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XumunAa, XUMMHECKUE U BUOTEXHONOIMAU

YK 54.06
B.M. BOpOTbIHIIeBl, C.C. CyBOPOBZ, K.10. CMI/IpHOB2

T'A30XPOMATOI'PA®UYECKHAN AHAJIN3 BBICOKOUYNCTOI' O
OKCHUJIA TUA30TA

Hwmxeropoackuii rocyaapCcTBEHHbIM TEXHUYECKUI YHUBEPCUTET UM. P.E. Anekceesa’,
2
000 «Dupma «XOPCT», Mocksa

Pazpaborana Meroauka razoxpoMaTorpaduueckoro omnpeeneHus] MpuMeceil OCTOSHHBIX Ta30B (BOAOPO/A,
KUCJIOPO/Ia, a30Ta, MOHOOKCHA YIiIepo/ia), THOKCHA YIIIepo/a U BOJbI B OKCHIE TUa30Ta 0COOOW YHCTOTHI C UCIIONb-
. -1
30BaHHEM T'€JIMEBOro paspsiiHoro nerektopa. Ilpenen obHapyxenus cocrasiuser 0,1+0,2 mH .

Kniouesvie crosa: razoBas xpoMaTtorpadus, OKCHJ JUA30Ta, 3aKUCh a30Ta, TeIMi pa3psaHblil JeTeKTOop, aHAIH3

Beeaenue

Bricokouncteiii okcuy nuazora N2O (3akuch a30Ta) MPUMEHSIOT JUIS TOJYYSHHS CIIOCB
JBYOKHCH KPEMHHS XUMUYECKHUM WJIM TUIa3MOXMMHUYECKHUM OCAKJECHHUEM U3 Mapora3oBbIX cMeceil
Mpy NOHWKEHHOM aaBieHuu [1, 2, 3]. Okcug aunazota, KpoMe TOrO, UCMOIB3YIOT JJIS TOJTYyYEHHS
TOHKHUX TUICHOK HUTpHaa KpemMHus [4]. 3 Hanbosiee XxapaKTEpHBIX IPUMeECEH, TUMUTUPYEMBIX TSI
MIPUMEHEHHsI B Ka4YeCTBE MaTepUasoB JJIs AJIEKTPOHHON TEXHUKH, SIBIISIIOTCS B HAIlIEM cllydae BOJA,
YTAEPO U KUCIOPOAcoaepKaliue npumecH. [lepeueHs TMMUTHPYEMBIX TPUMECEN OKCHa 1Ma3oTa
npeAcTaByieH B Ta0i. 1.

Tabnuya 1
TpeGoBaHusi, npeabsiBJsieMble K OKCH/IY 1MA30Ta
HanmenoBanue mokasareiei Texn. [5] | OCU [6] SEMI C3.13-93 [7]
N,O, % me Menee 99.7 99.
7 999 99.9994

H,O, ppm, He Ooee 250 4 1
O,, ppm, He Oonee 200 2 0.5
N, ppm, He 6omee 200 3 3.0
CO,, ppm, He 6o1ee 25 6 0.5
OxkwucITe a30Ta, Ppm, He Ooree 0,5 5 0.1
CO, ppm, ue Oonee 5 - 0.1
SO,, ppm, He Goee 1 5 -

