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VIIK: 541.49+547-386 i
MBH ITHHBKAH, BPIOC KBHMEBH

HAEHTHOHKAIIHA ITIECTHI[H/JOB
ITYTEM O/JHOBPEMEHHOH PETHCTPAIIHH

XPOMATOI'PAMM 110 ITO/THOMY HOHHOMY TOKY,
BbIEPAHHBIX HOHOB,

A TAKXKE CHTHA/TOB MHKPO3/IEKTPOHHO3AXBATHOI'O
H INIAMEHHO-®OTOMETPHYECKOI'O JETEKTOPOB
ITPH OJHOKPATHOM BBO/IE ITPOBBI

V yiu nyénixayii onucano zazosuii xpomamo-mac-cnekmpomemp (I'’X-MC),
Wo 00360NA€ OOHOYACHO OMPUMY6AMYU OO0 YOMUPLOX CUZHANIE NPU 66e0eHHi
ooniei mpobu. Yemawoenenns Ha 6uxoOi KONOHKU MPUKAHANLHO20 MIiKpOno-
MOK0B020 NOOIILHUKA O0360IUNA OMPUMATIU NPU OOUKUYHOMY 66€0€eHHi npobu He
minoku mac-cnexmpanvii (MC) oani, ane maxodic cuenanu 0sox I'’X-demexmopis.
Taxa 6azamoxananvua xkoughizypayis npuiady 0036018€ peccmpyéamu Xpomamo-
2PaMU Y PENCUMI CKAHYBAHHA NOBHO20 Mac-cnexmpa («Cxan») ons bibniomeunozo
ROWYKY Mac-cnexmpie, ompumysamu Oawi mac-gpazmenmozpaghii (cerexmueno-
20 ionnozo monimopunzy — CIM) ona ananizy criooeoi xinbkocmi peyoeun, a ma-
Kooic Oawi MikpoenexmpoHosaxonmoeanshozo oemexmopa (MIE3) i nonymeneso-
gomomempuurozo oemexmopa (I1PL), wo 3abesneyye sucoxi cenexkmusnicms ma
yymaugicmp nio yac ananizy cKraonux mampuys. Moocausicme 3icmasiasns oa-
HUX eleMEeHmMOCeNeKMUEHUX OemeKmopis, XpOMaAmozpam, 3ANUCAHUX Y PENCUMAX
CIM/Ckan, a maxooc HaAGHicmb nNpopam 6UAGNEHHA THOUBIOYANbHUX MAC-
cnexmpie i cxknadanni 36imie (DRS) pobumb yeii npunad HesaminHum 3acobom
ons ananizy pisHomanimuux ob’'exmie na emicm necmuyuoie. Y yiu nybnixayii
PO3ZNAHYMO NPUKIAOU 1020 3ACMOCYBANHR ONA KUIbKICHO20 6UIHAYEHHA ma nio-
MBEPONCEHHA HAABHOCMI NeCMuUYuOis y Cli008UX KiTbKOCMAX, @ MaKooic ONs 8io-
OinaHHS NPob HeeidoMO20 CKAAOY.

In this application note, a gas chromatography/mass spectrometry (GC/MS)
system capable of providing up to four signals from a single injection is de-
scribed. When a three-way micro-fluidic splitter is added to the end of the column,
two additional signals from GS detectors can be acquired together with the MS
data from a single injection. This multi-signal configuration provides: full-scan
data for library searching, selective ion monitoring (SIM) data for trace analysis,
micro-electron capture detector and flame photometric detector data for excellent
selectivity from complex matrices. A combination of element selective detectors,
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SIM/Scan, and deconvolution reporting software makes a very powerful pesticide
analysis system. Examples for trace-level compound quantitation/confirmamation
or for screening are discussed.

Beeoenue

Bo mMHorux saboparopusx MMpa JUIA 3alMTh 3M0POBbS JIHOAEH BHINOIHAIOT
aHA/IM3 NHINEBbIX MPOAYKTOB M 00pasiioB BEIIECTB H3 OKPYXKAIOLIEH cpeasl Ha
COIepIKaHHE MECTHLHIOE B CHIEJOBBIX KojM4yecTBaX. OOBIMHO NpH 3TOM Npobsl
TOMOTEHH3HPYIOT, SKCTPArdpyroT NECTHLH/IBI, 8 3aTeM, B 3aBHCHMOCTH OT TIPHPO-
Abl MCCIIEYEMBIX BEIECTB, MPHMEHAIOT 1A aHAIW3a METO/IbI ra30BOH XpOMaro-
rpadun (I'’X) nubo xumkocTHOH xpomarorpaduu (MKX). Jlis nerekrHpoBanus
BEIECTB, NOMJAIOIMXCA aHaK3y nocpeacTeoM ['X, TpajHIMOHHO HCTIONB3YIOT
asoTHO-ochopusiit nerekrop (ADJI), MHKPOINEKTPOHHO3AXBATHBIN JETEKTOP
(MJ123) u mnamenHo-dpoTromerpuyeckuii aerexrop (T1MJ), orMuaomMUecs Bbi-
COKMMH 4yBCTBHTE/IbHOCTBIO M CeleKTHBHOCTBIO. Onnako 3t ['X-nerexropsi He
NO3BOJIAIOT JIOCTATOYHO TOYHO MACHTH(HMIMPOBATH aHATW3HPYEMble BEILECTBa,
AaKe MPH UCTIONb30BAHHH [IBYXKOJIOHOYHBIX CXEM.

