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CUJIbHOJICHCTBYIOIIMX BEIICCTB C A
oMol nopratusaoro I' X/MC He3aKoHHOe 1CMoNb30BaHMe
Torion T-9 CUNbHOAENCTBYIOLWMX BELLLECTB MPUBOAMT K

HeobX04AMMOCTM COBEPLIEHCTBOBATL CNOCOObI NX

naeHTMOMKauumn n KoHTpons. Nasosasn
XpomaTtomacc-cnektpometpua (FX/MC) apnaeTca ogHUM 13 CamblX BOCTPebOBaHHbIX METOA0B AR
NAEHTUDMKaALMM CUNBbHOLENCTBYIOLLNX BELLECTB B KPUMUHAIUCTUKE M TOKCUMKOOrMKU. HoBenwmne
pa3paboTku U MUHMaTIopu3auma npnbopos NX/MC aenatoT 3TOT MeToA, AOCTYMHbIM B NOJIEBbIX
YCNOBUAX, KOTAa TpebyeTca naeHTUGUKALMA CUNbHOLENCTBYIOLWMX BELWECTB Ha MecTe. B AaHHOM cTaTbe
onucbIBaeTca naeHTUGUKaLMA 16-TM CUAbHOAENCTBYIOWMX BELLECTB, BbI3blBAOLLMX 3aBUCUMOCTb, MEHee
yem 3a 10 MUHYT C UCNONIb30BaHMEM NOPTATUBHOIO ra30BOro XpomaTomacc-cnektpometpa Torion® T-9
OT KomnaHum PerkinElmer B coyeTaHmu ¢ ycTpolicTBom (Linpuuom) ans otbopa 1 BBoAa Npobbl
Custodion® Coiled Microextraction (CME).
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TexHonorua NX/MC Torion T-9

MepBoOHaYabHasA cUCTEMA U ee MPUMEHMMOCTb /18 aHa/IM3a B NOJIEBbIX YCA0BUAX Obl/IN ONMCaHbl paHee
B antepatype [1,2]. HeaasHo nopTtatusHyto NX-MC cuctemy yaydiinam, 3ameHnB 06bIYHYIO
KanUANAPHYIO KOJIOHKY Ha KOJIOHKY HU3KOM TepManbHoM macchbl (low thermal mass - LTM), KoTopas
HarpeBaeTcs NPAMbIM 3/1EKTPUYECKMM HAarpeBoM, a He C MOMOLLbIO KOHBEKLMU. JaHHan TeXxHoA0rus
NpPaKTUYECKM UCKIOYAET HenporpeTble 061acTh KONOHKM, Brarogaps Yemy, XxpomaTorpaduyeckoe
pasgeneHune NUKOB yay4LlaeTcs.

B macc-cnekTpomeTpe NpUMeHAEeTCA TOPOMAaibHaA MOHHAA JIOBYLLKA, KOTOPAsA XOPOLO NOAXOAMUT ANiA
MWHUATIOPU3aLLMK, B OTANYME OT APYIMX TUMOB Macc-aHanM3aTopos. HoBasa KOHPUIrypauma MOHHOM
NOBYLLIKM 0becrneynBaeT HU3KUIM YPOBEHD LLIYMA, BbICOKYHO YyBCTBUTE/IbHOCTb M XOpOLLUEe KayecTBo
cnekTpoB. Macc-aHanM3aTop C MIOHHOW IOBYLWKOM HarpeBaeTcs 4o ~175-210 °C B 3aBMCMMOCTHM OT
LeneBblX aHaNTOB U paboTaeT B yC/IOBUAX BaKyyma. biarogapsa sTomy 3neKTpoabl OCTaoTCA YACTbIMU B
TeyeHue AUTENIbHOTO BPEMEHMU, YTO MUHUMK3UPYET 06CNYKMBaHWE Npubopa.

[na 6onee gOCTOBEPHON MAEHTUPUKALMM aHANU3UPYEMBIX BELLECTB COBMECTHO CO BCTPOEHHOW
cneKkTpanbHoM BMBANOTEKOM MCNONBL3YIOTCA MHAEKCHI yaepKnBaHma. O6paboTKa NoslyYyeHHbIX A4aHHbIX
ynpouwaertca 6narogaps BCTPOEHHbIM anropMTmam AeKOHBOIOLMMU (aATOPUTMbl aBTOMATUYECKOM
06paboTKM XpOMATOrpamMmMbl U CNEKTPOB), KOTOPble 06ECNEeYMBAOT HAAEKHYI0 MAEHTUPUKALMIO B
C/IOKHbIX CMECAX AarKe TexX C/Iy4anx, Koraa aHaMTbl 3/TI0MPYIOTCA COBMECTHO. Mcnosb3oBaHue
AONONHUTENbHbIX K BHELWHUX» 6MbanoTeK, Hanpumep, NIST No3BoAAET MaKCMMaAbHO YBEIUUYNUTb
[OCTOBEPHOCTb NOMYYaEMbIX AAHHbIX.

