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Pa3paborana MeToaMKa aHaIM3a MOJMLUKINYECKHX APOMATHYECKHX YIJTIEBOJOPOJIOB B IOYBAX
C IPMMEHEHHUEM BBICOKOCKOPOCTHOI aBTOMATH3UPOBAHHOI CHCTEMBI TIOATOTOBKH NMpo0. BrisBineHs! mpe-
MMYILIECTBA aBTOMATH3UPOBAHHON CUCTEMBI MEPEe] CTAaHJAPTHOM MMOATOTOBKO# MPo0.
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MaTHU3UpPOBaHHAA CUCTEMA, HpO60HOH1"OTOBKa, XpOMATO-MaCC-CIICKTPOMETPUSI.

OnHOM M3 BaXHEUIINX HKOJOTHYECKUX MPOOJIEM HAIlero BPEeMEHH SBJISIETCS 3a-
IPA3HEHHE OKPY’KaIoLIEH Cpellbl TAKUMHU PaclpOCTPAaHEHHBIMH 3arps3HSIONIMMH Be-
IIECTBAMH, KaK MOIUIUKINYECKHe apoMarudeckre yrieBooposl (ITAY) [10]. Yuactku
3arpsi3HEHUs o4B coeinHeHusAMH [TAY cylecTBYIOT IpakTUUECKU B JIFOOOH ITPOMBIIII-
JIeHHO pa3BuTol cTpaHe. [TAY npencrapistoT coOoi cepbe3Hyr0 yrpo3y sl 370POBbS
HaCeJICHHs, TaK KaK 00J1aJaf0T KaHIIEPOT€HHOW TOKCHYHOCTBIO U MyTareHHOW aKTHB-
HOCTBIO [8], a Takke YCTOMYMBOCTBIO K €CTECTBEHHOM Aerpagauuu [11].

Panee aBropamu Obiia pazpaboTaHa u anpoOHpoBaHa U30HpaTeIbHAsE U BHICOKO-
qyBCTBHUTEIbHAsI MeToanKa n3mepenuit [TIAY B mouse [1; 2]. PazpaboTannas metoam-
Ka TpeJHa3HaueHa /ISl BBIMOIHEHUS M3MEpPEeHU 16 MPHOPUTETHBIX HE3aMEIIEeHHBIX
[TAYV: anenadrena, aneHadTwieHa, aHTpaieHa, OceH3[alanTparieHa, 6en3[b]dayopanTe-
Ha, OeH3[K]dmyopanTena, 6ens[ghi|nepuiena, 6en3[a]mupena, Xpu3eHa, quoOeH3[ah]anT-
pateHa, ¢ayopanrena, payopena, unneHo[ 1,2,3-cd|nupena, Hadranuna, penanrpena,
MUpPEHa, a TaKkXkKe JBYX IIUPOKO PacIpOCTPAaHEHHBIX COCAMHEHUH — OeH3[e|mupeHa
Y NIepUJICHA.

Mertoauka [2] ocHoBaHa Ha sKcTpakiuu [TAY u3 npoObl MOYBEI CMECHIO OpraHu-
YECKHUX PaCTBOPHTENEH, N'eKCcaHa M JUXJIOPMETaHa, B KOTOPYIO IIPEABAPUTEIBHO BHECE-
HbI H30TOMHO-MEUEHBIE 110 YIIeposy cranmapThi-umutaTopsl (°C). OuncTka SKCTPAKTOB
OT COMYTCTBYIOIIMUX COCIUHEHHUN, MEIIAIOIINX XPOMATO-MACC-CIIEKTPOMETPHUUECKOMY
(I'’X-MC) u3mepeHuto onpeaensieMblX COSIMHEHUM, MPOBOJUTCS B PYUYHOM pPEKUME
Ha KOJOHKaX ¢ MOAW(MUIIMPOBAHHBIMU CHJIMKAreJIsIMH, (PPaKIIMOHUPOBAHUE IKCTPAK-
TOB — Ha «MHOT'OCJIOHON» KOJIOHKE ¢ aKTUBUPOBAHHBIMU CHUJIMKAresieM, OKCHIOM
amomunus u propucuinom. [locnenyromee m3mepenne konueHnTpanmii [IAY nposo-
JUTCSL C TIOMOUIbIO COUYETaHUsI BEICOKO3()(hEeKTUBHON KaMJUIIPHOM Ta30BOH XpoMaTo-
rpaduu U Macc-CIeKTPOMETPHUH.