Jins OKOHYATENBHOTO TMOATBEPKICHHA HATHYMA TeX WIM HHBIX BEIIECTB
00BIYHO HCIIONB3YIOT BBIAB/ICHHBIE MACC-CMIEKTPHI, KOTOPBIE CPaBHUBAIOT ¢ GHO-
nuoredHbiMH. ONHAKO /laHHBIE, TOMYYEHHBIE B PE3YILTATE AHATH3A XPOMATO-:
rpaMm 1o noaHoMy HonHomy Toky (ITHMT) c permcrpaumeli mojiHbIX Macc-
CIIEKTPOB, OTJIHYAIOTCHA OT BeICOKOCeNneKTHBHBIX [ X-aeTexTopos xyaummu (Gonee
BBICOKMMM) 3HaueHHsMH nopora onpezenieHus (I110). Yrobsi camsurs T10, 3auac-
TYIO HMCMONB3YIOT Macc-(hparMeHTOrpadHio, MNO3BONAIOMYI) PErHCTPHPOBATH
XPOMATorpaMMbl B PEKHME TAK Ha3bIBAEMOT0 (CEIEKTHBHOTO HOHHOTO MOHHTO-
punra» (CHM). B pexume CHM macc-CrieKTpOMeTp PErHCTPHPYET CHIHAJbI
TOJBKO OT HECKOIBKMX XapaKTePHCTHYECKHX HOHOB TONO HIIH MHOIO 1IEJIEBOTO
BEIECTBA Ha OTPe3Ke BPEMEHH, COOTBETCTBYIOLIEM BPEMEHH yaepxuBaHHa (BY)
sroro eemiecTsa. Hactpolika Macc-neTekTopa Ha HECKOJIBKO XapaKTePHCTHYECKHX
HOHOB [03BOJIAET 3HAYMTEIBHO MOBLICHTh YyBCTBHTEIBHOCTh METOAA M YITy4-
IIKTh OTHOIIEHHE CHIHA-IIYM. PerucTpauyio rpynn Takux HOHOB OCYLIECTBIIS-
10T, MPOTrPaMMHPpYs NPHOOP MO BpEeMEHH B COOTBETCTBHM CO BPEMEHAMH YIAEPHKH-
BaHMA LieNeBbIX BemecTs. Anamus B pexkume CHM Bemecte ¢ 6au3kuMHE 3Have-
HusiMH BY Tpebyer BecbMa TOYHOrO COITIACOBAHHMA MX BPEMEH YAEPKHBAHHMA C
BpeMeHaMH nepeknodyenus rpynn HoHor B CHM. Yrobel ycrpanuts Heobxoau-
MOCTb NEPEeHacTPOHKH BpeMmeHHbIX «okoH» CHUM nocre KakKaoro TEXHHYECKOro
obcryxupanua (TO) xpomarorpada WIM 3aMEHBI KOJIOHKH, MCIIONB3YIOT MNpO-
rpammy «®Dukcauuu Bpemén ynepxkupanus» (Retention Time Locking — RTL).

B nactosme#l myOnMkaimmMM onMcaH ra3oBbili XpOMATO-Macc-CIEKTPOMETp
(I'X-MC), no3possioIMi MONMY4aTh A0 HETHIPEX CHIHAJNOB NMPH BBOJE OJHOM
mpobbl, YTO CO3MAET 3HAYHTENbHBIE TMPEHMYILUECTBA TAKOTO MHOTOKAHAIBHOIO
JETEKTHPOBAHHA:
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— BO3MOXHOCTE MONTY4eHHA HHQOPMALIHH B PEKHME PErHCTPalMH XpOMaTo-
rpammsl 1o [THT ans uaenTuduxamu HeneBsix BeniecTs 1o 6MbIHoTekaM Macc-
CIIEKTPOB;

— JOCTHXXEHHE MaKCHMaIbHON 4dyBcTBHTENbHOCTH CHM, obecneunBalomeii
BO3MOMCHOCTH @HAJTH3a CJIE/IOBBIX KOJIMYECTB BEIIECTB,

— mpeBocxonHas ceyekTHBHOCTE MJI393 u [1®]], nozponsiowas obHapyxu-
BAaTh COEMHEHHA C NETEPOaTOMaMH B C/IOKHBIX MATpHLIAX HA YPOBHE CJIEOBBIX

