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AHHOTaUuA

IMpeanoxeH razoxpoMaTtorpaduyeckuii METOA OIpeIesieHHs MOJUXJIOPHUPOBAHHBIX POU3BOTHBIX
¢deHoma mnocie epUBATH3ALMH AHTHIPUIOM MOHOXJIOPYKCYCHOW KHCIIOThL. PaccMOTpeHsl (akTopshl,
YBEIMUYMBAIONINE HAAEKHOCTh HACHTH(DHKAIIMK aHATUTOB B MpoOaxX peallbHbIX OOBEKTOB: BBIOPAHBI H
000CHOBaHBI 3HaYCHUS PH CpeIbl A1 SKCTPAKIIMK U PEIKCTPAKIMH, TPOBEICHO COMOCTABJICHUE PE3yIbTATOB
MaCC-CICKTPOMETPUYCCKON HMICHTH(OUKAIUN JICPUBATOB C TCOPCTUYECKAM pPACYéTOM COOTHOIICHUS
WHTCHCUBHOCTEH JIMHUN B U30TOITHOM KJIACTEPE MOJCKYJISIPHOIO HOHA, MIOJ00paH BHYTPECHHHUN CTAHIAPT JJIs
ra3oxpomarorpa(guyeckoro paseicHuss MOHOXJIOPALETATOB MOJIUXIOP(PECHOIOB.

KaioueBbie ciioBa: nonuxjiopdeHosl, qepuBatusanusi, razoas xpomarorpadpus (I'X), xpomaro-
macc-crekrpomerpus (I’ X-MC)

A gas chromatographic method for determination offyghlorinated phenols after derivatization
with monochloroacetic acid anhydride was proposduk factors that increase the reliability of anadyt
identification in real samples were considered:\@tues for extraction and re-extraction were selkend
proved, a comparison of the results of mass-spmetiric identification of derivatives with the thetical
calculation of the intensities ratio of lines iretisotopic cluster of the molecular ion was caroet| internal
standard for gas chromatographic separation moaozdntetates of polychlorophenols was selected.

Keywords: polychlorophenols, derivatization, gas chromatpgya(GC), gas chromatography with
mass-spectrometry (GHIS)

BBegeHue

®enon u ero MMPOU3BOAHLBIC B MPUPOAHBIX, CTOUYHBIX U IMAUTHCBLIX BOAAX ABJISIFOTCA
HIMPOKO PACIPOCTPAHEHHBIM OOBEKTOM H3YYCHHUs YK€ UIMTENbHOE Bpems. B crmcke
NPUOPUTETHBIX 3arPs3HAIONIMX BEIIECTB MOJUXJIOPPEHONBI CTOSIT HA OJHOM M3 INEPBBIX
MECT, 4YTO OOBSICHSIETCS OOJbIIMM OOBEMOM HMX MHUPOBOTO TPOU3BOJACTBA. | J1aBHas
OIMACHOCTh MOJTUXJIOP(HEHOIIOB I OKPYXKAIOMIEH Cpeibl U YeIOBEKa COCTOUT B TOM, UTO
MpU KOHJICHCAIIMM ABYX JIIOOBIX MOJIEKYJ TMOJUXJIOP(GEHOIOB BO3MOXKHO OOpa3OBaHHE
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Ype3BhIYAITHO TOKCUYHBIX KCEHOOMOTHUKOB — MOJMXJIOPUPOBAHHBIX AUOEH30-71-AMOKCUHOB
u nubenzodypanos, [1/IK koTophix B 10°-10° pa3 MEHbIIIE, YEM UCXOIHBIX BEILECTB.

