OKPYMAIOLLAA CPEOA f

METOONYECKME PEROMEHOALINA

g@ XPOMaT3IK

OnpegenenHve NeTy4Mx OpPraHUYecKMX COoeduHEHUM B BO3AyXe C
MCMOoNb30BaHMeM Tepmopecopbepa Xpomatsk TDA m rasoBoro
XpoMaTtorpada XpomaTtak-Kpuctann ¢ Macc-CnekTpoMeTpUYECKNM

[ETEKTOPOM

AHHOTaUmA

B HacToAweln nybnvKauMm - onmMcbiBaeTcA  MeTof
onpedeneHnsa NeTyuYnx OpraHUYeCKMX CoeauHeHUn B
BO3[yXe, OCHOBaHHbIN Ha 0T6ope NPobbl Ha COPOLIMOHHLIE
TPyBKM € nocnedytollen TepMogecopbumein 1 aHanmMsoMm
Ha ra30BOM XpoMaTorpade ¢ MacC-CreKTPOMETPUYECKIM
aeTexkTopoM. [Mony4YeHHble rpagyvpoBOYHbIE 3aBMCUMOCTM
B AManasoHe KoHueHTpauui oT 1-500 n 1-1000 Hr (B
3aBMCMMOCTM OT KOMIMOHEHTA) NOKa3biBatoT KO3GGULIMEHT
netepMmHaumm - Boiwe 0,999, Bbinu  ycTaHoBAEHD
MOBTOPAEMOCTb M TOYHOCTb MeToda, MaKCMMarbHoe
3Ha4eHme CKO cocTaBuno 7%, 3HadeHme TouHocTH 9%.

BBeneHue

[Mpn aHanm3e atMochepHOro Bo3ayxa 1 Bo3ayxa pabodeit
30HbI  KOHTPOMPYIOTCA  JIeTydMe  opraHuyecKue
coeanHenma (J10C), KoTopble OTHOCATCA K Pa3/iMYHbIM
Knaccam —  yrneBodopofbl, — rafnoreHocofepranHue
coeauHeHVs, CrivpTel, 3GUpbI 1 T.4.

Otbop npobbl OCYLECTBNAETCA TMyTeM MpOoKaYnMBaHWA
BO34yXa uYepe3 copbUMOHHYl0 Tpy6Ky, KOTopas 3aTem
TpaHcnopTUpyeTcA B nabopatopuio. 06bMHO 06beM MPobb
BO3[yXa AOCTUraeT HECKOSbKMX NIMTPOB, YTO MO3BOSIAET
[OCTUraTb  BBLICOKOM CTEMeHW KOHLEHTPUpOBaHUA U
onpenenAaTs JTOC Ha ypoBHe MKI/M°.

CopbeHT B TpybKe BbLIGBMPaeTCA B 3aBMCMMOCTA OT
orpefenseMblx KOMMOHeHTOoB. B HacTosLwen paboTe bbin
BblbpaH copbeHT Tenax TA, MOCKOMbKY OH ABNAETCA
Hanbonee yHMBEpCabHbIM WM WUCMONb3yeTca  AnA
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orpefeneHVa NIETYYMX W MASIONIETYYMX OpraHNYecKmnx
coeauHEeHWN.

JIOC 6biiM MpoaHanMsupoBaHbl Ha TepMopecopbepe
Xpomatak TDA, KoTopbli M03BOMAET  MPOBOAUTb
aBTOMaTM4eckuii aHanms Ao 50 copbuMOHHBLIX TPYOOK.
MpuHUMN  paboTbl  TepMmodecopbepa Xpomatak TDA
OCHOBaH Ha ABYXCTaAuiHON TepMoaecopbLmn. Ha nepsoit
cTagum copbuMoHHaA TpybKa HarpeBaeTcAs M MOTOK
MHEepPTHOrO rasa NepeHoCUT ornpefenfeMble KOMMOHEHTHI
B OX/lawJaeMyio NoByLUKy. Ha BTOpoi cTagum NoByLUKa
BLICTPO pasorpeBaeTcA M BelLecTBa HanpasfslTcA B
XpoMaTorpaduyecKyto KOOHKY.