KOJIHYECTB.
xcnepumenmansan Yacms

B HenaBHO onyONHKOBAHHBIX METONMYECKHX pekoMeHmauuax «OpHoBpe-
menHbii ananus CHUM/Ckan» onmmcan cnocof perucrpaliiy Macce-CreKTpaibHOro
nerexropa (MCJI) monenn 5975 inert B OTHOM OIIBITE TOJHONO MACC-CHEKTPa M
pAja CreKTpoB OTAEIbHBIX HOHOB 0e3 norephb HyBcTBHTENbHOCTH [1]. MeTomuky
CHM nerxo aBTOMaTH3HPOBATHL MPH MOMOIM nporpaMMel AutoSIM, Bxonsgmei B
cocras [10 «XumCranmus» [2]. JlocTaro4Ho ycTaHOBHTH (UIaykOK B OKHE mapa-
METPOB HacTPOMKH MeTona, 9ToOBl NPHOOP ONHOBPEMEHHO PErHCTPHPOBaI Kak
NONHBIA Macc-CNeKTp, Tak W JauHeie B pexxume CUM. Tlpu sroMm vactora peruct-
palMH Macc-CrieKTPOB HECKOIBKO CHHDKAeTCs, OJHAKO JocTHraercs GesycnoBHoe
NPEHMYLIECTBO, COCTOALIEE B OJHOBPEMEHHOM MONYHYEHHH B3aHMOIOTMONHAIOIIAX
curnanos Ckan ¥ CHM. TlpaswibHelii BeIOOp napamerpos c6opa JaHHBIX, Ha-
npuMep, 3anaHue Ooiblnel CKOPOCTH CKAHHPOBAHHMA, JENAeT HECYINECTBEHHBIM
HEKOTOPOE YMEHBIICHHE KOJIHYECTBA IIHK/IOB CKAHHPOBAHHA B €IHHHILY BPEMEHH,
TakK Kak [PH 3TOM HH BO3MOXHOCTH KOJIH4YeCTBEHHOH 06paboTku MHKOB, HM Kaye-
CTBO PE3yJILTATOB (HANpHMEp, OTHOIIEHHE CHIHAJI-IITYM ) HE CHWDKAIOTCH.

Ha BbiX0/le aHANIMTHYECKON KOJIOHKH MOTOK pa3/ie/IieTCs Ha TPH 4acTH IpH

MOMOIIH KAMWUISPOB (OrpaHHYHTeIeH) COOTBETCTBYIOUINX /IHH ¥ JHAMETPOB.

- ™~

Puc. 1. CxeMa MHOTOKAHAJILHOH KOHQHIYpalHH
ITorok or 3P]I nocTynaer Ha ACTMTENL COBMECTHO C MOTOKOM
C BhIX0Ja KONOHKH

[Nporpammusiii  kommieke «XumCraHums» MNO3BOJISET, MNOMHMO TaHHBIX
CHM/CkaH, nosy4aTs OJHOBPEMEHHO 0 AByX curHaior ¢ ['X-nerekropos. 310
MoryT 6biTh, Hanpumep, curranst [TO/] (no pocdopy wiu cepe) u ADJI (no azory
H docdopy) mubo nea curnana (no gochopy wium cepe) ¢ aByxkaraisHoro ITD/]
(D).
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Puc. 2. MEKPONIOTOKOBBIN Je/IHTEb
B repmoctate I'X momenn 6890N

[lporpammubiii  komruieke «XHMCTaHUMA» [O3BOAET, MOMHMO JaHHBIX
CHUM/CkaH, nosy4aTs OAHOBPEMEHHO /IO BYX cHrHaios ¢ I'X-gerextopos. D10
MoryT 6biTb, Hanpumep, curiansi IO/ (no pocopy wim cepe) u ADJI (o asory
u ocopy) mmbo asa curnana (no docdopy wim cepe) ¢ aByxkaHansHoro [1dJ]
(ATI®/I).

Ha puc. | npeacrarneHa cxema MHOMOKaHAIBHOTO A€TeKTHpoBaHus. Ha Bbi-
X0/le KOJOHKH MOTOK pacrnpefensercs Mo AETeKTOpaM NpH TOMOIM MMKPO-
noTokoBoro aenurens [3]. Kax BuaHo w3 npuBeneHHO#H Ha pUCyHKe | cxeMbl, Ha
BXOJl Je/THTE/Ns MOAAETCSH TAKKE a3 — ¢ BbIXOJa JAOMONHHTENBHOTO MEKTPOHHOIO
peryistopa aasieHus (aon-2PJI), 4robel ofecneunts nas-nenne, Heobxonumoe
J1A JOCTHXXEHHA MOCTOSHCTBA OTHOLIEHHH PacXo/IoB BO BCEX KaHAaX Ha MpOTs-
HEHHH OMbiTa.