AHamu3 (QeHolla W €ero MPOU3BOJHBIX MPEACTABISIET COOOM  CIIOXKHYIO
AQHAJTUTHYECKYIO 3a7ady. DTO O0OYCIIOBJIIEHO 4Ype3BblYaifHO Hu3kuMU 3HaueHusmu [1J1K,
TpeOyeT NPUMEHEHHUs] BBICOKOUYBCTBUTEIBHBIX METOJOB HUX OIpENEiIeHHUs] Ha CTOJb
HU3KOM YPOBHE KOHIICHTPAIIHi, a TAK)KE MX BBICOKOW TUAPOMUIHLHOCTHIO H CBS3aHHBIMH C
3TUM TPYAHOCTSIMH TpH KOHLEHTpUpoBaHUU. Hanbonee nHpOpMaTUBHBI MpH aHaIU3E
MHOTOKOMIIOHEHTHBIX CMeceil XpoMaTorpaguueckue MeToAbl. (s JOCTHUXKEHHUS HU3KHUX
MPEIEIOB ONPEIEICHUs XJIOPHUPOBAHHBIX (DEHOJIOB B BO/IE TPeOyETCs UX MPeIBAPUTEIbHOE
KOHIICHTPUPOBaHWE W XUMHUYecKas Moaudukamuss — pepuBaTu3anus. HawnOomnee
pacnpoCTpaHEHHBIM BapUaHT AalleTUIMPOBAHUS CHJIBHO OrpaHWYEH B NPUMEHEHUU Ha
MpaKTUKE MO MPUYMHE MPUCYTCTBUS YKCYCHOTO aHTHPUJIA B CIIUCKE TIPEKYPCOPOB.

Ilens manHO#M pabOTHI ObLTA B IPOBEACHUH Ta30XpoMaTorpaduuecKoro pa3acieHus
NOIUXJIOP(EHOIOB TIOCTIe IepUBATU3AIMU AHTUIPUIOM MOHOXJIOPYKCYCHOM KHCIIOTHI.

OKCnepuMeHT

B pabote npumMeHsiiin 06pasisl BEMIECTB NOIUXIOP(PEHOIOB B MOHOXJIOPYKCYCHBIH
anruapua  mpousBojactBa (upm  Supelco, Aldrich, Sigmau Riedel-de Haenwumm
rocyaapctBeHHble crangaptHeie oopasipl (['CO): 2,4-muxnopdenon (2,4-0XD), 99,0%
(IT'CO 7198-95); 2,5auxnopdenon (2,5JXD), 98,0%; 2,3guxnaopdenon (2,3J[XD),
98,0%; 2,6auxinopdenon (2,6-1XD), 99,0%; 3,4auxnopdenon (3,41XD), 99,0%; 3,5-
nuxiopdenon (3,5JXD), 99,8%; 2,4,6spuxmopbenon (2,4,6TXD), 98,0% ['CO 7103-
94); 2,4,5spuxnopdenon (2,4,5TXD), 99,0%; 2,3,5puxnopdenon (2,3,5TXD), 97,9%;
2,3,6apuxmoppenon (2,3,61XD), 99,6%; 2,3,depuxiopdenon (2,3,4TXD), 99,0%;
3,4,51puxnoppenon (3,4,5TXD), 99,4%; 2,3,5Gerpaxmopdperon (2,3,5,6TeXD),
99,9%; 2,3,4,5erpaxmopdpenon (2,3,4,5TeXdD), 99,9%; 2,3,4,Gerpaxiopdenon
(2,3,4,69eXD), 99,3%; nenraxnoppenon ([IXD), 98,0% [CO 7102-94)u anrumpun
MOHOXJIOpyKcycHOM kucioTel, 97,0 %. Mcnonp30Bamu pacTBOPUTENH W SKCTPAreHTHI
OTEYECTBEHHOTO MPOM3BOJICTBA MOCJIC OUUCTKHU JIBYKPATHOU MEPETOHKOM.

['azoxpomarorpadmyecknii aHadN3 BBIIOJHIIM Ha Ta30BOM Xpomatorpade
«Kpucramr 2000M» (BAO CKBb «Xpomatsk», Poccusi) ¢  3IeKTpOHO3aXBaTHBIM
nerekropom (D3]1) ¢ kBapieBoi KamwuispHoi kosioukoi HP-5 (Agilent Technologies,
CIIA) ¢ nenonsmxkHOU (azoit 5%-mudpennn-95%-numernnnonucunokcanom anuaoi 30
M, BHyTpeHHUM pauameTrpoMm 0,25 MM u tommmHOM mi€HKM ¢a3er 0,25 mMxm. Pexum
xpomarorpada ans aHanM3a MOJUXJIOPPEHONOB B BHJE MOHOXJIOPAIETaTOB OBLI
CIIeAYIONIMIA: Temmeparypa ucrapurens (nmxekropa) 260 T; remneparypa aerekropa 280
°C; ra3-HOCHTENbh BOJOPOJ CO CKOPOCThIO 2 eMS/MuH npu aenenun mortoka 1:5. J{ms
aAHAJTU3UPYEMbBIX MOHOXJIOPAIICTATOB TMOJIUXJIOP(EHOIOB HAWJIYUIEEe pa3eliecHue ObLIO
JIOCTUTHYTO TIPH CJICYIONIEM POrpaMMHUPOBAaHUU TEPMOCTaTa KOJIOHKH: HaunHas co 100
°C remnepatypy yBerauuuBanu 10 220 T co ckopocthto 8 °C/mun. OO1iee BpeMst aHaIN3a
coctaBmio 15 MuHYT.

