MPOMBILLJIEHHOCTb d

METOONYECKME PEKOMEHOALINNA

% XPOMaT3IK

AHanNM3 yNbTPaHU3KMX KOHLIEHTPaLUIA KaTaMTUYeCKMX A00B B
3TUNEHE M NPONWIeHe Ha ra30BOM XpoMaTorpade ¢ Macc-

CrnexkTpoMeTpmn4yeCKMM AeTEKTOPOM

AHHOTaUMA

B HacTosALei nybanKaLmm paccMaTpuBaeTCA aHanms
CNeaoBbIX KOHUEHTpaumin apcuHa (AsHs), docouHa (PH3),
Kapbonuncynspmaa (COS), cepoBogopoda (HzS), okcnpa
avasoTa (N20), anokemaa yrnepoga (CO2) B 3TuneHe 1
rponuneHe.

BBeneHve

MNonunmepwm3auma onedrHOB OCyLLECTBAETCA C
MCMNO/b30BaHNMEM MeTaslNIoLEHOBLIX KaTamn3aTopos,
KOTOpble NIErKO OTPaBNAITCA TAaKUMU KaTanUTUHECKUMM
AdaMM KaKk apcuH 1 docouH. C Lenbio obecreveHns
[0/ror0 CPOKa CITYKObI KaTanm3aTopoB 04eHb BareH
KOHTPOJIb 3TVX KOMMOHEHTOB B 3TWUMIEHE Y MPONUIEHE.

Mcnonb3oBaHve Macc-CrneKTPOMEeTPUYECKOro AeTeKTopa
AenaeT BO3MOMHbIM NMPOBeAeHVe CeEKTVMBHOIO aHam3a
apcvHa 1 pocdurHa B 3TUIEHE M MPOMUEHE C BbICOKON
YyBCTBUTENBHOCTHLIO B OAHOM aHa/IMTUHYECKOM LIMKIIE.
AHanUTUYECKMIA KOMIIEKC MOXKET obecreuvBaThb
onpeneneHve okenpa amasota (N20), avokecmaa
yrnepopa (COz) ceposogopoga (HzS) u
Kap6oruncynedumaa (COS). KoMbruHauma aByx
KanWIAPHBLIX KOTOHOK C PasfiM4HOM CeNEKTUBHOCTLIO
HernoOBWMKHbIX ¢pa3 no3sonAeT 3dPeKTUBHO pasfenatb
aHanM3MpyeMble KOMMOHEHTLI OT MaTpULbl 3TUIEHa U
nponuneHa, B ToM uncne napy COS v nporuneH, 4to
BECbMa 3aTPYAHWUTENBHO NOAYYNTE C CUMMKOHOBBLIMU
dazamm (PucyHok 1).
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PucyHok 1. XpomaTtorpamma pasgeneHna aHanmsnpyeMblx
komroHeHToB (100 ppb) oT MaTpuMUbl 3TUeHa/MponueHa.

09-132-5011RU

MeTonbl aHanmsa

e |TM 20060 Phosphine, Arsine, COS, N20 and COz in
monomer gases at ppb — ppm levels, by using GC-MS

e |TM 20136 Determination of hydrogen sulfide at
ppm/v level in ethylene, by using GC-MS technique

e UOP 1022-18 Determination of Trace Carbonyl
Sulfide and Hydrogen Sulfide in Polymer Grade
Ethylene ® Propylene by Gas Chromatography Mass
Spectrometry

o UOP 1023-18 Determination of Trace Arsine and
Phosphine in Polymer Grade Ethylene ® Propylene
by Gas Chromatography Mass Spectrometry

Ob6opynoBaHve 1 MaTepuans

o [a30BbI xpoMmaTorpad Xpomatak-Kpuctann 5000 ¢
MaCC-CNeKTPOMETPUYECKMM JETEKTOPOM

e lcnapuTenb MoToKa CurKeHHoro rasa 5.886.063
e KonoHka CP-PoraBOND Q (50 M x 0.32 MMm)

e KonoHka CP-PoraBOND U (25 M x 0.32 MMm)
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PeruM aHanusa

Xpomarorpad
Bpemna aHanusa 17 MuH
KonoHka
["a3-HocuTenb enun
lMoToK rasa-HocuTens 2 MI/MUH
TeMnepaTypa KOMOHKM
60 °C 10mMuH 15 °C/MuH
160 °C 0 MuH
MopT BBOAA (KpaH-go03aTop)
[o3a 1™mn
TeMnepatypa 80 °C
[LeneHve notoka 1:5
Macc-cneKTpoMeTpUYecKuin
OeTeKTop
PernM ckaHmpoBaHuA SIM
TeMnepaTypa MOHHOM O 160 °C
WCTOYHMKA
Temnepatypa nepexogHon 160 °C
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PucyHok 2. XpomaTtorpamma B pernMe SIM ¢ KoHLeHTpaumaMm
KOMMOHEHTOB B pa3mMepHOCTL ppb.
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JluHeldHocmb