Ha puc. 2 nokazaH (KpynmHbIM TJIaHOM) CMOHTHpPOBaHHbIH B TepMocTate ['X
MHMKPOMNOTOKOBbI#H IE/THTEITh, PA3MEPBI MAHEIH KOTOPOro COCTARIAIOT: M0 IIMPHHE
~ 3,2 cM, 10 BbiCOTE — 6,4 CM. B KOHCTPYKUHH J€/IMTENS MOTOKOB YCTpaHEeHb
TPAIMLIMOHHO MPHCYLIIHE 3TOMY YCTPOHCTBY HeaoCTaTKH — OONbluas HarpesaeMas
macca. M30LITOUHBIH MEPTBbIH OOBEM, T€YH B COEJMHEHMAX TMPH IMKIHYECKOM
M3MEHEHHH TeMIepaTypsl B TepMocTare W np. Kananbi mpoxoXaeHHs MOTOKOB W
TOYKH MX COCJIMHEHMA B /IE/IMTEJIE BBITIOJIHEHbI B TOHKOH TUIACTHHE M3 HepKa-
BEIOLUEH CTAIH — C MCIMOJBL30BAHHEM TEXHHKH (POTONMTOrpaduHu ¥ XUMHYECKOTO
tpasieHHs. JInddysno coenunennbie Mexty coboi ase nuacTumbl o6pasyior
faHeslb MMKPOMOTOKOBOIO JIE/IMTEIA, ¢ OTHOH CTOPOHBI KOTOPOrO HMEKOTCS BBO-
Abl JUIS IPHCOEAMHEHHS KONOHOK. [ToBEpXHOCTh YCTPOHCTBA IeaKTHBHPOBaHa.

Takum 00pa3oM, MHKPONOTOKOBBIE JI€THTENH (CepHIHBIH BBITYCK KOTOPBIX
Ha/laKEH) COJIEPXKAT BCE KOHCTPYKTHBHO HeoOXoauMbie 3nemeHThl. C Lenbio
obecneyeHHs repMETHYHOCTH COEIMHEHHI M CTOMKOCTH K TEMIIEPATYPHBIM H3Me-
HEHHAM HCONB30BaHbl MeTaUTHYecKHe oOxuMHble BTYIKH (depynsi). UX go-
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NOJIHHTEIbHBIM NPEHMYIIECTBOM, B OCOOEHHOCTH NPH AHAJIM3€ CIENOBBIX KOJH-
4eCTB, ABJINETCA TO, YTO OHH He abcopOHPYIOT HH PACTBOPHMTENH, HH KOMITOHEHTHI
MaTpHiB Npobbl.

B kauecTBe orpaHMYHTENICH NOTOKOB JEIHTENH COEIWHEH C KKIBIM H3 Je-
TEKTOPOB I€AaKTHBHPOBAHHBLIMH KAIMW/UIAPaMH, OrPaHWYHMBAIONIHMH JIaBlIEHHE
noroka. [lns onpejenenus BenuuMHbl naBiienns B non-OP]] 4 pasmepor orpaHH-
umTesnel, obecneunBaloIMX HeOOX0AMMOE COOTHOLIGHHE 3HAYEHHMI pacxosia rasa
4epe3 JIeTeKTOPHI, MCIIOIB30BaACh MPOrPaMMa-KAIBKYIATOP THIA EKTPOHHOM
Tabmuiebl. Eciiu onMH W3 coetMHMTENeH 3aKPBITh 3aITYNIKOH, [AeNUTENb H3 TPeX-
KaHAJTLHOI'O TpEeBpalaercs B ABYXKaHAIbHBIN.

JIOCTOHHCTBAMH TIPEIUIOKEHHOTO JIENIHTENS SBIAIOTCH TAKKE BO3MOXKHOCTD
NPOMBIBKM KOJIOHKM 06paTHO# npoaysko# [3] rasa-Hocurens u ee GicTpoii 3a-
menbl. TTorok mon-3P]] MOKHO 3anporpaMMHpOBaTh TaKHM 06pasoM, 4Tobhbl J1aB-
JIEHHE BO BPEMs ONbITA Ha €0 BBIXO/IE, T. €. Ha BBIXO/Ie KOJIOHKH, ObU10 Gosiee Bbi-
COKHM, a JIaB/IEHHE Ha BXO/IE B KOJIOHKY TPH 3TOM OCTaBaloch OIIM3KHM K aTtMo-
cthepromy. [IpH 3T7OM NMOTOK B KONOHKE HAMPABJAETCH B MPOTHBOTIONOKHYIO CTO-
POHy, TaK 4YTO MeHee JieTyYMe BelllecTBa BhIOpacmiBaloTCcs B atMocdepy uepes
cucremy cbpoca Ha pxoae. Hanwaue non-3P]1 Ha nenwtene no3sonser Takke 3a-
MEHSTH XpOMaTorpaUyecKyro KOIOHKY W MPOBOJMTHL TEXHHYECKOE 0BCITYKuBa-
uue (TO) ycrpoiicrsa BBoa npobsl (MrKekTOpa) Ge3 oxuakAeHHS ¥ POAYBKH
MCJI. KoHCTpyKImMH KaHANOB IENHTENS M TOYEK HX COEIMHEHHS TAKOBBI, 4TO NPH
CHATUHM (DMTHHTA KOJIOHKH OH NMOCTOSHHO NPOAYyBaeTcs reamem ¢ aon-JPII, 6na-
ropaps 4emy BO3AyX He Monajaer B JeNHTeNs M, coorBercTBeHHo, B MCJI. Tlapa-
METPbI H HACTPOHKH XpoMaTorpaduHecKoi CHCTeMBI NPUBE/eHBI B Tab. |.

