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OO0mas xapakTepucTUKa padoThl

AKTYaJIbHOCTH TeMbl HccIaedoBaHusA. Boxa — onHa u3 Hambolee Ba)KHBIX
COCTABJISIONINX OKPYXAIoMed NpUPOAHON cpeapl. B CBsI3M C  MPOAOIKAIOITUMCS
pPa3BUTUEM  MPOMBIILICHHOCTH, YCHIIEHHMEM  aHTPOIOIE€HHOTO  BO3JCUCTBUS  Ha
OKPYXKaIOIIYI0 CpeAy MPOUCXOAUT €€ 3arps3HEHUE M YXYALICHHE 3KOJIOTUYECKOTrO
COCTOSIHHMSI BOTHBIX 00BbEKTOB. PellieHne BakHeH e Tpo0aeMbl COBPEMEHHOCTH, 3aIUTHI
MPUPOJTHON Cpelbl OT 3arpsA3HEHUs, HEBO3MOXKHO 0€3 MOCTOSHHOTO aHAJIUTUYECKOTO
KOHTPOJISI COCTOSIHUS €€ OOBEKTOB, BKIIOUAs W BOJY Pa3IMYHOTO TeHe3uca. B crmcke
HanOOoJIee OMACHBIX BEIIECTB, 3aTrPSI3HSAIONINX IPUPOIHBIC BOJIBI, TOTUXIOP(EHOTBI CTOST
Ha OJHOM M3 TIEPBBIX MECT, 4YTO OOBACHSIETCA OOJBIIUM OOBEMOM HX MHPOBOTO
MPOU3BOJICTBA M MCMONb30Banus. [IpenenpHo nomyctumbie koHreHTpauu (I1JIK) B Bome
JUISL XJTOPHPOBAHHBIX (DEHONOB yCTaHOBIEHBI Ha ypoBHe oT 0,1 mo 9 mkr/mm® i
pa3IUUYHBIX BHUIOB BOAOMOJL30BaHUs. lllMpokoe NMpuMeHEHHE HAIUIM KakK CBOOOIHBIE
XJIOpUpoBaHHble (eHObl (MeHTaXa0pPEHOa — KOHCEPBAHT APEBECHHBI), TaK U HX
npou3sBoanbie (mecturuabl rpymmnsl 2,4 u 2,4,5T). Bo3MOKHBIMUA HCTOYHHKAMH B BOJIC
XJIOPIPOU3BOAHBIX (peHONa MOTYT OBITh. pa3JIOKEHHE psAla XJIOPOPTaHHMYECKUX
MIeCTULIMJIOB, XJIOPUPOBAHUE BOJABI IPU 00pPaOOTKE CTOYHBIX BOJI C IENBI0 AE3UH(EKIINH,
a Takke BomomoAroroBka. (OO0e33apakMBaHHE  BOJOMPOBOJHON  BOABI  IyTEM
XJIODUPOBAHUSI TIPEIBSIBISET BBICOKME TpeOOBaHUS K COJEpPKAHUIO (EHOJIOB B
nmocTynaromieid Ha o0paboTKy BOJie, TaK KaK XJOPIPOU3BOJHBIE MMEIOT WHTCHCHBHBIN
HETIPUATHBIN 3amax W MPUIAIOT BOJAE MPHUBKYC MPU KOHIEHTpAIUAX OKojo 1 MK/ v,
['maBHas ke OMaCHOCTh MONMUXJIOP(HEHOIIOB ISl OKPYKAIOIIECH Cpebl U YEIOBEKa COCTOUT
B TOM, YTO NIpPH KOHJCHCAIIMH JBYX JIOOBIX MOJICKYJ TOJHUXJIOP(PEHOIOB BO3MOMKHO
oOpa3oBaHUE YPE3BBIYANMHO TOKCHYHBIX KCEHOOMOTHMKOB — TIOJUXJIOPHUPOBAHHBIX
TMOeH30-n-TMOKCUHOB U nuben3odypanoB, [1JIK kortopsix B 10°-1¢° pa3 MEHbIIIE, YeEM
HWCXOJHBIX BEIICCTB.

AHanmu3 (QeHoma W ero MPOM3BOJHBIX MPEACTaBIsACT COOOH  CIIOXKHYIO
aQHAJTMTUYECKYIO 3a/ady. DTO OOYCJIOBJICHO 4Ype3BblYaiiHO HU3KMMH 3HadeHusMu [1/IK
JUISL 3TUX COEIMHEHHM, YTO TpeOyeT MPUMEHEHHs] BbICOKOUYBCTBUTEIBHBIX METOJIOB UX
ompeneNieHuss Ha HU3KOM ypOBHE KOHIIGHTpallMi, a TakKe HX BBICOKOU
TUAPOGUIBHOCTBI0 M CBSI3aHHBIMH C OTUM TPYIAHOCTSAMHU TMPU KOHIEHTPUPOBAHUHU.
Haubonee UH(OPMATUBHBI npu aHaJn3e MHOT'OKOMIIOHEHTHBIX cMmecent
XxpomaTtorpapuieckue MeTonbl. J[Is JMOCTHRKEHUS HUBKUX TMPEACIIOB ONPEICICHHUS
XJIOPUPOBAHHBIX (DEHOJIOB B BOJAE TPEOyeTCS MX MpeaBapUTEILHOE KOHIIEHTPUPOBAHUE U
XuMudeckas moaudukanus — aepuBaTusanusa. Hambonee pacnpocTpaHEHHBIN BapHaHT
alETUIMPOBAHUSl CWJIBHO OrPAaHMYEH B TMPUMEHEHUM Ha TMPAKTUKE [0 MPUYUHE
MIPUCYTCTBUS YKCYCHOTO aHTHJPHUIA B CIIHCKE MPEKYypCOPOB. B CBsI3M ¢ 3TUM aKTyalbHBIM
SIBJISIETCS] TIOMCK aJTbTE€PHATUBHBIX METOOB JICpUBATHU3AIIHH.

Crenenb paspadoraHHocTH TeMbl. CyIIECTBYIOIIME METOAMKU aHalu3a BOJbI
METOJIOM Ta30BOM XpoMarorpaduu OCHOBAHBI HA MCIIOIH30BAHUU YKCYCHOTO aHTHUAPHUIA
WU UMEIOT HEJAOCTAaTOYHYIO YYBCTBUTEIBHOCTH VISl ONpeeeHUsT MoIuXiIop(EeHoIoB B
MIPUPOJIHBIX BOJIAX.

Heap paGoThl 3aKioyanach B HCCICAOBAHHHM Ta30XpPOMATOTPadUdIecKOro
pasneneHust nouxJjaopQeHo0B ocJie X aIMIUPOBaHUS AHTUAPUIOM
MOHOXJIOPDYKCYCHOM KHCJIOTBI JIJI1 TIOBBIIIIEHUS UYBCTBUTEJIBHOCTH M Ppa3paboTKe
CIIOCOOOB UX OIPEACIICHUS B IPUPOIHBIX BOJIAX.



JIJist MOCTHKEHUS TOCTABICHHOMN TSI PENIANIACH CIIETYIONINE 3a1aUH:

-  M3y4YUTh BO3MOXXHOCTh OMpEJeNeHus MonuxjaopdeHosoB B Boae 0e3
aleTUJIMPOBaHUs U pa3paboTaTh METOAMKY H3MEPEHUH MX MacCOBOM KOHLIEHTpAIUH
ra30xXpoMarorpaduuecKuM MeTOI0M,;

- ONpeAeTUTh YCIOBUS AlUMIMPOBAHHUS MOJUXJIOPPEHOIOB  (COOTHOIICHUE
pEeareHTOB, BpEMsl  PEaKIUH) AaHTUIPUAOM MOHOXJIOPYKCYCHOH  KHCIOTBI  (HE
OrPAaHMYCHHOTO B MPHUMEHEHHH COIJIACHO CIHCKY IIPEKYypCOpPOB), MpPU KOTOPBIX
MPOUCXOJIUT KOJIMYECTBEHHOE 00pa3oBaHME IepuBaToB Bcex 16 mommxiopdeHosoB, u
MCCIIeIOBATh UX XPOMATO-MACC-CIIEKTPOMETPUUECKUM METOIOM,;

- OLICHUTH YyBCTBUTEJIbHOCTh OTpeeIICHUS NOJIMXJIOPPEHOIOB
razoxpomarorpaduuecKkum METOJIOM nocie JepUBATH3AIUN AHTHJIPUIOM
MOHOXJIOPYKCYCHOM KUCJIOTBHI;

- pa3paboTaTh METOAMKY OIpeAeNeHus MOJUXJIOPPEHOIOB B  BOJAE C
JepuBaTU3aleil aHTUIPUAOM MOHOXJOPYKCYCHOM KHCIOTBI U  YCTaHOBHUTH €€
METPOJIOTUIECKUE XAPAKTEPUCTHKHU.

Hay4yHast HOBU3HA.

O6ocHOBaH crnoco0 MOATOTOBKM MpoO BOJBI, COAEPXKAIIUX MOIUXIOP(HEHONHI,
OCHOBAaHHBII Ha TEPEeBOJIE TOCIEAHNX B MOHOXJIOPAIECTHIPOU3BOIHBIE JIEHCTBUEM
aHTHUJIPHUIa MOHOXJIOPYKCYCHON KHUCIIOTHI.

