJCHA HA OCHOBE 3HAvC-
HUH 3THX BENUYXH, KOTOPbIC IPUBEICHEI B TAOIHIIC.
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Beioeaenue HEKOTOPBIX BBICOKOKHIIAIIIHX JA€MEHTOOPraHHYE€CKHX coennnenm‘-’t...

ITapameTpsl BbIIENEHUS] HEKOTOPBIX BEICOKOKUIISAIINX IEMEHTOOPTraHUYECKUX
COE/IMHEHUI METOIOM IpernapaTuBHON ra3o0Bol XpoMarorpapuu

Ne O6bem  IIpousBonu- Koadpduument Bpems  Konuenrpanus
Koaddunment
coequ- | Coenunenue npoObL,V,  TEIBHOCTD, yIaBIMBAHUS,  LUKIA BEIIIECTBA B
orbopa, K
HEHHS MJT 11, mi/u 0 K) T, MUH cmecn, Cp, %
CH,(C _H,),Si[O(CH,)(C _H,)Si]
1 3652 FRTeTSTR 1.0 0.96 0.80 0.70 15 0.43
(C,H,),CH,
CH,(C H,),Si[O(CH,)(C H,)Si]
2 3652 FRTeTSS 1.0 1.15 0.75 0.70 15 0.55
(CH,),CH,
3 [O(CH,)(C,H,S)Si], 1.0 0.34 0.85 0.80 24 0.20
4 [O(CH,)(C H,S)Si], 1.0 0.83 0.80 0.80 24 0.52
5 [O(CH,)(C H,S)Si], 1.0 0.49 0.90 0.80 24 0.27
6 [(CH,,0),CH,SiCH ],Fe 0.30 0.32 0.70 0.80 24 0.76
7 P N.CL(OR)* 0.25 0.06 0.78 0.48 24 0.25
8 P.N.CI(OR)/* 0.25 0.25 0.76 0.80 24 0.66
9 P,N,(OR)* 0.25 0.02 0.80 0.45 24 0.08
10 I'excun-o-xap6opan 0.50 1.16 0.64 0.95 15 0.96

*R - CH,CF,CF,H

Kuakxocts [IOMC-5, BbilTyckaemasi OTE€4ECTBEH-
HOM MPOMBINIJIEHHOCTHIO [§], MCTIOIB3yeTCsS B KaueCTBE
HEeNoABIKHOU (ha3bl Ams ra30Boi xpomarorpapuu. Ona
MIPEICTABISET COOOH TONIHMIUCIIEPCHYIO CMECh ), ~TH-
MeTHITeTpadeHUITIOTUroMeTHII()eHUIICHIIOKCaHoB. U3
STOW KUJIKOCTH METOJOM MOJEKYISIPHON TEePEeroHKH
nony4eH psin Gppakuuit. [IpenapatuBHOe BbleNEeHIE UH-
TUBHUIYAITbGHBIX COSANHEHUH MTPOBEICHO U3 TaKoH (pax-
uuu Ha xpomatorpade ITAXB-07 (puc. 1). @opmyisl
9THX COCAMHEHUH MpuBeeHbl B TabmmIe mox Ne 1 u 2.

1

6 é 1‘0 1’5MI/IH
Puc. 1. Xpomarorpamma npenapaTuBHOro pa3acyieHus
CcMecH M, -TuMeTIITeTpadeHIT(METHI(PEHIIT ) TeTpa-
u neHTacuinokcanoB. Kononka qmmHoit 1 M, anamerpom
24 mm. CopOenr 6.8% [TOMC-6 na MH3-600 JIMIXC.

Temneparypa xomouku 350°C.

TeMnepaTypbl KUIIEHUS 9TUX COECIUHEHUI COCTaB-
Ts10T cooTBeTcTBeHHO 543 m 590°C, mostomy Temre-
parypa ucnaputens Obuia BbiOpana 600°C. CkopocTb
rasza-gocureiss cocrasisia 1.5 yn/mun. KonpeHcarus
3TUX BBICOKOKUIISIIINX BELIECTB MPOUCXOAUT C K03 (hu-
nyeHToM ynasnuBanus A0 70%. DTo 3HaU€HHE MOXKET
ObITh MOBBIIIEHO 10 80% TpU YMEHBIICHUH CKOPOCTH
raza-sHocurens 1o 0.5-0.7 n/MuH, HO 3TO MPUBOAMT K
yMeHI)HIeHI/IIO HpOI/ISBOILI/ITCJII:HOCTI/I. LII/ICTOTa BBIIC-
JIEHHBIX COeIMHEHUI cocTanisia 99%.