Tabnuua |
Pabouue napamempsi 2a306020 xpomamozpagha, Macc-cnekmpomempa
U4 MPEXKARWIBHO20 Delumen
I'azoBniit xpomaTorpad (I'X) Tup ';L;T;T;T;g;mm
VerpoiicTeo BBoa NpobEl BOP]I (kak ¢ neneHueMm,
(McnapHTels) TaK W 0e3 neneHns NoToka)
Pexxum BBO/1a poGbI bes penenms nmortoka (7683 ALS)
O6ném npobel, MK 1
Temneparypa ucnapurens, °C 280
Jlarnenne, kI1a (dbf/in’) 186 (27)
Dukcaims BpeMeHH yaepxuranus (BY)
no BY xnopnupudocMerhia, MAH 16,596
Pacxoz ra3a-HoCHTENA NPH NPOAYBKE, MJMHH 50,0
[TpOAOIDKHTENLHOCTS MPOAYBKH, MHH 0,75
CymmapHsiif pacxos raza, MI/MHH 55,3
Pesxum paboTsl ycTpolcTsa IKOHOMHH Bo3MOXHOCTh OTK/HOYEHHA
raza-HOCHTEIs
["a3-HoCHTENB Iemmit
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IMpomomxenne Tabiuim |

BHyTpeHHEe MOKPHITHE YCTpoiicTBa
BBOZA MPOOBI

Siltek Cyclosplitter
(BH. mHaM. 4 MM),
thupma «Pecrek»,

Kat. Ne 20706-214.1

TeMneparypHas nporpamma
PexXuM TEPMOCTATHPOBAHHA | HM3MEHEHHE TEM- KOHETHOE 3Have- ——
[IEPATYPBI, HHE TEMIEPATYPHI,
oC/MHH o MHH
HagansHoe 3HaueH#e - 70 2,00
IMomsém 1 25 150 0,00
MMorbém 2 3 200 0,00
IMombém 3 8 280 15,00
O61as NpoACIKHTEILHOCTh ONBbITa, MHH 46.87
B TOM YHCJIE BPEMS JHOHPOBAHHS
TIOCIENHEr0 STAIOHHOIO BEIIEeCTBA, MHH ~ 35
Bpems ypaBHOBeIIMBAHMSA, MHH 0,5
Haunbounbiuas TeMneparypa B TepMocrare, °C 325
«AmxunedT TeKHOTOMKH,
Boackss HP 5-MS, Kar. N 190915-433
JUiHa, M 30,0
nameTp, MM 0,25
Tonmuuaa MOKPHITHA, MKM 0,25
[Mongaua pAaBjieHHA [MocTosHHAs
HoMHHATBEHBIH HA9ATbHbIH OTOK, MII/MHH 2.5
BaIxomHoe OTBEPCTHE He yrounsercs
[laBnenne Ha Boixone (gaBnenne gon-2PJ]
ua Bxoze aenwurens), klTa (dbf/in®) 26,2 (3,8)
Herexrop Ne 1 (TIDY)
Pacxon BOAOPOIA, MII/MEH, B PEXHME
_perucrpanuu
doctopa 75,0
CEpBI 50,0
[MoTok BO31yXa, MII/MHEH,
B PEXHMME ErHCTpaLHi
(ocdopa 100,0
Cephl 60,0
Temnepatypa, °C 250
laz-oxkucnuTEND Bosayx
[MoToK BCIOMOTaTETLHOIO rasa [TocTosHABIH
BcenomorarensHbl ra3 Asor
Pacxoj1 BCIOMOTATENbLHOTO ra3a, MJI/MHH 60,0
Yacrota cbopa pannex, ['n 5
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[ponomxenne Tabnuibi |

Jerextop Ne 2 (MI33)
Temnepartypa, °C 300
IToToK BCIOMOraTelisHOro rasa ITocrosxHbI#
BcnoMoratenbHbli ra3 Asor
Pacxon BcioMOraTenbHOTo rasza, MIU/MHH 60,0
Yacrora cbopa nanHbiX, 'l 5
Jona narpesa Ne 2
PacnonoxeHnue 30Hb! Harpera I'’X/MCJ (uHTepdeiic)
Pexwnm paboTh HarpeBartens ABTOMATHYECKHI
HavansHas Temneparypa aHTepdeiica, °C 280
on-IP/I (30Ha Ne 5)
a3 lenuit
Havanssoe nasnenue, k[Ta (dbf/in’) 26,2 (3,8)
HauanbHbiii BpeMeHHOM MHTEpBan (cornacyercs
C MPOJO/DKHTENBHOCTRIO MOTbEMA TEMIIEPATYPbI
OCHOBHOTO TEPMOCTATA), MHH 0,00
JetexTop M 3 (MC) Mopens 5975 inert
®aiin vactpoikn MCJ] Atune.U
Pexum pabors CkaH (perucTpalus rnojiHoro
Macc-CreKTpa)
3anepka UM BHIXOJA PaCTBOPHTENA, MUH 3,00
Hanpskenne Ha yMHOXHTEIE 3anaHo HacTpoOHKaMH
Atune.U
ATOMHas Macca, a. €. M.
MHHHMAaJIbHas 45
MaKCHMaNnbHas 555
[Topor peracTpaiuy, en. 100
Yucno KpaHTOBAHHIH 2
Uucno keanToBanuit ALITT 4
YacToTa CKaHHpOBaHHS, C 2,89
Temnepatypa ksaapynons, “C 150
Temnepartypa HOHHOTO HCTOYHHKa, °C 230

