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lNazosan xpomarorpadms/
Macc-cnektpomeTpus

ABTOpbI:
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PerkinElmer, Inc.
Shelton, CT

JKCIpecc-aHAJIN3 JIETYYnX BeegeHue

oprannveckux coequnenui (JIOC) B
Bo3MOXXHOCTb 3KCnpecc-aHa/n3a neTyvymx

movYBax € NOMOIbIO IMOPTATUBHOI'O opraHnueckux coeamHermnin (J1OC) B nouse

FX/MC Torion T_9 1| TBepHO(l)aSHOﬁ HenocpeacTtBeHHO B NOJ1EBbLIX YC/IOBUAX —
LeHHOE NpenmyLLecTBo B Cny4andXx, Koraa

MHKPOIKCTPpaKIIHH (SPME) HeobXxoAMMO NPUHUMATL pelleHnn 0b
oTbopax npob B peanbHOM BpeMEHU. Pe3ybTaTbl TaKOro 3KCNPecc-aHanm3a (CKPUHMHIA) MOTyT MOMOYb
B Bbl6Ope AanbHENIWMX AeicTBMiM No oT6opy Npob 1 onpeaeneHuto Hanbonee sPpPeKTUBHbLIX METOL0B

nx npobonoaroToBKM.

Mertog sKkcnpecc-aHanusa EPA-3815 AreHtctBa no OxpaHe OKpyxKatowein Cpegpl, CLUA, (Environmental
Protection Agency) faeT HenoHy MHGOPMaLMIO O COCTaBe U KoHUeHTpauusax JI0C, oueHMBas TONbKO
06LLyto KoHueHTpauuio JIOC B obpasue. B aTom meToge MCNosib3yeTcd GOTOMOHM3ALMOHHDBIN AETEKTOP
(U4, PID) 6e3 pasaeneHns aHanU3NPYyeMbIX KOMMOHEHTOB, MO3TOMY KaueCTBEHHbIN U
KO/IMYECTBEHHbIW aHaNM3 nHanBMUAYanbHbIx JIOC B 06Lei cMecu HEBO3MOMKEH (TONIbKO CyMmapHas
KOHUEHTpauus 6e3 naeHtudbmKkaumm coctasa) [1]. OT6op npob c nomoupto wnpuua Custodion® ann
TBepaohasHo MUKpPoaKcTpakumm (solid phase microextraction — SPME - T®OM3) ¢ nocnegyrowmm
aHa/M30M Ha MOPTaTMBHOM ra3oBomM Xxpomatomacc-cnektpometpe (FX/MC) Torion® T-9 6bin
MCNoab30BaH AN MaeHTUOUKaunmn 37 NeTy4ymx opraHNYecKMX COegUHEHUI U onpeaenieHna nx
OTHOCUTE/IbHOM KOHUEHTpauumM. AHann3 NpoBOANACA B MNOJIEBbIX YCAOBMAX, CYMMapHOE BpeMa aHaAns3a
O/IHOM NPO6bI COCTaBMNO OKONO 8 MUH (NPOBONOAroTOBKa OKOJI0 5 MMH, aHanu3 npobbl Ha NX-MC
Torion T-9 meHee Tpex MUHYT).
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LnAa saKcTpakumm n KoHueHTpmnposaHma J1IOC 13 nousbl
MCNo/ab30BaNach YNCTas BOAA, METOZ, BbICAIMBAHMA U
wnpwy, Custodion ana teepgodasHoi
MUWKpPO3KcTpakuum TOM3 (SPME). MopTaTUBHbIN
rasosblii Xxpomatorpad/macc-cnektpometp (FX/MC)
Torion T-9 npumeHANca ana pasgeneHma u
naeHTudumkaumm 37 JI0C B NosieBbIX YCIOBUAX, BpEMSA
aHa/NM3a MeHee MeHe Tpex MUHYT. TBepgodasHas
MWKPO3KCTPAKLMA U Nocieayowmii aHanms npobbl Ha
nopTtatusHom MX/MC Torion T-9 - 6bICTpbIi,
HaZeXHbli, HeTpebyoWwuii cneumanbHoro
NabopaTopHOro 060pyA0BaHUS U PacTBOPUTENEN,
meToA Ana aHanmsa J1I0C B CAOXKHbIX MaTpULLax B
MoNEBbIX YCNOBUSAX.

