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IKCTPAKIIUA U NOCJVIEAYIOEE ONPEAEJIEHUE
JTAAJKHUJI®TAJIATOB B IIOYBE METOJIOM TI'A30BOI
XPOMATOI'PA®UHA B COUETAHUU C TAHAEMHOH

MACC-CIIEKTPOMETPHUEM

A.B. IInporos, H.I'. TosimaueBa, O.A. lInuryn

(kagpedpa ananumuueckoti xumuu, e-mail: tolmacheva-natali@mail.ru)

IIpeacrasiieH cnocod IKCTPAKIMHA U NMOCHEAYIONIEr0 KOJIMYECTBEHHOTO ONpeIeIeHUs] THATKHII-
¢pranaros (JAP) B mouBe MeTOOM ra3oBoii XpoMaTorpaduu B COYCTAHUM ¢ TAaHIEMHON Macc-
crnekTpoMerpueii. MeToaquka xapakrepusyercs HU3KMMU IpeeaaMi 00HAPYKeHHUS, BBICOKOI
YYBCTBUTEJIbHOCTBIO H CeJIeKTHBHOCTHLIO. [loqo0paHbl onTHMAIbHBIC YCI0BHSA IKCTPAKIHUHA
JA® 13 n104B, Tak:Ke MPOBEICHA OLEHKA BO3MOKHOT0 BTOPUYHOIO 3arpsa3Henus npod JA® npu
HCIOJIB30BAHUN JIAG0PATOPHONH MOCYIbl H XUMHYECKHX PEAKTHBOB U pacnpocrpaHenus JJA® B

mo4Be.

KuaroueBble ciioBa: nuankumiranarsl, ra3oBas xpomarorpadus, Macc CrieKTpOMETPHSI.

Huankmwidranarel (JJAD) — 310 KI1acc coeqMHEHUH,
KOTOpBI€ IMIMPOKO MPUMEHSIOT B KaUeCTBE IUIacTU(HKaA-
TOPOB TIPHU U3TOTOBJICHUH OBITOBOM XUMHUYECKOW U Me-
JUIUHCKOW MPOAYKIMH, CTPOUTEIBHBIX MAaTepuajos,
OJICK/IbI, MUIIEBBIX YIIAKOBOYHBIX MaTepranoB. OHHU 5B-
JSIOTCA MPOAYKTaMHM IPOMBILIUIEHHOTO MPOM3BOACTBA
B OrpoMHBIX Macmitabax. Hampumep, ronoBoit o0bem
MIPOU3BOJCTBA IU(2-3TUiTEKCHI)pTanara, COCTaBIAIO-
it 50% ot obmero nmpousBojacTea JJAD, nocruraer
LSmma T [1].

Bcero nums Bocemp coennnennii JJAD npencraBis-
FOT KOMMEPYECKYIO IIEHHOCTh: aumeTmidranar (JJMOD),
muyTwidranar (I2D), mu-uzo-Oytundranar (HAubd),
mubytundranar (IbD), 6enzunoyrundranar (bbD), nu-
(2-otunrexcun)pranar (JA2T'D), nu-uzo-nonwndranar
(AuH®) u nu-uzo-penundranar (Audd). Isa nocnex-
HUX BELIECTBA MPEICTABISIOT U3 ce0sl CMECh M30MEPOB
C YMCJIOM aTOMOB YIVIEpOJa B AJIKUJIbHBIX 3aMECTUTEIISAX
9 unm 10.

JJA® MoTyT JIeTKO TOMajaTh B OKPYKAIOIIYIO Cpe-
Iy TpU TPOU3BOJACTBE, HCIOIB30BAHUU W CIKUTAHHUH
IIOJIMMEPHBIX MaTE€pUaoOB, U3 MECT 3aXOPOHEHUs IPO-
MBIIIJIEHHBIX OTXOJOB M JaXe IpPU HCIIOJIb30BAHUU
1ab0opaTopHON MOCYAbl U XMMUYECKHX PEaKTHBOB B
xone aHanusa. Hexoropsle JJAD, a Takke MPOAYKTHI
UX pacmaza MOryT BIMATb Ha SHIOKPUHHYIO CUCTEMY
U PEeNPOAYKTUBHYIO (DYHKIHIO MICKOMUTAOMUX. M3-3a
X TOKCUYHOCTH U HEraTWBHOTO BIMSHHS Ha 370POBbE
YeJoBeKa U MJIEKOMUTAIONUX ObUTH YCTaHOBIEHBI HOP-