TpéxkananpHbil Je/IHTENB

«AKHIEHT», Moaeb 6890N,
onuun 890 (ycranaBiuBaercs
npH 3asoackoi cbopke)

KoadpuumenT neneHus (COOTHOWEHHE NOTO-
ko MCJL : [T®J1 : MJI33)

10:10:1

Pazmepsi orpaHuuuTenel (kanuuispos
W3 Ie3aKTHBHPOBAHHOMO IUTABJIEHOTO KBApLa)

s MC/T

IUIHHA, M

1,444

BHYTPEHHHHA OHaMeTp, MM

0,18
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OxoH4anue Tabamim |

e 1]
IUTHHA, M 0,532
BHYTPEHHHH JHaMeTp, MM 0,18
e MI33
IUTHHA, M 0,507
BHYTPEHHHH IHAMETD, MM 0,10
Pacxon rasa (mpu 280 °C), Mi/MuH
qepe3 MCJ] 1,53
gepes [ID]] 1,53
yepes MJI93 0,153
BCTIOMOTATEJILHOI'O raza 1,38

Iporpammuoce obecnevenne

XumCranums ais '’X-MC G1701DA
Kommexc BRIARIEHAS HHIMBHYATbHBIX
CHEKTPOB M cocTanjieHus oTuéros (DRS) G1716AA
bubnroTeKH Macc-CreKTpoB

NIST G1033A

AMDIS IMocrarnserca Ha mHCKe

COBMECTHO ¢ Gubinorexoit
Macc-cnektpor NIST
Pezynomamet u wx obcyscoeriue

[Mockonsky MJI93 otnHyaeTcs BBICOKOH YyBCTBHTENBHOCTBIO, A8 TPEX Jle-
TEKTOpPOB OBIJI0 YCTAHOBJIEHO ClieyIOlIHe COOTHOWEeHHs notokos: MCJI: TId/I:
MJI53 = 10:10:1. Ilpu TaxoM cooTHomennn npoba obbéMoM | MK ¢ conepka-
HHEM aHamu3upyemoro Bemectsa 1.10°' (1000 mxr/n), BBenennas Ges pazneneHus
NMOTOKA, NaeT NOy4eHHbIe TIPH NOMOIIH COOTBETCTBYIONIMX JETEKTOPOB XpoMa-
Torpammel. Ha pucyrke 3 nokaszaHsl 4eTsipe XpoMarorpamMmsl (a, 6, 6, 2), CHATEIE
napajuieibHO MpH aHanu3e OAHOH npobbl CMECH NeCTHIMAOB 6e3 pasneneHus 1o-
TOKA.

Ha pwuc. 4 npuseneHsl xpoMaTorpaMmsl, noyseHHbie npu 100-kparHom pas-
GaBneHHH TANIOHHOTO BEINECTBA B MATPHIIE OIHOTO H3 HCC/IELyEeMbIX TIPOAYKTOB.
Xpomarorpamma, nonydernas no [IUT B pexume CxaH, He nokasaHa — B CBA3H
C HeI0CTaTo4HOH YyBcTBHTENBHOCTBIO MCJI B 9TOM peskume. [Tpn nomoun TID/]
(8 pexxume docdopa) u MJID3 obHapykeHBI Bce NECTHIIH/IBI, BBEJCHHBIE B aHa-
JH3UpyeMyIo poby.

Jnsa aHanM3a C1€N0BBIX KOMHYECTB LIEJIEBbIX BEIECTB MOXHO HCIIO/B30BATH
curdan CHM [uis KONHYeCTBEHHOTO onpeeneHts, a curHanbl ['X-nerekTopos —
JUTSL IOTIOTHHTETBHOTO TIOATBEPH/IEHHS.
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Puc. 3. XpoMaTorpaMmsi, NoJiy4eHHbIE:
a — B pexume Ckan;
6 — npu nomoun nerektopa CHJ;
6 — mpu noMouy aetexTopa M33/;
2 — npu nomomu gerexropa IIP/I (B pexume pocopa).

Copepaanne aHATH3HPYEMOI0 BeLUIECTBE B XPOMATOIrPAMMAX:
a,b6,2—-480 nr; ¢ — 48 nr

OnucaHHy10 MHOTOKAHAITBHYIO XPOMATOrpadHYecKyo CHCTEMY MOXKHO Tak-
K€ MCTIONB30BaTh /1A Lienied otbopa B npobax HeW3BECTHLIX BELIECTB.

