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CEPHSI ®U3UKO-MATEMATHYECKHUX M TEXHHYECKHX HAVK. 1966, Ne 3

H. KIECMEHT

INPSIMOE OHPE,D,EJ]EHME OTHOWIEHUSA YIJIEPOOA
U KUCJIOPOJA B TASOXPOMATOITPA®HUYECKHUX IJHOEHTAX

B nocsiexHee BpeMsi 4151 YCKOPEHHSI 3M€MEHTAPHONO &Hann3a Bce GoJee MIHPOKOE pac-
[IpoCTpaHeHHe MOJIy4aloT MpHeMbl ra30XpOMaTorpa(UuecKoro aHaaH3a: NMPOAYKTH CIKHIAHHS
aHaJM3MPYEMOr0 BellecTBa PasfesialoT B Fa30xpoMaTorpadHyecKkoil KOJIOHKe H TETEKTHPYIOT
COOTBETCTBYIOIIHM crnocob6om. Hamakeno cepuiiHoe NMPOM3BOACTBO ra3oXpomarorpaduueckux
IpUOOPOB Pa3HOll KOHCTPYKUHH s ONpeleseHHs yriepoaa u Bomopoxa [1].

3HauNTeJbHO YCKOpSET 3JeMEHTApPHBIH aHaau3 TaKiKe HCK/IOYEHHe IpPeaBapUTETbHOTO
B3BELIHBAHUA BEUIeCTBA: Mo NMPOAYKTAM CIKUraHug onpenessior orHouwenue C/H, uro uacto
U SIBJISIETCS LIeJeBBIM Pe3y/bTaTOM aHaJ/u3a.

Tak xak rasoxpomarorpaduueckoe pasjeseHHe HOXOAWT 10 HHAHUBHAYAJbHBIX COEIHHE-
HHI{, YCTAHOB/EHHE 3JEMEHTapHOro COCTaBa HCXOJAHOH, B OOJBIIHHCTBE CJYYaeB CJIOMKHOM,
MHOTOKOMIIOHEHTHOH CMecH MaJjo TMoMOraeT HIEHTH(OHKANHH ee KOMMOHeHTOB. CylIecTBEHHO
BajKHee y3HATh COCTaB KaxKAOro KOMMNOHeHTa. [103ToMy CHaesaHbl NOMBITKH CIKHraTh raso-
XpomaTtorpaHueck pasieleHHbe KOMIOHEHTHI B peakTope 3a ra30XpoMatorpatdmuecKoir
KOJIOHKOH, a KOJHYeCTBO MPOAYKTOB CXHIAHHs KaxKAOTO KOMIOHEHTa ONpeje/siTh HpH IMO-
MOIIH BTOPOil razoxpoMarorpa@iueckoil ycTakoBKH [2] uau AnddepeHnHaNbHBIM MONIONIE-
HUEM YIJIEKHMC/IOro raza u BOABI [3, 4]. ;

PeaknunonHoxpomarorpauyeckie MeTOIB! HCHOJIb30BAJHCh TaKkKe A5 ONpeleseHus
asora [°] u cepsl [6] B opranuueckux coexuHeHHaAX. [/1s onpeje/eHHsT KHCJIOPOAa aHAJOTHY-
Hble MeTOAbl He pa3paboTaHbl.

B Hucruryre xumuu AH DCCP yxe HecKoJbKO JeT C NOMOINBIO TNPeHMYIecTBEeHHO
XpoMaTorpauueckKix METOZOB M3Y4aloT CJAHIEBYIO CMOJy, comepxkamyio 509 KHCIOPOX-
HBIX COEIMHEHHI.

I1pu BBHINOJHEHHH 3THX padOT BO3HHKJIA HEOOXOAHMOCTH B METOAe ONpeleJeHHs KHCJO-
pona B raszoxpomartorpauuecku pasjeleHHbIX KOMIIOHeHTaX. KocBeHHble MeTOAb! aHalu3a
(ocTaToK MOCJEe BhHUETA VIVIEPOAA M BOAOPOAA) B YCJIOBHSAX rasoxXpomaTtorpadHyeckoro aHa-
Ju3a He npuemJeMbl. B cBsizu ¢ 3THM Obl1 paspaboTaH COOTBETCTBYIOIIHI METOX, OMHCAaHHIO
KOTOPOTO M MOCBSII[eHA HacTosuias cTaThs. B pabGoTe HCHOJL30BaH OMBIT NPSIMOTO MHKPO-
aHAJIMTUYECKOTO OTpejeseHna Kuciopoaa [7].

Opnun u3 crapeiimux cnocoG6oB (merox Tep MeiileHa) OCHOBBIBA€TCS Ha KaTasiATHYE-
CKOii THAPOTEHH3AlWH COeJIMHEHWI, NPH 3TOM H3 KHCJIopojga obGpasyercss Boaa. [locnemnsist
onpejenseTcs KakKuM-HUOYAb H3 H3BECTYHIX CIIOCOOOB.

B noc.e/Hee BpeMsi OPOBOAST MHPOJH3 OPraHMYeCKHX COEAWHEHHI Ha AKTHBHPOBAHHOM
yrje, Harperom o 1100°C, B Toke HHepTHOro rasa. IIpu sToM KHCJIOPOZA KOJTHYECTBEHHO
nepexoaur 8 CO, KoTophlil 0ObIYHO Omnpefe/sieTcst HOMXOMETPHUYECKH.

B nacrosiueil paGore Oblq HCTMOMB30BAH ONBIT OGOHX METOJAOB, OTHEIbHO H KOMOHHH-
POBaHHO.

B s el L
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I'MAPOKPEKMHr KHCJIOPOIHBIX COeXHMHEHUH
Ha HUKEJeBOM KaTaJH3aTope

B xome onuoi n3 npexHux pabot [8], mOCBSALIEHHOH H3yUEHHUIO THAPUPYIO-
HIUX-AeTHAPHPYIOUINX KaTaJH3aTOPOB, BBISCHHU/JIOChH, UTO NIPH TeMIEpaTypax,
npesblaonux 200°, opraHHyeckie COEIHHEHHs Ha HHUKEJIEBOM KaTaJjn3a-
TOpPE CHJIbHO pasjararorcs. Kpekupyollie cBOHCTBA HUKE/Is H3BECTHBI TAKZKE
10 JaHHBIM JuTepatyps! [ 1% u oHM HMCMOMB30BAHBI B Fa3oxpoMaTtorpaduue-
CKOM aHaJsu3e. YCTaHOBJIEHO, UTO Ha YKa3aHHOM KaTa/Ju3aTope, B TOKe BOJO-
poxa mpu 450°, opraHnuecKHe COEIMHEHHS MOJHOCTBIO Pasaralores 10 Me-
taHa. Ilpu npoBeneHHH peakuuu 3a XpoMaTorpaduyeckoil KOJOHKOI 00beM
pPeaKUHOHHBIX NPOAYKTOB 3HAUUTEIBHO INIPEBBIIIAET 00BbEM HCXOLHBIX 3/I0a-
TOB, BCJIENCTBHE Yero 4YyBCTBHUTEJIBHOCTb [ETEKTOpa IOBhILIAeTCs. Boay,
00pa3yoILyIocs PH aHa u3e KHCJOPOIHBIX COeTHMHEHNI, 0OBIYHO MOT/IONIAI0T
10 JIeTeKTopa.