maTuBbl 110 JIAD B mpupogHbIxX 00pas3nax, B 4aCTHOCTH,
B noyBe. Hu3kue nomycTuMble KOHIEHTPAUK TPEOyoT
CO37aHUSI YYBCTBHUTEIBHBIX M BBICOKOCEIEKTUBHBIX
MetonoB omnpeneneHust JAD® B mpuponHbIX 00bEKTax.
Jannas paboTa mocasmieHa MoucKy Mmoaxo/sIero pac-
TBOopUTENs Npu FKcTpakuuu JJAD u3 mous, UX cejek-
THUBHOMY M BbBICOKOYYBCTBHUTEJIBHOMY OIPEIEICHUIO
meTonoM [I'X—MC/MC, orieHKE BO3MOXKHOTO BTOPHY-
HOro 3arpsi3HeHus npoO JJAD mpu HCHOIB30BaHUU
71a060paTOpHON MOCYIAbl U XMMHUYECKUX PEAKTHBOB, a
Takke pacnpocrpanerue [JAD B mouyBe MOCKOBCKOTO
peruoHa.

s HexoTopbix JIA®D ObLIM yCTaHOBIICHBI™ CIemy-
IOLUE Ipeleibl JOIMYCTUMbIX KOHLUEHTpAaLUi B IIOYBE,
MKr/kr: 20 (AM®), 70 (A2P), 1130 (Bb®D), 80 (ABD),
4350 (A2T'd) u 1200 (JOD) [2].

Kanunnspuas razoBas xpomartorpadusi ¢ Macc-Crek-
TPOMETPUYECKUM JIE€TEKTUPOBAHUEM SIBIISIETCS, BEPOSIT-
HO, HanOoJjee 1eeco00pa3sHbIM METOIOM OTPEIEIICHHS
JA®. Ilpu npoBeneHUU aHAIU3a UCIOJIB3YIOT Pa3HbIC
KallMJUIApHBbIE KOJOHKH, CUCTEMBI BBOJA U JETEKTOPHI.
OOBIYHO MPUMEHSIOT KOJIOHKH, MOKPBIThIE HETOISPHON
HETOJBWXKHON (pa3oi  (MONMIMMETHUIICUIIOKCAHBI  HJIH
MOMTUMETHI(ECHUIICHIIOKCAHBI) 32 CYET Yero yayd4llaeT-
cs1 pasznenenue [3, 4]. [Ipu paboTe B yCIIOBUSX BBICOKOU
TEeMIIEpaTypbl U MaJIEHbKON CKOPOCTHU IIOTOKA UCIIOJIb3Y-
0T TIOJIIPHBIE HEMOBMKHBIE (Da3bl, TAaKME KaK IOJIUITH-
neHrukonb [5]. [Ipumeps! ucnonszoBanus metona I'X—
MC B nouBe npeJicTaBieHbI B Ta0M. 1.

*[lemapTaMeHT 1o 3amuTe okpyxaromeii cpest, Horo-Mopk, CIIA, 1994 1.
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Tabnuual

IIpumepsl HCNOIb30BaHNs Ta30B0ii xpomarorpadguu npu anaiause JAD

B IIO4YB¢

aHajaus3a

YenoBust MPOBEAEHUS XPOMATOT pa(hUIECKOTO

[Ipenen
oOHapyXeHN,
MKTI/KT

Jluteparypa

IIOTOKa

Komonka DB-5MS (30 mx0,25 MM, ToNImuHA
mieHky 0,25 MKM), Ta3-HOCUTEIb — TSI,
CKOPOCTH MOABMKHOM (ha3bl 0,8 Mi/MuH,
TpaJMeHTHOE TIOMPOBAHUE, PEIKUM O€3 ICICHUS

1-1630 [2]

IIOTOKa

Kononka DB-5MS (30 M%0,25 MM, ToImmuHa
wieHku 0,25 MKM), Ta3-HOCHUTEIIb — TeJIHA,
CKOPOCTH MOJBMKHOM (a3bl 1,2 Mi/MuH,
TPaJMEeHTHOE TFOMPOBAHUE, PSIKUM O€3 JICTCHUS

68-135 [3]