Xpomaro-Macc-CrieKTPOMETPUYECKAN ~ aHAJIW3  BBINOJHSUIA  HA  ra30BOM
xpomarorpade ¢ Macc-ceaekTHBHBIM JeTekTopoMm Agilent Technologies 6850/5975€
KBapleBod KamwuisipHod koioHkod HP-5MS  (Agilent Technologies,CIIIA) ¢
HenoABMXKHOW  dazoit  5%-mudennn-95%-numernnnonucunokcanom amuHoit 30 M,
BHyTpeHHUM pauamerpoMm 0,25 mm u TommmHoM 1uiéHkm Qasel 0,25 mrM. Pexum
xpomarorpada g aHaIM3a TOJUXJIOP(EHOJIOB B BHJE MOHOXJIOPAIETAaTOB OBLIT
CIICAYIOLIMIA: TeMIlepaTypa TIepexoAHoi B neTekrop 30HbI (uHTEepdeiica) 280 T;
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temneparypa ucrapurens (umkektopa) 250 T; B kauecTBe ra3a-HOCUTEIS UCIIOIB30BAJICS
requid co ckopoctero 1 cM>/MuH npu nenenun moroka 1:10. Temmeparypy KOJOHKH
IpPOrpaMMHUpPOBAIM  aQHAJOTUYHBIM  BbIIIE  NpUBeAEHHOMY  obOpazom.  Macc-
CTIIEKTPOMETPHUYECKOE JIETCKTHPOBAHUE BBHIMONHAIM B pekuMe ckanupoBaHus (SCAN)
nuarnazona macc 40-350a.e.M. 1 peTUCTPUPOBAIH XPOMATOTPAMMEI T10 TTOJTHOMY HOHHOMY
toky (TIC). Hdns pacmmppoBKHM M HISHTU(PHKALUU MAacc-CHEKTPOB HCIOJIb30BANIACH
o6ubmuorexka NIST 2008.

I'panyupoBo4HBIE pPACTBOPBI MOMUXJIOPPEHOIOB TOTOBHIN OOBEMHO-BECOBBIM
METOJ0OM, a TpoObl BOABI ¢ g00aBKaMH — OOBEMHBIM METOJOM, OTHOCHUTEIHHBIC
MOTPEIIHOCTH TMPUTOTOBIIEHUST He TpeBbimmanu 4%. V3BieueHne M KOHIICHTPUPOBAHUE
XJIOPUPOBAHHBIX (DEHOJIOB MPOBOJMIN SKCTPAKIMEN TOIYOJIOM U3 IpoOsl BoAs! npu pH 2.
[IpoBeneHue cTaguu JAepUBATU3ALMU POBOJUIN COTJIACHO MPOIEAype, OMUCAaHHON B [1]
MOCPEACTBOM AI[MJIMPOBAHMS AHAJUTOB B TOJYOJI€ AHTHIPHUIOM MOHOXJIOPYKCYCHOM
KHCJIOTHI ¢ J00aBlieHHEeM TpUATWIaMuHa (katanu3arop). Cxema peakiuu aliInpOBaHUsI
IpU JepUBaTU3AlMK [IPUBEIeHA Ha pucyHke 1.

CKOHIICHTPUPOBAHHBIN IKCTpakT (00bEMoM 200 MM°) aHAIM3UPOBAIN BBEICHHEM
1-2 mv® B UHXKEKTOp Xpomatorpada. OOpabOTKy W KOJWYECTBEHHBIE PACUETHI IO
XpoMaTorpaMMaM MPOBOAMIA METOJIOM BHYTPEHHETO CTaHAapTa.

