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bbICTpbIM aHaNM3 rasa KapoTa)XKHbIX
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Agilent 990

BeepeHue

Fa30TeXHNYECKMIA KapoTaXk — 3TO MPOLECC, MO3BOASIOLLMI MONYYUTh MHDOPMALMIO

O JITONOUM W COLIEPXKAHUM XKMAKOCTU B 30He BypeHus. OfiHa 13 BavkHeNLLINX 3aaY
ra30TEXHUYECKOro KapoTayka — cO0p AaHHbIX O TUME W KONMYeCTBe rasa. TouHble AaHHble
O TWMe 1 KONMYECTBE rasa, CobpaHHble B X0fe BypeHNsl, OUeHb BaXKHbI /1 MPaBUIbHON
OLIEHKM MapameTpOB pe3epByapa 1 MOryT yKasaTb Ha MOTeHLMansHO He 3aMedeHHble
30Hbl MECTOPOXKAEHMS. [a30Bast XpomMaTorpadusi — 3TO OCHOBHOW METOL, Ka4eCTBEHHOro

W KOMIMYECTBEHHOIO aHanM3a rasa npu rasoTexHNYeckoM KapoTaxe. OCHOBHO KOMMOHEHT
rasa KapoTaxHbIX CKBaXH — MeTaH. bonee Taxenble yrneBoaopoabl, Takve Kak aTaH (C,),
nponaH (C,) v 6yTaH (C,), MOryT yKa3biBaTb Ha MECTOPOXAEHWSA HeT/ MM XKMPHOTO rasa.
Takoke B xofje KapoTaxka CreflyeT OTCNeXMBATb Tsxeble yrnesogopoabl Ao C..

B xofie ra30TeXHNYEeCKOro KapoTa)ka O4eHb BaXKHa CKOPOCTb aHaIn3a, Tak Kak

4yeM 60MbLLUe NOAPOBHON MHDOPMALMM COBUPAETCSA Ha KaxAbli METP rNy6uHb!
CKBaX>XMHbI, TEM TOYHEE MOXHO BbIMOIHUTbL OLEHKY MapaMeTpoB pe3epByapa.
a30BbI MUKpoxpomaTorpad Agilent — aTo naeanbHbI Npuoop Ans 6bICTPOro

W Ha[eXXHOro aHanmnsa rasa KapoTaXKHbIX CKBaXKWH. [a30BbI MUKpoxpomMaTorpad
Agilent 990 yHacnefoBan Bce xapakTepUCTUKM NpefblayLLero NoKoNneHns
060pyAOBaHNS | — KOMMAKTHOCTb, H3KOE 9HEPronoTpebeHne 1 BbICOKYHO CKOPOCTb
aHanusa. Kpome Toro, paboTaTh C HMM 3HAUYUTENBHO Nerye. YCTaHoBKa aHaMTUYECKOro
KaHana cTana HamMHOro mpolle. 3To TpebyeT BCEro Tpex WaroB 1 OTHUMAET BCEro
HECKOJTbKO MUHYT. [OMHOUBETHbIA CEHCOPHbIV 3KpaH 0TO6PaXKaeT COCTOSHME
npr1bopa N OCHOBHbIE HACTPOWIKK, Takmne Kak mapamMeTpbl CETW, AOCTYMHbIE NNLEH3NN

1 BEPCUO MPOLLUMBKM. VICMONHEHWE CO CTaHAapTHbIM OTCEKOM MOAAEPXMBAET A0 ABYX
aHaIMTUYECKMNX KaHaNoB. MICNoNHeHWe C yBeIMYEHHbIM OTCEKOM JIErKO CObnpaeTcs 13
[BYX CTaHZapTHbIX KOPMYCOB, 06 bEANHEHHbBIX C OAHOM MaTEPUHCKOM MNAaToM 1 OAHUM
CeHCopHbIM XKK-skpaHoM. CrcTeMa C yBeIMYEHHbIM OTCEKOM NIErko BMeLLaeT B ceba
[0 YeTbIpex kaHanoB. CneunanbHO 418 3TOM CUCTeMbI Obln pa3paboTaH MOAY b
OMHAMUYECKOW 9NEKTPOHHOM CMCTEMbI yripaBeHust razoM (DEGC), ynpaBnsitoLmii
[aBNeHreM 1 06ecneymBatoLLMii BbICOKYHO TOYHOCTb ¥ CTabWIbHOCTb NOTOKA rasa.