3a noapobHbIM onuncaHnem TexHonoruun NX/MC Torion T-9 1 ee npumeHeHnem obpaTuTecs,
MoXanymncra, K ccbiikam [3,4].

MoproroBka u aHanu3 npob

PactBopbl cTaHgapTHbIX obpasuos B metaHone (1.0 mr/mna) 6biam npuobpetersl B Cerilliant®, Round
Rock, Texas. CTaHOapTHbIM pactBOop 16 aHaAM3MpyembiX KOMMOHEHTOB Obll MPUIrOTOB/IEH MNyTeEM
CMEeLLEHNA COOTBETCTBYIOWMX aAIMKBOT B MeTaHose. KOHUEHTpauMsa KaxKAoOro KOMMNOHEHTa B
CTaHAapTHOM pacTeope pasHa 60 mKr/mn.

Ob6pasel, BBOAM/ICA B UHXKEKTOP XpomaTorpada ¢ nomoluupto wnpuua Custodion® Coiled Microextraction
(CME). Ha pwucyHke 1 npepctaBneHa KOHCTpyKuusa wnpuua CME. KoHcTpyKuma wnpuua nopobHa
aBTOMATUYECKOW LLIAPUKOBOM pydyKe. Mpu HaxKaTUK Ha KHOMKY B Topue Wwnpuua, U3 Uribl BblaBUraeTca
OEeaKTUBMPOBaHHanA cnMpasibHas NPOBO/IOYHAA HUTb U3 HEPrKaBeoLWEN CTanMN.

PucyHok 1. Wnpuy, Custodion® Coiled Microextraction (CME).




O6paseL, HAHOCKACA HA CNMPANbHYIO HUTb ABYMSA cnocobamu:

BapuaHT 1. HenocpeacTBeHHoe HaHeceHMe GUKCUPOBAHHOMO 06bema pPacTBopa C NOMOLLbIO
KJlaccuMyeckoro xpomatorpaduueckoro wnpuua Ha 10 mKa.

BapuaHT 2. lMorpykeHnem cnmpanu B pactsop (PUCYHOK 2).

Mocne HaHeceHMs pacTBOpa Ha CNMpPanbHYIO HUTL Wnpuua Custodion® CME meTaHOA € Hee Ucnapsaan
NPV KOMHaTHOM TemnepaTtype B TedeHne 1 — 5 MUHyT. 1A YCKOPEHUA NCNapeHus MOXKET NPUMEHATLCA
06bIYHbIN BbITOBOM BEHTUAATOP. lMocie ncnapeHus pacteoputens seognuan CME HUTb (lwnpuu) B
WHKeKTop nopTtaTMeHoro NX/MC v BblaepXNBaAN B MHKEKTOpe B TeueHue 20 ceKyHa,

Mcnonb3oBaHne xpomaTtorpadpuyeckoro wnpuua NO3BOASET HaHOCUMTb Ha cnupanb CME pasHble
¢dUKcUpoBaHHble 06bemMbl McnbITyemoro pactsopa (0.5 — 10 MKa) ¢ xopolei BOCNPOM3BOAMMOCTbIO.
Onsa 6onbwnx ob6bemos (5 — 10 mKkn) TpebyeTtca 6onee NpoAoKUTENbHOE BpemMs ucnapeHusa (3 — 5
MUHYT).

Mpwu norpy»keHumn cnmupanm CME B pacTBop MCMbITyeMoro obpasua 3a cYeT NoBEPXHOCTHOMO HaTAKEHUS
Ha Hee oTbupaeTtca npubausutensHo 0.5 mkn pactBopa (Ctagus A, pucyHoKk 2). Mpu 3TomM Bpems
ncnapeHusa Obl1I0 NPaKTUYECKM MOCTOAHHBIM — OKoAo 1 muHyTbl (CTagua B, pucyHok 2). Mocne
ncnapeHua pactsoputena ssoauanM CME HWUTb (WNpuL) B MHXeEKTOp nopTatusHoro [X/MC wu
BblAEPXKMBANN B MHXKeKTope B TedeHune 20 cekyHa. (Ctaama C, pUCyHOK 2).