14

BBeneHue THEHHIBHOTO 3aMECTHTENS Y aToMa
KPEeMHHSI B COCTaB OJHMIOOPTaHOCHJIOKCAHA YIIydIIaeT
ero cmassiBarole cBoiictsa [8]. Temmeparypsl Kure-
HUSI METHJITHEHIIITUKIIOTPH-, TETPa- U MEHTACHIIOKCa-
HOB HEMHOT'0 HHXKE TEMIICPATyp KHUIICHHS COOTBETCTBY-
IOMNX METHI()EHIIINKIOCHIOKCaHOB. TeM He MeHee,
TeMIIepaTypa KUTICHUS] METUIITHCHUITIIUKIIONIEHTACUIIOK-
cana nipessimaet 500°C.

[Ipu nonbope ycinoBuil BeIACIEHHUS ITHX COEAUHE-
Huit (Ne 3, 4, 5 B TabIUIIC) HCITOIB30BAIN HETIOABIIKHBIC
¢azpr [IOMC-6 u I[IMC-100 na MH3-600, obpaboTan-
HOM JUMETWIIUXJIOPCUIIAHOM, W METHIICHINKOHOBBIN
kayuyk SE-30 Ha xpomarone N AW. bbin BeIOpaH co-
pbent ¢ 5% SE-30 ma xpomarone N AW (puc. 2), Tak
KakK MpU BBIJCIICHUM JaHHbIX coeanHeHnit Ha MH3-600
HaOII0OaIach CHITbHAS AATe3H. DTO IPUBOANIO K TOMY,
YTO B BBIICJICHHOM BEILIECTBE copaepkaiuch mno 1-2%
puMecei APYTUX METHITHCHIIINKIOCHIIOKCAHOB.

(

)

0 5

10 15 20 250k

Puc. 2. Xpomarorpamma npenapaTUBHOTO Pa3AeICHUs
METHITHEHUILIUKIIOCUIOKCAHOB!
1 - [O(CH,)(C,H,S)Si],; 2 - [O(CH,)(C,H,S)Si] ;
3 - [O(CH,)(C,H,S)Si]..
Komonxka mmao# 1 M, muamerpom 24 mm. CopoeHT 5%
SE-30 na xpomarone N AW. Temneparypa KOIOHKH
300°C. CropocTb raza-nocurens 1.0 n/mun.
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[lpn BBIOENCHUN METHITHEHIIIHKIOCHIOKCAHOB
OCHOBHAsI YaCTh BELICCTBA YHOCHTCS M3 JIOBYIIKU BMeE-
cTe ¢ oOpa3oBaBIIMMCS a’po3oyieM. llcmomb3oBanne
ANIEKTPOOCAKICHUS TTO3BOJIMIO MOBBICUTH KO3(duUIm-
enT ynaBmuBaaus 10 80%. UncTora BBIAEICHHBIX COE-
nuHeHui cocTtasisia 99%.

VHUKaJIbHBIC CBOWCTBA aJKWIINIPOU3BOIHBIX (ep-
POIICHOB OTKPBIBAIOT MIMPOKHAE BO3MOXKHOCTH JIJISI UX
PUMCHEHHS B TEXHUKE. JlaHHBIC COeAMHEHMS 001 1a10T
BBICOKO TEMITEPaTypOi KHUIICHHUsI, HO TIPU 3TOM MHOTHUE
U3 OTUX COCIMHEHUN TEPMUUECKU HEYCTOWYHBEI TP Ta-
KX TeMIeparypax.

Temmieparypa kunenust 1,1’°-0HC(METHITHOKTOKCHCH-
mui)depporeHa (coequnenue Ne 6 B TaOnuIe) cocTas-
nstet 538°C. U3 xpoMaTorpaMMbl ITpenapaTUBHOTO pas-
nenenust  1,1°-Ouc(MeTUIIUOKTOKCHCHIIHI )peppolieHa,
MPE/ICTABICHHOW Ha pHC. 3, BUIHO, YTO BpEMsI BEIIEIIC-
HUS IpH Temmneparype konoHku 300°C cocraBisieT OKo-
710 25 MUH.

0 5 10 15 20 25MU-

Puc. 3. Xpomarorpamma mpenapaTHBHOTO BBIICICHUS
1,1’-6uc(MEeTHITHOKTOKCUCHITII ) (heppOIIeHA:

1 — pactBopuTens; 2, 3,4, 5, 6, 7, 9 — HeW3BeCTHBIC
npuMecH; 8 — reneBoe coeauHenue. Komonka mimHON
1 M, nuametpom 14 mm. Copbent 5% SE-30
Ha xpomatoHe N AW. Temneparypa xomonku 300°C.