JKcnepumeHTaNbHaA 4YacTb

LWnpuy, Custodion gna TOM3 (SPME) cocTouT us
BOJIOKHA A/IMHOM 1 CM, NOKPbLITOrO NNEHKOW XKUAKOTO
noanumepa, CNoem TBEPAOro copbeHTa UK nx
KOMBMHaLMeN; TONLWMHA NOKPbITUA cocTaBasAeT 50-
100 mKm. MonnmepHan ¢pasa SPME copbupyet
LeneBble aHaNTbl U3 BO3A4yXa, NapoBoi ¢asbl,
KUOKOCTEN UK PAacTBOPEHHbIX TBEPAbIX 06pa3LoB
[2]. BonokHo SPME pacnonaraetcs BHyTpM WwWnpuua
Custodion aHanorM4yHO TOMy, KaK BblABUralOLLUNCA
MULWYLWNIA CTePXKEHb HAXOAUTCA BHYTPU LAPUKOBOM
py4KK. MPYyKMHHAA KHOMKa B BEPXHEN YacTu
No3BO/IAET O4HOM PYKOM BblABUraTb BOIOKHO SPME n
yburpaTb ero 06paTHO B 3aLUUTHbIN KOXYX. A
aHanmsa J10C B o6pasuax noysbl MCNONb30BaAACA
wnpwy, Custodion SPME ¢ Henoasu»kHo dasoi
NOANAUMETUACUNOKCAH / ANBUHMABEH30N
(PDMS/DVB) TOALWMHON 65 MKM.

B KauecTBe aKcTparnpytowero pactsopurens
MCMNO/1Ib30Baacb TO/IbKO BOAQ, YTO UCKAKOYUNO
MellatoLLee BAUAHWE OPraHUYecKMX pacteoputenem
Ha rasoxpomaTtorpadpuyeckmii NPoLLecc U YMeHbLIUAO
obLwme 3aTpaTbl Ha 0T60P NPO6 M aHanus.

MapameTtpbl meToaa
MapameTpbl MeToaa MX/MC npuseaeHbl B Tabamue 1.

PacTtBopuTenu, CTaHgapTbl M 06pasubl

[na aHanM3a Ucnonb3oBanca CTaHL4APTHbIN
pedepeHcHbIt 0bpasel, nousbl (NSI Solutions, Raliegh,
NC), cogepsKalumin cmecb 42 NeTyunx opraHNYecKux
COeAMHEHWNI C KOHLLEHTPALMAMM B AManasoHe oT
~15,000 mkr/Kr (15 ppm, macc) ao ~2400 mKr/kr (2.4
ppm, macc).

K natv rpammam cTaHgapTHoOro pedpepeHcHoro
ob6pasua nousbl gobasnanun 5 mn 25% NaCl (BogHbIN
pactBop). PnakoH c 06pasLLOM MHTEHCUBHO
BCTPAXMBA/IM PYKOW B TedeHue 10 ceKyHa, nocse Yyero
BBOAMAN BONOKHO Custodion SPME B naposyto ¢asy
Haz XuaKocTbto M oTbupann JIOC (copbuposanu Ha
HenoABMXHyto ¢asy) B TedyeHune 50 cekyHA. Mpouecc
BCTPAXMBAHMA

¢ nocnegyowmm otoopom J/1I0C Ha SPME wnpuy,
Custodion nosTopanu naTb pas, obuwee Bpema otbopa
npobbl COCTaBUIO OKOJI0 NATU MUHYT. [Tocne aKcTpaKLumum
wnpwuy, Custodion SPME BBOAM/ICA B NOPT BBOAA NPO6
(HxeKTOp, Temnepatypa 250 °C) nopTtatusHoro MNX/MC
Torion T-9, rae npoucxoguna gecopbums J10C c BONIOKHa
Wwnpuua ¢ nocaeayowmnm xpomaTtorpadmyeckum
pa3aeneHnem aHaNMTOB Ha KaNUANAPHOW KOJIOHKe
HW3KOI TepmanbHoI macchbl (MXT-5,5 m x 0.1 mm, 0.4
mKMm df). B KauecTse rasa-HocuTenss UCNOAb30BaAU renni
BbICOKOW YMCTOTbI. MOTOK rasa-Hocutena 0.2 mi/MuH,
TemnepaTypHas nporpamma 'X: ot 40° go 280 °C co
CKopocCTbHo 2 °C/cek, TaK uTo 0bLuee Bpems Kaxaoro
aHan3a cocTaBaANo meHee 2.5 MUHYT. [lnanasoH
CKaHMPOBAHUA MacC-CNEKTPOMETPUYECKOIO AETEKTOPA,
41-500 [a (manbToH), cpeaHAs CKOPOCTb CKAHUPOBaHUA

~10 lu. Ana naeHtudukauymm J1IOC ncnonbsosanacb
61banoTeKa uenesbix COEAUHEHUN U aNTOPUTM
06paboTKM NONYYEHHbIX XpOMaTOrpaMm 1 Mmacc-
CMEKTPOB (AeKOHBONOLMUA), BCTPOEHHbIX B N0
noptatusHoro MNX/MC Torion T-9.

Tabauya 1. MapameTtpbl metoaa MX/MC.

OT160p Npob TeBepaodasHaas MUKPOIKCTPAKLMA
(SPME)

®a3za SPME OunsuHunbenson/
NoAMANMETUNCUIOKCAH
(DVB/PDMS, 65 mKkm)

Temnepartypa 250 °C

WHXXeKTopa

KonoHkKa NX MXT-5, 5 m x 0.1 mm, 0.4 MKm ds

[a3-HoCcUTENDb Fennin, 0.2ma/MUH.