Tepmopgecopbep TDA wMeeT onuMi0  OCYLWKM /A
yOoaneHus BnarM ¢ copbuMoHHOM  TpybKM  nepen
fecopbumen. [HaHHaA onumA ynyywaeT aHanu3 npob,
0TOBPaHHbIX B YC/IOBUAX BLICOKOW BNAKHOCTM, @ TaKMe
WCKIIIOYaeT rnornagaHve Bofdbl B OX1aXKOEHHYIO JIOBYLLKY.

a3oBoe nuTaHve TepMopecopbepa MOXeT
OCYLLIECTBAATLCA ABYMA Pa3IMUYHLIMU MHEPTHBIMU Fra3aMu.
HanpvMep, B KayecTBe rasa-HoCMTENA MCMOMb3yeTca
renni, a NpoayBOYHBIM rasoM AJ1A Oecopbuum CIyHuUT
Hoee 3KOHOMUYHBIV a30T.

MeToabl aHanm3a

1. TOCT P MNCO 16017-1-2007 Bo3gyx atMochepHbIn,
paboyei 30HbI M 3aMKHyTbIX MoMeLlleHui. OT6op
Npob NEeTY4MX OpraHUYEcKUX COeaMHEHUA Mpu
moMoLLM copbumMoHHOM TpybKM € mocneayioLlen
TepMogecopbumeir 1 rasoxpoMaTtorpaduyeckim
aHanM30M Ha KaruApHbLIX KONIOHKaX.

ObopynoBaHve 1 MaTepuansb

o [a3o0Bbi xpoMaTorpad Xpomatak-Kpuctann 5000 ¢
MacC-CreKTPOMETPUHECKMM LETEKTOPOM

e KonoHka BPX-Volatile (60 M x 0.32 MM x 1.8 MKM)
e TepMopgecopbep Xpomatak TDA

o CopbLMOoHHLIE TPYBKM M NoBYLLKa Tenax TA

chromatec.ru


http://chromatec.ru/

PeruM aHanusa

Xpomarorpad
Bpemna aHanusa 32 MWH
KonoHka
["a3-HocuTenb enui
MoTok rasa-HocuTens 1,2 MA/MUH
TeMnepaTypa KOMOHKM

40°C 5 MWH 10 °C/MyH

220°C 9 MWH
MNopt BBOAA
Temnepatypa 220°C
[eneHve notoKa 1:10
Macc-crneKTpoMeTpUYecHuin
JeTeKTop
PernM ckaHmpoBaHuA t-SIM+Scan
TemMnepatypa MOHHOM o 200 °C
UCTOYHUKA
Temnepatypa nepexogHon 220 °C
NIMHAN
Tepmogecopbep
TeMnepaTypa KpaHa 250 °C
Temnepatypa nepexogHon 250 °C
JIMHAN
["a3-HocuTenb enui
MpoayBoyHbI ra3 AzoT
TeMnepaTypa NpoayBKU KOMHaTHaA
Pacxop npogyBoyHoro raza 20 Mi1/MuH
Bpema npoaysku 2 MUH
TemnepaTypa Oecopbumm 300 °C
Bpemna gecopbumm 5 MUH
HWKHAR TeMnepaTypa -10°C
NOBYLLIKM
BepxHAa Temnepatypa 300 °C
NOBYLLIKM
CropocTb Harpesa nosywky 2000 °C/MuH
BpemA Harpesa noByLLUKK 2 MUH

3I-(Cl'lepl/IMeHTaJ'IbHaF| 4acTb

McxoaHbin pactsop (1000 MKr/Ms) 6bi1 MPUFOTOBMEH K3
uHOVBMOyanbHeX 45  KOMMOHeHTOB  (copepraHve
OCHOBHOIO KOMroHeHTa> 98%). B KauecTBe pacTBopuTena
6Bl MCMob30BaH MeTaHon. Pabouve rpagyvpoBoYHble
pacTBopbl 6bIIM  MPUrOTOBNEHB MyTeM pa3baBnieHus
ncxodHoro pactBopa. [nA nocTpoeHuA rpagyvpoBKM
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66 cOenaHbl cnegyolme pacteopbl — 1,0 Mkr/mn; 5,0
MKr/Mn; 10 MKr/mMn; 50 MKr/mMn; 100 MKr/Mi; 250 MKr/mi;
500 MKr/mn; 1000 MKr/mn.