Junanazon onpenenseMbix MaccoBbix gonei [TAY cocrapnser 0,1—100 MKr/kr
pu Macce aHanuzupyemon mpo6st 2—10 r. PacimpenHas HeonpeeneHHOCTh U3Me-
penuil He npeBbliaet +75%.
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OpHako JaHHBIN AHATUTUYECKUH MOIX01 TpeOyeT OOJBIIOro KOJIMYECTBA BPEMEHH,
YTOMHTEJICH, MaTeprano3arpareH. IlepeuncienHple HEIOCTaTKU YCTPAHEHBI B pa3pa-
OO0TaHHBIX PAIOM (GUPM aBTOMATH3UPOBAHHBIX BHICOKOCKOPOCTHBIX CUCTEMaX MOJII0-
TOBKH MPOO, KOTOPBIE MOXKHO PacCMaTPHUBaTh B Ka4eCTBE aJIbTEPHATUBHOTO METOJA
pyuHoit mpobomnoaroroBku. Apromatrdeckue cucteMbl ASE-150 m ASE-350 System
(Dionex, Sunnyvale, CA, USA) [6—8]; Total-Rapid-Prep™ (FMS, Waltham, MA,
USA); Speed Extractor E-916 u E-914, Syncore Polyvap (Biinchi Labortechnik AG,
Switzerland) [6]; Supelco Prep System (Sigma-Aldrich, St. Louis, MO, USA) [3]; Auto-
mated Sample Preparation Device SPD-600 (Ehime University and Miura Co, Ltd) [5]
HCHOJIB3YIOTCS B OCHOBHOM /ISl IIOATOTOBKY MPOO B aHAIN3€ XJIOPUPOBAHHBIX MMECTUIH-
JIOB, TIOJIMXJIOPUPOBAHHBIX AHOEeH30-T-mrokcuHOB (ITX1/]), nubensodypanor (ITX1D)
u 6udennmnos (I1XB).

[enpro naHHOM PabOTHI SBISIIOCH U3YYEHHE BO3MOXKHOCTH MPUMEHEHHS YCKOPEH-
HOMW AKCTPAKIIUN M OYMCTKU SKCTPakToB B aHaimm3e [IAY B mpobax MmouBbI ¢ TOMOIIIHIO
ABTOMATHU3UPOBAHHON CHCTEMBI MOJHON MOATOTOBKU MPOO M pa3paboTKa METOINKHU
aHam3a.

W3y4ast BO3MOKHOCTH YCKOPEHHOT'O Tpoliecca MOATOTOBKY POO MOYBKI IS MTPO-
BeJICHUs1 U3MepeHnid KoHueHTpauuii [IAY, aBTopbl 03HAKOMUJIHCH C XapaKTePUCTUKAMU
ABTOMATH3MPOBAHHOI crcTeMbI poboroarorosku Total-Rapid-Prep™ (FMS, Waltham,
MA, USA), ucnonszyemoii B @I'YII «HayuHo-TeXxHUYECKHMI LIEHTP pagualliOHHO-XU-
mMudeckoil 6ezonacHocTy U rurueHsl ®MBA Poccumny 1i1st MOATOTOBKY K U3MEPEHHIO
npo6, coxepxarux [TX /[, IIXJID u [1Xb.