Hannune npumeceit a3oTa W KUCIOPOJAa MPUBOAUT K M3MEHEHHIO CKOPOCTH POCTA IJIEHOK
JTMOKCUJ KPEMHHUS, a TaKXKe K €ro 3arps3sHeHHI0 HUTpUJIoM. Biara u KMcIopos NpuBOAAT K HEKOH-
TPOJIMPYEMOMY OKHMCIIEHHIO KPEMHUSI M CIIOCOOCTBYIOT ()OPMUPOBAHHUIO OKHCHBIX SIMOK TPaBJICHHUS
u BKItoueHui. Mcrounnkom yriepona sisistoress CO u CO,. BHenpsisich B CTpYKTYpBI, yriiepos 00-
pa3yeT nAe(eKThl YIaKOBKH, BHOCUT U3MEHEHUS B IUCKPETHBIE SHEPreTHYeCKUe YPOBHH U 00pa3yeT
LEHTPHI JOKATU3ALUU 3apsa0B U ObicTpo-auddyHaupyromux npumeceii [8].
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Jliig onpeneneHus npUuMecei MOCTOSHHBIX T'a30B U IMOKCU/A YIIIEPOJia UCIOJIB3YIOT METO]
ra3oBoil xpomarorpaduu, XapaKTepU3YIOIIHUNACS 3KCIIPECCHOCTBIO U HU3KUM IIPENIEIOM OOHapyxe-
HUS K JUMUTHPYEMBIM B 3aKHCH a30Ta IIPUMECSM.

Jlig onpenenenus npuMeceil NOCTOSIHHBIX Fa30B U JUOKCH/IA YIilepoja UCIOIb3yI0T XpoMa-
TorpadMIecKre KOJIOHKH, 3alOJIHCHHBIC MOJICKYJSPHBIMA cHTaMu U mopanmakoMm Q [9]. OmHako
OIpe/iesieHue MPUMECH IUOKCUIA YIIIEpOoJa B 3aKUCH a30Ta OCIIOKHSIETCS TEM, YTO €ro MUK 3aKpbl-
BaeTCs MMKOM OCHOBBI. B HacTos1ee BpeMst AJ1s ONpeeIeHUsl HU3KUX KOHIIEHTPALMM MOCTOSHHBIX
ra3oB HCIIOJIb3YIOT IeldueBbli MOHM3aUMOHHBIA aeTekTop (I'MJl) ¢ MCTOYHUKOM HOHU3HMPYIOLIErO
n3nyuyenus [10] u psa renuesbix pazpsaausix gerexktopos (I'PJJ) [11]. O6a tuna nerexropos obia-
JIAIOT OJMHAKOBOMN YyBCTBHTENBLHOCTBIO K MOCTOSHHBIM razaM (10+100)-107° 06. %. Mcnoms3oBa-
Hue I'P/] npennoututenbHee, MOCKOIbKY €ro U3MEpUTENIbHAs sueiika uMeeT 0oJiee MPOCTYI KOH-
CTPYKIIMIO, a caM JIETEKTOp — OoJiee CTa0MIIbHbIE BPEMEHHBIE XapaKTEPUCTUKH.

[enpro HacTosMEeH pabOTHI ABISAETCS pa3padOTKa METOJUKH aHAIIW3a, MMO3BOJIAIONICH 00ec-
MEYUTh NMOCTOSIHHBIN aHATUTHYECKUH KOHTPOJIb TPOU3BOJICTBA BBICOKOUHNCTOTO OKCHA TMA30Ta.

BKCHepHMeHTaJILHaH 4HacTb

BBICOKOUMCTBIN OKCHJT THA30Ta MOJTyJaJId ITyTeM TITyOOKOW OYUCTKH OKCHIA aua3orta. [ry-
OOKYI0 OYHMCTKY OKCHJIA JHa30Ta OT MpUMECed MPOBOJMIN Ha YCTAaHOBKE, BKIIOYAIOIICH KpHO-
¢bwtetp it ounctk N2O OT BOIBI, MOAYIIE HU3KOTEMIIEPATYPHOW MEPErOHKH ISl OYHCTKH OT
MIPUMECEH TTOCTOSTHHBIX Ta30B W MOJYJIb XHMHYECKOTO TIOTJIOIICHUS TIPUMECH JTMOKCHJIA yIiIepoia.
OOmrast cxeMa aHAJUTHYECKOTO KOHTPOJIS MPOU3BOJACTBA 3aKMCH a30Ta BKIIIOYAET BXOJHON KOH-
TPOJIb CHIPbS U Tapbl MO BBICOKOYUCTHIN MPOAYKT, KOHTPOJIb BIKHOCTH Ha CTaIUU KPHOPUIbTpa-
MUKW, KOHTPOJIb COACPIKAHUA HpHMeCCﬁ INOCTOAHHBIX I'a30B IIPU HI/I3KOT€MHepaTypHOI\/'I IEPETOHKE U
BBIXOJIHOW KOHTPOJIb COJICPKaHUS TUMHTHPYEMBIX IpUMecel B pac(hacOBaHHOM MPOJIYKTE.