9T0 1ccnefoBaHWe AEMOHCTPUPYET aHanna yrneBooOpPOAO0B B XOae
ra30TEXHNYECKOro KapoTayka C MOMOLLbH MNaTPOpPMbl CUCTEMbI Fra30BOM
MuKpoxpomaTorpadun Agilent 990. na onpeaenequs yrnesogopogos ot C, ao C,
NpUMeHsinacb CTaHAapTHas cUcTeMa ¢ ABYMS aHaIMTUYeCKUMK KaHanamu. Cuctema
C YBEIMYEHHbIM OTCEKOM W TPeMS YCTaHOBEHHbIMM KaHaaMu crnonb3oBanach
ANs onpefeneHna 6onee TAXENbIX KOMMOHEHTOB (0 Cy).



B tabn. 1 1 2 npmuBeaeHbl yCnoBus
NpoBeLEeHNS SKCNepUMeHTa Ans
KaXkAoro ns kaHanos. ns sepudukaumm
KOH®Urypaumm Cnonb3oBasncs
NCKYCCTBEHHbIN KapOTaXHbI ras.
Moapo6Has nHhopMaums o npobe
npueefeHa B Tabn. 3.

CTaHAapTHbIVI aHaIn3 KapoTaXXHoro
rasa

Onpenenanvcb yrnesogopofbl ot C,

no C.. ina onpeaenexns nponaxa, 6yTaHa,
n306yTaHa, NeHTaHa 1 U3oMneHTaHa
npumeHsancs kaHan CP-PoraPLOT Q
anvHo 4 m (npsimoit, ¢ moaynem DEGC

1 6e3 NpeKoIoHOYHOK 06paTHOW
npofyBkw). [ina onpeaenexHns
yrnesopoponos C, n C, ncrnosnbsosascs
kaHan CP-PoraPLOT Q anuHon 10 m

¢ GyHKLMeNn 06paTHOM NPOAYBKM.
O6paTHasa npodyBKa NpuMeHsanach

L1151 BblAYBaHWUSA TAXENbIX KOMMOHEHTOB
13 NPeLKOSIOHKM A0 TOro, Kak OHW nonagyT
B @HaIMTUYECKYHO KOSTOHKY, YTO NMOMOITIO
CHWU3WTb NPOAOIIKMTENbHOCTD aHanM3a.

B npoTuBHOM cnyyae n3-3a Toro

YTO THXKESble KOMMOHEHTbI NMO34HO
SMIOUPYHOTCA U3 KOMOHKW PPQ anvHowm

10 M, aHanun3 3aHan 6bl 601bLLE BPEMEHM.

PaCI.IJVIpeHHbIVI aHa/In3 KapoTaXXxHoro
rasa

Onpenensnuce yrneBoaopoAb! BMIOTb
Ao C,. Yrnesogopoabl C, 1 C,, a Takxe
CO, onpeaensanucb ¢ NOMOLLbH KaHara
CP-PoraPLOT Q anuHoit 10 M (C Mogynem
DEGC 1 chyHKLMEN 06paTHOM NPoayBKN).
[na onpenenexns yrnesonopoaos ot C,
Ao C.npumendanacs konoHka CP-Sil 5CB
IMHOM 4 M ¢ hyHKUMeR 06paTHONM
NpoAyBKM. B 9TOM KaHane coeanHeHus
Tsxkenee C, BblAyBasmnch C MOMOLLbIO
06paTHO NpoayBKM A0 NonagaHus

B @Ha/IMTUYECKYHO KOJTOHKY, YTO
06ecneunno 6bICTPbIA aHaIU3 1 YUCTYHO
6a30BYHO IMHUIO AN CNEAYHOLLErO
SKCMNepuMeHTa. YrneBoAopoab! OT

C, o C, onpenensnmnchb ¢ NOMOLLbHO
kaHana CP-Sil 5CB anunHol 4 M (MpsiMoi,
¢ moaynem DEGC).