ABtopamu [yt skcTpakimu [TAY n3 mouss! 66uTH OITPOOOBAHBI PA3IMYHbBIE Opra-
HUYECKUE PACTBOPUTENH, B KAUECTBE MPEINOYTUTEIILHOTO IKCTpareHTa Obuia mpeasio-
JKEHa CMECh PacTBOpHUTENeH — Trekcana u aquxsiopmeTana (90 : 10 mo o6bemy), yaoBiie-
TBOPSIIOLIAs LENsM aHanu3a. J{iis BeIOOpa ONTHMAIBbHOTO PeXXrMa U3BJICUCHUS aHATTUTOB
WCIOJIb30BAIM Pa3HOOOpa3HbIe BApUAHTHI SKCTPAKLUMOHHBIX LUKIOB. CpaBHEHHUE pe-
3yJNbTAaTOB aHajHM3a MPOBEIACHHOW OJHOKPATHOM M ABYKPATHOM SKCTPAKLUHU TTOYBHI
B sKcTpakiponHoM Moayiie PLE™ mnokasano Beicokoe m3pneuenne ITAY mpi npuMere-
HHUHM JBYX IIUKJIOB 1O 15 MUH. Y CTaHOBIJICHBI YCIOBUS BBHITTOTHEHUS YKCTPAKIIMU: TEM-
neparypa 110 °C, napnenue 105 atm.

[IpoBeneHbl 3KcIIEpUMEHTAIbHbBIE UCCIEIOBAHMUS C LIETIbI0 ONTUMH3AIMN OYUCTKU
SKCTPAKTOB OT BEUIECTB, Memaronmx n3mepenuto [T1AY. YcraHosieHo, 4To MakcCuMalib-
HBIN 3QQPEKT TOCTUTACTCA C UCTIOIBF30BAHUEM TTOCTIEIOBATEIHHO COSTUHEHHBIX KOJIOHOK
C aKTUBHPOBAHHBIM CHJIMKATeJIeM U IIETOYHBIM OKCHJIOM aTIOMHHUS, Ha KOTOPBIE MO~
€TCsl pacCTBOPUTENH CO CKOPOCThIO 10 CM®/MHH.

[To onmcanHo¥ cxeme OblIa MPOBEeHA SKCTpakuus U ounctka [TAY u3 npoO mo-
BEPXHOCTHBIX TOPU30OHTOB MOYB, OTOOPAHHBIX Ha AHTPOIIOTEHHO MPEeoOpPa30BaHHBIX
ydacTkax teppuropuu, oociyxuBaemoit ®MBA Poccrn. M3Bneuenne [TAY npoBommm
B OKCTPAKLIMOHHOM MOJYJIE PLE™. B SYENKY U3 HEPXKaBEIOLLEH CTaIN 3arpy>Kajiu JIMO-
(UIM3UPOBaHHYIO0 HABECKY MPOOBI OYBBI C BHECEHHBIMHU CTaHIapTaMU-UMHUTATOPAMH,
MEUYCHHBIMH CTAOHIbHBIME H30TOMaMu yriepoaa (°C), 1 OCyIIHTeNb THAPOMATPHKC.

IToJTyYeHHBIH SKCTPAKT yIAPHBAIA 10 00beMa | CM> B KOHIEHTPATOPE | TI0JABATH Ha
KOJIOHKH MOJTyJIsl aBTOMAaTH4eCKON O4MCTKH. OYMIIEHHBIN SKCTPAKT COOMPAIH B MPH-
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eMHHKEe KOHIEHTPATOpa, yIaphBali B TOKE a30Ta 10 00bema 0,5 cM’, mepeHoCHIH
BO (prrakoH Mini-Vial ¢ pacTBOpOM MHCTPYMEHTAIBHOTO BHYTPEHHETO CTaH/apTa, KOH-
LEHTPUPOBAIIH JI0 00beMa BHECEHHOTO CTaH/1apTa M MPOBOIMIN H3MEPEHHUS.