YToOBI yMEHBIIUTH BPEMsI BBIICICHHS, HATO OBLIO
VBEIMYUTh CKOPOCTh ra3a-HocuTess. OJHAKO HPH CKO-
poctu Bbime 0.8 1/MUH pe3ko manan kodhduIueHT
yIaBIMBaHUsI, TIO3TOMY JUAMETP KOJOHKH ObLT BRIOpaH
14 mMm. Temrieparypa ucmapuress Obuta BiOpana 450°C.
Orta Temneparypa HU3Ka [T BEIIESCTBA C TEMIEepaTypoit
kunennst 538°C, HO MpU ATON TeMIlepaType B BBIICIICH-
HOM BCIIECTBE OTCYTCTBOBAIU HPOAYKTHI JACCTPYKIIHH.
Tem HEe MeHee, TBEpIbIC MPOAYKTH HAKAIUIMBAINCH B
HEOOJIBIIOM KOJIMYECTBE B UCTIAPUTENE, YTO TIPUBOIUIO
K HEOOXOIMMOCTH MEXaHUYECKOH ero ounctky. Huskas
TEeMIIepaTypa HUCIIAPHUTENl HE MO3BOJWIIA YBEIHYHUTH
00beM TpoOkr 6ostee 0.3 mit. YucToTa BBIIEICHHOTO COe-
nuHeHus cocTtasisuia 99%.

XnopumknodochaseHbl, B KOTOPBIX 4YacTh aTOMOB
XJiopa 3aMelieHa (PTOPaJKOKCUTPYIIIaMH, HE  yAaeTcs

pazmenuTh PeKTH(HUKAINEH, XOTS 3TH COCAWHEHWS 3Ha-
YHUTEIIPHO OTIMYAIOTCS M0 TeMIIepaTypaM KUIleHUs. Tak,
P.N,CL(OCH,CF,CF,H), (Ne 7 B TaOnmiie) nmeeT Temre-
parypy kunenns 355°C, PN, CI(OCH,CF,CF,H), (Ne 8) —
374°C, a P,N,(OCH,CF,CF,H), (Ne9)—412°C.

Hamu OBLIO yCTAHOBIIGHO, YTO CMECH JAHHBIX
XJIOPIUKIO(HOC(Ha3eHOB JTOBOJBHO TUIOXO JETATCS Ha
METHJICMJIMKOHOBBIX HemoaBWKHBIX (azax (SE-30 wu
I[IMC-100) u Ha mOMUMETHII()EHUICHIOKCAHOBOW He-
noasmxkHoOi (aze [IOMC-4. OgHako COENMHEHHS ITH
XOPOIIO Pa3IeNioTCs Ha (PTOPCIIIMKOHOBOH KHUIKOCTH
@®C-303. Ha puc. 4 npeacTaBieHa XpoMaTorpaMma cMe-
CH, TIONyYeHHAs TIOCJIe Pa3IeieHuUs] Ha IperapaTHBHON
KOJIOHKE.

o 10 15 20 25

Puc. 4. Xpomarorpamma npenapaTuBHOTO pa3aeaeHus
(b TOPaTKOKCUXIOPIUKIOTPH(OC(Ha3CHOB:
1 — peaknust BBOJA; 2, 3 — HEU3BECTHBIE TIPUMECH;
4 -P.N,CL(OCH,CF,CF,H),;
5 -P,N,CI(OCH,CF,CF,H);
6 — P.N,(OCH,CF,CF H),.

Kononka mnmunoii 1 M, tuamerpom 24 mm.
Cop0Oent xpomaton N AW ¢ 15% dC-303.

Brinenenne OBLIO MPOBEOCHO MHpPH TEMIIEpaType
xonoHku 235°C u ckopoctH raza-Hocutens 0.8 1/MuH.
O6bem 1poObI coctasisn 0.25 mu. I[pu yBenuyenun
o0beMa TMpoObI HAOMIOAANACh «IEPErpy3Ka» M PE3KO
YXYIIIAIOCH pa3aecHue. Bpems ynepKuBaHus mocie-
HEro KOMIIOHEHTAa COCTaBJII€T 25 MHH. YMEHBIICHHE
BpPEMEHH yAEP>KUBAHUS MOXKET OBITh JJOCTUTHYTO MTOBEI-
LICHUEM TEMIIEPATyPbl KOJIOHKH U CKOPOCTH ra3a-HOCH-
tenst. K cokajeHuro, MOBBIICHHE TEMITEPaTyphl KOJIOH-
ku Bbinie 235°C orpaHu4eHo ee TepMOCTOHKOCThIO [5],
a YBEJIMYCHUE CKOPOCTH T'a3a-HOCHUTEIS MPUBOIHT K 3HA-
YUTEJIIBHOMY MaJCHUI0 KO3((HUIMEHTA YIaBIUBAHUS U
MTOTEPSIM BBIJCJICHHBIX BEIIECTB. UHCTOTa BBIACICHHBIX
COeMHEHUH cocTanisia 99%.