B nacrosiuieii pa6ote otHouweHne atoMoB C/O onpenensiocs ABYXKpAaT-
HBIM TIPOBEJEHHEM KpPEKHHTra rasoxpomartorpaduuyecku pasjejeHHbIX KOMIO-
HeHToB. CriepBa yepe3 [IeTEKTOp MPONYCKA/JIHCh BCe DPEAKLHMOHHBIE NPOAYKTHI
(CHs+ H20), npu BTrOpoM MponycKaHHH BOLY VAAJsIH 10 JAeTeKTopa. Uewm
CHJIbHEE YMEHBIUIAIOTCS IMHKH MOociae aacopOuii BoAbl, TeM GOJbIIeMy COLep-
JKQHHUIO KHCJOPOJa OHH COOTBETCTBYIOT.

Bosnee TouHble JaHHBIE JaeT MaTeMAaTHYeCKHII aHA/IM3 Pe3yJabTaToB. Kak
[OKa3aJu JajbHeHIlHe ONBITHl C 3TaJOHAMH, NpPAaKTHUECKHE pe3y/JabTaThl
XOpOIIIO COBMAAAIOT C JIUTEPATYPHBIMH MaHHBIMH [!!], O KOTOpBIM MOJEKY-
JisipHasi YyBCTBUTEJILHOCThL KaTapoMeTpa 10 MeTaHy paBHa 36, mo Boge — 21
(6ensoa npurar 3a 100).

LI M3rOTOBJIEHHST HUKENIeBOTO KaTa/Jgu3aTtopa da30THOKHCJALIH HHKeNlb
pacTBOPSIIM B MaJjoOM KOJHMYECTBE BOJAbI W NPHOABJS/IH COOTBETCTBYIOLLEE
KOJIMUeCTBO HOCHTeJ s (IHAaTOMHUT, MOPHCTOE CTeKsa0). Boay umcnapsnau npu
nepeMelIuBaHUUM B BaKyyMe BOJOCTPYHHOro Hacoca. Karaauszatop Boccra-
HABJIMBAJU B PEaKTOpPe, OJHOBPEMEHHO IOBBIIIAs ero TeMiuepaTtypy ao pabo-
yeid. PeakTopsl M3roTOBJASAJIUCH U3 MeIH, KOPPO3HOHHOCTOHKON CTa/au M
KBapua. [Tox KoHel MpUMeHSJIHCh TOJBKO KBaplieBble TPYOKH.

B pa6ore ucnosb3oBaau ABYXKOJOHOUHBIH xpomartorpad YX-1. Peakrop
OBLJI TOCTaBJIEH B TpyOuaTylo meub MJIUHOH 20 cu.

B mnauase paGoTbl OmNpeAeNsiiid ONTHMAJBHYIO TeMIeparypy THAPOKpe-
KHHTra, IPH KOTOPOH He OCTaeTcsi HCXOJHOro BelllecTBa M He o0pasyercs ApPY-
IHX TPOAYKTOB KpoMe MeraHa. [ljs 3TOro ycTaHaB/JHBa/Iu PeakTop, COAep-
®kamui 250 me Ni Ha 2 msa guaToMuTa, IO aHAJUTHYECKOH KOJIOHKH. B Ka-
YyecTBe HCCJAENYEeMBbIX BELIeCTB MPUMEHSIUCh: IUKJIOT€KCAHOH, AHOYTH/IOBBIN
3(up, M-KPe3oJi, H-TeKCHIAIEeTaT, H-TelITAHOJ, STHIOBBIH 3(hUp H30MaCAIHOU
KHUCJIOTHl W JIpyTHE.

Jlsi aHanu3a NpoayKTOB KaTa/Jau3a HCIOJb30BaNy TPH KOJOHKH: 6-MeTpo-
BYIO alle30HOBYIO KOJIOHKY HJIsi YCTAHOBJIEHHUsI IOJHOTBI pacnajga HCX0HOTO
BellecTBa, 6-MeTpoBy0 AHOYTHIGTATATHYIO — /s aHaau3a 006pa3oBaBUINX-
¢s1 YIJIEBOLOPOIOB H 3-METPOBYIO CHJIHKAreJeByIO — JJs aHa/Ju3a rasos.

Beisicauiiocs, uto npu 250—300° uCXOZHOro BellecTBAa He oOcTaeTcs, a
Beiie 400° obpasyercs TosbKo MeTaH. Ho mpu 3TOM COelMHEHHS 3aAepKH-
BAIOTCSl Ha KaTaJu3aTope, 0COOEHHO NMPH HU3KHX TeMIepaTypax, BCACIACTBHE
Yero CHMMETPHYHOCTh NHUKOB yxyAllaercs. HMccienoBaHnsi nokasanu, 4TO
afcopbuuio 06yCJIOBIMBAIOT KaK MeTaJl, TakK M HocuTedb. [Ipn mnposepke
Pa3HbIX HOCHTEJ el ¥ KOHHEHTPAIHi MeTaJsjia 0Ka3aJ/oCh, 4YTO CaMyI0 HU3KYIO
acopOIMOHHYIO CTOCOGHOCTL HMEET NMOPHCTOE CTEKJO, coaepzKaliee 7—Ii2 me
Ni B | ms. Ilpu manpHeiilieM MCHOJNB30BAHHH B peakToOpe 2—3 MA TaKOTO
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KaTa/au3aropa IHAPOKPEKHUHT TPOXOAMJ HAa HEM TOJHOCTBIO 70 MeTaHa, He-
CMOTpPSI Ha HU3KOe COJepzxKaHue MeTasia.

ITopucroe crexao (0,3—1,0 um) nomyuanu s usmensuennoro (< 0,1 mm)
cTeksa nyTtem crnekanus npu 500—600° u nocnienyioutero apoGaenns ['2.

[TyreM runpokpexkunra cvMecH pasHeIX COeIHHEHHH B Mpejese TeMIepaTyp
250—400° 6BLIO YCTAHOBJIEHO, YTO 1O CTAOUIBHOCTH HX MOMKHO PACIONOKHUTH
B CJEIYIOUMH PSAL: CHUPTBI < KETOHBI < CIOKHBIe 3(HPH < NpocThie 3¢u-
PEBL < YTJIEBOZLOPO/IBL.

Fﬂnﬂpnpyfomas{-zlerlmppr}omaﬁ CIOCOOHOCTHL HHKEJNEBOro KaTaausaTtopa
OKaszajgach HH3KOH.

[Ipn smeMeHTapHOM aHaJdH3e ra3oXpoMaTorpaHUECcKHM Cnoco6OoM BaXK-
HOE MeCTO 3aHMMaeT KOJHYeCTBeHHAs MHTeplIperanust xpomarorpamm. Mame-
peHHe IIMPUHDLI THKOB BbI3BIBAET OTHOCHTEIBHO GOJBIIYIO OMHOKY NMPH BBIUH-
CJIeHMH uX nomlazeil. B patore [*] mis moBbiIeHHsS TOYHOCTH IIHPUHY TIHKOB
U3Mepsanau ¢ TouHocTbio 10 0,01 mm.