O6opyaoBaHue

CTaHAapTHbIVI aHa/iM3 KapoTaXXHoro rasa

PaCI.IJMpeHHbIVI aHa/iu3 KapoTaXXHoro rasa

OnpegensiemMble OnpepensieMmble
Tun kaHana KOMMOHEHTbI Tun kaHana KOMMOHEHTbI
10 Mm, CP—PuoraPLOT Q, c o6paTHoi C..C.uCO 10 m, CP—PuoraPLOT Q, c o6paTHoi C.C.uCO
npoayBsKon T2 2 npoaysKon T2 2
4m, CP-SlI“SCB, c obpaTHoW 0tC, Ao cC,
4 M, CP-PoraPLOT Q, npsimast 0T C,A0C; npoayekoun
4 m, CP-Sil 5CB, npamas Ot C,poC,

Ta6nuua 1. Ycnosus npoBefeHNA CTaHAAPTHOIrO aHanM3a KapoTaXXHOoro rasa

Twn kaHana

10 M, CP-PoraPLOT Q,

c o6paTHoOW NpoAyBKoOiA 4 m, CP-PoraPLOT Q, npsimas
la3-HocuTenb lenwni Fenun
‘;zr:g;pawpa yCTpoOiCcTBa BBOAA 110°C 110°C
Bpems BBOAa Npo6bl 40 mc 40 mc
JlaBneHve Ha BXOAE KOJTOHKM 240 kMNa 200 kMa
TemnepaTypa KOSIOHKM 60 °C 150 °C
BkntoyeHune o6paTHOM NPoAyBKM 55¢c H/N

Ta6nuua 2. Ycnosus npoBefeHnd paclUMpPeEHHOro aHanmn3a KapoTaXXHOro rasa

Tun kaHana

10 m, CP-PoraPLOT Q, 4 m, CP-Sil 5CB, 4 wm, CP-Sil 5CB,

C o6paTHOM NPOAYBKON | ¢ 06paTHOI NPOAYBKOA npsimas
las-HocuTenb lenwnit lenuit Fenui
Izl:g:paTypa yCTpoOiCTBa BBOAA 110°C 110 °C 110°C
Bpemsi BBoaa npo6bl 40 mc 80 mc 40 mc
JlaBneHve Ha BXOAE KONTOHKM 240 kMNa 150 klMa 200 kMNa
TemnepaTypa KONOHKM 60 °C 60 °C 120°C
BkntoyeHune o6paTHoO NposyBKu 55c¢ 13c H/N

Ta6nuua 3. VIcKyCCTBEHHbIN KapoTakHbI ra3

N2 coepuHenusa |HasBaHue coepuHeHusi| KoHueHTpauus (Mosib/Morb)
1 MeTaH 2,02%

2 9TaH 0,251%

3 MponaH 997 maH™!
4 M306yTaH 495 MnH™
5 BytaH 300 maH™!
6 MN3oneHTaH 173 Man™!
7 MeHTaH 204 man™!
8 lekcaH 52,6 MiH™"
9 MeTunuuknoneHTaH 50,1 MnH™"
10 BeHson 49,1 MaH™"
11 LinknorekcaH 47,7 mnH"
12 lenTaH 49,0 mnH™"
13 MeTunuuknorekcaH 49,2 MnH"
14 Tonyon 49,3 MnH"
15 OkTaH 50,4 MnH™!
16 AsoTt Jo 100%