CKOpPOCTH MOJBIXHOM (a3bl 1 Mi1/MuH,

IMOTOKa

Kononka HP5-MS (30 mx0,25 MM, TonmmHa
rieHkH 0,25 MKM), ra3-HOCUTEIb — Tellnui,

TpaMeHTHOE DIFOUPOBAHNUE, PESKUM 6e3 JeTCHUs

190-1130 [5]

JCJIICHUS ITOTOKa

Komonka HP5-MS (30 mx0,25 MM, TosmuHa
meHkd 0,25 MKM), Ta3-HOCUTEIb — TeJIni,
CKOPOCTH MOABIKHOM (hazbl | MI/MuH, pexxuM 6e3

100-1000 [6]

KBanpynosnbHbIil Macc-aHaIn3aTop 00ecredynBaeT J10-
CTaTOYHYIO0 YyBCTBHUTEIBHOCTh MPU PETUCTPALIUU Macc-
CIIEKTpa I10 BbIAEICHHBIM HOHAM, [P MOHU3ALIUHU JIEK-
TPOHHBIM YZIapOM caMasi JIy4Iias 4yBCTBUTEIbHOCTb, 110-
nyuenHas st JJAD, cocrasnser 1-10 nir B ipo6e. B cBs-
3" ¢ HajauuueM B cMmecu JIAD uzomepo (Aul' ®, uHD
u JluJI®) ayBCTBUTENBHOCTD, KAK MPABHIIO, HA MOPSIOK
ke (10-50 nr). OcHoBHOI HOH (m/z = 149) o6Opazyer-
Csl TIPY OTUICTIIICHUH AJKWJIBHOM IPyNITBI B 00pa30BaHUN
(dypanoBoro xonblia. Bropoit Hanbomnee BaKHBIM HOH ¢
m/z = 279 oOpa3yeTcsi MpH OTIICTUICHUN OJTHOW aJIKHITh-
HOM Tpymniibl. ITOT HOH sl Kaxaoro JA®D pasHelid, u
9TOT (HaKTOp MOXKHO HCIOJIB30BaTh JIsi KA4eCTBEHHOTO
00OHapy>KeHHS UCCIIeTyEeMbIX COEANHEHUH.

OnnuMm u3 HemoctarkoB Metoga ['X—MC sBusercs
HCKa)KEHUE CIIEKTpa BEIIECTBA 3a CUET MPUMECEH, MpH-
CYTCTBYIOUIMX B oOpasie. Bo3HUKAIOT JHUIIHWE THUKH,
Nopoil BechbMa WHTEHCHBHBIE, OCOOCHHO €Clii IIeTy-
4eCTh NMPUMECH OOJbIIe, YeM JEeTy4eCTh OCHOBHOTO
KOMIIOHeHTa. Msrkue metoasl monuzamuu (XU, 11,
ANEKTPOPACTIBUICHUE) XapaKTEePU3YIOTCSI WHTEHCHUBHBI-
MU [IMKaMH MOJIEKYJIIPHBIX MOHOB, OJIHAKO OTCYTCTBUE
(¢parMeHTanuu 3aTPyAHSIET YCTAaHOBJICHHE CTPYKTYPHI
coenrHeHnd. OIHUM U3 BApUAHTOB PELICHUS STUX MPO-
O5eM MOXET CTaTh MCIOJIb30BAaHUE METO/Ia TaHACMHON
macc-cnektpomerpun  (I'X-MC/MC), obnanaromiero
XOpouleil 9yBCTBUTENIBHOCTBIO. DTOT METOJ JOCTaTOYHO

HOBBIN, 1 17151 onpenenenus JAD ero Hayanu NPUMEHSTh
COBCEM He/laBHO. B mnmreparype OTCYTCTBYIOT CBEAEHHS
o onpeaeneHuto 3TuM metogoM JJAD B paznuyHbIX mpH-
POIHBIX 00pa3Iax, B YaCTHOCTH B ITOYBAX.

JKCNepuMEHTAJIbHAS YaCTh

B xoie paboThI HCTIOB30BAIH CIICAYIONINE PEAKTUBBI:
JIM®, 15®, Tub®, JIb®, bbb, I2I'®. [{ng Bcex co-
SAVMHCHHI CONEep KaHNe OCHOBHOTO KOMITOHEHTa > 98%,
npousBoacTBO TCI Europe nv, benbrus).