B nacrosmefi pabore pesysnbratel (oTHomenue atomos C/O) mosyuanau
IIyTeM CpaBHEHMS ABYX XpPOMAaTOrpaMM, OTJHYAIOUIHNXCS TOJHKO BBLICOTOH IH-
KOB. YUHTbIBAJI0Ch TO 06CTOATEN5CTBO, UTO IIPH OJMHAKOBBIX YCJAOBHUSX aHA-
JIM3a IIUpPUHA NHKA MPH U3MEHEHUH KOJHUECTBAa COOTBETCTBYIOLIErO KOMIIO-
HEHTa OCTaeTcs CTAaOH/IbHOH, M3MEHsSeTCs TOJbKO BbicOoTa muka [1¥-15]. Tlpwu
KOJIUYECTBEHHOM pacueTe CPaBHUBAJIH BBICOTHI INUKOB Ha KazKIOH XpOMAaTO-
rpaMMe ¢ BBICOTOH MHKa OJHOTO KOMIIOHeHTa (KatoueBoro), otHoureHue C/O
KOTOporo u3BectHo. Elfe syullie npu pacuere NpoAyKTOB I'HIPOKPEKHHra NpH-
HUMAaTh 3a KJIOUEBOH KOMIIOHEHT YIJIEBOJIOPOJ, H3 KOTOPOTO BOABI He 0Opa-
3yeTesi.

B nanbHefime# pabote N5 razoxpomMaTtorpaduueckoro pasiesieHHs Hc-
10J1b30BAJIH KOJIOHKY I/HHOK 6 M u auamerpom 6/4 mm. Henoxsuxno#t ¢a-
30# cayxua moaustuaeHraukons 4000 B komuuectBe 20% OT HOCHUTENAS] —
xpomocop6a W. Pacxon Bomopona coctasasii 60 ma/mun, xpomaTorpadupo-
BaHue Bejock npu 100 wam 150°.

Jl1st IpoBeieHHs 3JeMeHTapHOro aHaau3a peakTop BKJ/HYanu 3a aHalu-
THYECKOIl KOJOHKOH — BMeCTO BTOPO#l KOJIOHKH ammnaparta ¥X-1. I1pu ompe-
nenennn comepxannsg CHy—+ HoO ras HamnpaBisiim u3 peakTopa npsmo B
IeTeKTop, a npu onpenenennn ogHoro CHy ras npeaBaputesbHO MPOMyCKaIH
yepe3 KOMOHKY (mmuua 20 cm, 1uameTp 5 mm) C CHJIHKArejaeMm, Kotopas 3a-
JiepzKaJia 1mapbl BOJBL.

[Ipi TeopeTHYeCKOM pacueTe OTHOUIEHHH BBICOT IHKOB, COAEPZKALIHX CO-
orserctBenHo CHy -+ HoO u CHy, B 3aBucumoctn ot otHouenuss C/O B Mo-
JleKysiax ObLTH MOJIydeHbl HaHHBIE, TIPEACTaBJeHHble B Taba. 1. PacueTst npo-
BeleHbl Ha OCHOBE JIUTEPATYPHBIX TAHHBIX O MOJIEKYJISPHBIX TEIJIONPOBOJ-
HOCTAX MeTaHa u BOmbI [!].

Tabauya 1

3aBHCHMOCTb KOJHYECTBA TPOAYKTOB THAPOKPEKHHra OT ATOMAPHOro OTHOLIEHHS
C/O B mosekynax

| \ [ }
| | | |
Q&C# 1,582 J 1,290 ‘ 1,195 | 1,147 { 1,118 1,097 I 1082 | 1073
4 | |
' \
[ \ | l

Uto6bl YCTAHOBUTH, B KAKOIH Mepe NPAKTHUYECKHe Pe3yJbTaThl COBINAAAIOT
C TEOPETHYECKHM pacyeToM, ObLT NMPOBEAEH THAPOKPEKHHT Pas3HBIX HCKYCCT-
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Tabauya 2

@npenenenne coaepKaHusl KUCJ0pOaa PasyH4HbIX COeJHHEeHH nyremM TrHIAPOKPEKHUHra
Ha HHKEJEBOM KaTaJiu3atope

CH, + H,0 CH, LT 360 erg
CHL
|
Temneparypa peakrtopa, °C | 450 | 480 480 480
Bricora nuka Togayouaa, mam 198 [ 159 174 163,5
OrTHOCHTe/IbHBIE BBICOTHI ITH-
KOB:
1LMKJIOTeKcaHa 0,346 | 0,352 0,336 0,340 1,032 =
sTHaLeTaTa 0510 | 0510 | 0408 | 0407 | 1,252 2
OyTaHOHA-2 0,536 | 0,538 0,472 0,468 1,142 4
_A1uGYTHJIOBOTO 3dupa 0,730 | 0,755 0,699 0,698 1,061 8
nponaxoJa- 1 0,657 | 0,680 0,563 0,550 1,198 3
TOTyOTa 1,000 | 1,000 1,000 1,000 | 1,000 —
|

BEHHBIX CMeCell KHCJIOPOAHBIX COeIHHeHHH, B mepBbIX ONbITaAX B COCTUHEHHAX
ObLIJIO TIOJIYUEHO 3HAUHTENbHO MEHBIIe KHCJAOPOAA, UeM OXKHAaaH. BbIsCHH-
J10Ch, 4TO HeOOMblINe KOJHUeCTBa BOLI, 00pas3yoluecs Npu rUAPOKPEKHHTE,
3a/1epzKUBAIOTCS re-To B annaparype. [1pu BBeieHUN MaJibIX KOJHUECTB BOIbI
(mo 1 mka) ee muKa TakiKe He moJyunan. [ToCKOIbKY MeCTO COPOIMH BOMIBI
00HapyKUTh He Y1ajocCh, OBLIO PellleHo HaChIaTh 3TH HEH3BECTHLIE AKTHB-
Hble TOYKM IIOCTOSIHHBIM npubaBJeHHeM K ra3y-HOCHTENI0 MaJjblX KOJHUECTB
BoAbl. st sTOrO B nmarpybOK, MpPeIyCMOTPEHHBIH /s OCYIIKH rasa, MoMe-
uaau 30 M4 cuIHKaress, NponuTaHHOro 3—4 ma BoAbL. [laJbHEHIIHe ONbITh
TI0Ka3aJu, 4To HeGOoJblINe KOJTUUeCTBA BOJABI B anmaparype 6oJblie He Mpo-
NajaloT, 3HaYUTe/IbHO YJIYUIIHIACh TaKKe CHMMETPHUHOCTH MiKa BOibI [1f],
B TO BPeMSl KaK YXYIUIEHHS CEJeKTHBHOCTH pa3jejeHHst BCJAEICTBHUE BJaAXK-
HOrO rasa, OTMeUEHHOro B Jurepatype [7], He HAGJIIOXA/N0Ch.