VYcTaHOBIIEHO, YTO MakKCUMajbHasi KOHBEpPCHUsS MOJUXJIOP(HEHOJIIOB B Ipolecce
JiepUBaTU3aIMN JOCTUTAETCS. TPU MCIOIb30BAHUU TOJYOJa B KaueCTBE PacTBOPUTEINS,
TPUATHIIAMUHA KaK KaTajau3aTopa W TPOBEIECHUU PEaKIUh B TEUEHUE S5 MHUHYT IpHU
temmneparype 20 £ 5 C.

[TokazaHo, 4YTO TPEAJIOKEHHBIE YCJIOBHUS  MPOOOMOJATOTOBKH  MO3BOJISIIOT
OCYIICCTBJIATh HIACHTU(PUKAINMIO W ONPEICICHHE MOIUXJIOPPEHOIOB M3 HX CMECH
ra3oxpomarorpauueckuM METOJOM C DJJIEKTPOHO3aXBATHBIM JIETEKTUPOBAHWEM U
CHU3UTH MPeieIIbl UX OOHAPYKEHUS.

BrnepBbie nokazaHo oOpa3zoBaHHME MOHOXJIOPALIETATOB MOJUXJIOP(HEHONOB MPH UX
JIepUBATH3AIIUIN METOJIOM XPOMAaTO-MaCC-CIIEKTPOMETPUN Ha OCHOBAHHUU COIIOCTABJICHHUS
TEOPETUYECKU PACCUUTAHHOTO COOTHOILIEHUSI WHTEHCUBHOCTEM IMHKOB B HM30TOIHOM
KJIACTEPE U MPAKTUYECKHU MOJYYEHHOTO KiacTepa MOJIEKYJISIPHOIO MOHA B MacC-CIIEKTpE.
[TosydeHBl ¥  WHTEPIPETUPOBAHBI  MACC-CIIEKTPHI  MOHOXJIOPAIIETATOB  TPU- H
TeTPaxJaop(hEeHOJIOB, TO3BOJISIIONINE MPOBOJIUTh WX OJHO3HAYHYIO HICHTU(PUKAIUIO B
npobax CJI0KHOTO COCTaBa.

Teopernueckasi M NpakTHYecKassh 3HAYUMOCTb PadOThbI. YCTaHOBJIEHO, YTO
AIMIMPOBAHUE TIOTUXIIOP(PEHOTIOB aHTUAPHUIOM MOHOXJIOPYKCYCHOUM KHCIIOTBHI MIPUBOIUT
K YBEJIIMYEHUIO CHUTHaja JJIEKTPOHO3aXBaTHOTO JETEKTOpa 3a CYET JOMOJHUTEIHHOTO
aToMa XJIOpa B COCTaBe al[MJIbHOT'O OCTATKa.

Pa3paboTanbl U aTTecTOBaHBI METOJUKH OMPEICICHUS TOIUXJIOPPEHOIOB B BOJIEC
0e3 aleTWIMPOBAHUS U MTOCIIE IEPUBATU3AINN aHTUAPUIOM MOHOXJIOPYKCYCHOUM KUCITOTHI
C TpelenamMu OIpeAeNieHHWs HUWKE YCTAHOBIEHHBIX HOPMATHBOB KadecTBa BOJIbI
(cBumerensctBa 00 atrrtectarmu Ne 507.01.00175-2011u Ne 529.01.00175-2012
COOTBETCTBEHHO). METONUKH YTBEPXKICHBI POCTHAPOMETOM B BHJE PYKOBOISIIAX
nokymeHToB: PJ[ 52.24.507-2012 MaccoBasi KOHIIEHTpalUs U- U MOJUXJIOPHEHOIOB B
BoJax. MeToauka W3MepeHui rasoxpomarorpaduyeckum metogom» u PJ[ 52.24.529-
2013 MaccoBast KOHIEHTpanusi NOJUXJIOPPEHOTIOB B BOAax. MeTOaMKa W3MEpEHHM



razoxpomarorpaduuecKkum METOJIOM nocie JepUBATH3AIAN AHTHIIPUIOM
MOHOXJIODYKCYCHOM KHCJIOTBI», BHEAPEHBI [UIS HCIOJIb30BaHUS B MOHUTOPUHTE
3arpsisHeHHs moBepXHOCTHBIX BoA ([Tpuka3 Pocruapomera ot 13.08.2013 0xa Ne 415).

Metonuku BkiatoueHbl B DenepanbHbld  NEPEYEHb METOAUMK  BBINOJIHEHUSA
W3MEpEHUH, MOMYyIMEHHBIX K NPHUMEHCHHIO TPU BBHIMOJHEHUH paboT B oOjacTw
MOHHUTOpPHWHTA 3arps3HEHUs OKpYKaoIel NmpupomHoi cpensl u denepanbHBI peecTp
METOJMK BBHITIOJHCHHUS HM3MEpPEHUH, TpUMEHSeMbIX B cdepax pacrnpoCcTpaHEHUs
rOCyJapCTBEHHOTO METPOJIOTHYECKOro KoHTposis M Hagzopa (PP.1.31.2013.1491%
®P.1.31.2013.16687).

PesynbraThl Xpomaro-macc-CIeKTPOMETPUYECKOTO HCCIICOBAHUS MOTYT OBITh
WCIIOJIb30BaHBl HAa TMPaKTUKE I WACHTHU(GHUKAUU noauxiopdeHonoB B mpobdax
CJIO’KHOTO COCTaBa.

MeTomoJiorusi 1 MeTOAbI Hccea0BaHusA. PaboTa BBINOIIHEHA C HCITOJIL30BAaHUEM
KOMILJIEKCa COBPEMEHHBIX METOJIOB aHATMTHYECKON XMMUU U U3MEPUTEILHBIX TPUOOPOB:
cuekrpoporomerpel CD-46 um Varian Cary 100, razoBeie xpomarorpadsl ¢
ANIEKTPOHO3aXBaTHBIM  JeTekTopoM «Kpuctammokc-400M» u  «Kpuctam-200QM»,
ra3oBblii xpomarorpad ¢ Macc-celeKTHBHBIM jaetekTopom Agilent Technologies
6850/5975C.

OneHKky TPOTOIUTUYECKUX CBOWCTB HM3y4aeMbIX COCAWHEHHWHA IMPOBOJUIU
TUTPUMETPUIECKUM (c OTEHIIMOMETPHYECKOM WHIUKAIMeH ) u
CIEKTPO(POTOMETPUUECKUM  MeToJaMH. V3ydeHne 3aKOHOMEPHOCTEH pa3aeleHHs
MOJINXJIOP(EHOJIOB, UX JIEPUBATOB U MCCIICIOBAHUE PEAKIIUU JACPUBATH3AIUH TTPOBOTUITH
METOJIaMH Ta30BOM XpOMAaTOTpaduu U XpOMaTO-MaCC-CIIEKTPOMETPHH.

[ToJi0:keHusl, BLIHOCUMbIE HA 3AIIUTY:

1. Omnpenenenne MmonuxJop(HEeHONOB B BOJE 0O€3 WCHOJIB30BAHMS AHTHUIPHUIIA
YKCYCHOH  KHUCIOTHI  (IpeKkypcopa)  Ta3oXpoMaTorpauyeckKuM  METOAOM  C
AJIEKTPOHO3aXBATHBIM JIETEKTOPOM TIO3BOJISET U3MEPATh KOHIEHTPAIMU aHAIUTOB HIDKE
[TJK, ycTaHOBIEHHBIX TOJIBKO ISl MIUTHEBBIX BO/I.

2. YBenM4YeHHE pPa3HUIBI BPEMEH YIEPKUBAHHS TOIUXIOP(HEHOIOB pa3sIunIHON
CTETIEH! 3aMEIICHHOCTH 3a CUeT WX AaI[MJIMPOBaHUS AHTUIPUIOM MOHOXJIOPYKCYCHOM
KHCJIOTHI.

3. Hcnons3oBaHue ra3oxpoMaTorpaduyeckoro METo/Aa C AJIEKTPOHO3aXBATHBIM
JIETEKTUPOBAHUEM JIJISL OTPEJIETICHUs] BCETO psifa MOJUXJIOPPEHOJIOB B BOJE TOCIE UX
JepUBATH3AIMH aHTHIPUIOM MOHOXJIOPYKCYCHOH KHCIIOTHI.

CreneHb J0OCTOBEPHOCTH M ampodamusi pe3yJbTaToB. PaboTa BEHINOJIHEHA B
aKKpeIUTOBaHHON naboparopuu, arrectar akkpeauramun Ne POCC RU.0001.513497,
nevictButenieH a0 25 saBaps 2016r1. MeTtponoruueckast arTecTamus MpoBeieHa COTJIacHO
JICHCTBYIOIIMM HOPMATHUBHBIM JOKYMEHTAM U TIOJTBEPXKJICHA aTTECTATOM aKKpEAUTAIlUU
B obnactu obecrieuenust enuHcTBa m3Mepenuid Ne 000094, netictutenen g0 16 nHosOps
2015rona, peructparnmonnsiii Homep 01.00175-2010t1 17 Hos16pss 2010r.