OCOCHCI

OH o
@ (C,He)oN @(CICHZCO)ZO @
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\Cln \\CI cl,

n
Puc. 1.Cxema peakiuu aepuBaTH3aANA

O6cyxaeHue pe3ynbTaToB

[TpoBenenue aHanmu3a peanbHbBIX O0PA3lOB MPHUPOIHBIX OOBEKTOB, B TOM YHCIE
BOJIbI, TIPEJCTAaBIIICT COOOW CIOXKHYIO 3aJauy B CBA3M C NPUCYTCTBYIOUIUMH H
MEIIAIOIIMMH  OINPEICICHHI0 KOMIIOHEHTaMH TpoObl  (Martpuieii). Bo3MoxHBIME
BapUaHTaMM TIOBBIIICHUA HAAEKHOCTH pPE3ylIbTaTOB aHalM3a Ha YPOBHE CJEIOBBIX
KOHIIEHTpaluil Npu NpoOONOATrOTOBKE CIIY)KaT CEJIEKTUBHAs SKCTPAKIMs, JepUBaTH3ALMS
U IPUMEHEHUE BHYTPEHHETO CTaHapTa.

YcnoBus SKCTPaKIUU-PEIKCTPAKIIUT

Hcxons w3 3HAueHUWM  KOHCTAHT  NIPOTOJUTHYECKMX  paBHoBecud  PKy
HOJUXJIOP(EHOIOB, MOXKHO MOA00paTh YCIOBUS NMPH AaHATUTHUECKOM M3YUYEHHH CIIOKHBIX
PaBHOBECHBIX CHCTeM (HAmpuMep, SKCTPAKIMH M PEIKCTPAKLUK), a TaKkke 00O0CHOBAThH
BBIOOP YCJIOBHMI KHCJIOTHOCTH Cpeibl C Iienbio peryaupoBanHus pH mpu anammze. Bechb
cHUCTeMaTHUYeCKUi psj moiuxiopdenonoB oxsarbiBaeT auamna3oH PK, or 4,60 no 8,68.
Takum 00pa3oMm, 30Ha MaKCHMaJIbHOH OSKCTpPAKIHHM Caa00i KHCIOThI corjacHo [2]
Haxoautcs nipu pH < pKay — 2, korna ¢eHonsl HAXOAATCS MOTHOCTHIO B MOJIEKYJISIPHOM
dbopMe M CHOCOOHBI K TIEPeXOay B OpraHuyeckyro ¢aszy, 4YTo IS BCEro psua
nonuxiopdenonos Oyner npu pH < 2,60,u momHOCTHIO AenpoTOHUpOBaHkl Tpu pH > pKy
+ 2 u Bhie (U pedKcTpakiuu B BoaHyo ¢asy) —npu pH > 10,68.

JepuBaTtuzaius

[Tony4yeHne npu XMMHUYECKOM MOAM(DUIMPOBAHUM MEHEE MHOJSPHBIX JEPUBATOB
NOJUXJIOP(PEHOIOB MPUBOAUT K YIYUIICHHIO (DOPMBI UX XpOMATOrpa)uyecKux NMUKOB H
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HO3BOJISIET O0Jiee OJJHO3HAYHO MPOBOJHUTH MACHTH()HKAIIMIO aHAJTUTOB Ha XpOMAaTOTpaMMe
peanbHbIX po0. /111 u3yueHus MPOAYKTOB PEaKIMK JepUBATH3ALMH TPOBOMIN XPOMATO-
Macc-CIIeKTPOMETPUUCECKUI aHaM3 TIOoce IPOBEICHHs anuiaupoBaHus. llomydeHHbIE
Macc-CIEeKTPbl ~ COOTBETCTBYIOIIMX  INHMKOB  CPaBHUBAIM €  OWOJIMOTEUHBIMH:
UIECHTU(OUIIMPOBAHBI MOHOXJIOPAIlETaThl TUXJIOPPEHONIOB W TeHTaxyopdeHoma. Macc-
CHEKTPhl MOHOXJIOPAIIETATOB OCTAIBHBIX MOJUXJIOP(EHOIOB B MMeEIoLIelics OnOInoTeke
NIST 2008 orcyrcTBoBanm W OBLIM 3aperUCTPHpPOBaHbI BIepBhle. Ha pucynke 2a
IpEJCTaBICH MOJYyYCHHBI Macc-CIeKTp JAepuBaTa TpuXjopdeHona, a Ha pucyHke 20 —
YBEJIMYCHHBIN ()parMeHT MaCC-CHEKTpa B 00JIACTH OCH MAcC MOJIEKYIISIPHOTO HOHA.