PesyabpraThl aHamu3a OJHOH CMecH Pa3HBIX KHC/JIOPOAHBIX COETHHEHHH
TIpejcTaBJeHbl B TabJs. 2, a BTOPOH CMeCH, Bceé KOMITOHEHTHI KOTOPOil HMEIOT
C/O =4, B Taba. 3. Ha ocHOBaHUH CPeIHUX Pe3y/IbTATOB HECKOJIbKHX ONBITOB
Obln paccuuransl oTHomennss CH, -+ HoO/CHy, KoTOpBle TakXKe NPUBOASTCS
B Ha3BaHHBIX Tabaunax. XpoMaTorpaMMbl BTOPOH CMECH INpHBEIEHLI Ha
puc. 1.

Tabauya 3

Onpenenende coaepXKaHus KHCJIOPoJa "coenuHeHul, umemomux C/O =4,
TMAPOKPEKMHIOM Ha HHUKeJeBOM KaTaju3aTtope

! ) Ne
H O RO CH, ’w KOB Ha
g | CH;  |pmc. 1
[

Temmnepatypa peakro- ’ \

pa, °C 470 465 460 465 465 465 i

Bricota muKa 3THIGEH- ‘

30418, MM 1175411238 182 218 2175 1176

OTHOCHTEJIbHBIE = BBICO-

“ThI [IHKOB:

GyraHoHa-2 0,728 0,744| 0,742| 0,658| 0,639| 0,648 1,139 i
u3obyraHosa 0,558 0,568| 0,566/ 0,468 0,506 0,489 1,156 2
n-GyTaHosa 0902| 0,886 0,893| 0,773| 0,798 0,790 1,135 3
sTHIA6EH301a 1,000 1,000{ 1,000 1,000 1,000 1,000 1,000 4
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Hecmotps Ha ToO, uTO OomubGKa H3MEpEeHHUT

BBICOT MUKOB MCKYCCTBEHHBIX CMecel JOCTH-

y raetr +-1,5 mm, OOJNBIIHHCTBO OTHOCHTEJNbHBIX
3 d’ BLICOT NHKOB MapaJ/iyIebHBIX OMNBITOB HMEIOT
0J1M3KH€e 3HaueHHsl. DTO YKasblBaeT Ha TO, 4TO

yIe/NbHOe 3HaUeHHe APYruX OlHOOK (YeTKOCThb
I XpOMaTOrpauyeckoro pasjeneHus, [OJHOTa
J IHAPOKPEKNHra U aACOopOUMH Ha CH/IHKArese,
cTabuABHOCTh AeTeKTopa) elle Menblie. Cywm-
1 MapHag abcoJoTHas OMMOKa NPH H3MEHEHHH
CH;+ H,O/CH, anexur B npeieaax —+0,015
enuunl. OTcioma chaeayeT, UTO Ha3BaHHBIM
METOJAOM MOYKHO I0Jb30BaThCs TOJIBKO B HH3-
komoJiekyiapHoit obaactu. Ecau C/O > 5, 10
2 TOUHBIX JaHHBIX O KOJHYECTBE YIVIEPOAHBIX aTO-
MOB B MOJiEKYJIaX TOJYYHTb HEBO3MOXKHO, TaK
KaK pas/auussi OTHOCHTE/bHBIX BBICOT NHKOB
JeXKaT yiKe B npejesax OumMokn (cm. tabu. 1).

Puc. 1. XpomaTtorpaMMbl KHCJIOPOAHLIX coenuHeHuii Ci.
K [Tocne paspgesnenusi B KOJIOHKE TPOBEAEH THAPOKPEKHHT

d u U Ha HHKeJeBOM KaTallu3aTope: @ — 3JI0aThl COAepKaT
o \\ ke + .N MeTaH H BOAYy; 6 — Bozxa ajacopGHpOBaHa Ha CHJHKa-

‘ . o : reje, 3JK0aThl COAEPzKAaT TOJbKO MeraH. HasBauus
0 5 0 5 muw KOMIOHEHTOB CM. B TabJa. 3.

[IpumeHeHHe MeTOJA OTPAHHYMBAETCH HU3KOH UYYBCTBHTEJNBHOCTHIO KaTa-
pomeTpa 1o BoAsHOMY napy. [TonelTKy npeBpalleHusi BOJAbI C IOMOLIbIO peak-
THBa ['pHHbsipa B YrVIEBOAOPO/bl, XOPOILIO AeTEeKTHPyeMble KaTapOMETpPOM, HE
IaJi JKeJaeMblX Pe3yJbTaToB.

[TpeBpalienne BOABI ¢ MOMOIIBIO KapOuaa KaJbliusg B aueTHjeH (Haubo-
Jiee 4acTo MCIOJb3yeMoe B razoxpomartorpaduueckoil mpakTHKe), ykKe cre-
XHMOMeTpHYeCKH MaJso BbirofHo. OTCiofa ClaeAyeT, 4TO CaMOCTOSATENTbHOe He-
NoJb30BAHHE METOJa THAPOKPEKHHTa OrpaHHYeHo.

Kak M3BECTHO, HHKeJeBble KAaTa/JH3aTOPbl UYBCTBHTEABHBl K Pa3IHYHBIM
sipam. XoTs1 ¢ GOJBIIMHCTBOM COEJIMHEHHH KaTaau3aTopsl paboTanu mpomoJ-
JKHTE/NbHOE BpeMs, HEKOTOpPble COeAHHEHHs (IHKJIOKETOHBI, apoMaTHUeCKHue
coeuHeHusT B GOJBITHX KOJHYECTBAX) TOHUZKAJN KPEKHPYIOULYIO aKTHBHOCTh.
KaraJmiidatop ymanoch pereHepupoBaTh 1—2 pasa myTeM INpOAyBaHHA BO3-
IyXOM, MOCJ€e Yero ero 3aMeHs1H.

[TMposiu3 KHCAOPOAHBIX COENMHEHWUH Ha yrie

B stom pasmesne paboThl ra3oxpomMarorpadnuecKn pasgeqeHHble KOMIIO-
HEHTBI pasJaaraju Ha yrie ¢ oopazoBannem CO u3 kucaopona. O6bIYHO NHPO-
JIN3 TPOBOJISIT B TOKE HHEPTHOTO rasa.

YHTepuayxep, aBTOp METOJA, CUHTAET HEOOXOAMMOH TeMIepaTypoi M-
ponusa 1120°, Hlone cuurtaer pocratounoit 1000° [/]. B npucyTcTBHE KaTa-
JIM3aTOPOB 3Ty TEMIIepaTypy MOMKHO CHH3HThb. Tax, IIEJOUH TOHHKAIT TeM-
nepatypy o 800°, a Ha yrue, comepxailem 50% mNIaTHHBI, NTHPOIH3 MPOTE-
kaet yxe npu 900° [18].
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B paGorte ['9] Oblin 1CHONIL30BAHBl razoxpoMaTtorpaduueckine IpHeMsl.
Ananusupyemoe BellecTBO (2—30 me) mpolyckaau B TOKe BOLOPOLA yepes
Tpy6ry (mawHa 400 mm, nuamerp 10 mm) ¢ yraem, Harpeteim no 1120° TIpo-
aykTel nupoausa (CO, No) pasjensiiy Ha YrolbHOH KOJOHKe MPH KOMHATHOM
Temmepartype.