B uacTHBIX cilydasx MOJyYeHHBIE SKCIIEPUMEHTAIBHBIC JaHHBIC COTJIACYIOTCS C
JTAHHBIMH, U3BECTHBIMH U3 JIUTEPATYPHI.

OcHOBHbBIE PE3yNbTaThl AUCCEPTALMOHHON PA0OTHI IOJIOXKEHBI U 00CYKeHbI Ha |X
MexayHapoJHOM CEMHHApPE [0 MArHUTHOMY PE30HAHCY (CHEKTPOCKOIHsI, ToMOrpadus u
skosorusi) (Pocros-ua-ony, 2008 r.); V MexayHapoaHoii KOH(EPEHIIMH O HOBBIM
TEXHOJIOTUSAM W TPUJIOKCHHUSIM COBPEMEHHBIX (DU3UKO-XUMHYECKUX METOJOB (SACpPHBIN



MarHUTHBINA pe30HaHc, Xxpomarorpadus/macc-cnekrpomerpusi, UK-Oypbe ciekrpockonus
U UX KOMOWHAIWHU) JJIsS u3ydeHHs okpyxkatomier cpenbl (Poctos-na-/{ony, 2009 r.);
HAYYHO-TIPAKTUYECKON KoH(DepeHmu (¢ MeXIyHApOIHBIM ydyacTHeM) «COBPEMCHHBIC
dbyHIaMeHTaIbHBIE MPOOJIEMBbI TUAPOXHUMHUM ¥ MOHHUTOPUHTA Ka4eCTBA MOBEPXHOCTHBIX
Box Poccum» (AsoB, 2009 r.); may4Hoi koH(pepenuuu «175 mer ['mapomerciryxoe
Poccun — wHayuHble mnpoOieMbl W myTd ux pemenus» (Mocksa, 2009 r.); V
Bcepoccuiickom cumMno3nyme ¢ MexXAyHApOIHBIM yyacTueM «OpraHndeckoe BEIeCTBO U
OMOTeHHBIC DIIEMEHTHI BO BHYTPEHHHX BOJOEMax W Mopckux Bomax» ([lerposaBojck,
2012 r.); MeXIyHapOJHOW HAYYHOH KOH(EPEHIIMU 110 PETHOHAIBHBIM NpolieMam
THIPOMETEOPOJIOTMM W MOHHTOpHMHTa oOKpyxaromiei cpeasl (Kasams, 2012 r.);
KOH(MEPEHIIMM MOJIOJIBIX CICIUATUCTOB 10 THIPOMETEOPOJOTHH U MOHHUTOPHHTY
okpyxaromeit cpensl (O6HMHCK, 2013 r.); HayYHO-IPAKTHYECKOH KOH(MEPEHIMH C
MeKIyHapoaHbiM yuacthHeMm «IIutheBas Boga B XXI Beke» (Mpkyrck, 2013r.); VII
Bcepoccuiickom ruaposoruueckom cwesae (Cankr-IletepOypr, 2013r.).

My6nuxauun. I[lo pesympratam amccepTanMOHHOM pabOTHI omyOaukoBaHsl 14
Hay4yHbIX paboT, BKIOYas 3 CTaThbM B XKypHainax, pekomeHayembix BAK, marepuasnos
JIOKJIaJIOB ¥ KOH(EPEHIIHA.

O0béM u cTpyKTYypa padoThl. /[ucceprannonHas paboTa COCTOWT U3 BBEACHWS,
o030pa JIHUTEpaTyphbl, SKCIEPUMEHTAIBHON 4YacTH, BBIBOJOB, CIHCKa JHUTEPATyphl M
npuiioxkeHuit. Pabora BeimonHena Ha 176 cTpaHuiiax MalIiMHOMUCHOTO TEKCTa, BKIOYAET
59 pucynkos, 38 tabauil u 6udauorpaduio u3z 135HauMeHOBaHUIA.

OcHoBHOe coepxanne padboTbl

B rmaBe 1 mpexacraBiieH 0030p JUTEpaTypbl, KOTOPHI COCTOUT W3 Pa3zelioB,
MOCBSIIIEHHBIX ~ O0JIACTSIM  MPUMEHEHUS TMPOU3BOAHBIX (eHoJla W HCTOYHUKAM
MOCTYIUICHHS X B BOJHBIC 00BEKTHI, TOKCHYHOCTH XJIOP(HEHOJIOB.

B pasnene, mocBAmEHHOM MeTOIaM ONpPEEIICHUS MTONMUXJIOP(EHOIOB, TPUBEIECHBI
JaHHbIE JUTEPATypbl O Pa3IMYHBIX CIOCO0AaX MX ONpeleseHus, JaHO ONHCaHHe
XpoMaTorpauueckux MeToA0B aHaiu3a. llokazaHbl mpoOieMbl TpU  aHAIU3E
MOJIMXJIOPPEHOJIOB, TaKhe KaK HEOOXOJAMMOCTh KOHIICHTPUPOBAHUS, MPUMECHEHHE
JepuBaTU3allMd ¥ TOJIPOOHO PACCMOTPEHBI CHOCOOBI MONYYEHHS MPOU3BOJHBIX MPH
razoxpomarorpadpuueckom aHanuze. llpuBenena wuHbopmanus 00 odUIHATBEHO
CYIIECTBYIOUINX METOAMWKAX OMNPEICNICHUS TMOJUXJIOP(HEHOTOB B BOJE M HMEIOIIUXCS
OTpaHUYCHUAX. Y AeleHO 0c000e BHUMAHHE CTaAUAM MOITOTOBKH MPOO BOJIBI.

B rnaBe 2 «IkcnepuMeHTAaIbHAsl YacTh» IPEICTABICHbl HCIIOJIb30BAaHHBIE B
paboTe peakTHBBI, MaTepualbl u oOopynoBanue. Mcrmonb3oBaiuch — 00pasiibl
UCCIIelyeMbIX BellecTB mnpou3BojactB Supelco, Aldrich, Sigmaz Riedel-de Haen c(
MaccoBoii moineit He Mmenee 98 %).

IlepBasi yacte paboTel «McciieqoBaHue NPOTOJUTHYECKUX PaBHOBecHid
NOJUXJIOP(PEHOT0B» TIOCBAIIEHA W3YYCHHIO TPOTOJUTUYECKHX CBOWCTB, 3HAHHE
KOTOPBIX HEOOXOIUMO TSI aHATUTUYECKOTO M3YUYEHUS! CIOKHBIX PAaBHOBECHBIX CHUCTEM
(oxcTpakiuu/peskcTpakiud U ap.). Kpome Toro, mis moadopa ONTHMAIbHBIX YCIOBHUIA
W3BJICYEHUS! TPU KOHLEHTPUPOBAHUU U KOJIMYECTBEHHOTO OINpeNeNeHus Tpelyercs
3HAHHE KOHCTAHT MPOTOJUTHICCKUX PABHOBECHUH.

[lo npuymnHe 3HAUYUTENBHOTO pazdpoca HaHHBIX JuTepaTypsl Mo PK, ObuIH
ofpezieNieHbl KOHCTaHThl MPOTOJUTHYECKOTO PaBHOBECHS 2,5IMXJIOp-, 2,64IUXJIOp- U



2,4,57puxopPEeHOIOB METOIOM MOTESHIIMOMETPUYCCKOT0 TUTPOBAHHUS CO CTCKJISHHBIM
WHIUKATOPHBIM 3JICKTPOIOM.

Pacu€T KOHCTaHT MPOTOJMTUYECKOTO PABHOBECHS HCCIEAYSMbIX COCAMHEHHIMA
NPOBOAMJIM METOAOM HamMeHblMx kBajapatoB (MHK) (tabmuma 1) mo Hmke
(-a)Cy —[H']+[OH]

aC, +[H"] -[OH"]
y
KOHIICHTpAIMs TUTPYEMOTrO BEIIeCTBa ¢ Y4€TOM pa30aBiieHHs B MpPOIECCe TUTPOBAHHS
(Monp/;); @ — cTemeHb OTTHUTPOBAHHOCTH, PACCUMTHIBAIONIAsCS 10 (opmyie

CIEMYIOEMY YpPaBHEHHIO g =pK,-pH,, tme Cr -
——

X

a = C on VY neoH 1V, rne CNaoH ¥ VNaoH — KOHIIGHTpaIus 1 00bEM pacTBOpa TUTPAHTA

NaOH,v — konruecTBO BeliecTBa MOIUXI0pQeHoa.

Jns onpenenenust PK, nccienyeMbix MONMUXJIOP(EHOIOB HCMOIB30BAICS TAKXKE
Ooyee 4yBCTBUTENBHBIN criekTpodoToMerpuueckuii meroa. CrekrpodoToMerpuyeckue
U3MEPECHUS CEpUH M30MOJISIPHBIX PAaCTBOPOB MOJUXJIOP(HEHOJIOB MPOBOAWIM Ha IBYX
npubopax: CP-46 u Cary 100 (Varian) TunudHbli 3J€KTPOHHBINA CIIEKTP MOTIOIIEHUS
2,4,6rpuxnopdenona npuBenEH Ha pUCyHKe 1.