BBHLY OTCYTCTBHA NPH CKPHHHHTE NEPEYHSA LIENEBbIX BEIIECTB MPHMEHEHHE
i 37oH uenH pexrmos CUM nnn MC-MC xenaeMbix pe3ynsTaToB He Oaer.
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Puc. 4. XpomarorpaMmbl 3KCTpaKkTa Apoaykra 2688
€ HCKYCCTBEHHO BBeICHHBLIMH HeJieBbiME No6aBKamMu

HA YpOBHE 1.10°°, nonydennbIe NPH MOMOIIH AETEKTOPOB:
a—- CHJI; 6 - NIDJ] (s pesxnme pocopa); ¢ — MI33

Ha pc. 5 noKa3aHsl TPH XPOMATOrPaMMBbi 3KCTpakTa npoaykra (6e3 CHM).
[Ipy NOMOU NMPOrpaMMbl BHISRICHHS HHIMBHAYAIbHLIX CHEKTPOB H CO-
craenenus oruéros (Deconvolution Reporting Software — DRS) [3, 4] ynanock
00HAPYNKHTH HEKOTOpPBIE NECTHIMIB NPH ananuse carxana no [TAT (puc. 6).
Bosmoxkno, B npobe npucyTcTBYioT GeHsodeHOH, XJIOpmMpHGOCMETHI H
Habenpazon. Hanwaue nponokcypa ¥ METAMHTPOHA HE MOATBEPHKICHO HH IPO-
rpammoii AMDIS, nu 6ubnnorexoi macc-crniektpos NIST, noatoMy OTHOCHTEb-
HO HAJIMYMS 3THX BEINECTB, CKOpEe BCETO, MOMy4YeHbl JIOKHOMNOIOKHTEIbLHBIE pe-
JYNBTATHI.
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Puc. 5. XpomarorpamMmbl JKcTpakTa npoaykra 13-10927:
a — macc-criekTp B pexnme CKAH;

6 — nannbie [IO]] (8 pexume docdopa);
& — nanusie MJI33

HMHorna u3-3a CI0XKHOCTH MATPHLIBI HIIH HHBIX Mellalolux Gakropos TpyaHO
N0OUTBCA BBICOKOTO KOX(HIMEHTA COBNAJCHHS ¢ OMONMOTEYHBIMH 7 HHBIMM
Macc-CreKTpOB, BbieNeHHbIX W3 xpomarorpammsl no [THT — naxe npu BeiuMTa-
HHH GOHOBOTO CHrHaNa. B CBA3H C 3THM IEMEHTOCE/NEKTHBHBIE IETEKTOPBI OKa-
3BIBAIOTCH BECHMA MOJIE3HBIMH KAK MCTOYHHKH NOMOIHMTENBHOH MHGpOpMaLHK
JUIS NOATBEPXACHUS MICHTHYHOCTH BEIIECTBA.

[lpumenenue nporpaMmsl (pukcaitiy BpemeH ynepxkupanus (RTL) npu pe-
THCTPALH CHIHAJIOB BCEX TPEX JETEKTOPOB MO3BOJNHIO HANEHKHO HAEHTHGHLK-
posars npucyTcTeHe xnopnupupocemernna (C;H;CI;NO;PS) B npobe, ucxoun w3
COBMA/ICHHA 3HAYEHHH BPEMEH YAePKHBaHHSA IWKOB HAa XPOMATOrpammax, nojy-
geHHbIX npH nomown MCJL, [1D]] (B pexxume pochopa) u MJID3. O6siuHo ans
oTkmodeHHs GoroanexTporHoro ymHoxutens (ODY) MO/, samens duisTpa
C MOJNIOCOH mMponyckaHHs, perucrpaumu Qocdopa Ha dwisTpe, perucTpauuu
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% Report
| Sample Name: 13-10927

| Data File: C:\MSDChem\1\DATAR51905 spike4sig\13.10927 22 40ms-Q.D
1 Date/Time: 09:06:39 AM Wodnesday, May 25 2005

| The NIST library was searched for the components that were found in the AMDIS target library.

{RT  Jeas# ompound Name (ChemStation [Match JRT. Diff sec.

| Amount (ng) ch

} B Jo-Phenylphencl B Jo1 B4

| ps2__ puse2 [Disthy! phthalate 08 B Do | 7] 1
1 o347 1114261 [Propoxur B jo7 o |

N TETR , 2-DIOPOXY- | E i
| 108840 1119619 |Benzophenone B ho R
| |166138 6598130 |Chiomyrifos Methyl F1 3 70 7]
| a458 para2 Di-n-butylphthalate B s 2 i
| 10234 [148798  [Thiabendazole 3 s o 7]
| Pas0s3 J41304052  [Metamitron s |