B KadecTBe BHyTpeHHero cTaHgapTa 6bin BblbpaH M-
dTopTonyon. WcxogHuit pacteop (1000 MKr/mn) 6bin
MpUroToBIEH U3 YMCTOro BellecTa (99%), pacTBopuTens
— MeTaHos. [danee ucxogHbld pacTBop 6bin pasbasrneH
METaHOJIOM [0 KoHueHTpaumn 10 MKI/Mn KoTopbid Bbin
Mcronb3oBaH B KadecTBe — pabodero  pactBopa
BHyTPEHHero ctaHgapTa.

CopbUMOoHHLIE TPYBKM Mepend MCMo/b30BaHMeEM  Bbinn
oumleHsl B gecopbepe  (5.886.045-02). Pacxon
npoayBoyHoro rasa (asor) coctaBnAn 50 MA/MuH,
TeMnepatypa oumcTKm 300°C, BpeMA 04mcTKM 60 MUH.

Pabouve rpadyMpoBOYHbIE PacTBOpbl W BHYTPEHHWIA
CTaHOapT 403VpoBanu NociieoBaTeslbHO B COPOLMOHHYIO
TpybHry (Tenax TA). O6beM Kamaoro pacTBopa CoCTaB/AN
1 MKn. PacTBOpUTENb 0TAYBANCA C COpbeHTa B yCTpoCTBE
BBOAa B copbumoHHyto TpybKy (5.885.023) npu pacxode
100 Mn/MUH B TeYeHMe 1 MUH.

PesynbTaThl M UX 06CyKOeHNe

Mpn aHanuse Bo3gyxa obbeM oTbUpaeMolt Mpobel, Kak
npaBwno, He MOCTOAHHbIA. [103TOMy rpadyvpoBKy Mo
MMOKUM pacTBopaM yaobHO MpoBOAWTL B pasMepHOCTM
KOMMYecTBa BellecTBa, BBEAEHHOM0 B COPOUMOHHYIO
Tpybry. Hampvmep, npu  posvpoBaHvm 1 MKnN
rpaayMpoOBOYHOIO PacTBOpa C KOHUEHTpaumen 1 MKr/mn
Macca KamJoro KomroHeHTa coctasut 1 Hr. Takum
obpaszoM,  rpagyvpoBOYHAA  3aBUCMMOCTb  byadet
NMOCTPOEHa B Pa3MepHOCTU Hr-.

KoHLeHTpauma BellecTBa B MMOKOM pacTBope (MKr/Mn)
COOTBETCTBYET €ro KOHLEeHTpauuMn B npobe Bo3gyxa
(MKr/Mn) obbeMoM 1 . Hanpumep, KoHUeHTpaums
HuaKoro pactBopa 1 MKI/MA 3KBMBANEHTA KOHLIEHTpaLM
1 MKr/m? npu oT6ope 1 1 Bo3ayxa.

AHanuz cmaHdapmHol cMecu

KaKk n3BecTHo, 6oee BbICOKaA YyBCTBUTE/IbHOCTb Macc-
CMEeKTPOMEeTPMYECKOro  [eTeKTopa [ocTuMraeTcA  npu
paboTe B permMe MOHUTOPUHIa BbIBpaHHbIX MOHOB (SIM).
OpHako, OnA MoATBepXOeHVs MpucyTcTBuA B npobe
KOHKPETHLIX KOMMOHEHTOB HeobXoaMMO WCMosb30BaThb
PEMMM MOJTHOrO MOHHOI0 TOKa. 3TO NO3BOSIAET NPOBOAUTL
MOeHTUOUKALIMA BELLECTB C NMOMOLLLI0 6UBNNOTEeK Macc-
CMeKTpoB.