OT160p POOBI HCXOAHOTO BEMIECTBA U BBICOKOYHCTOTO MPOIYKTa IMPOHM3BOIMIN HETIOCPEI-
CTBEHHO W3 OQJJIOHOB, a TMPHU TEXHOJOTHYECKOM KOHTPOJIE — HEMOCPEICTBEHHO M3 YCTaHOBKH
OYHUCTKH MO CHelHaIbHOMY TpyOompoBoay. Jlns sToro pa3paboTaHa BCTpauBaemasi B IPOM3BO -
CTBEHHYIO YCTaHOBKY CHCTEMa MpoO00TOOpa, MO3BOJISIONIAsT MPOU3BECTH HAMYCK MPOOBI B aHAIU-
3aTop 0€3 MCMOJB30BaHMS MPOMEKYTOUHBIX MPOOOOTOOPHBIX €MKOCTEH, YTO OOECIIeUrBaeT MpPe.I-
CTaBHTEIBHOCTH IPOOBI U IKCIIPECCHOCTh aHATU3a.

Bsog-BbBBOHB 0 || M
AHAITN3HPYEMOTO
rasa

|: I'PIA 7
ATI, m>—

Puc. 1. [IlpuanunuaabHas ra3oBas cxemMa xpomartorpada ajis aHajau3a 3aKHCH a30Ta
Ha coJepKaHue MpUMeceil MOCTOSTHHBIX ra30B U JUOKCH/IA yIjiepoaa:
Kp1, Kp2 — xpan-no3aTop nepBoro u BTOporo BBoia COOTBETCTBEHHO; Kp3 — mepexiitouaromuii KpaH;
K; — K3 — Hacanounsie kononku; ['PJl — renuessiii paspsaubiii nerexkrop; ATI, JITII, — kanans! geTekTopa
no teronpoBoanocty; ['H — raz-Hocurens; B, — BEHTUIIE TOHKON pETyIUpOBKU
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JUia ipenoTBpallleHus] NCKaKEHUsT Pe3y/IbTaTOB aHAJIM3a BCIIEICTBUE 3arpsA3HSIOLIETO Jei-
CTBHsI aTMOC(EphI BCE ra30Bble TUHUM aHATMTHUYECKUX CUCTEM TECTUPOBAIHM HA FEPMETHYHOCTH, a
JUHUY, MOABOJAUIME MpoOy K aHaIu3aTopaM BIAXXHOCTH, KPOME TOIrO, MOCTOSHHO IpOJyBalld
MHEPTHBIM Fa30M C BIAKHOCTBIO He Goiee 2:10° 06. %.

Jliig onpeneneHus coepkKaHusl IpUMecel OCTOSHHBIX Ia30B U IMOKCH/IA YIIIEpO/ia B 3aKHCH
a30Ta HaMu pa3paboTaHa IByMepHas xpomatorpapudeckas cucrema ¢ ['PJl, mpuHImMnmansHas cxema
KOTOpOil mpescraBieHa Ha puc. 1. Cucrema o0opyaoBaHa aBTOMAaTMYECKUMH J03UPYIOLIUM U Tiepe-
KITIOYAOIIMMH KpaHamu, KoJloHkor Kj ¢ mopanakom Q mmHO#N 4 M ¥ BHYTpEHHHM JAUAMETPOM 4 MM.,
kosionko Kj ¢ mopamakom Q umHO#M 4 M ¥ BHYTpeHHUM JrameTpoM 4 MM, KoJoHKOH Ky ¢ Moneky-
nsipHbiME cuTamMu CaA UIMHOM 6 M M BHYTPEHHUM jauamerpoM 4 MM. Xpomatorpad o0opyaoBaH CH-
CTEMOM HamycKa IMPOTOYHOTo TUMa ¢ 00beMoM 1036l 3 Mil. Kpan Kpy cityut juis oTcedeHus: OCHOBBI.
B xauecTBe raza-HOCHUTENS UCIIOIL30BAIN reiauii kadectsa 6.0, moTok 60 Mi1/MHUH.