1.2+

12
1.0-
) = 12
08| i/
2 06 /
<
0.4- A\ A\
02+~ Mo
~— et
R
0.0 1 ———'—gb:—_
T T T T
280 300 320 340

Wavelength (nm)
Pucynok 1 —DneKTpoHHBIE CIIEKTPHI MOTJIOMIEHUS! H30MOJISIPHOW CEPUU PACTBOPOB
2,4,61puxiopdenHona npyu pa3IndHbIX 3HaueHusAX pH:
pH 1.10 (1); pH 5.12 (2); pH 5.44 (3); pH 5.78 (@l 6.00 (5); pH 6.23 (6);
pH 6.39 (7); pH 6.61 (8); pH 6.84 (9); pH 7.23 (48 7.36 (11); pH 12.90 (12)

[Ipu cnekrpodoTomMeTpuueckoM ormpezeneHun BeanuuHy pK, paccuutbiBamu

Amax B i —
METOAOM HAMMCHBIINX KBaI[paTOB 110 ypaBHeHmo Ig— - pKa - le , TAC Amax,
A —-A_ —
i min X
%r—/
y
Amin’ Ai — OIITHYCCKUC IIIIOTHOCTHU paCTBOpOB, conepmamnx Z[CHpOTOHI/IpOBaHHYIO,

IPOTOHUPOBAHHYIO (POPMBI IPOTOIUTA U UX CMECh MPU COOTBETCTBYIOLIMX 3HAYEHUSAX
pH. VI3mepeHuss npoBOAMIM B MaKCUMyME€ CBETOIOIJIOUIEHHS AHUOHHON (OpMBI
MPOTOJINTA, UCTIONB3Yys cepun OydepHbIX pacTBOpoB B Auanazone pK, — 1 <pH < pK, + 1.

O600mennble pe3ynbTaThl ompeneneHus PK,; M3ydeHHBIX MOIUXIOP(HEHOIOB
MpuBEIeHbI B Tabmwmie 1.



Tabnuua 1 —Pe3ynpTaTsl onpenenenus KOHCTaHT MPOTOJUTUIECKOTO PABHOBECHS
UCCIIEAYEMBIX MOIUXJIOP(PEHOIOB

CnexTpodoToMeTprUIECKHE XapaKTEPUCTUKH
0 1 onpeneneHus PKy
a3panie OTCHIMOMCETPHACCKOC | (41 nurens — CD-46 /3namenarens — Cary 100)
BCIIICCTBA OIMpECACIICHUC 3 }\'MaX YPaBHeHI/Ie
Ca, MO/ M HM 3aBHCHUMOCTH
y=-1.0X +4.7¢
! 322 (p = 0.9988)
[IX® 7.510°
HE [POBOAMIH 322 | y=-1.0% +4.83
(p = 0.9983)
y = -1.0k +5.3¢
2.3.4.6- 5 318 (p = 0.9998)
TeXD HE [IPOBOMIIH 4.310 318 Y= 10X 1547
(p = 0.9997)
y = -1.0k + 6.2€
i 313 (p = 0.9990)
2,4,6TXD 1.010*
HE [IPOBOAMIH 313 | y=-00% +6.14
(p = 0.9993)
y = -1.0x + 6.9¢
=-1.0X% +6.96 4 312 (p = 0.9996)
2,45TXDd | Y 1.01
4.5 (p = 0.9999) 010 313 | y=-09%+6.93
(p = 0.9996)
y = -0.9& + 6.8(
=-1.0k +6.82 " 301 (p = 0.9994)
2,6-IXD M 1.210
2 (p = 0.9989) 300 | y=-09%+6.85
(p = 0.9998)
y = -1.0k + 7.51
=-1.0k +7.45 4 301 (p = 0.9995)
2,5JXD y 1.21
o7 (p = 0.9999) 0 300 | y=-L0G +7.50
(p = 0.9994)

MaxkcuManbHOU KHCJIOTHOCTBIO oOJagaer MOJIHOCTBIO 3aMeIIEHHBIN
MpeACTaBUTENb CUCTEMATHYECKOTO psijia — meHTaxyaopdeHon. HauMeHpIyto KUCIOTHOCTh
nMeet 2,5-1uxaopdeHo1, Tak Kak MposIBISETCS HECOTIIaCOBAaHHOE BIUSHUE aTOMOB XJIOpa
Ha TIOJBIDKHOCTh TPOTOHA (HEHONBHOTO THApOoKcuiaa. CTOUT OTMETHTh, YTO TIPH
COTJIACOBAHHOM BJIMSIHUM  GC-aKLENTOPOB, Kak B MoJjekyile 2,67uxnopdeHona,
KHCJIOTHOCTH JaKe BBIIIE, ueM B ciydae 2,4,5TpuxiopdeHona.

Haiinennsle BenmuuHbl PK; XOopomo  coryiacyrorcs ¢ pe3yjbTaTamy,
paccuMTaHHBIMU C OMOINBI0 ypaBHeHUs1 ['ammera: pK, = pKyy — pXo;j, tae pKqay = 9.90
(m1s dbenona), p = 2.25 furs monuxnopdenonos) u o; = 0.68; 0.37; 0.22u1s1 o0-, M- ¥ n-
MOJIOKEHUM, COOTBETCTBEHHO. TakuM 00pa3oMm, s HW3yYEHHBIX COCIUHCHHUI
paccuntannbie BenmmuuHbl PK, cocrtassar: [IXD 4.68; 2,3,4,6FeXd 5.51; 2,4,6FXD
6.34; 2,4,5TX®D 7.04; 2,61XD 6.84; 2,5HXD 7.54.TlonydeHHBIE SKCTIEPUMEHTAILHBIM
nyTéM BenuuuHbl PK, M3ydeHHBIX MOJUXJIOP(HEHOIOB XOPOIIIO COTJIACYIOTCS C JaHHBIMHU
muteparypbl. Jlyis aApyrux monmxiaopdeHONIOB NMPUBEIEHBI B JIUTEPATYpe CIEMYIONTUE
nuana3onsl BenuunH PKy 2,3XD (6.44-7.78); 2,4AXD (7.85-8.09); 3,4HXD (7.39-



8.68); 3,5AXd (6.92-8.27); 2,3,4Xd (6.50-7.66); 2,3,5FXD (6.43-7.37); 2,3,XD
(5.80-7.13); 3,4,5FXd (6.50-7.84); 2,3,4,9eXd (5.30-6.96); 2,3,5,8eXD (5.02-
5.48).

3HaYeHUsI KOHCTAHT MPOTOJUTHYECKOTO PABHOBECHS BCErO CHUCTEMATHYECKOTO
psaga momuxiopdeHonoB oxparbiBalOT Auama3zoH PK, or 4.60 mo 8.68. 3oma
MaKCHMAaJbHOM SKCTpakUuu ciaaboil KuUCIoThl Haxomutcs mpu pH < pK, — 2, xorma
(eHoNBl HAaXOATCS MOJHOCTBIO B MOJIEKYJIAPHOH (hopMe M CIIOCOOHBI K TEpexoay B
opranu4eckyro (asy, 4to ans Bcero psama noiauxiopdenonos Oymer npu pH < 2.6, u
MOJTHOCTBIO JIENPOTOHUPOBaHbI 1ipu pH > PK, + 2 1 BbIIe (715 pEIKCTPAKIMH B BOJHYIO
da3zy) —mopu pH > 10.7.

B pasgene «OneHka BO3MOKHOCTH oOnpedeeHHs] NOJuXJ0pdeH010B 0e3
JAepUBATU3ALMU» TPOBOJWIN M3YUYECHUE AHAJUTUYECKUX ACHEKTOB OMpEIeSICHUS
NOJIUXJIOP(HEHOIOB Ta30XpOMaTOrpapuIecKuM METOA0M CBOOOIHBIX XJIOPIPOHU3BOIHBIX
¢denona. 3a OCHOBY B3dTa Mpoleaypa W3 HauboJiee MPOCTOTO0 BapuaHTa OMNpEAETICHUS
NONMUXJI0PPEHOIOB, HO O€3 CTaauM IePUBATU3ANNN AaHTUAPUIOM YKCYCHOW KUCIIOTHI.

OcHoBHasg mpobiemMa MpHU HKCTPAKIHMOHHOM H3BJICYCHUH TOIHUXJIOPHEHOIOB
CBsI3aHa C BBIJCJIICHHEM YIJICKHCIOTO ra3a 3a CuU€T B3aUMOJICHCTBUS KHCIOTHI C
KapOOHATOM HATpus B JEIUTENBHON BOPOHKE, YTO 3aTPYOHSET IKCTPAKLIUIO M MOXKET
NPUBOAMNTH K MOTEPSM aHAIUTOB. B cBs3m ¢ 4yem Oblna mpoBeneHa paboTa MO MOUCKY
BapUMaHTOB 3aMEHBl pacTBOpa KapOoOHAaTa HATpUs pacTBOpaMu conel ¢ochopHOi
KUCJIOTHI. Pe3ynpTaThl  ompeneneHuss CTENeHH PEeIKCTPAKUUN MOJUXJIOp(EHOTIOB
MIPUBEICHBI B TaOIUIIE 2.