Brinenenre HEKOTOPHIX ANKHIJIIIPOU3BOAHBIX Kap-
OOpaHOB MPOBOJUIOCH C IENbI0 OMpPEIeNIeHHsT UX Tep-
MOIMHAMHYCCKHUX XapakTepucTHK. [Ipu sToM TpeboBa-
Jach KOHIIEHTPAIMSI OCHOBHOIO KOMIIOHCHTA HE HUXKE
99.99% (unu, MHa4Ye, CyMMapHOE COAep KaHue IpUMe-
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ceit me Boime 0.01%). Beinenenne rexcun-o-xkapdopana
MPOBOAMIOCH U3 KOHIIEHTPATOB, MOJyUYCHHBIX PEKTU(DH-
kanuei. Konnenrpar conepxxkan 96% BoigenseMoro Be-
IIeCTBA.

[Tpu BEIIENCHUN ATOTO COCIMHEHHS 0C000€e 3HaYe-
HHE IpHOOpeTaeT aacopOIHst Ha TOBEPXHOCTU TBEPAOTO
HocuTes. B kauecTBe copOeHTa OBLT BBIOPaH XPOMAaTOH
N AW, nponutannsiii 5% SE-30. OToT TBepasii HOCH-
TeJb, KaK OBLIO TIOKa3aHO BBIIIE, OTBEUACT MPEABSIBIIsIC-
MBIM TPeOOBAHUSM.

[IpenapatuBHOE BBIAEICHHE TPOBOAMIOCH IIPU
temmneparype 225°C (puc. 5).

o 5 10 15mm

Puc. 5. Xpomarorpamma rnpenapaTuBHOTO BbIIEICHUS
reKkcui-o-kapoopana: 1, 2 — HEeU3BECTHBIE IPUMECH;
3 — rekcuiI-o-kapOopaH.

Kononxka nmunao# 1 M, auamerpom 24 mm. Cop6eHt 5%
SE-30 na xpomarone N AW.
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OnmHako B 9THX YCJOBHSAX HaM yHalIOCh JOOUTHCS
qucTOThl 99.96%. DTO 00BACHSAETCS TE€M, UYTO MPUMECH
HaKaIUTHBAINCH B KOJIOHKE U BHITCCHSUIUCH C TIOBEPXHO-
CTH COpOEHTa TeKCUII-0-KapOOpaHOM.

Vcmonp30BaHMe KOMOHKH C OOJBIINM COnIEpkKa-
HHUEM Jpyroil HemoasuxHOM (assl (15% IIMC-100 Ha
xpomaroHe N AW) mipu OZHOBPEMEHHOM ITOBHIIICHUN
Temneparypbl KosIoHKH 710 280°C He 1ao MOJI0KUTENb-
HOTO pe3ynbTaTa.

Uto0Obl yMEHBIIUTh KOJIWYECTBO COPOUPOBAHHOTO
BEIIECTBA, HAMH HCIIOIB30BAJICS MPOTPEB KOIOHKH TPU
300°C B TeweHue 2 9 B KOHIE Kaxjaoro aHs. Kpome
TOTO, KOJOHKAa TIIPOMBIBAJIaCh PACTBOPHUTEIIEM IIOCIIE
Ka)XJIOTO BBOJIa FeKCmI-o-KapOopaHa. B kauectBe pac-
TBOPHUTEIIST OBUIA ONTPOOOBAHBI alleTOH, OCH30JI, TOJYOII.
Hcnonp3oBanue OeH307a U TOMyola TIPHUBENO K IO-
Tepe 3 HEKTUBHOCTH KOJIOHKH, ITO3TOMY MBI OCTaHO-
BIJINCH Ha aneToHe. llocme Kkaxaoro BBOAA IPOOBI
reKCHII-0-KapOopaHa nobdasisutoch 0.5 M anerona. Bee
3TO TMO3BOJIIJIO MOTYYUTh TEKCUI-0-KapOOpaH YUCTOTON
99.99%.

[Ipu BbIAENEHMH TeKCUI-0-KapOopaHa oOpasyercs
a’p030JIb, TOITOMY HCIONB30BAJIOCH DIIEKTPOOCAXKIe-
Hue. IIpu ckopoctu raza-nocurens 0.8 g/MuH xKo3ddu-
[UEHT yNaBIUBaHUS cOCTaBISLT 90%.

Takum 00pa3oM, MOKazaHa BO3MOXHOCTb BbIJIEIIE-
HUSl BBICOKOKHITIINX BEIIECTB METOIOM IIpETIapaTHB-
HOI Ta30BOM XpoMaTorpadpuu.
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