[Ipu mupoan3de nMpoxoAsT CiaeLyIOliie PaBHOBECHble PEAKLHH BOCCTAHOB-
aenust [20]:

C -+ CO,=2CO — 38400 kkaa/kmoro (1Y
C+ HO=CO-+Hy; — 31640 kkaa/kmosrs (2)

2/1aTeNbHON peaKUUH CNOCOOCTBYET NOBBILIIEHHE TeMIepaTyphbl, a Tak-
’Ke HH3KOe JaBJeHHe, KOTOPOe ¥ MMEET MECTO B peaKTope.

[1si HarpeBa peakTopa NPUMEHSANACh Ii€Yb IS MHKPO3IJIEMEHTaPHOTO
anaausa aauHoi 20 cm, MakcumasnbHas pabouas TeMrepaTypa KOTOpOH Obl-
aa 900°. Bce ombiThl MpPOBOAW/IMCH TpH 3TOH TeMmepatype. B peakrope
(kBapueBoit TpyOKe) c/a0il yrias umesa gauny 12—14 cm, o6bem 2—4 ma, KOH-
bl TPyOKH OBIIM 3aMOJHEHbl 3epHAMH KBapla.

KosnyecTBeHHOMY onpe/ie/eHHI0 KHCJI0POAa MOLYT NMPEnsaTCTBOBATH CJe-
nylolne siBaeHuA: 1) HemoaHoe BoccTaHoBiaeHne CQO, BCIeICTBHE HUBKOIT
TeMnepaTtypbl peakropa; 2) o6pasoBaHHe NPH NHPOJiH3e HelnpeleabHbIX YIe-
BOJOPOZOB U BOJAOPOja, KoTopble BMecTe ¢ CO NMpoXoasT AeTeKTop.

O6pasyrouuiicss BOZOPOA TPYAHO OTAENHTb, TOSTOMY IJI5 YCTPAHEHHUS €ro
BJIUSHHUS B KaueCTBe ra3a-HOCHTE/IS NPUMEHSJICS TeJIHH, TeNI0NpPOBOAHOCTD
KOTOPOro MaJo OTJHYaeTcss OT TeNJONPOBOAHOCTH BOJOPOAA.

s ornenenus COp u HempeneabHbIX yIaeBoxopoaos ot CO mpoayKThl
NUpoNu3a MPONYCKAJHu B rase-HOCHTEIE uepe3 YroJbHYI0 KOJOHKY, MOCTaB-
JIEHHYI0 MeXIy peakTopoMm u jaetekropoM. KosoHka umena aauHy 25 cm,
nuamerp — 4 mm, TeMmepatypa — KOMHATHasl.

XpomarerpaMMel, MOJMyUeHHbIE B ONBITAX ¢ YTOJbHOI KOJOHKOI 1 6e3 Hee,
0Ka3aJHCh OJHHAKOBBIMH. 10 o3Hauaer, uto CO, u JeTyumne yriaeBOLOPO/IbI
NpH MUPOJU3e He 06pa30BauCh, YIJAEBOAOPOAHBIE OCTATKH MOJEKYJ PasJo-
JKMJIUCH 710 YIJIEPOJAa M BOIOPOJA.

Jnst TONONHUTENBHOH IPOBEPKH 3TOTO OOCTOSITENLCTBA CMECH YIJIEBOLO-
pPOLOB MHPOH30Banu 0Oe3 yroJbHOH KOJOHKH 3a peakrtopoMm. Kak Mokasbl-
BAalOT XpPOMAaTOrpaMMbl Ha pHC. 2,
IMHKH MPOJIYKTOB MHPOJIH3a YIIeBO-
JOPOLOB HH3KHE, CJeI0BaTeILHO
OHM He MOryT oOyC/JaBJIHUBATHL CY-
LIEeCTBEHHYIO OMHOKY MpH TETEKTH-
poBauuu CO. HMcxomsa u3 3TOro
naJjibHelilIee xpoMaTorpagupoBaHie
MPOBOANIN 6€3 YyroJbHOH KOJIOHKH.

st ycTpaHeHUs BAUSIHUS OTHO-
CHTENbHO HH3KOI TeMIepaTypbl B
peaktope (900°) BoccTaHOBUTEdEM
B TEpPBBLIX OMBITAX CJYXKHJ TJIaTH- d.-

£l

Puc. 2. TInposH3 apoMaTHUYECKHX YIJIEBO-
popopoB Ce—Cy Ha yrae: a — Xpomaro-
¥

rpamMma 5 MKA HCXOAHOH cMecH; 6 — Xpo-

matorpamma 10 mka cmecH, TOJyuyeHHAs > 10 15 20 25

rnocsie MAPOJIH3A 3JT0aTOB. [ a3-HOCHTEIb — MUH
resui.
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HU3UPOBaHHbIH yroap (comepxanue Pt 20%). ITupoaus Ha Hewm Ines XOpolIo,
HOo nocisie nponyckanus 200 mkxa BellecTBa Katanusatop orpaisiacs. Coemnu-
HEHHsSI Ha HEM IOJIHOCTbIO He pPas/jarajuch, 3a yrJAOBOAOPOMHBIMH ITHKaMH
00pa3oBasiCh OTpHlLlATeIbHbIE TTHKH, NMPOHCXO0XKIEHHE KOTOPBIX YCTAHOBUTH
He yjpanoch. TakKe HenoJdro pabortas KaTaanszaTop NaJjjagHi-yrodb.

B nanpueiniem ucnonab3oBanu 6epe3oswiit yroap (0,3 =+ 1,0 mm) 6e3 npu-
0aBKH. DTOT HATOJHHUTENb HE OTPABJSICS, MPOJYKTb HEMOJHOrO BOCCTAHOB-
JIeHUsi He OblIM 3aMETHBI, HECMOTPSI Ha HU3KYIO TeMIepaTypy B peakTope.

