TORION T-9

I'azoBas xpomartorpadmus /

Macc-cniekTpomerpust
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bricTpas naeHTU(UKALUS CUILHOACHCTBYIOIIMX BEILIECTB
¢ nomoibto nopratuBHoro I'X/MC Torion T-9

BBenenue

HeszakoHHOE  WCIONIB30BaHWE  CHJIBHOJCUCTBYIOIIMX  BEIIECTB  MPUBOAWT K  HEOOXOAMMOCTH
COBEpIICHCTBOBATh CHOCOOBI MX HJEHTHU(PHUKAUUMU U KOHTpoJid. ['a3oBasg XpomaToMacc-CHEKTPOMETpHUS
(I'’X/MC) siBnsieTcsi OTHUM M3 CaMbIX BOCTPEOOBAHHBIX METOJIOB ISl HICHTU(UKALUN CHIIBHOACHCTBYIOLTNX
BELIECTB B KPUMHUHAIMCTUKE M TOKcHKoJoruu. Hoseiimme pa3paboTKM M MUHHATIOpU3AlMs HpUOOpOB
I'X/MC penaroT 3TOT METOJ JOCTYIHBIM B TIOJIEBBIX YCIIOBUSX, Korja TpeOyercs uAeHTU(DUKAIISL
CUJIBHOJCUCTBYIOIIMX BEIIECTB Ha MecTe. B mMaHHOW cTaThe omuchIBaeTcs uACHTHUPUKAIMS 16-TH
CUJIBHOJICUCTBYIOIIMX BELIECTB, BBI3BIBAIOIINX 3aBUCUMOCThH, MeHEE 4eM 3a 10 MUHYT ¢ UCMOJIb30BAHUEM
MMOPTAaTHBHOTO Ta30BOT0 XpoMmaTtoMacc-crekrpomerpa Torion® T-9 or kommanuu PerkinElmer B coueranmnu
C ycTpoicTBOM (Impuiiom) asist otdbopa u BBoaa mpoosl Custodion® Coiled Microextraction (CME).

Texuouaorusa I'X/MC Torion T-9

[lepBoHauanpHas cucTeMa M €€ MPUMEHUMOCTD I aHalu3a B MOJIEBBIX YCIOBUSAX OBUIM ONMCAHBI paHee B
nmuteparype [1,2]. HemaBHo mopratuBayto [’ X-MC cucreMy yaydmuiam, 3aMEHUB OOBIYHYIO KAITUJUISPHYIO
KOJIOHKY Ha KOJOHKY HU3KOH TepMaibHOI Macchl (low thermal mass - LTM), koTopasi HarpeBaeTcst npsiMbIM
ANEKTPUYECKUM HArpeBOM, a HE C MOMOLIbI0 KOHBEKUMHU. JlaHHAs TEXHOJOTHS MPAKTHUECKH HCKIIOYaeT
HENporpeThie 00IaCTH KOJOHKH, O1arogaps 4eMy, XxpoMaTorpaduieckoe pasaeeHle MUKOB YIIydIIaeTcs.

B Macc-cniekTpomeTpe NpHUMEHSETCS TOpOMJaibHAsi MOHHAs JIOBYIIKA, KOTOPAs XOPOLIO MOAXOIUT st
MUHHATIOPU3AIMM, B OTJIIMYME OT JPYTUX TUIOB Macc-aHaiu3aTopoB. HoBas KoHGUrypamuss HOHHOMN
JIOBYUIKM 00OecTeynBaeT HU3KHI YpPOBEHb IlIyMa, BBICOKYIO YYBCTBUTEIBHOCTb M XOpOIIEE KadyecTBO
CHeKTpoB. Macc-aHanu3aTop ¢ HOHHOM JIOBYIIKOM HarpeBaercs 10 ~175-210 °C B 3aBUCUMOCTH OT LIENIEBBIX
aHAJIUTOB W paboTaeT B yCIOBUAX BakyyMma. biaromapsi 3ToMy 3J1€KTpOAbl OCTAIOTCSI YUCTHIMH B TE€UCHHE
JUTUTENIFHOTO BPEMEHH, YTO MUHUMHU3UPYET 00CTyKMBaHUE TPUOOpa.