DKCIEpUMEHTHI TPOBOJMIM HAa Ta30BOM XpOMATO-
rpade «Agilent 7890A», cHaOXeHHOM aBTOMAaTHYe-
CKMM ycTpoiicTBoM BBoAa mpoObl «AgilentGCSampler
80» u TaHAEMHBIM Macc-criekTpomeTpoM «Agilent 7000
GC/MSTripleQuad» («AgilentTechnologies», CIIIA).
COop naHHBIX U 00pabOTKY XpOMATOTPaMM MTPOBOIMIN
C TOMOTIBIO MPOTrpaMMHOTO obecneueHus: MassHunter
(«AgilentTechnologies», CILIA). Mcionb3oBanu KOJIOH-
ky HP-5MS (30 mx250 mxmx0,25 MKM), MoaBUKHAs
(aza — renwif, CKOPOCTh TMOTOKA DIIIOCHTA | MII/MUH.
O06bem BBOAMMOM poOsI 1 Mk, TemmeparypHbIii Tpa-
nueHt: ¢ 40 o 130°C co ckopocthio 30°C /muH, ¢ 130
10 250°C co ckopocthio 5°C/muH, ¢ 250 mo 300°C co
ckopocteio 10°C/muH.

s orbopa anMKBOT HCIONB30BAJIM aBTOMaTHUe-
CKHE JI03aTOPHI C TUarna3oHaMH YCTaHOBKH OTOMPaeMOro
oobema B mHTepBanax 10-100 mxi, 20-200, 100-1000,
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1000-5000 MK COOTBETCTBEHHO (ITpeest JAOIMYCTUMON
OTHOCHUTETIPHOM TOTPENIHOCTH HU3MepeHuss He Ooiee
+5%, «Labmatey, [lonbmia).

B3BemmBanue TOUHBIX HABECOK MPOBOMIH HA BECaX
«ExplorerPro» («OhausCorporationy, CIIIA), TounocTh
kotopsix cocrasisia 0,0001 r. s uenTpudyruposa-
HHSI 00pa3IoB MCIOJB30BaIH HEHTpUPYTY «CM-50%»
(«Elmi», JlatBust). LlenTpudyrupoBanue OpoBOAMIN
npu 16 000 06/muH. Iy OCyHIECTBICHUS YIbTPa3BY-
KOBOM JKHMJKOCTHOM ODKCTPAaKIUN TNPHUMEHSIIN YIbTpa-
3BykoByl0 BaHHY «Y3B» (IIK® «Candup», Poccus).
N3mepenune pH pactBopoB mpoBoguiau Ha pH-merpe
«PB-11» («SartoriusAG», ['epmanus).

Hns n3nedenus JJAD w3 modB TOYHYIO HABECKY
MOYBBI TMOMEUIATM B KOHUYECKYIO ILIOCKOJAOHHYIO
koyi0y oObemoM 150 mur. JobGaBisiu HeoOXOoaUMOE
KOJIMYECTBO PAcCTBOpPUTENS U OCTaBisid Ha 30 MUH.
[Momemanyu kon0y Ha yIbTPa3ByKOBYIO OAaHIO U OCTaB-
75U epemMemnBaThea B Teuenue 30 muH. OTOUpanu
HEOOXOMMOE KOJIMYECTBO pacTBOpa B MPOOUPKY U
neHTpudyruposanu 3 MuH. 3aT€M OCTOPOKHO MEPEHO-
CWJIM YHCTBHIM PacTBOP B YUCTYIO MPOOHMPKY U eIme pa3
neHTpudyruposanu 3 MUH.

Pe3yabrarhl 1 UX 00CYK/IeHHE
Buioop pacmeopumensn 0isa onpeoeneHus
JAD 6 nouse

I'maBuBIC CJIO’)KHOCTH, KOTOPBIC BOSHUKAIOT HA CTAa/IUU
HpO6OHOIlFOTOBKI/I I[MOYB 3aK/IIOYArOTCd B CICAYIOLICM:

HETIOJTHOTa M3BJCUYCHHUS, MOCTYIUIEHHE B Mpoly Mera-
IOLMX KOMIIOHEHTOB W3 MaTpul, pa3pylICHUuE U MOTeps
BEIIEeCTBa pU MpodonoAroroske. O4eBUIHO, YTO BEIOOD
yCJa0BuUH mpoBeaeHus dKcTpakiuu JJAD u3 nous sBIsSET-
Cs1 BXKHBIM 3TAIlOM aHaju3a. ONTUMalbHbIN 3KCTpareHT
JIOIDKeH 00J1a1aTh CIIOCOOHOCTBIO M3BJIEKATh OMPEAes-
embie JIAD u3 o0pa3nos, He MelaTh XpoMarorpaduue-
CKOMY pa3/IeJICHHIO, a TaKXkKe JIOJDKEH OBITh UNCTHIM U HE
conepxats npumeceit JAD.