PucyHok 2. Beog npobbl B UHKeKTOp nopTtatusHoro MNX/MC Torion T-9 ¢ nomouipto wnpuua Custodion®
CME (BapwmaHT 2)
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XpomaTorpaduuyeckme ycioBUMA WM MNapamMeTpbl Macc-CNeKTPOMeTpa MOKasaHbl B Tabauuax 1 u 2
COOTBETCTBEHHO.

Ta6bauua 1. XpomaTorpaduueckue ycnosus.

XpomaTorpapuyeckume ycnoBus

BBoA Npobbl B UHXKEKTOP wnpuuy, Custodion® CME

[eneHne noToka 6e3 geneHnsa NoToka

[a3-HocuTenb renuii, 0.2 ma/MmnH

TemnepaTtypa NHXKeKTopa 275 °C

KonoHka MXT® -5 (5%andeHnn/95%-aMMeTUNNOANCUIOKCAH)
5mMx0.1 mm x 0.4 MKM

HavyanbHaa TemnepaTtypa KOJIOHKMU 40 °C B TeueHue 20 ceK

CKOpPOCTb HarpeBa KOMIOHKU 1.25 °C/cek

KoHeyHasa TemnepaTypa KOJIOHKU 300 °C B TeueHue 147 c

Oblee BpeMa aHanM3a 375 cekK

Ta6bauua 2. MapameTpbl Macc-CeKTpomeTpa.

MapameTpbl macc-cnekTpomerpa

Macc-aHanm3satop TopouganbHaa MOHHaA IOBYLLKA
MoHun3aumsa DNeKTPoHHan noHmsauma (El)
Temnepatypa MC 160 °C

[unana3oH macc 45-500 amu (a.e.m.)

CKOpPOCTb CKAaHMPOBAHUA 10-15 cKaHMpOBaHUMN B CEKYHAY
JeTtekTtop INEKTPOHHbIN YMHOXNUTENb



Pe3ynbTaTbl U 06CyXKaEeHME

Ha pucyHKe 3 noKasaHa XxpomaTorpamma aHaan3a CTaHAapTHOro pacteopa 16 cMabHOAENCTBYIOLMX
BELLECTB B PEXKMME NONHOIO MOHHOIO TOKa (KOHLEHTpauma Kaxaoro aHannta 60 MKr/mn), noayyeHHas
nocse NPsSAMOro HaHeceHus 5 MKA pacTBopa Ha cnupanb CME. CNMCOK KOMNOHEHTOB B MOPAAKE UX
BbIXOAa (BpemeH yaepKuBaHMA) yKasaH B Tabauue 3. [lBeHaauaTtb U3 WeCTHaALaTV aHaIUTOB MMEtoT
UHANBUAYANbHbIE BPEMEHA YAEPKMBAHNA, @ MUKU AECATU COeAMHEHUI NONHOCTbIO pa3aeneHbl.

[pe napbl aHanUToB (rMAPOKOAOH / MOPOUH U KaHHABUHOA / TMAPOMOPGOH) 3NHOUPYIOTCA COBMECTHO
(p1CYHOK 4), 0fHAKO MX MACC-CNEKTPbI CYLECTBEHHO Pa3/IMYatoTcA, YTO NO3BOAAET UAEHTUGULIMPOBATD
MX C NPUMEHEHNEM BCTPOEHHOTO aAropUTMa AEKOHBOMIOLUN.

PucyHok 3. XpomaTorpamma ctaHgapTa 16 cMnbHOAENCTBYHOLLMX BELLLECTB B PEXKMME NOHOTO MOHHOFO
TOKa (KOHLLEHTPALMA KaXKa0oro aHanuta 60 MKr/mn), nonydyeHHan nocae NpPAMOro HaHeceHua 5 Mkn
pacTtBopa Ha cnupanb CME.
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Tabauua 3. CNnCoK aHaNU3MpPyeMbIX BELLLECTB B NOPAAKE MX BbiIXOAa (BpeMeH yaepsKMBaHua)