Tabnuna 2 —CteneHu pesKCTpakluy MOJIUXJIOPPEHOIOB B IIETOUYHbBIE PACTBOPHI

3CTCHCHI> peBKCTpaé(LII/II/I, %
0.15monb/mm 0.15monb/mm ochaTHbIN
Tomxsiopgeron KapOoHar runpodocdar (%y(bq;pHmﬁ
HaTpUs HaTpUs pactBop, pH 10.7

2,6-1XD 98 56 97
2,3JIXD 89 20 95
2,4,6TXD 97 52 97
2,4,5TXD 92 23 95
3,4,5TXD 86 10 87
2,3,5,6TeXD 97 69 106
[MXod 99 53 101

Bce orneHkM cTeneHed W3BICYCHUS M PEIKCTpakuuu mnpoBoawau mpu (N = 3,
P = 0.95) 3nauenus ko3 HUIIHEHTOB BapHaluu He npesbimany 2 %.

JlampHEHIyI0 3KCTPAKIUI0 TEKCAHOM MPOBOJMIN TIOCIE MOJKHCICHHS MPOOBI
pacTBOPOM CepHOM KHUCIOTHI A0 pH < 2. OgHOKpaTHas SKCTpaKlUs HE TMpUBENa K
KOJINYECTBEHHOMY H3BJICUCHUIO TMOJIUXJIOP(EHOIOB, MOITOMY MPUMEHSUTH SKCTPAKITHIO
rekcaHoM aBaxkabl (Tabnumna 3).

Hcnonb3oBanne ¢ocdatHoro OydepHOro pacTBOpa H JBOWHAS OSKCTPAKIIUS
TeKCAaHOM TPUBEIM MPAKTUYECKH K KOJMUYECTBEHHOMY HW3BJICUEHUIO TOJIUXJIOP(EHOIIOB,
YBEIIMYMB CTETIEHW W3BJICYCHHUS 10 CPaBHEHUIO C pacTBOPOM KapOoHaTa HATpHsl B
cpennem Ha 4-5 %.



Tabmuua 3 —Ctenenn u3BIeUYEeHUS TOIUXIOPPEHOIOB B TEKCaH

Crenens n3Bieuenust, %
0.15momb/am> (bocq)aTHHvﬁ
[Tommxmopdenon KapGoHaT HaTpHS OydepHbIit
pactBop, pH 10.7
10cm® | (10 +5)em® | 10em® | (10 + 5)em®
2,4-]IXD 88 100 - 98
2,3-IXD 87 92 - 93
2,6-/1XD 86 94 - 96
2,5]1XD 89 92 91 96
3,5IXD 83 88 70 92
3,4-]IXD 67 67 40 74
2,4,6TXD 80 96 - 97
2,3,4TXD 91 99 - 100
3,4,5TXD 76 90 - 93
2,3,5TXD 82 94 93 93
2,45TXD 85 93 90 94
2,3,6TXD 89 96 98 103
2,3,5,69eXD 87 96 - 94
2,3,4,5TeXD 101 101 92 100
2,3,4,63eXD 95 79 82 89
XD 84 100 - 97

I[anee ObLIH OLOCHCHBI CTCIICHW HU3BJICUCHHA IIPU BBIIIOJIHCHUU BCeH mpoucaypnl
OIIPCACIICHUA HOJ'II/IXJ'IOp(beHOJ'IOB 0e3 JA€pHUBaTHU3allMH, KOTOPBIC COCTABUIIM.

- s 2,3,61puxiiopdenona u 2,3,4,5rerpaxiopdenona R,=1.00;

- na 2,4-, 2,6auxnopdenonos, 2,4,6-, 2,3,4-, 2,3,5-, 2,4puxinopdeHonos,
2,3,5,6-, 2,3,4,GetpaxiopdeHosioB u neHraxiopdeHomna R, =0.90;

- s 2,3-, 2,5aux50pdeHoIoB R, =0.80;

- s 3,5uxnopdenona u 3,4,5rpuxiiopdenona R,=0.70;

- nis 3,4-nuxnopdeHona BeTuIrnHa R, = 0.50.

Paznenenne cBOOOMHBIX MOIMXJIOPPEHOIOB MPOBOAWIN Ha PEKOMEHIYEMOW IS
stoii nenmu ¢upmoit Agilent Technologieskanwisproit kononke HP-50+. Pexum
XxpoMaTorpada ObUT CIEAYIONINA: TeMIlepaTrypa dIeKTpoHo3axBaTHOrO nerekropa (D3/1)
280 TC; temmeparypa wucnaputens 250C; temmepaTypa TepMocTara KOJOHKH —
n3orepmuueckuii HarpeB 1 munyty nipu 70°C, ganee nosbimanu temmneparypy n1o 120C
co ckopoctbio 10°C/mun u manee no 240C co ckopocteto 20°C/mun. "a3-HOcHuTENb —
Bomopox (2 cM*/muH mpu genennm noroka 1:10). Obmee Bpems ananmsa 15MHHYT.
Pacuérel pe3ynpTaToB aHAIM3a MPOBOAMIIM METOIOM BHYTPEHHETO CTaHapTa.

Jns  onpenenenust monuxigopdeHomoB 0e3  ammIMpoBaHUS MPOOY  BOJBI
MOJIKUCIISUTA CEPHOM KUCIIOTOH (1m0 pH = 2) u skcTparupoBaiv aHaIUTHI TOJayosioM. [laiee
aHaJIUTBl pedkcTparupoBain B Gochatusiii 6ydepusiii pactBop (PH = 10.7)u ouuranu
BOJIHYIO (pa3y rekcaHom. 3aTeM B PEIKCTPAKT AOOABISIN PACTBOP CEPHOM KUCIOTHI JI0
pPH = 2 u skcTparupoBaiu moauxjJop(eHonsl B TeKcaH ABaxIbl. OpraHudeckyro ¢hasy
OTIEIISIIHN, OCYIIIATH, KOHIIEHTPUPOBAIH U aHAJTU3UPOBAIIH.
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Jnis anmpoOarnuy METOIUKY OnpeaeseHus 0e3 arInpoBaHusl ObLUTH MPUTOTOBICHBI
npoObI MPUPOAHON BOJBI ¢ JOOABKOW CMECH MONUXJIOP(HEHOIOB M MPOAHATU3UPOBAHBI B
YCJIOBHSX MTOBTOPSIEMOCTH METOJIOM «BBE/ICHO-HalieHO» (Tadiuua 4).

Tabnuua 4 —Pe3ynpTaThl onpeaenenus NoIuXIOpPEeHOIOB B BoIe €3 alnInpOBaHHS
(n=4,P=0.95t,;=3.18)

IMomuxnopdhero C],SliqelfreIE;S )?H,a;IE:Z& , V, %
2,4-JIXD 0.64 0.70 £ 0.08 1.7
2,3-/1XD 0.64 0.81 £0.04 3.0
2,6-JIXD 0.64 0.73+0.04 3.2
2,5/1XD 0.64 0.64 £ 0.05 5.2
3,5JIXD 0.64 0.79 £ 0.08 6.1
3,4-1XD 0.64 0.79 £ 0.06 5.0
2,4,6TXD 0.080 0.085 + 0.010 7.4
2,3, 4TXD 0.080 0.081 + 0.006 4.3
3,4,5TXoD 0.40 0.36 £ 0.08 14
2,3,5TXD 0.080 0.085 + 0.006 4.2
2,45TXD 0.080 0.087 + 0.005 3.5
2,3,6°TXD 0.080 0.095 + 0.040 2.8
2,3,5,6TeXD 0.040 0.038 £ 0.003 4.2
2,3,4,5TeXD 0.040 0.043 + 0.003 4.0
2,3,4,69eXD 0.040 0.046 + 0.006 8.6
[IXD 0.064 0.068 + 0.012 11
TounocTs  ompeneneHuss MOMUXIOpP(EHOIOB O€3 JepHBaTH3AIMH  BIIOJIHE
yIooBIeTBOpUTENbHA. [ OonbImedl 4YacTH BEIIECTB OTHOCHTEIBHOE CTAaHAAPTHOE

OTKJIOHEHHUE He mnpeBbimmaer 9 %, mumb st neHTaxiaopdenona u 3,4,5rpuxnopdenona
nosbimaercs 10 11u 14 %cooTBeTCTBEHHO.

CpaBHEHHE MUHHMAJIBHO ONpPEeIIeMbIX KOHI[CHTPAIMH MOJTUXJI0P(HEHOI0B C
I[TJIK npuBeaeno B Tabauie 5.