B nannoii pabore mpoBeJeH CpaBHUTEIHHBIM aHa-
JIU3 TaKUX SKCTPAreHTOB, KaK alleTOHUTPUII, METaHOJ
u 3TaHos. B kauecTBe 00pa3oB HMCCIETOBAHUS HC-
HOJIb30BAJIM TPU PA3IUYHBIX THUIIA MOYB: IECOK, TOPP
u rmuay. Ot6upanu mo 2 r odpasma U K KaKIOMY J0-
oapmanu 1mo 250 mxn JM®, bBB® u JADI'®. Ilocie
4yero J00aBIsiiM pacTBOPUTENh TaK, YTOObI KOHEYHAs
KOHILIEHTpalnus BBeJeHHBIX [JAD B mouBe cocraBmia
5 MKI/T. DKCTpaKIHIO MPOBOJIMIA HA YIBTPa3BYKOBOM
Oane B Teuenue 10 mun. st kaxkaoro odpasiia MOYBEI
U pacTBOPHUTEISI OBUIO MPOBEACHO MO TPH Mapalieib-
HBIX OIIBITA.

Ha puc. 1 npencrasiieHsl AuarpaMMbl CPaBHEHUS pa3-
JUYHBIX pacTBOpUTENel npu skcTpakunu JJAD u3 necka
(st iHBL ¥ TOpha 3aBUCUMOCTH aHaJI0ru4Hbl ). Claenan
BBIBOJI, YTO AlIETOHUTPHI SBJIETCS Hanbosee Mmoaxons-
M pactBoputeneM. /s Becex JAD koshdummenT sxe-
Tpakuuu mnpessimaet 90%.

Oxcrpakiuio JAD® U3 mMoyB alleTOHUTPHUIIOM MPO-
BOJWJIN B YyJIbTPa3ByKOBOW BaHHE B Teuenue S5, 10,

R,%
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Puc. 1. 3aBUCHUMOCTS CTEeTIeHN U3BIeUCHUS dKCTpaknuu JJAD aneTOHUTPHUIIOM, STAHOJIOM
M METAHOJIOM U3 IECYAHON ITOYBBI
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15, 30, 45 u 60 mun. Ilocnenyromuii ananu3 npo- JA®D c pa3HbIMH KOHIEHTPAIUSMU M AHAJIM3UPOBAIH
BOIWJIM METOAOM Tra30Boil Xxpomarorpapmm ¢ wmacc- MertogoM I'X-MC/MC. Peructpanmro JJAD npoBoguian
CHEKTPOMETPUUECKUM JICTEKTUpOBaHHEM. Pe3ynbraTbl 10 MOHHBIM mapam (talim. 2 ).

MpeACTaBJICHBI HA pUC. 2. I/ICHOJ'H:BYSI IMMOJIY4YCHHBIC JaH-

Ha ocuoBanumn MMOJTYYCHHBIX JaHHBIX, MPUBCACH-

HbIC, MBI BRIOpAII ONTUMAIILHOE BPEMS IKCTPAKIUK, KO- HBIX B TaOiu. 3 W Ha puc. 3, MOXKHO CJIeJIaTh BBIBOJ
Topoe coctaBmwio 30 MuH. YBenm4eHHE BpeMeHH 3Kc- 0 ToM, uto Meron [ X-—MC/MC mno3BomsieT DOCTH-
TPaKIMA HE UMEET CMBICIIA, TaK Kak IpPU 3TOM HE yBe- TarTh B 2—3 pasa OoJjiee HU3KHE MpEIesibl 0OHapyxKe-
JTUYHBaeTCs ee 3PPEKTUBHOCTh. MBI TaKXKe ONPEACIWIM  HUA 10 cpaBHeHHIO ¢ MeTtoaoM ['X—MC. OrmedeHbI
3aBUCUMOCTH 3(PPEKTUBHOCTH FKCTpakiuu JJIAD u3 mo- JIydinass CEIEKTUBHOCTb M IIOJHOE OTCYTCTBHE Me-
YBBI OT 0ObeMa pacTBopuTess. Ha OCHOBE MOMyYeHHBIX  IIAIOIIETO BJIMAHHUA APYIMX KOMIIOHEHTOB MaTPUIbI.
pEe3yNbTaToB CleNaH BbIBO, uTo 30 MJI pacTBopuTesss — BOCIPOM3BOAMMOCTE METOJOB IPUMEPHO OAMHAKOBA.