J1ist BBIUHCJIEHUS COJAepKaHus KUCI0POAa MO NPOJyKTaM NHPOJIH3a Heoo-
XOJMMO TOCTPOUTH CJIeAYIOILYI0 KaJuOpoBOUYHYIO KPHBYIO:

OTHOCHTEJbHASI BBICOTA NHKA MCXOJHOTO BellecTBa c/O
OTHOCHTEJIbHASI BBICOTA COOTBeTC1BYIoulero nuka CO

Tax Kaxk 4YyBCTBUTEJbHOCTh KaTapoMeTpa 3aBHCHT TaKiKe OT TPYMI{OBOI
TIPHHAJIEKHOCTH MCXOAHOTO BelllecTBa [!!], TO mis KaKaoil rpymnibl CoenuHe-
HUF HeOOXOMNUMO CTPOUTH OTAENbHYI0 KanuOpoBOUHYIO KpuByio. Ecau (yHK-
IHOHAJbHbIE I'PYIIIBl KOMIOHEHTOB HEH3BECTHBI MJIH KOMIIOHEHTHl OTHOCATCS K
pPasHBIM TrpyIaM, 3TOT CHocoO He MOKeT OBITh HCHOJAb30BaH. Torga mese-
coobpas3Hee NPUMEHUTh KOMOWHHDOBAHHBIN MeTON aHaAu3a: IOJYyYHTh TPU
PHJIPOKPEKUHIe OTHOCHTEIbHBIE BBICOTHI IMHKOB yriepojga (MeraHa) KOMIIO-
HEHTOB, NOJIyUeHHBbIE JaHHbIE PA3/eTHTh Ha COOTBETCTBYIOIIHE BEJIMUHHBI CO-
nepxkanus kucaopona (CO) KOMIIOHEHTOB M IOCJEIHHE PE3YJbTaThl, B CBOIO
‘ouepesb, YMHOXKHTh Ha oTHoulenne C/O KiaioyeBoro KommoHeHTa. Tak Kak
MOCJIeIHHH BapHaHT YHHBepCaJieH, TO pacueThl, CBA3aHHbBIe C HHUM, INpOIIe.
B Hacrosuieil paboTe MOJb30BAJHCH UM.

Tabauya 4
Onpenenenre otHouleHuss C/O pasHbiX COeJMHEHHI
KOMOWHHPOBAHWEM THIPOKDEKHHra M NHPOJIHM3A
'uapoxkpeknHr [Muposns C/O Ne
HKOB
CH, CcO onbiTHOE | TSOP€ Ha

THYECKOE | ppc. 3

Temneparypa

peaktopa, °C 490 485 900 900
Bricora NHKa

#-TIPOTIaHOJIa,

MM 102 79 114 1175

OTHOCHTE/IbHEIE
BBICOTHI IIHKOB:

IHKJIOTeKCaHa 0,563 0,588 0,090 0,077 . — 1
3THJaLeTaTa 0,725 0,741 1,072 1,092 2:0 2 2
GyTaHoHa-2 0,763 0,779 0,703 0,694 + 34 4 51
JHOYTHIOBOTO

s(pupa 2,18 2,30 0,635 0,634 10.5 8 4
npomnatoJa-1 1,000 1,000 1,000 1,000 0 2! 5
TOJYO1a 2,17 2,29, — — o — 6

B ra6a. 4 mpeacraBieHbl pe3yJbTaThi aHa M3a COEIHHEHH, MMEIOIHX
pasuble (QYHKIHOHAJLHBIE TPYIINbl KHCJI0POAd. XPOMATOrPAMMBI MCXGIHOM
CMecH, TPOAYKTOB THAPOKPEKHHra i MHPOJIH3a u3oOpaxKensl Ha puc. 3. Xpo-
MATOTPAMMBI HATJISHO JE€MOHCTPHPYIOT Pa3/JHUYHOe COjeprKaHue yriepoga u
KHCJIOPOZla B KOMIOHEHTAaX, HO MaTeMaTHyecKasi MHTEPIpeTalns pPe3y’abTa-
TOB HEYJOBJIETBOPHTEIbHA: noayueHHble oTHOWeHHs: C/O mias 2-GyraHoHA H
JaubyTHn3hupa nadekd OoT HCTHHHBIX. [lo-BHAMMOMY, pasanuHble (QYHKIHO-
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HaJIbHbIE TPYNIbI KHCJI0PO/Ia OKa3biBa-
10T CBOe crenngHyecKoe, pasJnyHOe
BJIISTHHE HA Pe3y/bTaThbl, HCKaXKas HX.

Bonee ynoBierBopuTeIbHBIMU Obl-
JU pe3yabTaThl B Cjydae COeIHHEHHI,
NpHHAIEXKAUUX K OTHOH TPYIIIE,

B Ta6a. 5 u 6 npencraBieHbl J1aH-
#ble, TIOJyYEHHbBIE TP aHAaJTH3€ POCThIX
3uPOB U LUKJIO0KeTOHOB. COOTBETCT-
BYIOIIlIIE XPOMATOTrPaMMBbl MpPHBEIEHbLI
Ha puc. 4 u 5. XOTs OTKJIOHEHHST OT
TEOPETHYECKHX elle 3HAUHTe/JbHbIE
(IHOKCaH, THaMHUJIOBLIH 3(HD), pe3y/b-
raThl MOKa3bIBAIOT, UTO METOIOM MOKHO
nosb3oBateest TakxKe npu C/O > 5.

Bce onucaHHbIe oTiepaluy NHPOa1U3a
Obisin TTPOBE/EHBbl B TOKe renus. B pa-
6ote ['9] mpumensiics Bopopox. Mel
TakzkKe MPOBEPSIH BO3MOKHOCTH MpH-
MEeHeHHs BOJACPOJAAa B KauecTBe rasa-
HocuTtesasi. MOKHO OBLIO OKMIAATh, UYTO
€CJIM BOCCTAHOBJ/IEHHE MOH/ET 110 peak-
run (2), To O0JblIHe KOJTHUYECTBA BO-
10pOjia, BO3MOYKHO, IIOJABAT XKeJa-
TeJbHYI0 pEeaklHI0 KOHBEPCHU = BOJLBI,
0COOEHHO INIPH OTHOCHTEJIBHO HUBKOH
temnepatype (900°). Ho stu onacenus
He OIpPaBAajiuCh: NMUPOJKH3 B TOKE BO-
fgopojaa dan pe3yabTathl, OaH3KHEe K
0JIyUeHHBIM B TOKe rejiust. HekoTopble
pasJnums Bce-TaKu CyIecTBYIOT, U 3a-
BHCAT OHH OT KOJIHYECTBA YIJIsl B peaK-
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Puc. 3. Onpenenerne C/O KHCJIOPOX-
HBIX COeJHHEHHH, TpHHAJIeXalHX K
pasHBIM Tpymmam: @ — XpOMaTOrpaMm-
Ma HMCXOAHOH cMecH; 6 — XpOMarTo-
rpaMma TocJe THIAPOKPEKHHra 3/10a-
TOB; 8 — XpOMAaTorpaMma MHPOJINH3a-
TOB. Ha3BaHHs KOMIOHEHTOB CM.
B Taba. 4.

tope. [Ipu 4 ma yras B TOKe rejus OT YrJIeBOAOPOJOB OCTaJHCh OCTATKH
(cM. puc. 3—5), KOTOpble B TOKe BOAOPOAA TIOUTH KHCUe3/IH. DTO yKa3blBaeT
Ha TO, 4TO OHM COJEepzasau BOZOPOA. ¥YMEHbIeHHe KOJUYeCTBa VIris Ha

Tabauya 5
Onpenenenue orHowenusi C/O npoctbix 3HpPOB
KOMOWHHPOBAaHMEM THAPOKPEKHHra ¥ NHPOJIH3A
Tuppoxpeknnr| ITupoaus C/O
Ne nukoB
CHy GO OMBITHOE TEOPETHAC: Jnaipuc. 4
' cKoe