Jlng Gonee OCTOBEPHOM UIEGHTHU(UKALMK aHAJIM3UPYEMbIX BEIIECTB COBMECTHO CO BCTPOEHHOI
CTHEKTPAIbHOM OMOIMOTEKONW HCHOJB3YIOTCA WHACKCH yaepxkuBaHus. OOpaboTKa MONMYYEHHBIX JaHHBIX
yoporiaercs Onaronaps BCTPOEHHBIM — alNTOpPUTMaM  JIEKOHBOIIONUHM  (aJTOPUTMBI  aBTOMAaTHYECKOM
00pabOTKH XpOMATOTPAMMBI U CIIEKTPOB), KOTOPBIE 00ECIIEUNBAIOT HAJCIKHYIO UACHTU(DUKAINIO B CIIOKHBIX
CMeCsSIX Jake TeX CiydasX, KOI/la aHaJUThl AIIOMPYIOTCS COBMECTHO. Mcmonb3oBaHuE AOMOIHUTENBHBIX
«BHEHIHUX» Oubanotex, Hampumep, NIST mo3BoisieT MakCUMalbHO YBEJIWYHUTH JJOCTOBEPHOCTD
MOJTy4aeMbIX JaHHBIX.

3a noapo6ubiM omcanueM texnosoruu I' X/MC Torion T-9 u ee npumeHeHrneM 00paTuTeCh, MOXKaIyicTa, K
ccelikaMm [3.,4].



IloaroroBka u anaJju3 npood

PactBops! cTanaapTHeIX 00pasnoB B Meranose (1.0 mr/min) 6bu1u mpuoOpetensl B Cerilliant®, Round Rock,
Texas. CrannmapTHblii pacTBop 16 aHaIM3UPYyEeMbIX KOMIIOHEHTOB ObUI MPUIOTOBIICH ITyTEM CMEIICHUS
COOTBETCTBYIOIIMX aJHKBOT B MeTaHoje. KOoHIIeHTpanus KakJoro KOMIIOHEHTa B CTaHIAApTHOM PAacTBOpPE
paBHa 60 MKI/MJI.

O6pa3zern BBoaWICA B MHXKEKTOp xpoMarorpada ¢ momompro mmpuia Custodion® Coiled Microextraction
(CME). Ha pucynke 1(A) npeacraBiena koHcTpykuus mmpuna CME. Konctpyknus mmpuna nogo0Ha
aBTOMATHUYECKOM MmapukoBod pyduke. [Ipm HakaTuum Ha KHOMKY B TOpLE INIMPHUIA, U3 WUIJIbl BBIIBUTACTCS
JIeaKTUBUPOBAHHAS CIIMPAJIbHAS IPOBOJIOYHASI HUTh M3 HEPIKABEIOIIEH CTaJIH.

A Wnpwy Custodion® Coiled Microextraction (CME) B Beopg npo6bi ¢ nomowbio wnpuuya Custodion® CME
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Pucynok 1 (A, B). lInpuu Custodion® CME(A) 1 BBoa npo0bI ¢ B nopratuBHbIX ['’X/MC nomoumb1o
mmpuna Custodion® CME (B).

OO6pa3zerr HaHOCWIICS Ha CIIUPAJIbHYIO HUTh JIBYMS CITOCOOaMH:

Bapuanm 1. HenocpenctBeHHOe HaHeceHHE (PUKCHPOBAHHOTO 00BEMa pacTBOpa Ha CIUPAIBHYIO
npoBosIoYHYI0 HUTH wmmpuia CME ¢ momolipio Ki1acCH4eckoro XxpoMaTorpauueckoro mipuna o0seMoM
10 MK,

Bapuanm 2. Tlorpyxenuem crimpaiu B pacTBop (pucyHok 1B).

[Tocne HaHeceHus pacTBOpa Ha criupanbHyto HUTH mmpuia Custodion® CME meranon ¢ Hee ucnapsui npu
KOMHATHOW TeMmeparype B TedeHue 1 — 5 MuHYT. [ yCKOpeHUs HCHapeHUsi MOXKET NPUMEHATHCA
oObIyHbIN ObITOBOM BeHTHIATOp. [locnme ucmapenust pactBoputens BBogwin CME wuth (mmpuiy) B
nkekTop nopratuBHOro ['X/MC u BeIIep)KHBaIM B MHKEKTOPE B TeueHue 20 CeKyH/I.

Hcnonb3oBaHue Xpomarorpaduyeckoro MINpHUila TMO3BOJIseT HaHOCcUTh Ha coupais CME  pasHble
(bukcupoBaHHbIe 00BeMBI HCTIBITYeMOTO pactBopa (0.5 — 10 MKiI) ¢ XOporieit BOCIPOu3BOAMMOCTBIO. st
6onpunx 006eMoB (5 — 10 MKi) TpebyeTcst 6oiee MPOAOIKUTENFHOE BpeMs HcriapeHus (3 — 5 MUHYT).