WNnentuduxanuio npuMeceil NpoBOAUIN 10 BpEMEHHU yaepkuBaHusa. KoHueHTpanuu pac-
CUMTHIBAIM METOJIOM abCOIIOTHOM TpamynpoBku [12, 13]. ns rpaaxyupOoBKU MCTIOIB30BAIA CTaH-
JTapTHBIE 00pa3iibl, MPUTOTOBJICHHBIE B COOTBeTCTBUH C [14]. I'pagyuposky I'PJl nmpoBoaumu no o1-
HOIi TOUKE CMECBIO C COepKaHneM KoMIoHeHToB (18 — 22)-107* 06. % B remum.

PesyabTaTsl M 00Cy:KICHHE

Ha nepBom kanaie, Birovaromiem kojoHkH Ki u Ky, mpousBoaniu onpenenenne npumeceit
BOJIOPOJIa, a30Ta, KACIOpoJa U MOHOOKcHAa yriaeposa. [Ipu stom konmonka Kj u mepexmrodaromimii
KkpaH Kp; cimyxar s oTAeIeH!s: OCHOBBI OT MpUMecei, a KoJioHka Ky s paznenenust npumecen
MMOCTOSTHHBIX Ta30B (BOJIOPOJ, KHUCIOPOJ, a30T, MOHOOKCHJ Yriiepojaa). MOMEHT MepeKITIoueHuUs
kpaHa Kp; onpenensinu mo xpomartorpamme, 3anucanHoit Ha [ITII ¢ kononku Kj, oH BeIOMpaeTcs B
MIPOMEXKYTKE MEXTYy KOHIIOM NMHKa MOCTOSHHBIX T'a30B M HAYaJIOM MHKa 3aKucH a3oTa. Bee mpumecu
nerexktupoBanu Ha [P/l ¢ mpenmenom obGHapyxkenus 0,1-0,2 ppm (Bomopona, a3oT, KHCIOPO.)
u 0,5 ppm (MOHOOKCHI YTIEPOIa).

Ha BTopom kaHnane, Bkitoyaroniem kojgoHku Ki u K3, mpousBoawim onpeaeneHue npuMecu
JMOKCH/Ia yriepoja: Ha MepBOi KOJIOHKE — YaCTUYHOE pa3/ielieHue MpUMecH TMOKCUIa yriepoaa u
3aKHCH a30Ta, a kpaHoM Kp, — ynanenue Gosbiei yacti ocHOBbI (puc. 2). Ha xomonke Kz mpowus-
BOo UM TIosiHOE pazaenenue CO; u okcuaa 1uasoTa.

M0
0O,

Bpens

B penm nepermrouesro kpaHa Kp2

Puc. 2. Yianenue oCHOBBI IIPH ONpeeJIecHMH JHOKCHAA YIJIEPoJa B OKCH/IE 1Ma30Ta

Bpewms nepexmodenus kpana Kp, onpenensim BHIITOJHEHUEM CEPUU aHAJIH30B UCKYCCTBEH-
Hoii cmec CO; B OKcuae AMA3oTa, C BpeMEHaMU NepekiodeHus kpana Kpp, oTianmgarommmucs
Ha |l c.