Temnepatypa peakTo-

pa, °C 490 9060

Bricora nuka denero-

na, MM 258 ‘ 180 *

OTHOCHTEJIbHBIE BBICO-

Thl IHKOB: ‘
JAHGYTHIOBOTO 3upa 0,411 0,426 7,8 8 l 1
JHOKCaHa 0,424 1,297 2,6 2 H
JIHAMHJIOBOTO 3(hHpa 0,650 0.565 9.9 10 3
nCeBJI0KYMOJIa 0,688 | et 2 ok 4
@Hus0zd 0,967 1,071 7,2 7 )
v 1,000 | 1,000 8.0 8 6
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Ta6auya 6
Onpepenenve oTHouweHus C/O UMKIOKETOHOB
KOMOMHHPOBAHHEM THIPOKPEKMHra M THPOJHU3A
Tuppokpexunr| Tlupoaus | C/O ;
f : Ne nuKoB
CHy CcO /' OIBITHOE Teog:g:qe- Ha pHC. 5
Temnepartypa peakrto- |
pas = C 490 900
Bricota mnuKa IHKJIO-
reKcaHa, mMm 152.5 130
OTHOCHTEJIbHBIE BBICO- ‘1 ‘
Thl TIHKOB: [
HHKJIOTeHTAaHOH A 0,685 0,771 5,0 5 1
Me3HTHJIeHA 207 ¢ == S 9
HHKJIOT€KCaHOHa 1,000 1,000 6,0 6 3
METH/IIHKJIOreKCaHo- {
Ha i 0,800 0,668 | 2 7 4
JUMETHJIIHKJIOTeKca-
HOHA 0,826 0,617 8,1 l 8 5

ONBITbI B TOKE rejJiusd He BJIHAJIO0. HPH 2 ma yrisga B TCKe BOAOPOJAa U3 KOMIO-
HEHTOB oépasosanoca HEMHOTO COE,U.I/IHeHIrIi:I, KOTOPbIE€ MOTJIH 3a1EPXXKHBATHCH
B yI‘OJIbHOl:I KOJIOHKe. ITo CBHIETEJBCTBYET O TOM, UTO MHPOJIH3 NPOTEKAJ
HENOJIHO, OCTaBaJIHCh HEPAasJOXKHUBIIHECS YIAeBOAODPOIHI.

6 a 21,0 8
5
3
2
a J0 8 |3
: 3
56 ©
! 1
LA « 21, / N
~4
) 3 is /l'
1 { 6 " \5
d BE
{
o 2
e BB Sl
A v \J
i e L n J
| A sy, R \ T A -*-‘
0 4 (0] 5 mun T SR
: ; 0 Fg Sy s mun
Puc. 4. Onpenenenne artomapHoro otHome- Puc. 5. Onpenenenue orHowenus C/O B
uuss C/O mpocTbiX 3GHPOB: @ — XpOMATO-  MOJIEKYJax IHKJIOKETOHOB: @ — XPOMAaTo-
rpaMMa HCXOAHOH cMecH; 6 — 3J10aThl CO- TIpaMMa HCXOJZHOH CMecH; 6 — XpoMmaro-
aepxar MeraH; 8 — amoarsl cogepxatr CO. rpamMma NpPOAYKTOB THAPOKPEKHHI2; 8 —
Ha3sBaHusi KOMMNOHEHTOB CM. B Tabu. 5. XpoviarorpamMma nuposH3aToB. Haspanus

KOMIIOHEHTOB CM. B

taGa. 6.

‘ot
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O06cyxaeHne pe3yJabTATOB

PaspaboTka MeTOIMKH THAPOKPEKHHTa T0Ka3aJja, YTo MEeTOJ MOXKHO HC-
nonb3oBaTh npu C/O < 5. HecMOTpst Ha TOUHBIE NaHHBIE O COAEPKAHHUH VT-
Jepoja, HH3Kasi UYBCTBUTENbHOCTh J€TEKTOpPA K BOJE OrPAHUUYMBAET TpHMe-
HEeHHe MeToja.

IIupoaus paer TOuHble JaHHBIE O COEPKAHUN KHCJIOPOAA, TaK KAK IiOBbI-
1IaeTCs YYBCTBUTEALHOCTh J€TEKTOpPAa K HEMY — MOJEKYJIApHAas TemJIolnpo-
BonHocTh Boabl 1 CO paBubl cootBeTcTBeHHO 21 M 42 [!!]. Haunyuumme pe-
3yJbTaThl JaeT KOMOHHMPOBAHHOE UCIOJb30BaHHe 000OUX MeTomoB. Kak mo-
Ka3blBAIOT ONbITHbIE TaHHbE, PE3YJAbTATHI HEPEIKO OTJIMYAIOTCH OT TEOPETH-
YECKHX, OJIHAKO M3YUYHTh BCE MCTOYHHKHM OUIMOKKM B XOJe HacToslleil paboThl
#e yaanocb. OIHH U3 HUX — HEKOTOpOe pacliupeHHe IHKOB MPH MHPOJIH3E.
B0o3M0KHO, UTO 3TO sIBJIeHHE CBSI3aHO C yYMEHbIIEHHeM KOJHUYeCTBAa BEUIECTBA
IpU NHPOJIH3E.

Jlns mpsMoro rasoxpoMartorpapuueckoro aHajusa OOBIYHO TPUMEHSIH
4—5 mka BewlecTBa. [1pu rHAPOKpeKHHre 0ObEM 3/I0aTOB B HECKOJLKO pa3
yBEeJIHUHBAETCS, BCJEACTBHE YEro /s NMOJyYEHHS TMHKOB, HMEIOIIUX Ty e
BHICOTY, HY?KHO B JIBa pa3a MeHblle MaTepuasa. [IpoaykTel muposusa coc-
TosT To1bKO W3 CO, nostoMy /sl NOJAYUYEHHsI MHKOB HOPMAJbLHOI BBICOTHI
ciaenyer pacxogoBaTh 8—10 mka BeliecTBa.

JlocToBepHBIE MaTeMaTHUeCKKe pe3yJbTaThl MOMKHO TOJYYHTHL MPH aHa-
JH3e KOMIIOHEHTOB, HMeIOWINX OJH3KHe CBOHCTBA. [IpH 3TOM MHK KJoue-
BOTO KOMIMOHEHTAa [O0JKeH JexaTb Ha XpoMaTorpaMme HeLajeKo OT JIpy-
I'HUX NHKOB. MeToJ MOXKHO C TOJHOH YBEPEHHOCTHIO HCIIOJNb30BATHL B TIpejede
C/O< 10, ecaiu cpaBHMBAThL BHICOTHI GJIM3/I€XKAIIUX MTHKOB HCXOAHOrO Bellle-
CTBA 1 TPOAYKTOB peakiu. Eciii OTHOIIEHWe BBICOT NMPH KPEKHHTe HJIH TH-
poJiH3e H3MeHSIeTCS, TO KOMIIOHEHTBI COMepPZKaT pasJ/uuHble KOJHYECTBA KHC-
gopona (cM. puc. 4, UK 5 u 6).