M3mepeHre KOHLEHTpallMi aHAIUTOB BBIIOJIHIM XPOMAaTO-MacC-CIIEKTPOMETPH-
YEeCKUM METO/IOM C MPHMEHEHHEM XpoMaTorpada ¢ Macc-CeIeKTUBHBIM JIETEKTOPOM
Agilent 7890A / 5975C.

B Tabn. 1 npencrasiiensl pe3yabTaTsl aHanu3a 1npod noussl (n = 10, § = 0,25), noa-
TOTOBJICHHBIX K H3MEPECHHIO 110 pa3pabOoTaHHONH HAMH METOJIMKE B PYYHOM pexuMe [2]
U C UCTOJIb30BAaHUEM aBTOMATH3HUPOBAHHON CHCTEMBI TIOATOTOBKH MPOO.

[Tosry4yeHHBbIE SKCIIEpPUMEHTAIBHBIE JaHHBIE TIOKA3bIBAIOT XOPOILYK CXOAUMOCTb pe-
3yJIBTATOB aHAIN3A, TIOJTYYE€HHBIX C UCIIOIB30BaHUEM JBYX CIIOCOOOB MPOOOTIOATOTOBKH.

Tabsmuya 1

CpepHue 3HaYeHUs KOHLEHTPaUUii NOSIMUVKIINYECKUX apOMaTUYECKUX YyriieBoA0pPOAOB
B Npo6ax no4B, 0TOOpPaHHbIX HA TeppuTopumn, oécnyxusaemoii PMBA Poccun

OnpenensiemMsiii MonekynsipHas CpepnHee 3HavyeHne maccoBomn gonu, Mkr/kr (n = 10)
KOMMOHEHT macca
noaroToeka npob noarotoeka npo6 B aBToma-
B PY4HOM pexume TU3MPOBaHHOI cucTeme
HadTanuH 128 3,78 2,01
AueHadpTunneH 152 0,11 0,06
AueHadTeH 154 0,03 0,02
PnyopeH 166 5,48 3,75
PeHaHTpeH 178 14,9 21,3
AHTpaLeH 178 2,91 1,46
dnyopaHTeH 202 26,4 17,3
MupeH 202 1,49 0,61
Bens[a]aHTpaueH 228 16,9 17,1
XpuseH 228 2,96 3,27
BeHs[b]dnyopaHTeH 252 3,61 4,70
BeHs[k]-dpnyopaHTeH 252 2,65 2,97
Bens[e]nnpeH 252 10,9 12,4
Bens[a]lnupeH 252 10,4 12,1
MepuneH 252 2,72 1,09
MHpeHo[1,2,3-c,d]nnpeH 276 5,99 7,22
BeH3s[g,h,ilnepunex 276 11,9 10,9
Onbens[a,hlaHTpaueH 278 0,91 0,66

OCHOBHBIE XapaKTEPUCTUKU MTOJATOTOBKH MPOO MOYBHI, HOTYUECHHBIE C IPUMEHE-
HUEM aBTOMATU3WPOBAHHOM CHCTEMBI MOATOTOBKH 1pod ¢pupmbl FMS u ctannapTHoi
MPOOOIIOATOTOBKH, IPUBEICHBI B TA0I. 2.

Tabnuua 2
OCHOBHbIE XapaKTepPUCTUKN NPOLLECCOB IKCTPAKLUN U O4UCTKU NPOG NOYBDI
C MCMNOJIb30OBaHUEM aBTOMaTU3UPOBAHHOW CUCTEMBbI MOJIHO NOArOTOBKM

npo6 TotaI-Rapid-PrepmI U CTaHJapTHO NPO6ONOAroTOBKMU
IKCTpakums FMS Annapat CokcneTa
Bpems akCTpakumm (LLMKIN4eckoe) 60 MUH. 16 yac.
Pacxo 3 160 280