1. MetamdpeTamuH

5. KogenH

9. KaHHabuHon

13. ®eHTaHUN

2. TaneHTagon

6. lnasenam

10. f'mapomopdoH

14. KnoHazenam

3. MeTagoH

7. TnapoKoaoH

11. OKcMKoAOH

15. Annpasonam

4. KaHHabuguon

8. MopduH

12. OKenmopdoH

16. bynpeHopduH




PUcyHOK 4. dparmeHT XpoMaTorpammbl, UANIOCTPUPYIOLLMIA COBMECTHOE 3/1I0MPOBaHMeE TMAPOKOA0HA C

MOpPGUMHOM U KaHHabuHoNa ¢ rtMaApPoMOpPdOHOM.
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B cnyyae ot6opa npobbl norpyxeHmem CME B pacTBop ucnbiTyemoro o6pasua, Kak onmncaHo Bbille,
oTbupaetca okono 0.5 Mmka pacTBopa. B 3TOM cnyyae KOIMYECTBO BELLECTBA, NOMNALAIOWErO B MHKEKTOP

xpomaTorpacba B8 10 Pa3 meHble, N03TOMY 40CTOBEPHAA VI,CI,EHTVId)MKaLI,Wr'I HEKOTOPbIX MMKOB CTAHOBUTCA

3anyAHMTEHbHOﬁ, 0CO6EHHO B OTHOLLEHUU NMNUKOB C 6ONbLIMMUK BpemeHamun yaepxmnsaHu1A

(knonaszenam, annpasonam n 6ynpeHopdUH) CM. PUCYHOK 5.

PUCYHOK 5. XpomaTtorpamma ctaHzapTa 16 cuibHO4ENCTBYIOWMX BELLECTB B PEXKMME NOJIHOTO MOHHOTO
TOKa (KOHLeHTpaLmaA Kaxaoro aHannta 60 mKr/mn), nonydeHHas nocne norpyxeHua cnupanv CME 8

CTaHAapTHbIV pacTeop (BapuaHT 2).




Cnocob otbopa npob nytem norpyxenusa cnupanm CME B aHannsmnpyemblit pactsop (BapunaHt2)
HaMHOTO NPOLLE M 3aHUMAET MeHblLEe BPEMEHM, HO B TO e Bpema TpebyeT 60blueit KOHLEHTPALUM
aHanuToB (npumepHo B 10 pa3) No cpaBHEHUIO C HAHECEHNEM GUKCMPOBAHHOIO 0bbema pacTeopa
(BapuaHT 1).

AHanorn4yHbIN Noaxoa ANA 3KCNpecc aHaAn3a CUAbHOAENCTBYIOLMNX BELLECTB C MOMOLLbI NOPTATUBHOIO
'X/MC Torion T-9 ucnonb3osanca B cTatbe [5]. B AaHHOI paboTe aBTopammu coBmecTHo ¢ OTaeneHnem
KPMMMHAZIMCTUYECKOMN 3KCNepTU3bl, 1abopaTopmum MO KOHTPOIHO 3403aBOOXPAHEHUA U OXPaHbI
OKpy:Katollein cpeabl WwWrata MaH 1 YnpasneHuto no bopbbe ¢ HapKoTUKamu wtata MaH 6bina nsydyeHa
BO3MOXHOCTb 3KCMNpecc aHann3a 48 cMAbHOAENCTBYIOLMX BELWECTB C MOMOLLLbIO nopTaTueHoro MNX/MC
Torion T-9.

Ha pucyHKe 6 npeactaBneHa XxpomaTorpaMmma peasbHoro obpasua us KpUMUHAANCTUYECKOM
nabopatopumn, cogepKawero KopenH U KoKamH.

PucyHoK 6. (A) XpomaTorpamma rnosiHOrO MOHHOTO TOKa 06pasLa KPUMUHAAUCTUYECKON nabopaTopuu,
cogepKallero KopenH u KokauH. (B) PenpeseHTaTnBHbIM macc-cnekTp KodenHa. (C) PenpeseHTaTUBHbI
MacC-CNeKTp KOKauHa.
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B paHHoOM paboTe u cTtaTbax [5,6] nokasaHo, yTo noptatmsHbIA MX/MC Torion T-9 mosKeT ycnewHo
MCNO/1Ib30BaTbCA A5 SKCMPECC aHaM3a CUIbHOL4ENCTBYHOLLMX BELLLECTB B MOJIEBbIX yCA0BMAX. KaK
npaBnI0, CyMMapHOe BPemMsi aHan3a, BKAo4Yan NoAroToBKy Npobbl n 06paboTKy pesynbTaTos, He
npesbiwaeT 10 MuH.
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