B xoxe 3To#t paGoThl OCTaNHUCh HESCHBIMH HEKOTOpble sBjaeHHs. OGbIUHO
B ra3oBO# Xpomarorpadui YMeHblIeHHe KOJUYeCTBa aHAJH3UPYEMOTO Belle-
CTEA TOBBILIAET TOYHOCTH pa3jieseHusi. B HacToslleil pabore BCe ONUCAHHBIE
ONBITHl TPOBEAEHbI NPH YYBCTBUTENIBHOCTH JeTeKTopa 5 m8 (mpemes IIKAJbl
noteHuuoMerpa). [Ipu ymeHblueHHu npoObl (4YBCTBHTEJABHOCTL | M8) OTHO-
CHUTEJbHbIe BBICOTHl MHMKOB B NapaJle/bHbIX ONBITAX He OBLIH CTAOHUIbHLIMH.
dto aBiaeHMe HAOJMI01AJ0Ch KaK IPH THAPOKPEKHHre, Tak u nupogause. [Ipu
MaJbiX Mpobax OBLIO TaKiKe 3aMeyeHo XBocTtooOpa3oBaHue y nukoB. Ocraer-
Csl HESCHOU ¥ NpHYMHA 0OpPAa30BAHUS OTPUIATEJBHBIX MHKOB NMPH OTPABJEH-
HOM BoccTaHoBUTese Pt-yrosb. M3BecTHO, UTO BOZODPOH MOKeT 00pa30BATE
B TOKE TeJHs U OTPHIATEeIbHbIE, U MOJOXKHTe bHble MHKH [?!]. B Hacrosimem
cJyyae BOLOPOJ He MOZKeT BBI3bIBATHL 3TO SIBJAEHHE, TAK KaK OTPHIATEIbHbIE
MHUKH 00Pa30BaJUCh TAKXKe B TOKE CaMOTO BOIOPOJIA.

Bolo 3ameueno, UTO npH BHIK/JIIOYEHHM HArpeBa peaxkTopa HyJeBas JiH-
HHUS 3aMETHO TNajaJja, a Ipu BK/UEHHH ero omsiTh mognuMmasack. Ciexosa-
TeJTbHO, IPH BBICOKO# TeMIepaType 13 PeakTopa HeNpEepbIBHO BBIXOAUIM Ka-
KHEe-TO BELIeCTBa, jaaioliie (poH B jaeTekrope. Bo3MOxKHO, yTO OTpHIATENb-
Hble TTHKH 00pa3oBajics He B Ta3e-HocuTesae, a B 9ToM (oHe.



446 H. Kaecmenr

JUTEPATVPA

1. Francis H. J, Anal. Chem., 36, No. 7, 31 A (1964).

2. Cacace F, Cipollini R, Perez G, Anal. Chem,, 35, No. 10, 1348 (1963).

3. Peseanckuit U. A, Bopoagyaunua P. U, Xoxaopa T. O. Hedprexumus,
4, No 4, 624 (1964).

4, Pepeanckuii HU. A, Bopoanyaunna P, U, KaumoBa B. I, CoBako-
Ba T. M., Hedrexumus, 5, Ne 3, 417 (1965).

5. Nightingale C. F.,, Walker J. M, Anal. Chem., 34, No. 11, 1435 (1962).

6. Okuno J, Morris J. C, Haines W. E,, Anal. Chem 34, No. 11, 1427 (1962).

7. Bo6panckunii B, KonnuecTBeHHBIH aHAaJIH3 OpraHHYeCKUX coeqHHeHwit, -M., 1961,
crp. - L19:

8 Kanecvmeunr U. P, Paur C. A, Diizen O.T. Hebrexumus 3, Ne 6, 867 (1963).

9. Zlatkis A, RxdgwavJ A, Nature 182, 4628, 130 (1958). .

1007 Z Latt ki's A Ore §.-F L Anal: Chem. 30, 1151 (1958).

11. Messner ‘A E:; R051e DM Argabrlght P. A., Anal. Chem. 31, 230
(1959).

12. Kectuep A. W, K. dus. xum., 37, Ne 3, 707 (1963).

13. Johnson H. W, Stross F. H., Anal. Chem., 31, 357 (1959).

14. Nogare S. D., Anal. Chem., 32, No. 5, 19 R (1960).

15, ;P ewrrifoy Py V., OgiliviesJiLiiBDworetzky T.. Js sChromatog.; 5;/No. 5,
418 (1961).

16. Knight H. S., Anal. Chem., 30, 2031 (1958).

17 Konecnnxoaa JI. II, TypeBuu B. T, Ctrapo6unen JI. JI., Hedrexumus,

, Ne 2, 340 (1964).

18. OitalJ.J ,Conwey H. S, Anal. Chem., 26, 600 (1954).

19; Grotz A Beber H, Z. analyt. Chem., 181, No. 2, 92 (1961).

20. sEucken A., Jakob M., Hochtemperaturoperationen, Leipzig, 1940, S. 213.

21 ' Purcell J. E, Ettre L. S, J. Gas Chromatog., 3, No. 2, 69 (1965).

Hueruryr xumuu [Toctymusia B penakuuio
Axademuu nayx Icrowckoii CCP 22/11 1966
[. KLESMENT

GAASIKROMATOGRAAFILISELT LAHUTATUD KOMPONENTIDE
SUSINIKU JA HAPNIKU SUHTE OTSENE MAARAMINE

Gaasikromatograafiliste eluaatide C ja O suhte midramiseks tootati vélja kaks
reaktsioonkromatograafilist meetodit. Esimeses variandis lastakse eluaadid kandva
gaasi — vesiniku — voolus 450—500° C temperatuuril iile nikkelkataliisaatori, kusjuures
hapnikuiihendid krakitakse kvantitatiivselt metaaniks ja veeks. Diferentseeritud vee
adsorbeerimisel saadakse iga iithendi CHy ja CHs;+H,O suhe, mis on aluseks hapniku-
sisalduse médramisel.

Teises variandis piiroliiisitakse hapnikuiihendite eluaadid 900° temperatuuril, kus-
juures hapnikust saadakse CO, siisivesinikest aga ei teki arvestusvéirselt selliseid pro-
dukte, mis segaksid CO madramist.

I. KLESMENT

DIREKTE BESTIMMUNG DES KOHLENSTOFF-SAUERSTOFF-
VERHALTNISSES IN GASCHROMATOGRAPHISCH GETRENNTEN
KOMPONENTEN

Es wurden zwei reaktionschromatographische Methoden zur Bestimmung des
C/O-Verhéltnisses in gaschromatographischen Eluaten ausgearbeitet. Bei der ersten
Variante wurden die Eluate auf einem Nickelkatalysator bei 450—500° im Wasserstoff-
strom (Trdgergas) zu Methan und Wasser zersetzt. Bei der differenzialen Wasser-
adsorbtion wurde das CH,/CHs+H,0-Verhiltnis jeder Verbindung bestimmt, das der
Bestimmung des Sauerstoffinhalts zugrunde liegt.

Bei der zweiten Variante werden die Sauerstoffverbindungen bei 900° auf Kohle
pyrolysiert, wobei CO entsteht. Aus den Kohlenwasserstoffen entstehen hier keine solche
Zersetzungsprodukte, welche die Bestimmung des CO wesentlich stéren kénnten.