Tabnumna 5 —CpaBHeHNE MUHUMAIIBHO OTpeensieMbIx KoHmenTparui ¢ [1J]IK

3
MuHUMAIIEHO ITJIK, Mxr/om
onpeneieMat X035 CTBEHHO-

KOHIICHTPAIUS
IIHUTHEBOTO N
Tomxnopderon Ges IHUTHEBAS KYBTYDHO PHIGOXO3SAHCTBEHHOTO
BOJIA 3HAYCHHUSI
aHHHHp/OBa?HH’ A OBITOBOT'O
MKT/IM BOJTIOTTOJTB30BAHHSI
Juxnopdenons 0.6 2 - 0.1*
TpuxnopdeHons 0.08; 0.4** 4 - 0.1***
TerpaxmopdeHobr 0.04 - 1 -
ITenraxsophenon 0.06 - 9 0.5%***

«-» -o3Hauaer orcyrcrBue [1JIK mist naHHON rpynnbl coequHEHU
*) s 2,4quxnopdenona; **) s 2,4,6apuxnopdenona; ***) mus 3,4,5spuxinopdenona
***K)  17sl HEHTAXJIOp(PEHONATa HATPHS
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Jlnst onpenenenus monuxiaopdeHosoB 0e3 JepuBaTHU3AMKM HA YPOBHE HambOosee
Hu3kux 3HaueHud [I[JIK meToamka HE NpPUMEHMMA, HO MOXET HCIOJIb30BaThCA IS
KOHTPOJISI COZIep KaHuUs MOTUXJIOPPEHOIOB B TUTHEBON BOJIE.

B pasneie «AUWIHPOBaHHE NOoJIUXJI0PPeH010B AHTUAPUAOM
MOHOXJIOPYKCYCHOM KHCJOTBI» OIHUCAaHbl MCCIENOBAHUS MO MOAOOPY MPOLEAYPHI
CTaJuMu JepuBaTu3alMu. B KauecTBe peakMOHHONW Cpeabl U OJHOBPEMEHHO
pacTBOPHUTENS IJIs JEPUBATU3UPYIOIIETO areHTa U Kartaau3aTopa BeIOpaH Tonyosd. Cxema
peaKIny aruInpOBaHUS IPUBEICHA HA PUCYHKE 3.

OCOCHCI

OH o)
C-oHc:)2N CICH,CO),0
@ (CoHs)3 @( LCO), i
X
Cl, Cl cl,

n

Pucynok 3 —Cxema peakuuu aepuBaTHU3ALNN

HccnenoBanne ctaauu JepuUBaTH3AIMK MPOBOAMIH C UCHOJIH30BAaHUEM PACTBOPOB
NoJIUXJI0P(PEHOIOB B ToMyose. [l moaydeHnst MaKCHMaibHO BO3MOKHBIX KOHIIEHTPALIUH
nonuxyioppeHonoB (ucxonas w3 pabouero amana3zoHa JeTeKkropa) ObLIO pacCYMTaHO
CyMMapHO€ KOJHMYECTBO BeIlecTBa (DEHOJOB M JECATUKPATHBIM MOJSAPHBIA H3OBITOK
KaTaau3aTopa ¢ aHTHIPHUIOM. BBIX0oa XjopameraToB B 3THX YCJIOBUSAX JOCTHTall JIMIIb
50%. [lamee yBenuuMBaIM MacCy A00aBISIEMBIX pPEAareHTOB M OIICHWBAJIHM CTEICHb
AlIMIMPOBAHUS TTOJNUXJIOPPEHONIOB 10 YBEIMYEHUIO T'PAJAYHPOBOYHBIX KO3((HUIIMEHTOB.
OntumanpHOE KONMWYECTBO J00ABISEMBIX KaTalu3aropa M aHTUAPUAA B COJCPIKALIYIO
noauxyop¢eHos mpody cocraBmwino 5u 20 mr, cooTBeTcTBeHHO (Tabnuia 6).

Tabnmuma 6 — Cremens anunupoBanus (%) mOMMXIOP(PEHONOB MPH  Pa3THUHBIX
COOTHOIIICHUAX KaTajdnu3aTopa U alllJIMPYIOIIEro areHTa
TPUATWIAMUH (KaTaIu3aTop) 10mkr | 200mkr | 200mkr | 10mr | Smr | Swmr
AQHTUAPUT 171mxr | 6.88mr | 13.76Mmr | 20mr | 20Mmr | 30wMr
3,5-muxnopdenunxiopanerar 70 66 90 91 91 94
2,5-mmxnopdennnxiopanerar 0 66 90 91 91 94
2, 4-muxnopdeHmnxaopanerart 0 0 71 97 93 91
2,6-muxnopdeHnxiopanerar 0 0 71 97 93 91
2, 3-1uxsnopdeHmIxaopanerat 50 58 73 91 105 98
3,4-nuxnopdeHunxiopanerar 70 66 90 91 91 98
2,4,6rpuxsioppeHUIXIIOpaIeTaT 37 42 83 95 98 104
2,3,5TpuxiiopheHmiIxiiopamerart 41 54 75 96 96 97
2,4, 51puxiiopheHmIxiioparerart 37 66 83 99 103 98
2,3,6TpuxsioppeHUIXIIOpaIeTaT 0 54 75 96 96 102
3,4,57puxnopdeHmixiopanerar 80 84 83 92 99 98
2,3, A1puxsioppeHUIXIIOpaIeTaT 41 54 75 96 96 98
2,3,5,61erpaxsopheHuxiopanerar 25 37 80 97 96 98
2,3,4,67eTpaxnopdeHmixiopanerar 35 60 79 98 98 96
2,3,4,57eTpaxnopdeHmixiopanerar 35 60 79 98 98 96
NEeHTaxJIOp(EeHMIXIIOpaleTaT 33 55 95 98 101 102
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M3ydenne 3aBHCHMOCTH BBIXOJa JAEPUBATOB OT TEMIeEpPaTyphl IMOKa3ajlo, YTO
YBEIIMYCHUS AHATUTHYECKOTO CHTHANIAa TPU HArpeBaHUHM PEAKIHOHHOW CMECH Tpu
JCpUBATU3AIIMN HE TIPOUCXOAUT. JIJIs 3aBEpIICHUS PEAKIMH AllMIUPOBAHUS JOCTATOYHO
5 MUHYT IIpy KOMHATHOM TeMmeparype.

[Inomanu NMUKOB 711 MOHOXJIOPAIETATOB TUXJIOP(HEHOIOB, MO CPABHEHHUIO C HX
arieTaTaM¥ TP TeX e KOHIEHTPALUAX, YBETHUUBAIOTCS B 8 pa3, i TPUXJIOP(PEHOIOB —
B 2.5-4 paza, mana TerpaxyiopdeHONOoB U NeHTaxyiopdeHonsa — moutd B 2 pasza. Takoe
yBEIMYCHNE aHATMTHYECKOrO CHTHAja, CBsi3aHHOe C BBeneHmeM aroma Cl B cocrase
allJIBHOTO ~ OCTAaTKa  KUCJIOTHI, TMPUBOIUT K  YBEIMYCHHIO YyBCTBHTEIHHOCTH
OTIpe/ICICHHUS.

s anpobanuy METOJUKH ONPEAETICHHUS C allMIMPOBAHUEM OBLIM MPUTOTOBICHBI
npoObI MPUPOAHON BOJBI ¢ JOOABKOW CMECH MONUXJIOP(HEHOIOB M MPOAHATU3UPOBAHBI B
YCJIOBHUSIX IOBTOPSIEMOCTH METO/IOM «BBEJICHO-HalIcHO» (Tabuuia 7).

Tabnuua 7 —Pe3ynpTaThl onpeaeneHus NoIuXI0pPEeHONIOB B BOJIE C AlIMIMPOBAHHEM
(n=5,P=0.95t,;=2.78)

[Tonuxmnop- BBeneno _ Haiineno V. %

beHon C, mxr/am° X, Mxr/am° » 70
3,5J1X® 0.135 0.138 + 0.003 1.4
2,50XD 0.135 0.131 £ 0.002 1.2
2,4-7IXD 0.160 0.169 + 0.015 7.2
2,6-1XD 0.160 0.169 + 0.015 7.2
2,3 ]IXD 0.160 0.156 £ 0.011 5.6
3,4J1XD 0.100 0.107 + 0.002 1.4
2,4,6TXD 0.100 0.099 + 0.004 2.8
2,3,56TXD 0.100 0.107 + 0.002 1.4
2,4,5TXdD 0.100 0.099 + 0.004 3.5
2,3,6TXD 0.100 0.109 + 0.003 2.1
3,4,5TX®D 0.100 0.096 + 0.005 4.1
2,3,4TXD 0.100 0.106 + 0.002 1.8
2,3,5,69eXD 0.050 0.050 + 0.002 2.6

2,3,4,69eXD 0.050 0.054 £ 0.001 1.4
2,3,4,59eXD 0.050 0.053 £ 0.001 1.5
XD 0.050 0.050 + 0.002 2.7

TouHocTh ompeneneHuss NOMUXIOP(PEHOTIOB C JepUBaTH3ANMCH 3HAYUTEITHHO
BbIIIIE, YeM Oe3 nepuBaTu3anuu (Tadbmnuia 4), 1 OTHOCUTEIIbHOE CTaHIAPTHOE OTKJIOHCHHE
HE MPEBBIIIACT SMHHII TPOIIEHTOB.