[Ipu mHTEpHpeTanu Macc-CIEKTPOB M PACCMOTPEHHM KJIacTepa MOJIEKYJISIPHOTO
WOoHa coriacHo [3-5] BO3MOXHO ONpeneNeHrue 3JIEMEHTHOI'O COCTaBa IPEAIoIaraeMoro
OpPraHUYeCKOTO COeTMHEHHS HA OCHOBAaHUH M3YYEHUS M30TOMHBIX ITMKOB JIEMEHTOB.
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Puc. 2. Macc-criekTp, moay4deHHbIH 11 [epuBaTa TpuxiaopdeHosna

MN3oTomHbI  KiacTep, B paccMaTPpUBAEMOM  Clyda€ MOJIEKYJISIPHBIM  HOH,
COJIep KAl N aTOMOB XJIOpa, KOTOPBIH OTHOCUTCSA K (A+2)-3/1eMeHTaM H3-3a HATHYHsI
JUIIL JBYX HM30TOMOB C Pa3HUIICH B MAaCCOBBIX YMCIAX 2 €IUHUIIBI 3Cl u 35CI, Ooyner
coctoath u3 (N + 1) mukoB. PacmpeneneHre MHTCHCUBHOCTEH MHKOB B HMOHE MOXKHO
paccunutaTth 1O (GopMmyne OMHOMHMAIBLHOTO 3aKOHA, 3Hasg MPHUPOJHOE COOTHOIICHUE
U30TOIOB 37eMeHTa (¢ u b — npupoIHOe coepKaHue M30TOMOB) M YKCIO aTOMOB 3TOTO

3JIEMEHTa B MOJIEKYJIE M0 YIPOUIEHHON (hopMyJlie Pa3IoKEeHHs] CyMMbI
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Bropoii 4ieH JaHHOTO psifa COOTBETCTBYET MAaKCHMAaIbHOMY MO WHTCHCHBHOCTH
U30TOMHOMY THUKY, IPUYEM €r0 HHTCHCHUBHOCTH MPSIMO MPOTOPIHUOHATBHA YHCITY aTOMOB
XJIOpa B MOJIEKyJIe BerecTna [3].

Jlnis aToMa XJjiopa B JIMTEPATYpE MPUBOIATCS HEMHOTO Pa3IUYAIONINECs JTaHHBIC 110
u3oronHoMy cocrtaBy. CornacHo [4] pacnpocTpaHEHHOCTh HW30TOMOB XJIOpa COCTABIISIET
75,40 %>°Cl u 24,60 %°'Cl (oTHOCHTETbHAS pacipocTpanéHHOCTE 32,626 %)asrops [3]
npusomst 75,53 %>°Cl u 24,47 %°'Cl (orHocHTenbHas pacpocTpanéHHocTh 32,398 %);
B [5] mnpuBenenst nanueie 75,77 % 3CI u 24,23 % 37Cl (oTHOCHTEIBHAS
pacrnpoctpanéurocts 31,978 %). B [6, 7] mnpuBemeHsl Apyrue OTHOCHTEILHBIC
pacnpoctpanéuroctn >'Cl k *°Cl 32,5 u 32,399 % COOTBETCTBEHHO. B TeXHHYECKOM
otuéte MIOITAK 006 m3oTomHoMm coctaBe sneMeHToB 1997 roma, ompenenéHHOM Macc-
CHEKTPOMETPUUECKH, MJIs XJOpa IMPHUBEACHBI U3MEpPEHHblE 3HaueHus. /9,771 %>°Cl u
24,229 %°'Cl (otHOCHTenbHAsS pacpocTpanéHHocTh 32,977 %) [8] B 0630pe 2000roza
UMeIoTCs JaHHble, mpuHAThie ¢ 1999 roma, mns xmopa 75,76 BCI u 24,24 % 3Cl
(otHOCHTENBHAS pactpocTpanénHocTs 31,996 %) [9].B 2002 roay yTouHsOMmNNA OTYET
COJICP’KUT OYCHb ONHM3KHUE 3HAYCHHS] MOJIBHOW JTOJIM M30TOIOB! 75,77935C| u 24,221 %
37CI [10] otHOCHTenBHAS pacipocTpanéHHOCTb 31,963 %).