[Tpu norpyxenuu cnupan CME B pacTBop ucnbITyemMoro odpasiia 3a cueT MOBEPXHOCTHOTO HATSHKEHUS Ha
Hee orOupaercsa npubmamsurensHo 0.5 Mk pactBopa (Cranus 1, pucynok 1B). IIpu 3Tom Bpems ucnapeHus
ObUIO TPaKTHYECKH NOCTOSHHBIM — oKkoio 1 muHyThl (Cramust 2, pucynok 1B). Ilocne ucnapenus
pactBoputens BBoauian CME wute (mmpui) B uHkekTop mnopratuBHoro I'X/MC u BbIep)KHMBaIA B
nnxekrope B TeueHue 20 cexyna. (Craaus 3, pucyHok 1B).

XpoMmarorpaguueckue ycioBUs U TapaMeTpbl Macc-CIIEKTPOMETpa NMpuBeeHbI Tabmule 1.



Taoauua 1. Xpomartorpaduieckue ycJ0BHA U MapaMeTpPhLI Macc-CIIEKTPOMeTpa.

Xpomartorpaguyeckue ycaoBus

BBoja npo0bl B HHAKEKTOP mmpun Custodion® CME

Jejienne moroka 0e3 e1eHns MOTOKA

TI'a3-HOoCHTEB rejuii, 0.2 mJj/MuH

TeMneparypa HH:KeKTOpa 275 °C

Kononka MXT® -5 (5% nudenni/95%-
JAUMETHANOJUCHIOKCAH) S M x 0.1 MM x 0.4 MKM

HavyaabHasi TeMIepaTypa KOJIOHKH 40 °C B Teuenne 20 cex

CKopocTh HArpeBa KOJOHKH 1.25 °C/cex

Koneunasi Temnepatrypa KOJIOHKH 300 °C B Teuenne 147 ¢

O011ee BpeMs aHAIH3A 375 cek

Macc-aHajau3aTop TopouaajibHas HOHHASA JIOBYILIKA

Honnzanus JnextponHasi nonusamus (EI)

Temneparypa MC 160 °C

JluanazoH macc 45-500 amu (a.e.m.)

CKopocTh CKAHHPOBAHHUSA 10-15 ckaHMpOBaHMii B CEKYHAY

JerexkTop DJICKTPOHHBII YMHOKHTEJIb

O0cy:xkneHnue pe3yabTaToB
Ha pucynke 2A nokazaHa Xpomarorpamma aHajd3a CTaHIApTHOTO pacTBopa 16 CHIbHOAEHCTBYIOIIHX
BEIIECTB B PEXHMME IOJHOIO MOHHOTO TOKa (KOHIEHTpauus Kaxaoro aHanura 60 MKI/Mi), HOTy4eHHas
rocJje MpsiMoro HaHeceHus 5 MKJ pacTBopa Ha cnupaib CME. Criucok KOMIOHEHTOB B MOPSIKE X BBIXOA
(BpeMeH ynep)KuBaHMs) YyKa3aH B Tabimuue 2. JIBeHaAuaTe M3 IIECTHAALATH aHAJIUTOB HUMEIOT
WH/IMBU/yalbHbIC BpEMEHA YJCP)KUBAHUS, a TUKU JIECATH COCTUHEHNUHN TIOJTHOCTBIO pa3/iesieHbI.
JIBe mappl aHANMUTOB (THAPOKOAOH / MOPGUH W KaHHAOWHOJ / TUIPOMOPGOH) SIIOUPYIOTCS COBMECTHO
(pucyHok 2B), 0JHAKO UX Macc-CIEKTPHI CYIIECTBEHHO PA3JIMYalOTCs, YTO MO3BOJISET MICHTH(PULIMPOBATH
UX C IPUMEHEHUEM BCTPOEHHOI'O JITOPUTMA IEKOHBOIIOLHH.
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Pucynok 2 (A, B). Xpomarorpamma crangapra 16 cuiibHOJEHCTBYIOIINX BeleCTB B PeKUMe MOJTHOIO0
HOHHOI0 TOKa (KOHUEHTPAUMsl Kaxa0ro aHaaura 60 MKr/mui), mojgydeHHas Mocjae MNPAMOro
HaHeceHMs S MKJ pacTBopa Ha cnupaiabs CME.

Taouuna 3. Cnucok aHAJIU3HPYEMbIX BellleCTB B MOPsAKE HX BbIX0/1a (BpeMeH YAep:KUBaHUsA).