[, PACTBOPUTENS, CM

OYNCTKA SKCTPAKTOB
Bpems 04ncTkm 60 MUH. 8 yac.
Pacxog pacTBOpUTENs, cM’ 430 340
(8o 70% ncnonb3yeTcs B aHanM3e BHOBb)
M3BneyeHne aHannToB, % 70—87 85—95
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Puc. 1. Macc-xpomatorpamma lMAY B npo6ax NoyB C UCNONb30BAHNEM
BbICOKOCKOPOCTHOW aBTOMaTU3NPOBaHHOM CUCTEMbI MOATOTOBKMW NPo6:

1 — HadTanmH, 2 — aueHadTuneH, 3 — aueHadTeH, 4 — dnyopeH, 5 — deHaHTpeH, 6 — aHTpaLeH,
7 — dnyopeHTeH, 8 — nupeH, 9 — 6eHs[alaHTpaueH, 10 — xpuaeH, 11 — GeHs[b]dnyopaHTeH, 12 —
6eH3[k]dnyopaHTeH, 13 — 6eH3[e]nupeH, 14 — 6eH3[a]nupeH, 15 — nepwuneH, 16 — nHae-
Ho[1,2,3-cd]nupeH, 17 — aubeHs[ah]aHTpaueH, 18 — 6eH3[ghilnepuneH

Ha puc. 1 nokazana macc-xpomarorpamma 18 coenunenuii IIAY ouunimennoro
9KCTPAKTa MOYBBI, OJIyYEHHOIO C IPUMEHEHHEM aBTOMAaTHU3UPOBAHHOW CHCTEMBI MO0~
TOBKH TIp00. IIpeioxkeHHbIii crocod OYUCTKU SKCTPAKTOB MO3BOJISIET BBIMOIHATH YI0B-
JIETBOPUTEIILHOE XpOMAaTOrpaUuecKoe pa3esIeHUe aHATU3UPYEMbIX COEIUHEHUN.

Takum 00pa3oM, IPOBEICHHBIE YKCIIEPUMEHTAIBHBIE CCIIEIOBAHUS TIOKA3aId BO3-
MOXHOCTb ITPUMEHEHHs] aBTOMATU3MPOBAHHOM CUCTEMBI ITOJIHOM MOArOTOBKH 1pod To-
tal-Rapid-Prep™ B anamuse ITAY B mpoGax mouBsl. MCIIOIB30BaHIE aBTOMATH3HPO-
BaHHOM cucTtembl B pa3paboraHHoi Hamu Mmetoauke ['X-MC u3mepeHuit MaccoBBIX
noneii [TAY B mpobax moyBsI IO3BOJISIET TIPOBOANTH SKCTPAKITHIO, OYMCTKY, U3BIICUCHHE
IIeJIEBBIX AHAJIUTOB M KOHLIEHTPUPOBAHUE NMPOO, YTO CYLIECTBEHHO CHM)KAET BpeMs
MOJITOTOBKU NMPOO M YMEHBIIIAET PAcX0]l PACTBOPUTEIICH M MaTEpUANIOB IJIsl IPOBE/Ie-
HUS aHaAJIN3a.
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APPLICATION OF THE AUTOMATED SYSTEM
FOR SAMPLE PREPARATION FOR DETERMINATION
OF POLYCYCLIC AROMATIC HYDROCARBONS
BY CHROMATO-MASS-SPECTROMETRY

E.A. Belinskaya, G.V. Zykova, S.Yu. Semenov,
G.G. Finakov

Research and Technical Center of Radiation-Chemical Safety
and Hygiene FMBA of Russian Federation
Shchukinskaya str., 40, Moscow, Russia, 123182

The technique of the analysis of polycyclic aromatic hydrocarbons in soils with application of the

high-speed automated system of sample preparation is developed. Advantages of the automated system
before standard sample preparation are revealed.

Key words: polycyclic aromatic hydrocarbons, high-speed automated system, sample preparation,

chromato-mass-spectrometry.
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