XpoMaTo-Macc-CrnexkTpoMeTp XpomaTt3ak-Kpuctann
Mo3BONAET MPOBOAUTL aHanM3 B CUHXPOHW3MPOBAHHOM
pewmme t-SIM+Scan, yTo obecrneunBaeT 04HOBPEMEHHO
BbICOKYIO YyBCTBUTENBHOCTH n Ha[eXHOCTb
naeHTUUKaLmm.
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Ha puvcyHke 1 mpvBedeHa xpoMaTorpamma CTaHOapTHoM
cmecn (10 MKr/mn), yto cootBetctByeT 10 MKI/M® oA
npobbl Bo3ayxa obbemMoM 1 1. BepxHAA xpomaTtorpaMma
rMoKasaHa B persMMe MoJIHOr0 MOHHOMO TOKA, @ HUMHAS — B
perkunme SIM.

JluHeltiHocmb

pafyvpoBOYHAA 3aBMCMMOCTL 6blla  MocTpoeHa Mo
BOCbMM CTaHAAPTHBIX CMECAM B ANANa3oHe Macc BELLECTB,
BBEAEHHbIX B COPOLIMOHHYI0 TPy6Ky, 0T 1 1o 1000 Hr.

B Ttabnuue 1 npvBogATCcA [OaHHble MO OManasoHy
JIMHEMHOCTH, KoabdUUMEHTY  OeTepMuHaumm n
OTHOCWTENBHOMY CpeHEeKBaApaTUYeCKOMY OTKIIOHEHMIO
rpagyMpoBOYHON 3aBUCUMOCTM.

BOMbLMHCTBO  KOMMOHEHTOB  MOKa3biBalOT ~ XOPOLLYIO
JIMHeMHocTb B AmanasoHe ot 1 go 1000 Hr. OpgHako,
HeKoTopble LIMKNnYeckne n apoMaTuyecKue
yrneBoAopodbl AEMOHCTPUPYIOT IMHEHOCTL B AMara3oHe
oT 1 go 500 Hr. KoadduumeHTsl OeTepMuvHaLmmn (R?)
coctaBuim  bBonee 0,999 OnA  Bcex CoedUHEHWN.
OTHoCWTeNbHOE  CpeHEeKBaApPaTUYECKOe  OTKIIOHeHWe
rpagyMpoBOYHON 3aBUCMMOCTM — MeHee 6%.

Ha puvicyHKe 2 moKkasaHbl rpagyypoBOYHbLIE 3aBMCUMOCTY
ONA  HEKOTOpbIX BELUeCTB — BuHWUAMZeHxnopug, 1-
neHTaHon 1 1,3,5-TpuMeTnn6eH3o.

lNosmopsemocme

MoBTopAeMoCTb bbina yCTaHoBMEHa MyTeM aHanmsa
KOHTPO/NbHOro obpasua (100 MKr/Mn) B KonudecTBe 5
N3MepEeHUI.

PaccuntaHHble 3HaYeHuA OTHOCUTENBbHBIX
CpeaHeKBaapaTyeckmx oTKnoHeHU (CKO) no BpemMeHam
YOEPHUBAHMA M OTHOCUTESbHBIM OTK/IMKAaM NpuBeaeHb! B
Tabnmue 1. Kak cnegyeT 13 Mony4YeHHbIX OaHHbIX, MeTof
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OEMOHCTPUPYET XOPOLLYKD MOBTOPAEMOCTb Pe3y/bTaToB
n3mepeHmin c CKO MeHee 7%.

TouHocme

ToyHOCTb  M3MepeHWid  6bina  onpedeneHa  MyTeMm
rociefoBaTesIbHOro aHanmsa NaTU CopbLMOHHBIX TPYBOoK
C BBEdEHHbM B HWX CTaHOApPTHBIM  PacTBOPOM
(100 MKr/Mn).  MaKcuMarnbHoe — 3HaYeHWe  TOYHOCTM
cocTaBus1o 9%, faHHbIe O11A BCEX KOMMOHEHTOB MOKa3aHb
B Tabnuue 1.