YuuThiBas, YTO MNPOrpaMMHOE  OOECIEUEHHE  MacC-CIIEKTPOMETPUUYCCKOM
ouommotexkn NIST 2008roga n odunmanbHble CBEAEHUS MO aToMy XJiopa B OCHOBHOM
0a3e maHHBIX MO0 atoMHoi crnekTpockonuu NIST [11], a Takxke aBrop yueOHHKa [12]
NPUBOJAT JaHHBIC, KOTOpPBIC TPAKTUYECKH DPAaBHBI MEXAy cO000W W coaepKaT OYCHb
O6nmu3kue 3HaueHus K pesynpraram usmepenuii MIOITAK 1997rona, a Bce mocnemyomme
YTOYHEHUS HOCST HE CTOJb 3HAYUMBIC OTKJIOHCHHS, HAMH WpPUHATA I PacdyEToB
PACTIPOCTPAHEHHOCTH M30TOIIOB XJI0pa, paBHas 75,77 % Cl u 24,23 %°'Cl.

B cnywyae oOpa3oBanus TpuxiopdeHmIxIopanerata COSHHEHUE JOJDKHO UMETh
opyrro-¢popmyny CgHsClsO, u oTHOCHTENBHYIO MOJCKYIspHYIO Maccy M, = 274 a.e.m.
Takum oOpa3oMm, HambOoyiee WHTEHCHUBHAs JIETCKTHpyeMas Macca KiacTepa MOHA B Macc-
CrieKTpe M/Z 274 cOOTBETCTBYET MOJICKYJIIPHOMY HMOHY HPEANOIaraeMoro COeJIMHEHHUS.
[Tpu pacuére cOOTHOUICHUS UHTEHCUBHOCTEH MUKOB B M30TOITHOM KiacTepe ¢ 4 aToMaMu
XJIOpa ¥ COOTHOIEHHeM n30TonoB a = 0,7577u b = 0,2423nomnyvaem

(1 +0,2423/0,7577= 0,7819 + 1 + 0,4797 + 0,1023 + 0,0082.

Pacuér cBumerenbcTByeT 00 0Opa3oBaHMHM KBHHTETAa C  COOTHOIICHHUEM
WHTEHCHBHOCTEH M30TOIMHBIX MUKOB B Kiactepe (B %) 78 : 100 : 48 : 10 : 0,8 akoe xe
pacrpeenieHie WHTCHCUBHOCTEH, TOIYUYeHHOE MPH MacC-CIIeKTPOMETPUIECKOM aHaIn3e,
npuBeJcHO Ha pucyHke 3. [lomydeHHBbIE pe3ynbTaThl aHAN3a COTIACYIOTCS U C TaHHBIMH
[3] oTHOCHTENTBHBIX MHTCHCUBHOCTEH CHUTHAJIOB B MOJICKYJIE, CoepiKalieil 4 atoma xjopa
77 : 100 : 49 : 11 : 1 pésHuma oOycJOBJIEHA YCTapeBUIMMHU JaHHBIMH IO
pacmpocTpaHE€HHOCTH H30TONOB XJopa). IIpu pacuére ¢ y4éTOM HHKPEMEHTOB APYIHX
9JIEMCHTOB C TIOMOIIbID HM30TOIMHOTO KallbKyJisiTopa (MMEIOIIErocss B MPOTPaMMHOM
obecrnieueHnn Macc-crekTpanbHoit 6aser NIST) mo Opyrro-dhopmyie mpeamnosaraeMoro
COCIMHEHUS TIOJIy4EHBl TMPAKTHUCCKH COBIANAIOIIAE PE3yJabTaThl, NPUBCACHHBIC Ha
pucynke 3. M3 mpeacTaBIeHHOTO COMOCTABJICHUS IMHMKOB B KJacTepe BHIHO aOCOIIOTHOE
COOTBETCTBHUE MPEIIOIAracMOro COCTaBa MOJICKYJIbI U3MEPECHHOMY MacC-CIIeKTPY.

[lpr nanpHeimeM pacCMOTPEHHWH MAacc-CHEKTpa MOJYYCHHOTO COCIHMHEHUS
(pucyHOK 2a) cieayeT BBLICIWTH KIacTepbl HaW0OJee WHTCHCHUBHBIX CHUTHAJIOB JIMHUHN
KaTHOHOB TPUXJIOP(PEHOIBHOT0 ocTaTka ¢ NVZ 196 1 3IMMUHHPYEMOT0 MOJIEKYJI0i hupa
aIMJILHOTO OCTaTKa ¢ M/Z 77, 00pa30BaBIIMXCS 3a CUET Pa3pbiBa CIOKHOIPDUPHOM CBS3H
nepuBaTa. B ciydae TpyNIUpoOBKH ¢ OJHUM aTOMOM XJIOpa B COCTaBE YaCTHIII HMEETCS
cooTHomeHue naTeHcuBHocTed moutu 100 : 30Mexy mukaMu B KJIacTepe ¢ M30TOMaMHU
xiopa 'Cl u *°Cl. Ilpu Hanm4uu TPEX ATOMOB XJIOpa HMEETCS CISAYIONIEe PACIIPEICICHIE
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nateHcuBHocter 100 : 96 : 31 : 3gTO XOpOIIO COTIACYETCsl C KJIacTepOM OCTaTKa
TpuxJjop¢deHoia B pacCMaTPUBAEMOM MacCC-CIIEKTpE.