["padyMpOBOYHbIe 3aBUCMMOCTM BbINIM MOCTPOEHLI MO
CTaHOAPTHBIM CMecAM, YKa3aHHbIM B Tabnnue 11
nosTyYeHHble pesynbTaThl CBefeHbl Ha pucyHKe 3. Bee
KOMIMOHEHTLI, KpoMe oKkcnaa arasoTa (N20), nokasbiBaloT
JIMHEMHYI0 38BMCUMOCTb C KO3QdULIMEHTaMM
aetepMuHaumn (R?) BblLLe 0,998. ["pagyvpoBoYHan
KpuBana oKkcmaa anasoTa (N20) xopollo onucsiBaeTcH
NOSIMHOMUANBHOM QYHKLIMEN.

B Tabnuue 2 npvBeaeHsbl AaHHbIe Mo AnanasoHy
orpenesnfAeMblx KOHLEHTpaumni, KoaddurumeHTam
AeTepPMUHaLMN 1 OTHOCUTENTbHOMY
CpeaHeKBaApaTMYECKOMY OTKITOHEHMIO Py MPOBOYHONM
3aBMCMMOCTM ANA UCCNeayeMbIX KOMMOHEHTOB.

Tabnuua 2. [uana3oHbl onpeaesifeMblx KOHLEHTPaLMIA

B Tabnuue 1 npuBedeHsb KOHLIEHTPALMM KOMIMOHEHTOB B
CTaHOapTHbIX CMECAX, UCMOMb3yeMblX [18 NOCTPOeHMS
rpafgyVpOBOYHOI XapaKTepUCTMKM.

Tabmmua 1. OnpedenseMble KOMMOHEHTLI M MpadyMpOBOYHbIE

YPOBHM

HoMrioHeHT KoHueHTpauws, ppb

®ocduH (PH3) 10; 25; 50; 100; 250; 500; 1000

[vanasoH

KomroHeHT N R?
KoHLIeHTpaLmi1, ppb
DocuH (PH3) 10 - 1000 0.9999
ApcuH (AsHs) 10 - 1000 0.9999
Ceposogopog (H2S) 40 - 800 0.9990
Kap6oruncynsdug (COS) 5-500 0.9987
Okcup amasora (N20) 40 -500 0.9996
Ouokena yrnepona (COz) 200 - 2000 0.9994

3aKnioyeHne

ApcuH (AsHs) 9.3; 23; 46; 93; 233; 465; 930
CepoBoaopof (H2S) 39.5; 99; 198; 395; 791
Kap6oruncynsdua (COS) 5; 12; 24;59; 118; 235; 470
Orcup amasoTta (N20) 36; 71; 142; 284; 426
Onokena yrnepoga (COz) 206; 517; 1033; 2067

Pe3ynbTaThl 1 Ux 06y aeHme
MurumarneHas onpeaenneMan KoHUyeHmMpayus

B KadecTBe gaHHbIX 451 onpefeneHna MUHUMabHOM
onpenesnAemMol KoHUEeHTpaLwmm belnv B3AThI
XpomaTorpaduyecKmne NMKK C OTHOLLIEHNEM CUMHAM/LLYM
[O71A KaX4oro KoMroHeHTa okoro 3:1. XpomaTtorpamma ¢
YKa3aHHbIMW Ha HeW KOHLIEHTPaLMAMMN KOMMOHEHTOB
(ppb) NpvBegeHa Ha pUCyHKe 2.
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AHanuzaTop Ha 6ase rasoBoro xpoMatorpada ¢ Macc-
CMEeKTPOMETPUYECKUM OeTeKTopoM "XpoMaTak-Kpuctansi”
[OEMOHCTPUPYET XOpOoLUME pe3ynbTaTel ANA ornpeaenenHuna
NpUMeceit KaTanMTUYECKMX AQOB B 3TUIEHE W MporuieHe.
OnpepenAemMble KOHLIEHTPALMM OXBaTLIBAOT AMaNa3oH oT
eanHUL A0 TACAYM ppb ¢ IMHENHOCTbIO R? Bbiwe 0.998.
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Calibration curve

Phosphine, R® = 0.99992

Calibration curve

Arsine. R® = 0.99992

‘ Calibration curve

H2S, R? = 0.09904
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Calibration curve

COS. R® - 0.99876
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PucyHoK 3. 'pagynpoBOYHbIE 3aBUCUMOCTM.
MpenocTtaBneHHas MHGOpMaLWA MOMET BbITb M3MeHeHa 6e3 NMpeaBapUTesNIbHOr0 YBeNOMIIEHNS
© 3A0 CKB "XpomaTaK". Bce npaBa 3aLUmLLeHbl
WMowkap-0na, Poccuinckan Oegepauma
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