Ocmamo4Hoe Konu4ecmaso nocrie Becop6uuu

PucyHoK 3 OeMOHCTPMPYET HanoMeHWe XpoMaTorpamMMbl
aHanM3a  rpagyvpoBOYHOM  CMecM  C  BbICOKOW
KoHUeHTpaumen (1000 MKr/mMn) 1 nocnenyoLlero 3a HAM
XOJI0CTOr0 aHanm3a ToW e CamMol COpBLMOHHOM TpYBKM.
Kak BMOHO, nMpu  MOBTOpHOM  pecopbumm  Ha
XpoMaTorpamMme OTCYTCTBYIOT Kakne-ninbo 3HaumTesbHble
0CTaTouYHblE MUKN.

Kpome 3Toro, Tepmopecopbep XpomaTtak TDA uMeet
GYHKUMIO  [OOMOSMHUTENBHOM  OYMCTKM  TpybKM  mocre
3aBepLUeHna gecopbumm. TakuM obpaszoM, copbLMOHHbIe
TpybKM  MoryT 6bITb  Cpasy  WCMosb3oBaHbl  AnA
crenytoLLero otbopa npobebi.

3aKnyeHne

Tepmogecopbep XpoMaTak TDA MoMeT 6biTb YCreLHo
MCNONb30BaH O/1A onpefdeneHna NeTYYMX OpraHUYecKmxX
coeuHeHwn B BO3adyXe. [lpuBedeHHble B paboTe
pe3ynbTaThl  OEMOHCTPUPYIOT — XOPOLUYIO  JIMHEMHOCT,
noBTopAeMocTb M 3QOEKTMBHOCTb  M3B/EYEHWA
KOMFMOHEHTOB MeTo0M TepMoaecopbLmM.
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PucyHok 1 — XpoMaTtorpammbl B pexmme t-SIM+Scan ctaHgaptHoro pactsopa J10C, akBMBaneHTHOro KoHueHTpauum 10
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PycyHoK 2 — MpagyvpoBoYHble 3aBUCMMOCTY ONA BUHUNMAeHxnopuaa, 1-neHTaHona v 1,3,5-TpumeTrnbeHsona
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PucyHok 3 — XpoMaTorpamMa aHanmsa ctaHgapTHoi cmveck (1000 MKr/Mi) 1 nocneayioLLeit MoBTOpHOM Aecopbumm
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Tabnvua 1. BpeMeHa yOepwuBaHWA, WOHbI (M/z), JIMHEMHOCTb WM MOBTOPAEMOCTb aHanmMsa JIeTYYMX OpraHMYecKux
coeguHeHUN

No
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KomroHeHT

Bununugerxnopung
AueToH
M3onponaHon
MeTtunauetat
[vixnopmeTaH
H-I"eKcaH

MNponaHon
BuHnnavetar
MeTunumKnoneHTaH
MeTunaTMnKeToH
JTmnauetar
B8mop-byTaHon
LInknorekcaH
306yTaHon
TeTpaxnopMeTaH
BeHson
1,2-0OuxnopaTtan
H-I"enTaH
1-ByTtaHon
Tpwxnopatnnex
Methylcyclohexane
3-Metun-1-6yTaHon
H-OKTaH

Tonyon
1-MNeHTaHon
1,1,2-TpuxnopataH
TeTpaxnopatuneH
Bymmnauetar
H-HoHaH
3TnnbeHson
3oamunauertaT

M- + n-Kcvnonsl
0-Kcunon

Crumpon
W3onponunbeHson
LInknorexkcaHoH
1,1,2,2-TeTpaxnop3aTaH
H-[eKaH
1,3,5-TpuMeTnbeHson
a-MeTtunctmpon
1,2,4-TpuMeTnbeHson
2-3TUAreKcaHos
1,3-Ovatnnbenson
AuetodeHoH
1,2,3-TpuxnopbeHson