1| pasoss poos247 uro[3,2-g]i1 jbenzopyran-7- 'F [
? , -hydroxy-

Puc. 6. Oraér nporpammbl DRS no cocrasy 3xerpaxra 13-10927

coeMHeHuM cepbl M BKmodeHus DY yxomur menee 3 muH. Kpome Toro, nocne
rnepexmodeHus HeoOXOIHMO OTPEryTHpoBaTh MOTOK ra3a 4epes NeTeKTop, 4To-
Obl OMMTHMHM3HPOBATH OTIIHK B pexume onpeaeneHus Gocdopa win cepsl. [lanee
B [1®DJ] (B pexxuMe NETEKTHPOBAHHS CEpPbl) HEOOXOMMMO BBECTH emE oaHy npoby
TOro xe skcrpakra. Pesynsrupyiommii cursan I1®]] (B pexxume cepbl) COBMECTHO
C paHee 3aperHCTPHPOBaHHBIMH CHTHAJAMM MOKasaH Ha puc. 76. Ha xpomaro-
rpamMMe 3aMeTHBI [JBa OCHOBHBIX ITHKA. 3HAYEHHA BPEMEH YIePKUBAHHMS ITHX ITH-
KOB MOATBEPXKAAIOT Hamuuue B npobe xnoprvpudocmerwia W THabeHzazona
(CioH7N3S).

3amernm, 90 Ha Xxpomarorpamme no ITMT muku obomx coeamHenwii mpak-
THYECKH HE BH/HBI, TO €CTh MPH TPANHIMOHHOM MOAXOAE K aHANM3Y HX HEBO3-
MOXHO MAeHTHOHIMpoBaTh. B pexume nerexTuposanus cepsl [1®]] omuyaercs
BBICOKOM CeNeKTHBHOCTBIO, HO MEHbIIEH JYBCTBHTENILHOCTEIO, YeM pexkum TTD]
B pexuMe perucTpaumn (ocdopa. Cronk BHICOKOH CeNeKTHBHOCTHIO, Kak TTDJI,
He obnagaet naxxe MO3]], HecMoTpa Ha ero 4yBCTBHTEIbHOCTH. CodeTanue ajie-
MeHToceNneKTHBHBIX jerektopo, MCJl B pexnmax CHM/CkaH H mporpaMmsi
DRS penaer nammsiii mpubop MOLIHBIM CPEACTBOM OJHO3HAYHOM MAeHTH(HKa-
LMH COZIepXKaHUs NECTHLIMIOB NPH aHANM3e.
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Puc. 7. XpomaTtorpammei no ITUT ans sxerpakra 13-10927
a — nonubiii mace-cnekTp; 6 - IIM/L (B pexxnme cephi);
& — IID]] (B pexume Ppocdopa)

Saxmouenue

OnHoBpeMeHHas 3anmuch Xxpomarorpamum B pexxumvax CUM u Ckan nossonser
B OIHOM OMBITE PErHCTPHPOBATH KAK MOJHBIH MAacC-CIIEKTP, IPHIOAHBIA s
cpaBHeHHsA ¢ HubIMOTEUHBIMM Macc-crieKTpaMH, Tak ¥ aannbie CHM, npuroaHsie
Ans obHapyKeHHs CJIEIOBBIX KOJIHYECTB BEIECTB. YCTAHOBKA Ha BBIXOJE KOJIOHKH
TPEXKAHATBHOTO MHKPOMOTOKOBOIO NEWTENA MO3BOJIKIA NOMYYHTh NPH OJIHOM
BBOJE Npobsl He ToNMbKO NanHbie MC, HO M elnE [Ba CHrHalna 3JIEMEHTOCE/IEKTHB-
Hbix ['X-zaerexropos. [TpuMeHeHHe Takoi XpoMaTorpaguueckoi CHCTeMbI BECbMa
NEPCINeKTHBHO /I Le/Iel aHAIH3A CIIEJOBBIX KOJIHYECTB NECTHLMAOB B MULIEBbIX
NMPOAYKTAX M BELIECTBAX, OTOOPAHHBIX H3 OKPYXKAIOLIECH Cpe/ibl.

MuorokaHansHas koHdurypaums xpomarorpada obecreunBaeT OJHOBpE-
MEHHOE TMO/y4eHHe MHOTHX B3aWMOJOMOJHAIOMIMX [aHHBIX: MOJHBIX Macc-
CNEKTPOB BelIECTB Ui noucka B 6ubnuoreke; nannbix CUM nns ananuza cieno-
BbIX KOJIWYECTB, Xpomarorpamm ¢ ucrnonb3oBanueM MJIO3 u I1DJ], obecneun-
BalOLMX BBICOKMH YPOBEHb CENIEKTHBHOCTH H YYBCTBHTEIBLHOCTH [PH aHanW3e

36



cnokHbix MaTpuil. O6 3TOM CBHIETENBCHBYIOT IIPHBEACHHBIE B HAcTOsIIEH my6-
JNHKaHA nipumepbl crianos MJI53 u TTO]1 (B pexumax neTekTHpoBaHMs (oc-
¢opa wim cepsl), momydenHsie napaaiensHo ¢ gaHHsIMH CUM/Cxan npy anany-
3e onHOM npobbl. Pe3yneTaThl MOTYT MCIIONBL30BATECA KakK JUIS KOJIHYECTBEHHOIO
ONpe/IeNICHHs H TIOATBEPHKIEHHA HICHTHYHOCTH BELIECTB B CJIENOBBIX KOJIHYECT-
BaX, TaK H /U1 OOHAPYKEeHHS HEH3BECTHBIX COEMHEHHH B npobax.
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