TemnepatypHasa | 40-280 °C Harpes 2°C/cek

nporpamma

JnHuAa 250 °C

nepeHoca

[eneHne 20:1

NnoToKa

Macc- TopouaanbHaa MOHHaA NOBYLLKA

aHanunsaTop (TMS)

Ownana3oH macc | 41-500 da

Pexxum dNneKTpoHHasA noHusaums (El)

MOHU3aLMn

JetekTop DNEKTPOHHbI YMHOXNUTEND

Bakyym dopBaKyyMHbI 1
TYypboMOoNEKYNAPHbBIN HacoChl

PaspeweHune MeHee oaHOM aTOMHOM Macchl 40
230 amu (a.e.m.), HOMUHaNbHas
eanHuua maccbl ao 500 amu




Pe3ynbTtaTbl U 06CyXKaeHUE

Ha pucyHKe 1 nokasaHa xpomaTtorpamma aHanusa J10C,
3KCTParMpoBaHHbIX U3 CTAHAAPTHOIO pedepeHCHOro
o6pasua nousbl (NSI Solutions, Raliegh, NC),
cofepKaliero cmecb 42 neTy4ymx opraHMYecKmx
coefuHeHUn. MeHee Yyem 3a ABe MUHYTbI BblIn
naeHTMdnumnpoBaHbl 37 coeguHennit ns 42 10C.
HecmoTpsA Ha To, YTO B HEKOTOPbIX C/IyHaAx aHaAUTbI
3/110MPOBaNUCL COBMeCTHO (Hanpumep, /10C 15-17 -
1,3-Auxno-1-nponeH (E), Tonyon u 1,1,2-TpuxnopsTaH),
OHM BbI/IN YBEPEHHO UAEHTUPULMPOBAHDI
61b6MOoTEKOI Lenesbix coOeAUHEHUN C
MCNo/Ib30BaHNEM aBTOMATUYECKOro BCTPOEHHOTO
anroputma gekoHsostoumn. Matb 13 42 JI0C He 6bian
naeHTUGUUMPOBaHbI (2-FekcaHHOH, ALETOoH,
BpommeTaH, Xnop3TaH 1 XopmMeTaH). ITn coeanHeHns
[OCTAaTOYHO NIETYYM U, BOSMOKHO, BbINKn yTepsHbl U3
obpasua BO BpemMa ero xpaHeHus uan npotecca
npobonoAroToBKM. BepoATHO, UMEHHO 3TN COeANHEHUSA
NOABEPIINCH KCENEKTUBHON ANCKPUMMHALMNY B XOAe
oT6opa Npobbl MeToAO0M TBEPAOPA3HOM IKCTPAKL MU
SPME.

PucyHok 1. XpomaTtorpamma 37 neTyymx BeLLecTB, SKCTParnpoBaHHbIX
13 NOYBbI

Bpewma (c)

3aKknueHue

LLnpuy, Custodion SPME 1 nopTatusHbIii IX/MC Torion
T-9 naeanbHO NOAXOAAT ANA SKCNpecc-aHaamnsa JI0C u
APYrUX OPraHNYeCcKMX COeANHEHUIM NPAKTUYECKU B
peXxunme peasibHOro BpemMeHw, 4To cnocobeTayeT
6bICTPOMY NPUHATUIO PELLEHWNI B NONEBBIX YCNOBUAX.
Ecnu TpebytoTca aHaM3bl 4ONONAHUTE/IbHbIX 06pa3LLoB,
pe3ynbTaTbl MOFYT ObITb MOJIYYEHbI 32 MUHYTbI.
CoueTtaHune meTtoaos TOMI-MX/MC ana akcnpecc-
aHanunsa o6pasL,oB NO3BONAET NONb30BATEIO
naeHTUGUUMPOBATb NPUCYTCTBUE UHAMBUAYA/BHBIX
N10C B npobe 1 onpeaensTb X OTHOCUTE/IbHbIE
KOHLeHTpauuu. MNocne nepBoHa4yabHOro aKcNpecc-
aHanM3a (CKPUHWUHIA) BbICOKOKOHLEHTPUPOBaHHbIEe
06pasLbl MOXKHO pa3baBuUTb, NPeEXKAE YEM OHU
npuseayT K NepeKkpecTHOMY 3arpA3HEHMIO BO BPeEMSA
aHa/IM30B C NpUMeHeHMeM labopaTopHbIX NpUHOPOB..
3TO YMEHbLUMT 3aTpaTbl Ha MOBTOPHbIN aHan3
06pasLLOB M CHU3UT BEPOATHOCTb NPOCTOSA
CTaLMOHAPHOro Npubopa mn3-3a 3arpsAasHeHUN, K
KOTOPbIM MOXET NPMUBECTU aHaIN3
BbICOKOKOHLLEHTPMPOBAHHbIX 06pa3LoB.
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