Pesynbratbl 1 nUx
obcyxaeHue

Ha puc. 1 npuBeaeHa xpoMmaTorpaMmma
pasfeneHna MeTaHa 1 aTaHa B kaHane
CP-PoraPLOT Q anvHoit 10 M ¢ dyHKuUmei
06paTHOM NPOAYBKW. B MCKYCCTBEHHOM
KapoTaxxHoM rase CO, He 6bino. Ana
onpeaenexHuns nonoxexuns nuka Co,
BbIMOSTHANCA aHaIM3 cTaHaapTa
NPUPOAHOIo rasa, UMeoLLEro B COCTaBe
meTaH, CO, 1 aTaH. XpomaTtorpammy Ha
puc. 1B MOXKHO NCNOb30BaTh B Ka4ecTBe
3TaNOHHOM NpK aHanmae peasnbHbIX NPo6
KapoTaxkHoro rasa ¢ CO, B cocTaBe.

Ha puc. 2 npuBeaeHa xpoMmaTorpaMmma
coeamnHernin ot C, ao C,, nonyyeHHas

C nomolpbto kaHana CP-PoraPLOT Q
anvHon 4 M. OcHoBHadA TPYAHOCTb
["X-aHannsa B xoAe ra3oTexHn4ecKkoro
KapoTayka — CKOpPOCTb pasaeneHus.
Cuncrtema rasoBoi MUKpoOXpomMaTorpadum

Agilent 990 peluaeT npobnemy pasaeneHus

BCeit Npobbl, aHaNM3Mpys ee YacTu

B pasHblIx kaHanax. Tun HenoaBM>XHOM
a3bl, JaBNeHne Ha BXOAE B KOMOHKY

1 TemMnepaTypa KOMOHKM noabuparoTcs

1 ONTUMMBMPYHOTCH OTAENBHO

A5 KaXKA0ro U3 NOAMHOXeCTBa
onpeaensemMbix BellecTB. OTOT NOAXOA
MO3BONSET YBENMUYNTL OOLLYIO CKOPOCTb
aHanuaa. lNMpoAcHKMUTENBHOCTb

aHanM3a 3aBWCUT OT KaHana, B KOTOPOM
pasaeneHne 3aHMMaeT 60sbllie BCEro
BpemMeHw. [1ns cTaHgapTHOro aHanmaa
KapoTaXKHOro rasa B KaXK[jOM 13 KaHanoB
pasgeneHne MOXHO BbINOMHUTb He
60nee yeM 3a 30 cekyHa. O6beanHeHne
pe3ynbTaToOB aHanmn3a A5t BCex KaHanoB
[laeT Ka4eCTBEHHYHO 1 KOTIMYECTBEHHYHO
NHGOPMaLNIO 0 Npo6e B LIENOM.

MeTtaH

OTaH

r T T T

0,1 02 03 0,4

Puc. 1A. CTaHaapTHbIM aHanu3 KapoTaXkKHOro rasa, kaHan 1 Aas onpefeneHnst MeTaHa 1 aTaHa:
CP-PoraPLOT Q gnmHoi 10 M, ¢ o6paTHOM NpoayBKOM

1 Metan

LOuokcup yrnepoaa

L OtaH
¥

r T

T
0,1 0,2 0,3 0,4
BY (MuH)

Puc. 1B. CTaHaapTHbIN aHang KapoTaXKHOro rasa, kaHasn 1: onpefeneHre MecTononoxenus nika CO,
aHaM30M CTaHAapTa NpPMPOAHOro rada B kaHane CP-PoraPLOT Q anuHoit 10 M, ¢ 06paTHOM NPOayBKOiA

MponaH

MN306yTaH

BytaH

J MN3oneHTaH

MeHTaH

0,11 0,21 0,31 0,41
BY(MuH)

Puc. 2. CTtaHgapTHbI @aHanns KapoTaXkHOro rasa, KaHan 2: onpejesneHue KoMnoHeHTos ot C, 1o C,
B NpsiMoM kaHane CP-PoraPLOT Q anvHon 4 m