_lalx]
Max [100 =] [caHacuoz =] E ]

Mass | Abundance | “Max — sotope patterr e MS peaks: On
72 JI.AEN | 7772
273 702036 702 274
274 [100.00000 {10000
278 3.m514 5.02
7B 48440595 | 48 44
277 435189 4.35
] 10.525930 [ 10.53
27 0.93956 0.94 272
280 083085 0.83
281 0.07798 0.02
282 0. 00637 0.m
283 0. 00037 0.00
284 0.00002 0.00

276

J72 93 204 275 26 277 28 X9 280 281 282 o83 284
Mw: Nominal = 272; Exact = 271 89655, Ave = 273.93 v Legend

¥ M3 ¥ Lock Shit=[0 f[Magnsl= [0 i B[00 o
I Fit |Mormal = | [ Uss M-1 |Ease peak fit j |Mark isotope peaks j
5: display mass spectum; Fit: fit M5 with isotope patten

Puc. 3. CpaBHeHHe Macc-CIIeKTpoB coeauHenus ¢ 6pyrro-popmymnoit CgHsClyOs
(J'II/IHI/II/I CJICBA —pacCuuTaHHass TCOPCTUUYCCKN MHTCHCUBHOCTD,
JIMHUM CIIpaBa — U3MEPEHHAs TIPAKTHYCCKH)

Cxema pacnaga TtpuxjopheHUIXIOpaneTaTa ¢ pa3pblBOM J(PUPHOU  CBS3H
Mpe/ICTaBlIeHa Ha puc. 4.
+ L]
O +

/ +
CICH,C Cly o) — _Cls

o \_{ —*° + cend 4o \{ ‘26

miz 274 miz 77 m/z 196
Puc. 4. Cxema pacniaga 3¢upa npu HOHU3AUH SIEKTPOHHBIM yIapoM

[TonydeHHBIE HaMW MAacC-CIEKTPHl  TO3BOJSIFOT  THPOBOJUTH  OAHO3HAYHYIO
UICHTU(DUKAIMIO MOJUXJIOPPEHOIOB B MPo0ax CI0XKHOIO cOCTaBa (3arpsA3HEHHBIX BOJAAX,
9KCTPAKTAX U3 JOHHBIX OTJIOXKCHUH).

BHyTpeHHUl cTanaapt

B kayecTBe BHYTPEHHETO CTaHAapTa B ra30BOW XpoMaTorpaduu HCIOIb30BAIU
BEIIIECTBA, HHEPTHBIC IO OTHOIICHUIO K TPOOE, a TaK)Ke MMEIOIUE BpEMEHA YICPKUBAHMS,
OJM3KKME K OMpENeIsieMbIM BEIIECTBaM, HO XOPOIIO pa3jeisieMbie ¢ HUMH. KoindecTBo
(KOHIICHTpALKIO) MOAOMpaTd TaKuM 00pa3oM, YTOOBI IUIOIIA[AbL MHKa (MM BBICOTA)
BHYTPEHHETO CTaHIapTa ObUIa cCoM3MepHMa ¢ TMKaMu aHanuToB [13, 14].

beutn  anpo6upoBansl  3,4-tudTopdenon, n-aTuOPOMOCH30J, TETPAXJIOPOEH3O0,
MEHTaXJIOPHUTPOOCH30J1, TeKCaXJIOp-n-Keuion u n-ondoudenmn. 3,4/ ludropdenon nmen
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BpeMs Bbixoma (10,828 mun), cxoxkee ¢ 2,3,4,6ferpaxiiopdheHOIOM; MUK TeKCaXa0p-7i-
kceuwnona (8,460 MuH) coBmagasl C MHUKOM IMOCTOPOHHErO BEIIECTBA, HE MEIIAIOIICTO
ofpeeeHnio moauxiaopdenoos; rerpaxiopoenson (3,740MuH) BHIXOAMUIT OYE€HB PAHO IO
CPaBHCHHMIO C  ONpENCNIsIeMbIMH  BEIIECTBAMH,  n-TUOPOMOCH30  UMEN  THK
HECHMMETPUYIHON (HOPMBI; MEeHTaXI0PHUTPOOEeH301 (8,315M1H) BBIXOIUII B TO K€ BPEMS,
yro u 2,4,69puxiopdenon; n-iondudennna umen Bpems Bbixoxa 8,686muH, a mocie
W3MEHEHUS TeMIlepaTypHO# porpammel xpomarorpadupobanus 10,080muH.