1. Meramderamun 5. Koneun 9. KannabunoJa 13. ®enTaHNI

2. TanmenTramoa 6. /Inmazenam 10. 'mapomopdon 14. Knonazenam
3. Meragon 7. I'napoKoI0H 11. OkcHKOI0H 15. Asumpasonam
4. Kannaouauoa 8. Mopgun 12. Oxcumop¢on 16. Bynpenop¢pun

B cnydae otbopa mpoOwsr morpyxenueM CME B pacTBop HcmbITyeMOro oOpasiia, Kak OMHCAHO BBHIIIIE,
oroupaercs okoio 0.5 MK pacTBopa. B 3TOM cilydae KOTUYECTBO BEIIECTBA, MOMANAONIETO B MHIKEKTOP
xpomarorpada B 10 pa3 MeHbIIIe, MOATOMY JOCTOBEpHAs MACHTU(UKAIMS HEKOTOPHIX NMUKOB CTAaHOBUTCS

3



3aTpyIHUTENFHON, OCOOCHHO B OTHOIICHUH IMHUKOB C OOJBIIMMH BpEMEHAMH YACP)KHUBaHUS (KIOHA3eram,
anmpasonaM u OynpeHop(HH) CM. pUCYHOK 3.
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Pucynok 3. Xpomarorpamma cranaapra 16 CHIbHOJEHCTBYIOIIMX BelIeCTB B PpeKUMe IOJHOI0
HOHHOI0 TOKAa (KOHLEHTpamusi Kaxaoro anaiaura 60 MKr/mur), mojydeHHasi Nocje MNOTpPYy:KeHUsi
cnupaau CME B cranaapTHbiii pacteop (Bapuanr 2, pucynok 1B).

Crioco6 ot6opa mpo6 myTtem norpyskenusi cmmpanu CME B ananmsupyemsiii pactBop (Bapuant2) HamMmHOTO
Mpolle M 3aHUMAaeT MEHBIIE BPEeMEHH, HO B TO K€ BpeMs TpeOyeT OoJiblliell KOHLEHTPALWU aHaJIUTOB
(mpumepHo B 10 pa3) o cpaBHEHHUIO C HAHECEHHEM (PUKCUPOBAHHOTO 0ObeMa pacTBopa (Bapuanr 1).
AHaJOTHUYHBIN TOIX0J Ul 3KCIPECC aHaIKU3a CHUIIbHOJCHCTBYIOMIMX BEIIECTB C MOMOIIbIO MOPTATUBHOTO
I'X/MC Torion T-9 ucnons3oBaiucs B cratee [5]. B ganHoii pabote aBTopamu coBMecTHO ¢ OTmeneHueM
KPUMUHAIUCTUYECKOM 3KCIIEPTHU3bI, JIA0OPATOPHH O KOHTPOJIIO 3IPAaBOOXPAHEHHS U OXPaHbl OKPYKaroIIeH
cpeapl mrarta MdH U YmpasineHHIo 1o 60pb0e ¢ HapKOTHKaMu mTata MdH ObUIa M3yueHa BO3MOXKHOCTD
JKCTIpece aHaan3a 45 CHIIbHOAEHCTBYIONMINX BEMIECTB ¢ moMoIbio nmopratuBHoro I' X/MC Torion T-9.

Ha pucynke 6 mpejacraBieHa XxpoMaTorpaMma peajlbHOro oopasia U3 KpUMHHAIMCTUYECKOH JabopaTopuu,
cozepkaniero KoheuH U KOKauH.
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Pucynoxk 4 (A-C). XpomarorpamMMma IMOJHOIO HOHHOI0 TOKa 00pa3sna KPUMHHAJIMCTHYECKON
JabopaTopum, coaepxamero kogenH u Kokaud (A). PenpeseHTaTuBHBIH Macc-cnieKTp Kodeuna (B).
Penpe3enTatuBHblii Macc-ciekTp Kokauna (C).
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3akioueHnue
B nmanHo#i pabote m crarbsx [5,6] mokazano, uto moptaTuBHbIH ['X/MC Torion T-9 moxer ycrnemHo
HCIOJIB30BATLCA IJIA SKCIIPECC aHaIn3a CHJII:HOI[CfICTBymH.IHX BCIICCTB B MOJICBBIX YCJIOBUAX. Kaxk IpaBujio,
CyMMapHO€ BpeMsi aHaJIW3a, BKIIOYas MOJTrOTOBKY MPOOBI U 00pabOTKy pe3ysbTaToB, He mpeBbimaet 10
MHH.
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