B tabn. 4A v 4B npuBefeHb!
BOCMPOW3BOAVMOCTH BPEMEH
yaepxxuvsanusa (BY) n nnollagei nmxkos
ansa 10 aHannso.. [Ans nnoulaaen nmkoB
OCO He npesblwaeT 0,2%, a OCO BpemMeru
YAEPXKMBAHWSA HAXOANTCS B iManasoHe

o1 0,003 1o 0,02%. 310 AEMOHCTpUpYyeT
OT/INYHbIE XapaKTEPUCTUKN CUCTEMBI
ra3oBOW MMKpOXpoMaTorpadmm

Agilent 990 1 rapaHTMpyeT BbICOKYHO
HaAEeXHOCTb Pe3y/bTAaTOB Ka4eCTBEHHOMO
1 KOJIMYECTBEHHOMO aHanmnsa.

Ta6nuua 4A. Paz6poc nnolanen nukos B 10 nocnefoBaTtesbHbIX aHanmnsax B kaHanax CP-PoraPLOT Q anmHoit

4n10m
CoepauHeHne MetaH OT1aH MponaH MN306yTaH ByTaH MN3oneHTaH MNeHTaH
8,568 1,585 1,429 0,806 0,512 0,312 0,386
8,567 1,585 1,429 0,806 0,511 0,312 0,386
8,566 1,586 1,429 0,806 0,511 0,311 0,386
8,574 1,586 1,429 0,806 0,512 0,313 0,385
Mnowaab 8,576 1,588 1,430 0,805 0,511 0,312 0,386
(mv xs) 8,576 1,588 1,430 0,806 0,512 0,311 0,386
8,565 1,587 1,429 0,805 0,511 0,311 0,386
8,566 1,585 1,430 0,805 0,511 0,312 0,386
8,581 1,588 1,430 0,805 0,512 0,312 0,386
8,568 1,587 1,430 0,806 0,511 0,312 0,386
0CO nnowaam
%) 0,065 0,080 0,037 0,064 0,101 0,203 0,082
Ta6nuua 4B. Bocnpov3BoAYMOCTb MAOLAAeN MMKOB v BpeMeH yaep>kmBaHus B 10 aHanm3ax B kaHanax
CP-PoraPLOT Q gnnHon 4 1 10 M
CoepmHeHne MeTtaH OTaH MponaH N306yTaH ByTtaH N3oneHTaH MeHTaH
BY (MuH) 0,224 0,373 0,121 0,176 0,198 0,362 0,407
OCO BpemeH
yaep>XnBaHus 0,003 0,004 0,011 0,033 0,006 0,003 0,003
(%)




B paclumpeHHOM aHanmnae KapoTaxHoro
rasa kaHan 1 6blf1 TakMM Xe, Kak

1N B CTaHAapTHOM aHanuse, CP-PoraPLOT Q
AnvHon 10 M ¢ 06paTHOW NpoayBKOM.

Ha Hem onpegensanucb metaH, CO, v aTaH.
Ha puc. 3 npuBeaeHa xpomaTtorpaMmma
KomnoHeHToB oT C, Ao C,, nonydeHHas

€ nomMolpbto KaHana 2, CP-Sil 5CB gnuHom
4 M 1 c GyHKLUMENR 06PaTHOW NPOAYBKMU.

Ha puc. 4 npuBeaeHa xpoMmaTorpaMmma
KOMMoHeHToB OT C, Ao C,, nonydeHHas

C noMoLpto kaHana 3, npamoro CP-Sil 5CB
anvHom 4 m. MNocnegHuii MUK, OKTaH,
SMOMPOBasCA He No3aHee 35 cekyHA,

B Tabn. 5 npuseneHbl 3HadeHna OCO

N9 BPEMEH yAEP>XXNBaHWS 1 nnoLlaaen
MUKOB /151 KOMNOHeHToB OT C, o C,,
onpeaensieMbix B pacLUMPEHHOM
aHanmae KapoTaxkHoro raza. OCO
BPEMEH YAEPXXUBAHMA A1 KOMMOHEHTOB
ot C, no G, 6b1710 He Bbile 0,02%,

a OCO nnowagen nnkoB — HMxke 1%,

YTO [0Ka3bIBAET CTAbUIBHOCTb
JaBNEHVA 1 TeMnepaTypbl KONTOHKM

N BOCMPON3BOAMMOCTb OTK/IMKA
[eTeKTopa No TennonpoBOAHOCTHM
Agilent 990.