Bpem#
yaepx
VBaHU
A, MWH

8,607

8,623

8,833

9,290

9,610

10,451
10,813
10,857
11,609
11,714
11,756
11,900
12,712
12,770
12,911
13,179
13,237
13,368
13,775
14,156
14,402
15,553
15,915
15,983
16,298
16,582
16,855
16,876
18,132
18,174
18,226
18,337
18,961
18,991
19,455
19,714
19,933
20,101
20,321
20,703
20,922
21,544
21,800
23,018
25,842

MoH
(m/z)

117
78
62
43
56
130
98
70
43
91
70
97
166
73
85
91
55
91
91
104
105

83
57
105
118
105
57
119
105
180

pagyvpoBKa
JIMHEeMHbIN
[ManasoH, R?
Hr
1- 1000 0,9995
1- 1000 0,9990
1- 1000 0,9999
1- 1000 0,9996
1- 1000 0,9998
1- 1000 0,9997
1-500 0,9998
1- 1000 0,9998
1-500 0,9998
1- 1000 0,9994
1- 1000 0,9996
1- 1000 0,9995
1-500 0,9995
1-500 0,9996
1- 1000 0,9996
1- 1000 0,9993
1- 1000 0,9993
1- 1000 0,9998
1- 1000 0,9996
1- 1000 0,9995
1-500 0,9997
1- 1000 0,9997
1- 1000 0,9998
1- 1000 0,9995
1- 1000 0,9994
1- 1000 0,9996
1-500 0,9996
1- 1000 0,9995
1- 1000 0,9999
1-500 0,9997
1- 1000 0,9993
1-500 0,9990
1-500 0,9990
1-500 0,9996
1-500 0,9997
1-500 0,9993
1-500 0,9998
1- 1000 0,9996
1-500 0,9994
1-500 0,9998
1-500 0,9990
1- 1000 0,9996
1-500 0,9996
1-500 0,9993
1-1000 0,9998

CKo,
%

3,84
4,68
1,43
3,21
2,17
2,30
1,86
2,45
2,53
3,62
2,79
3,67
4,37
3,40
4,18
4,33
4,36
2,04
3,18
3,70
3,49
2,64
2,51
3,70
3,92
3,60
2,93
3,70
1,80
2,36
4,32
5,61
5,26
2,91
2,99
4,58
2,50
3,30
4,10
2,31
5,95
3,56
3,46
4,02
2,07

KoHTponbHbI obpasel (n=5)

CKO
(Bpems), %

0,067
0,061
0,068
0,031
0,049
0,042
0,055
0,049
0,052
0,040
0,037
0,044
0,035
0,050
0,034
0,028
0,033
0,045
0,044
0,031
0,016
0,038
0,038
0,028
0,037
0,036
0,035
0,035
0,024
0,033
0,038
0,043
0,032
0,030
0,023
0,029
0,024
0,030
0,029
0,029
0,033
0,032
0,021
0,019
0,018

CKO
(oTHMK), %

6,86
5,73
5,77
4,09
5,06
521
4,25
6,11
174
4,94
3,36
5,34
6.64
4,48
2,13
5,29
5,06
4,10
3,44
4,46
1,13
4,29
3,11
2,70
3,48
2,40
2,76
3,28
2,73
3,65
3,03
2.24
3,06
2.83
2,04
2,80
2,36
2,01
2,89
131
2,94
1,99
4,53
191
2,85

To4HOCT,
%

13
9,0
6.8
4,2
14
25
06
4,2
5,8
09
02
2.4
49
04
4,2
33
10
47
43
16
3.8
5,1
6.0
4,8
Lk
09
5,2
35
4,1
05
5,1
7.8
5,2
4,2
36
02
8,1
53
59
2.2
7,1
7.8
23
5,0
4,2

MNMpenocTaBneHHas MHGopMaLWA MOMET BbITb M3MeHeHa 6e3 NMpeaBapUTeNIbHOr0 YBedOMITEHNS
© 3A0 CKB "XpomaTaK'. Bce npaBa 3almLLeHbl
l7|0LuHap—0na, Poccuickaa ®egepauma
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