00beM, JIOCTATOYHBIH JIs TOJIHOM dKcTpakiuu JIAD u3 2

Pesynbrarel ananuza mouB MockoBckoW oOn. mpen-

r nouBsl. J{anpHeiinee yBeanueHne oobeMa pacTBOpUTe-  CTaBJICHBI Ha puc. 4, e nokasaHo cozpepkanue JIAD
Jis HE IMEET CMBICIIA, TaK KaK IPH 3TOM KOJIM4eCTBO 9kc- B 11 oOpasmax. Kak BUIHO M3 quarpaMmsl, B 4ETBIPEX
tparupyembix JIA® He yBenuuuBaercs, a mpoucxoaut obpasuax (1100099, 1100103, 1100105, I100106) conep-
TOJILKO pa30aBiieHUE MPOOHI. skaHue JIb® mpeBhIIaeT YCTAHOBIEHHBIE HOPMBI. JTO

Ananuz I'X-MC/MC

I[J'ISI OIIPCACIICHUA XapPAKTCPUCTUK IMPCATIOKCHHOT'O

CBsI3aHO ¢ TeM, 4T0 JIb® mupoKo UCIONb3YETCs B MPO-
MBIIJICHHOCTH KaK IDIaCTH(HUKATOP, a Ha TEPPUTOPUH
0TOOpa Mpod HAXOAUTCS JIAKOKPACOUHBIN 3aBOJ U 3aBOJ

noaxona (Tpeaen oOHApYKEeHHUs, AUANa30H Ompejeisie- MO MPOU3BOJCTBY MPOJAYKTOB U3 PE3UHBI, a TAKKE CBAJIKA
MBIX KOHIICHTPAIU{ ¥ T.J.) TOTOBHIIM CEPUIO PACTBOPOB  OBITOBBIX OTXOJOB.

120
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Bpewms, MuH

Puc. 2. 3aBucumocts crenenu u3pieueHus JJAD aneToHUTPUIOM U3 TOYB OT BPEMEHU SKCTPAKIINH.
1 -IM®, 2 - 12D, 3 — Iub®, 4 — 16D, 5 — BbD, 6 — A2I'®

Tabnuia 2

Perucrpauus JAD no moHHBIM napam

JAD | M | hileTN | Jlub®

JIBD | BB® | JIDTd

m/z ‘ 169/77 ‘ 149/93 ‘ 149/93 ‘ 149/121 ‘ 149/65 ‘ 149/93 ‘ 149/65 ‘ 149/93 ‘ 149/65 ‘ 149/93 ‘ 149/65 ‘ 149/93
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VIHTEHCHBHOCT CUrHaNa, y.e. x 102
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Puc. 3. Xpomarorpamma sxctpakra JJAD u3 moussl, noaydennas metogom [ X—MC/MC. Komonka HP-
SMS (30 m x 250 mxMm x 0,25 mxm). [TogsmxHas dasza — renuii, CKOpOCTh MOIBMKHOM (a3bl 1 Mi/MuH.
Temmneparypusiii rpaguent: 40°C — 30°C/muna — 130°C — 5°C/mun — 250°C — 10°C/mun — 300°C.