MponaH

MN306yTaH

MN3oneHTaH MewTak

T
0,1 0,2 0,3 0,4 0,5
BY (MuH)

Puc. 3. PaclumpeHHbIi aHanns KapoTaXKHOro rasa, KaHasn 2: onpegeneque coeamHeduin ot C, no C
B KaHane CP-Sil 5CB anunHolt 4 M, ¢ 06paTHOM NpoayBKOM

5

Benson
LinknorekcaH

Tonyon
l n-C,  MetunumknorekcaH Y

MeTunumknoneHTaH

|

n-C,

015 0,25 035 0,45 0,55
BY (MuH)

Puc. 4. PaclvperHbiii aHanmns kapoTaxkHOro rasa, kaHan 3: onpeaeneHue coegmnHerun ot C, no C
B NpsiMoM kaHane CP-Sil 5CB anunHon 4 m

8

Ta6nuua 5. Bocnpon3BoArMOCTb BPEMEH YAEPXKUBAHWSA v NIOLAAER MMKOB
B pacLMpeHHOM aHanmse KapoTaxHoro rasa: ot C, fo C, B kaHane CP-Sil 5CB
[JIMHOM 4 M, ¢ 0bpaTHO NpoaysKol; oT C, fo C,— B npamom kanane CP-Sil 5CB

ONMHON 4 M
0CO BpeMeH
yAepXXuBaHus Mnowapb | OCO nnowagu
CoeavnHeHue BY/MuH (%) (mMB x c) (%)
MponaH 0,206 0,02 0,446 0,144
N306yTaH 0,237 0,018 0,294 0,184
ByTtaH 0,261 0,011 0,162 0,060
N3oneHTaH 0,342 0,007 0,104 0,169
MeHTaH 0,381 0,008 0,125 0,082
lekcaH 0,228 0,004 0,051 0,33
MeTunumknoneHTaH 0,262 0,006 0,077 0,571
BeHson 0,290 0,006 0,065 0,219
LinknorekcaH 0,303 0,006 0,068 0,221
lenTaH 0,332 0,006 0,074 0,547
MeTunumknorekcaH 0,392 0,009 0,075 0,290
Tonyon 0,450 0,007 0,071 1,024
OkTaH 0,520 0,008 0,078 0,768




BbiBOAbI

ViccnenoBaHue eMOHCTpUpYeT
6bICTPbIN aHaNM3 rasa KapoTaXKHbIX
CKBaXXMH C MOMOLLbIO CUCTEMbI ra30BOM
MurKpoxpomaTorpadum Agilent 990.

[na onpenenexns yrnesonopoaos

ot C, ao C,m ot C, go C, npuMeHaAnuce,
COOTBETCTBEHHO, CTaH4apTHad
KOHMUrypaumnd ¢ AByMs KaHaiamu

VI paclumpeHHas KoHUrypaumua ¢ Tpemsa
KaHanamu. CKOpOCTb aHanmsa ans

Ka>XXAoro n3 KaHaszioB onTnMn3npoBasiaCb

Tak, YToObl He NpeBblWaTh 35 CekyHA.
CvcTeMa NpofiIeMOHCTPUpPOBana
BEVKONENHYH BOCMPON3BOANMOCTb
BpeMeH yaep>KMBaHWs 1 nnoLaaen
MMKOB, J0Ka3aB, YTO CMCTEMA Fra30BOWA
MUKpoxpomMaTtorpadbum Agilent 990 — ato
naeansHas nnatdopMa A1 6b6ICTPOro

N HaOeXHOro aHannasa KapoTa>KHOro rasa.

www.agilent.com/chem

MHbopMaLms MOXET 6bITb U3MeHeHa 6e3 NpeaynpexxaeHus.
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