B pazgene «XpomaTo-Macc-CeKTPOMETPUYECKH aHAIU3 TMOCJAe CTaauu
JAepUBaTH3AMW» TIPUBEJCHA 4YacTh WCCIICIOBAHMS, MOCBIIIEHHAS JIOKA3aTeIbCTBY
oOpa3oBaHusi 3QHUPOB B IMpeIjIaraeMbIX YCIOBUSAX aHanu3a. [IpoBoawim XpoMmaTo-Macc-
cnekTpomerpuueckuid  ananmu3 Ha Agilent  Technologies 6850/5975C.Pexum
xpomarorpada: remmneparypa ucnaputens 250C; temnepatypa nmepexoaHoil B IETEKTOP
30HbI 280%C; ras-nocurenp — reauit (1 cMoIMuH npu aencHun noroka 1:10). Pasgenenue
MOHOXJIOpAIIETaTOB XJIOP(PEHOIOB MPOBOAWIN Ha KamwulsipHOH KosoHke HP-5MS mpu
cienyroniem mporpammupoBanuu: co 100T temneparypy yBenunuuBanu g0 250T co
ckopocthio 10°C/mun. O61iee Bpems aHanu3za 15 MUHYT.
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Macc-crieKTpOMeTpUYecKoe  JETEKTUPOBAHWUE  BBIIOJIHSUIA B PEXUME
ckaHupoBaHus B quana3one macc 40-350a.e.M. U perucTprupoBalii XpOMaTOTPAMMBEI.

[TomydyeHHble  Macc-CIIEKTPbl  COOTBETCTBYIOIIMX  MHUKOB  CPaBHUBAIU  C
OMONMMOTEYHBIMU:  HACHTHU(HUIMPOBAHBI  MOHOXJIOpALETaThl  JUXJIOPPEHONIOB |
neHTaxuopdenona. Macc-crieKTpsl MOHOXJIOPALIETATOB OCTAIBHBIX MOJUXIOP(PEHOTIOB B
oubnuoteke NIST 2008oTcyTcTBOBAIM M OBLIN 3apETUCTPUPOBAHBI BIIEPBHIC.

Ha pucynke 4a mpeacraBieH  MOJMYYSHHBIH  Macc-CHEKTp  JepuBaTa
TpuxnopdeHona, a Ha pucynke 40 — yBeNIWYCHHBIN (parMeHT Macc-CIeKTpa ¢ 00IacTu
OCH Macc MOJIEKYJISIPHOTO MOHA.

1004 196

50
77

49 97 167
\ 62 107 160H 274
181
0 | m‘ \\‘\ HM;‘ lp " !\‘ H\‘ } ‘%\\\2‘ Yy “ “ ﬁ‘ ; H\“ “‘223 ; S ‘H‘\ /
m/z
60 90 120 150 180 210 240 270
a) OJY4YEeHHBIN Macc-CIIEKTp JepuBara TpuxyiopdeHoa
149
274
272
7
276
275 278
°73 | 277 | 279 280
O T T T T T T t t T T m/z
270 272 274 276 278 280 282

0) KJIacTep MOJIEKYJISIPHOTO MOHA JIepHBaTa TpUXJIopheHoa
Pucynok 4 —Macc-cnexTp, MoJydeHHBIH 15 AepuBaTa TpUxJIopheHoa

B ciiygae oOpaszoBanmsi TpuxioppeHWIXIopaneTara CoeJUHeHNe JT0KHO UMETh
opyrro-popmyny CgH4Cl4,O, u oTHOCHTENBHYIO MOJIEKYIISIpHYIO Maccy M, = 274 a.e.m.
Takum oOpa3zom, Hanbosiee MHTCHCHUBHAS JETEKTHpyeMas Macca Kjactepa MoHa B Macc-
crieKTpe NMVZ 274 cOOTBETCTBYET MOJICKYJISIPHOMY HOHY MPEAINOJIaracMoro COSJIMHCHUS.
[Tpu pacuére mo hopmyre OMHOMHUAIBHOTO 3aKOHA COOTHOIIECHUSI MHTEHCUBHOCTEH MMUKOB
B M30TOITHOM KJjacTepe ¢ 4 aToMaMH XJiopa U COOTHOIIeHHeM n3otonoB a = 0.7577u b =
0.2423 nonyyaeM KBHHTET C COOTHOIIEHHEM HWHTEHCUBHOCTEH H30TOIHBIX IUKOB B
kiactepe (B %) 78 : 100 : 48 : 10 : 0.8.

[lpu nanpHelIeM pacCMOTPEHUM MacC-CIEKTpa TMOJMYyYEeHHOTO COCIUHEHHUS
(pucyHOK 4a) cieayeT BBIICIUTH KJIACTEphl HAHOOJIee WHTEHCHBHBIX CHUTHAJIOB JIMHUM
KaTHOHOB TPUXJIOP(DEHOJIBHOTO ocTaTka ¢ NVZ 1961 3IMMUHUPYEMOT0 MOJIEKYJIOH 3dupa
alMJIBHOTO OCTaTKa ¢ MVZ 77, 00pa30BaBIIMXCS 3a CUET pa3pbiBa CIOXKHOIDUPHOW CBSI3U
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nepuBata. B ciydyae rpynmupoBKY ¢ OJHHM aTOMOM XJIOpa B COCTaBE YACTHIIBI HMEETCS
cootHomenne nateHcuBHOcTe moutn 100 : 30Mexay mukamu B KJIacTepe ¢ U30TONaMH
xmopa °'Cl m *°Cl. Ilpn mHammumm TpéXx AarToOMOB XJOpa HMEETCS CleAykoliee
pacnpenenenne nateHcuBHOcTe 100 : 96 : 31 : 39T0 XOpoOIIO cornacyercs ¢ KiIacTepoM
ocTaTKa TpuxjopheHoa B pacCCMaTpUBAEMOM MacC-CIIEKTpeE.

Cxema Hanbomee BEPOSITHOTO pacrazna MOJIEKYJISIPHOTO MOHa
TPUXJIOPPEHWIXIIOpAIeTaTa ¢ Pa3pbIBOM d(DUPHOI CBSA3U MPEACTaBIeHa HA PUCYHKE 5.

0] _I v +
// +
CICH,C Clg O Cls

\O \_7 +—é> CICHZC// + O \_7 + 26

miz 274 miz 77 m/z 196
Pucynok 5 —Cxema pacmaga MOJIEKYJIIpPHOTO HOHA TPUXJIOp(EeHMIXI0paleraTa npu
MOHU3ALIMHU 3JIEKTPOHHBIM yJ1apOM

[TosrydeHHBIE HaMHU MacC-CIEKTPhI  TIO3BOJISIOT  TPOBOAWTH  OJHO3HAYHYIO
UACHTU(UKAIUIO MOUXJIOP(EHOJIOB B Mpo0ax CII0KHOTO COCTaBa (3arps3HEHHBIX BOJAX,
9KCTPAKTAX M3 JOHHBIX OTIOXKCHHUH).

I'maBa 3 «MeTpoJiorudyeckass aTTecTauus METOAMKH  OMpeaeSeHus!
NoJUXJIOP(EHOJIOB MOCje JepUBATH3AIMMUN» ONMUCHIBACT MPOLEIYPY YCTAHOBIICHHUS
METPOJIOTUYECKIX XapPaKTEPUCTHK. BTN M3y4eHbl ONMTUMAJIbHBIE YCIOBHUS MPOBEICHUS
XOJIOCTOTO HM3MEPEHHUs, TMOA0O0paH BHYTPEHHUH CTaHAApT H PACTBOPUTENb IS
MPUTOTOBIICHUS IpagyupOBOYHBIX PacTBOPOB. Tunuanas XpomaTtorpamma
IpagyupOBOYHOTO 00pa3iia MoJuxJIOPPEHOIOB B ONTUMATIBHBIX YCIOBHSX pa3JIeICHUs Ha
kononke HP-5 nmpuBenena Ha pucynke 6.
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o 5 10  Bpems, Mun
1 — 2,6;mxnopdenorn; 2 — 2,5auxnopdenon; 3 — 3,5auxnopdeHor;
4 — 2, 3auxnopdenon; 5 — 3,4auxnopdenon; 6 — 2,4,6spuxiiopdeHor,

7 — 2,3,61puxnopdenon; 8 — 2,3,5¢puxnopdenon; 9 — 2,4,5tpuxnopdeHou;
10— 2,3,4spuxnopdenoin; 11— 3,4,5¢puxnopdenon; 12 — n-iiondudermn
(BHyTpenHwuii cranaapt); 13— 2,3,5,6reTpaxnopdenon; 14 — 2,3,4,6ferpaxiopdeHor;
15- 2,3,4,5rerpaxnopdenon; 16 — qubyrundranat; 17 —nentaxiaopdeHon
Pucynok 6 —Xpomatorpamma mpoObI BOJIBI C JI0OABKOM CMECH MOIMXJI0P(HEHOIOB
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Pa3paboTky METOAMKH OmpeieicHHUs MOJUXIOPPEHOIOB B BOJC BBIMOJHSIM B
coorBerctBun ¢ ['OCT P 8.563-2009./Ins pa3paboTaHHONW METOIWKH YCTaHABIWBAIH
METPOJIOTHYCCKUE XaPAKTEPUCTHUKU COTJIACHO PEKOMEHAAIMSIM TI0 MEXIOCYIapCTBEHHOM
CTaHJapTU3aLUU PMTI 61-2003 &lokazarenu TOYHOCTH, MPaBUIIbHOCTH,
MPEUHU3HOHHOCTH METOIUK KOJMUSCTBEHHOTO XMMUYSCKOTO aHAIIA3a.