JIns onpeneneHus coAepKaHHs BOIBI B 3aKMCH a30Ta Mepes BXOJIOM B XpoMaTorpad ycra-
HOBJICH COPOIIMOHHO-EMKOCTHBIH JIaTYMK BJIKHOCTH [15] ¢ MUHMMaIIbHOH OmpeensieMol KOHIICH-
Tpareit Bost 0,5-107* 06. %.



Xumus, xumuueckue u OUOMeExXHOI0ZUU 259

Ha puc. 3 u puc. 4 npeacraBieHbl XpoMaTorpaMMbl 00pa3IoB OKCUAa qua3oTta. bazoBas nu-
HUS TTUKOB TOKa3aHa JIMHUEH B UX OCHOBaHWU. llepenaabl (POHOBOTO CHTHANA CBSI3aHBI C U3MECHeE-
HUEM JIaBJICHUSI B JIMHUSIX TIPHU MEPEKIIOYCHUN KPAHOB.
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Puc. 3. Xpomarorpamma o0pa3ua oOKcuaa AHa30Ta:
kuciopoa — 1,0 ppm; azor — 1,7 ppm
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Puc. 4. Xpomarorpamma o0pa3ua okcujaa Aua3ora:
muokenn yriepoaa — 5,0 ppm

Pe3ynbrarsl onpeneneHns UCXOAHOTO OKCHJA MAa30Ta, MOJYYEHHOTO BBICOKOUMCTOTO OK-
cHJla 1Ma30Ta, a TaKXkKe IMpeJesibl 0OHAPY)KEHUS U JIOMyCTUMbIE KOHIIEHTPALlUK IpUMecel B BBICO-
KOYHMCTOM OKCHJE Iua30Te MpeAcTaBieHbl B Tabn. 2. J[ng pacdera mpespena oOHapyKeHHs IO
3o-kputepuro [16] mpeaBapUTENbHO ONPENEISUIM AHATUTHUYECKUM CHTHAl XOJIOCTOTO OIbITa U
CTaHJAPTHOE OTKJIIOHEHUE XOJIOCTOTO OIbITa G MyTeM 00pabOTKM pe3yabTaTOB aHAIN3a Ielusl Map-
ku 6.0. Huzkue npenensl 0OHApYyKEeHUs MO3BOJSIOT BBINOJHATH CEPTH(PHKALNIO BBICOKOYHCTOTO
OKCHJA Ua30Ta 3JIEKTPOHHOW YMCTOTHL. BEIMYMHBI OTHOCHTEIBHOIO CTaHAAPTHOIO OTKJIOHEHHS
BBICOTHI U IUIOLIA/IM MIUKOB IIPUMECHBIX KOMIIOHEHTOB IIPH KOHIEHTPALMH, IPEBBIIIAIOIIEH TTPEIe
oOHapyXeHHs Ha TOPSIOK, He MPEBBIIIAIOT 5%.
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Tabnuya 2
PesynbraTel onpenejiennsi npuMeceil B OKCH/Ie 1Ma30Ta KBaJaupukanum 5.0
Hcxoanslit okeng [TomyueHHsIN OKCH]T [Tpenen obuapy- TpeboBanus SEMI
Komnonent
JMa3oTa, ppm JI1a30Ta, ppm JKEHMs, ppm C3.13-93, ppm

Bona 250 1,0 0,5 1

CO, 25 <0,1 0,1 0,5

H, <0,2 <0,2 0,2 -

O, 20 <0,2 0,2 0,5

N, 50 0,9 0,2 3

CO <0,5 <0,5 0,5 0,1
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V.M. Vorotyntsev, S.S. Suvorov ., K.Ju. Smirnov

GAS CHROMATOGRAPHY ANALYSIS OF HIGH PURITY NITROUS OXIDE
The impurity determination in high purity nitrous oxide by GC with helium-discharged detector was carried
out. As impurity were determined CO,, H,O and simple gases as hydrogen, oxygen, nitrogen and CO. The impurity
determination lever was equal to 0,1-0,2 ppm.

Key words: gas chromatography, nitrous oxide, helium-discharged detector, analysis.