Haubonee mnonmxonmsmmM A HAIIETO HCCICIOBAaHUS OKAa3aliCs pacTBOp 7i-
nonbudenmna ¢ coxepxkanmem 0,2 wmkr. TumuuHas XpoMarorpamMma CMeECH
noIuXJIOp(EeHOIOB ¢ 100aBKOI BHYTPEHHETO CTaHAAapTa MPUBECHA HA PUCYHKE 5.

16

o 5 10  Bpems, MuH

1 - 2,6auxmnopdenon; 2 — 2,5auxnmophenon; 3 — 3,5auxmophenorn; 4 — 2,3auxmopheHon;
5 — 3,4auxnopdenorn; 6 — 2,4,6rpuxnophenon; 7 — 2,3,6rpuxmopdenor; 8 — 2,3,5spuxiopdenour;
9 — 2,4,5spuxmnopdenorn; 10 — 2,3, 4rpuxnopdenon; 11 — 3,4,5epuxaopdenon,
12 —n-iionbudennn (BHyTpeHHuii cranaapt); 13 — 2,3,5,6eerpaxnopdenon; 14 — 2,3,4,6eetpaxiopdeHor;
15 — 2,3,4,5rerpaxnopdenoi; 16 —qubyrrindranar; 17 —nenraxioppeHon

Puc. 5. XpomarorpamMmma rpagynpoBodHOTO 00pasiia cMeCH MOJUXJI0p(HEHONOB ¢

BHYTPEHHUM CTaHJapTOM Ha KanwLIsipHOM KosoHke HP-5
—a30-1, mB

|
=]
=
=
=

S000

4000

10,081 6703 874

000

2000

10 GA6|699,132

75050053 505

1000

s 7 281R15,056

Puc. 6. Xpomarorpamma npo6s! ipugoHHON BobI p. CeBepHas /|BuHa
(0003HAYEHBI THKH TOJIBKO MICHTH(QUIUPOBAHHBIX TOIUXIOP(PEHOIOB U BHYTPEHHETO
CTaHaapTa)
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Pa3zpaborana u aTTecToBaHAa METOAMKA ONPEICICHHS TMOIUXJIOP(HEHOTIOB IMOCIe
JICpUBaTH3AIMKA aHTHIPUIOM MOHOXJIOPYKCYCHOM KHCIOThI [15], koTopas anpoOupoBaHa
Ha peaJIbHBIX O0BEKTaX.

MeToarKka MHOTOKPAaTHO amnpoOUpOBaHAa Ha pealbHBIX MPOOaxX MPUPOAHBIX BOJ
(pex Jlon, Temepumk, Coum, Tyamce, MspiMra u 1p.). Ha pucynke 6 mpusemeHa
XpomarorpamMma npo0Osl npuaoHHOK Bozbl p. CeepHast [IBuHa ¢ oOHapykeHHbIMU 3,5-,
2,3-mxmop- u  2,3,5,6ferpaxsiopdeHonaMi B KOHIICHTpAIMAX HWXKE TIpejaena
OTIpEICIICHUSI.

3aknroyeHue

PesynpTarel paboOTBl CBUACTEILCTBYIOT, YTO HAAEKHOCTh HUACHTU(DHUKAIMH U
ompeeNIeHUs MOTUXJIOPPEHOIOB B BOJIE MPU KOHIIEHTpAIUAX HUXKe ycTaHOBIeHHBIX [1/IK
ra3oxpomMarorpau4eckuM  METOJAOM  MOXXET  OBbITh  [OBBHIIICEHA  IPUMEHEHHUEM
000CHOBAaHHBIX YCIIOBUM OKCTPAKIIMOHHOTO KOHIICHTPUPOBAHUS, JI€pUBATHU3AIMEH W
MCIIOJIb30BAHUEM JIJIS1 pacu€Ta METO/1a BHYTPEHHEr0 CTaH1apTa.
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