Bpems, MuH

Muxu: [ — IM®, 2 — 1D®, 3 — uBd, 4 — IBD, 5 — BB®, 6 — ]DTD

Tab6numa3l

MertpoJiornyecKue XapaKkTepucTUKH onpenejenus JA® B nouse MeTogaMu
I'X-MC u I'X-MC/MC (n =3, P=10,95)

I'Xx-MC I'X-MC/MC
Coenunenue penen npenen
r oOHapyKeHUs, s, r oOHapykeHus, | S,

MKI/KI MKI/KT'
MO 0,9991 90 0,05 |0,9991 60 0,05
A0 0,9993 105 0,05 |0,9991 45 0,05
Jlub® 0,9987 120 0,05 | 0,9983 30 0,03
JBD 0,998 135 0,06 | 0,9979 30 0,04
bb® 0,9972 480 0,07 |0,9976 165 0,04
JoT o 0,9972 150 0,05 |0,9977 60 0,03
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Puc. 4. Berbopounast orieHka pacnpoctpanenus JJAD B mouBe MockoBckoro peruona: [ — IM®, 2 — JIDD,
3 — Iub®, 4 — 1B, 5 — Bb®, 6 — 12T D

Conepxanune JTAD, MKr/mia

Hocuxk (15 ¢) [Tpobupka (30 MuH) [Tpobupka (1 cyT)

Puc. 5. KonndectBo skcTparupyeMsix aneToHuTpriioM JA® u3 Hocuka 103atopos (Ha 100-1000 mxir)
W TUTacTUKOBOU mpobupku tumna «Eppendort» ma 2 mm: [ — IM®, 2 — 1@, 3 — ub®, 4 — 1D, 5 —
Bb®, 6 — 19T D
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OuyeHKa 603MOHCHOCIU 6MOPUYHO20 3A2PAZHEHUA
JAD obpa3zya npu ucno1b306aHuu 1a060pamopHo2o
000py00sanua2 u peakmugos

Basxnoii npobnemoii npu ananuze JAD sBnsiercs 3a-
Ips3HEHNE UMH 00pasiia B mporecce MpoOOmoArOTOBKH
1 Xxpomarorpaduueckoro ananuza. M3-3a mmpoxoro pac-
npoctpaneHus JJA® B NpOMBIIIJIEHHOCTH U IPYTHX 00-
JacTsAX OHU IIPUCYTCTBYIOT HE TOJIBKO B BO3/yX€E, BOAE U
MOYBE, HO M B PA3IMYHBIX PACTBOPUTEIISAX U IPYTUX XH-
MUYECKUX PEaKTHBaX, a TAKKE B MaTepualiax, U3 KOTo-
PBIX M3TOTOBIIEHA J1JAOOPATOPHAs TOCY/A.

B pabore wuccnemoBanu BO3MOKHOCTH ITOTIAIAHUS
JJA® u3 mnacTukoBO# 1ab0paTOpHOU MOCYIbI MPH UC-
NOJIb30BAHNUU  CIEYIOLIUMX PpacTBOPUTEIEH:  alero-
HUTPUJI, METAHOJ, 3TaHOJ M JdTHiauerar. B skcnepu-
MEHTE HCIOJIb30BAIM IJIACTUKOBYIO MPOOHPKY THIIA
«Eppendorf» (2 mi), B KOTOpyt0 100aBIISLTH OIMH U3 pac-
TBOpUTEJNIEH M OCTaBIISIIM Ha HEKOTOpoe Bpems (15 mun
u 1 cyT), Tociie 4ero MpoBOIMIM XpOMaTorpaduiecKuii
aHaJIN3 PacTBOPUTENS. AHAIOTUYHO NMPOBOJAMIN aHAIU3
HOocHKOB Ji03aTtopoB (100-1000 mxi), B KOTOpble OTOM-
pajin pacTBOpUTEIb B T€UEHUE 15 ¢, 3aTeM MPOBOAUIU
XpomarorpauuecKuii aHaInu3 PacTBOPUTEIIS.
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EXTRACTION AND SUBSEQUENT CHROMATOGRAPHIC DETERMINATION
OF DIALKYLPHTHALATES IN SOILS BY GC-MS/MS

A.V. Pirogov, N.G. Tolmacheva, O.A. Shpigun

(Division of Analytical Chemistry)

A technique of extraction and the subsequent quantitative determination of dialkylphthalates in
soils is presented by a method of a gas chromatography - tandem mass spectrometry. The method
is characterized by low detection limits of the detection, high efficiency and sensitivity. Optimal
conditions for the extraction DAP from soils was found. An estimation of the possible secondary
pollution of DAP — containing samples from the laboratory ware, chemical reagents was done.

Key words: dialkylphthalates, gas chromatography, mass spectrometry.
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