Ha mepBoM »srtame arrecTalid OBLIM OIEHEHBI TpEJCibl  OOHAPYKCHUS
MOJINXJIOP(PEHOJIOB, KOTOPhIC PACCUMTBHIBAIM KaK YTPOCHHOE CTAHJIAPTHOE OTKIOHCHHE
npu N = 10; P = 0.99;t;.p = 3.17.3HadueHus npeaenoB OOHAPYKEHUSI COCTABHIIN: IS
[IX®D; 2,3,4,5TeXD; 2,3,4,6TeXD; 2,3,5,69eXD 0.0ZMKF/L[Ms; g 2,4,6TXD; 2,3,6-
TXD; 2,3,5TXD; 2,45TXD; 2,3,4TXD; 3,45TXD — 0.04MKF/,I[M3 u g 2,6JXD;
2,5-0XD; 3,50X®D; 2,30XD; 3,41XD — 0.06mkr/mm>,

Jlanee roToBuiM 4 cCepuu KOHLIEHTPALUK 10 8 00pa3ioB B KaX/I0H /I aTTeCTalluu
¢ 100aBKaMH pacTBOPOB CMECH MOJUXJIOP(EHOJIOB B 2 apaiIesIbHbIE TPOOBI IPUPOTHOM
BOJIbI, HE cojepxalieii moauxiaopdeHosoB (4To OBUIO YCTAHOBICHO IPEABAPHUTEIHHBIM
UCCIIe/IOBaHMEM) B paboueM JIuana3oHe METOIUKH OINMPEICSIICHUS M MPOBOIMIN aHAJIM3,
BapbHUpysl YCIOBUS U3MEpeHuil (BpeMsi, HCITOJIHUTEIIN, HAOOPBI MTOCYAbI, IPUOOPHI).

[To paccuMTaHHBIM BEIUYMHAM TOTPEIIHOCTH METOJUKM HU3MEPEHUH H e
COCTABJISIFOINUX JUIS Ka)JI0ro oOpaslia YCTaHABIMBAIM 3aBUCUMOCTH XapPAKTEPUCTHK OT
KOHIIeHTpanuu s kaxaoro BemectBa: § = f(C) mist moBropsemoctn; K = f(C) mns

BocripomsBogumoctd; A, = f(C) mns mpaBuiasHocT u A = f(C) mma TouHOCTH.
[Tony4yeHHBIE 3aBHCHMOCTH amNMPOKCUMHUPOBAIN Ui BCEro IUana3oHa H3MepseMbIX
KOHIEHTPAaLUH.

PaccunTaHHblE XapaKTEPUCTHKH TOTPEIIHOCTH (YHCACHHO COOTBETCTBYIOIIHE
pacHIUpeHHON HeOoNmpeaeacHHOCTH ¢ Koadduimentom oxsara K = 2 mo 'OCT P MCO
5725),npuBeiéHHBIC B OTHOCUTEIIBHOM BBIPAKEHUHM COCTABJISIOT. JUIsS AUXJIOP(EHOJIOB B
nuana3zoHe konnentpamnuii or 0.07 go 3.2 M1<r/)1M3 He Oonee 33 %, 15 TpuxIIopdHEeHOIOB
B nuana3oHe koHneHTpamuit 0.0510 2.2 MKF/I[M3 He Oosiee 26 %, 175 TeTpaxiopdeHoI0B
¥ ne"Taxjopdenosa B quamna3zone koHueHtpamuii ot 0.0410 1.5 MKF/I[M3 He Oonee 14 %.
Y CcTaHOBIIGHHBIE TIO pe3yJbTaTaM aTTECTAMA METOIAMKU XapaKTEPUCTUKH TOTPEITHOCTH
He mpeBbimarT HopM mnorpemHoct o ['OCT 27384-2002.11penensl omnpeaeneHus
METOAMKH HaxoasTcss Huxke HopMaTtuBoB [IJIK, ycTaHOBIEHHBIX NJii BOAHBIX OOBEKTOB
Pa3TUYHOTO HA3HAYCHUSI.

Pa3paboranHas MeToquKa MpUMEHEHa JUIs aHaJln3a MPUPOHBIX BOJ U3 pek J{oH,
Temepuuk, Couun, Msbimta, Tyamnce, CeBepnHas /[[BuHa. B mnpugoHHOM TrOpU30OHTE
OCJIETHEN 0OHapyKEHbI 2,3-, 3,5auxnop-, 2,3,5,6teTpaxsnopdeHons u
MEeHTaxXJIOP(EHOT B KOHIICHTPAIIUAX HIDKE MPEeIia OMPEeIICHHUS.

BeiBOABI

1. B pesynbTare wWccleqoBaHUS BO3MOXHOCTH OIPEACNICHUs MONMUXIOP(HEHOIIOB B
BOJIE Ta30XpOMaTorpaueckuM METOJO0M 0e3 aleTHIMPOBaHUS YCTaHOBJICHO, YTO
MpUMEHEeHHe TpeayioxkeHHoro ¢ocarnoro 6ydepnoro pactsopa ¢ pH 10.7 yBenuuuBaet
CTETICHh W3BIICUEHUS] aHAJIUTOB M3 pedkcTpakta Ha 4-5 %. [lokazana orpaHmyueHHOE
XpoMmarorpauueckoe paszJiejeHue Iu-, TpPHU- M TETPaxJop(EeHONOB BCIEICTBUE
COBIIAJICHHS BPEMEH YACP)KUBAHUS HEKOTOPBIX CBOOOIHBIX MOIUXIOP(HEHOIIOB.
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2. HccnemoBana peakius JepUBaTU3alMA B OE3BOJHON Cpeje, M3YYCHBI CTEIECHU
o0Opa3oBaHUsl JIEPUBATOB TOIUXIOP(HEHONIOB W TOMOOpaHBI ONTHUMAIIBHBIE YCIOBHS
PEaKIK ANWINPOBAHUS TTOMHXJIOP(EHOIIOB aHTUIPUIOM MOHOXJIOPYKCYCHOH KHCIIOTBHI
Ipy  Ta30XpoMarorpauyeckoM aHaIW3e C JJICKTPOHO3aXBaTHBIM JIETEKTOpoM. B
KauecTBE CpeAbl JUIsl MPOBEIEHUS NEePUBATU3AINU TPEUIOKEH TOIYOd. YCTAHOBIEHO
COOTHOIIICGHUE PEarcHTOB TP allMUIMPOBAHUU TMOJUXJIOP(EHOIOB B pabodyeM auana3oHe
KOHIICHTpAIIMKA METOAMKH, KOTOpoe cocTaBmwio S5 u 20Mr TpudTUIAMHHA M aHTHIPHIA,
COOTBETCTBEHHO.

3. DKCHEpUMEHTAbHO XPOMAaTO-MacC-CIIEKTPOMETPUUYECKUM METOJIOM  JIOKa3aHO
o0pa3oBaHHWE  MOHOXJIOpALETaTOB  MoOJUXJopdeHooB. BrepBeie  TOMy4eHBI |
3apEruCTPUPOBAHBI MACC-CIIEKTPHI MOHOXJIOPAIIETATOB TPH- U TETPAXIOPPEHOIIOB.

4. YCTaHOBJIEHO, YTO NPHU HCIOJB30BAHUM MPEIOKESHHOTO JIEPUBATHU3UPYIOIIETO
areHTa YBEJIMYUBACTCS UYYBCTBHTEIBHOCTH OIpPENEICHUs NoauxjopdeHosos. [Ipenensr
oOHapyXeHUs OTUXIOPPEHOIOB B BHJIE MOHOXJIOPAIIETATOB 110 CPAaBHEHUIO C alleTaTaMH
ymenbimarorcss Ha 30-60 % wu cocraBasiorT s quxIopdeHonoB — O.O6MK1"/I[M3; TUIS
tpuxiopdenonos — 0.04mkr/am® mis TerpaxiopdeHONOB M meHTaxiopdeHomsa —
0.02mxr/om’.

5. PaspaGorana wmeTOAMKa ONpPEENECHUS TMOIUXJIOPPEHOIOB B BOAE TOCHE
JepUBAaTH3AIIUN  AHTUAPUIOM MOHOXJIOPYKCYCHOM KHCJIOTBI W yCTAHOBJICHBI €&
METPOJIOTMYCCKHE XapaKTEPUCTHKH (MIOKA3aTeNId MOBTOPSEMOCTH, BOCIPOM3BOJMMOCTH
NpPaBUJIBHOCTH ¥ TOYHOCTH). METO/IMKA MO3BOJISIET ONPEIENIATh MACCOBBIC KOHIICHTPAIMH
Bcex 16 mommxmopdenonoB B Boje B jauamnazoHax: auxiopdenonoB ot 0.07 mo
3.2mkr/nqv’;  tpuxmopperonos or 0.04 1o 2.2mkr/am>;  TeTpaxnopheHOIOB W
nenraxnopderona or 0.04 1o 1.5 Mkr/mM® ¢ OTHOCHTEIBHON MOPEIIHOCTBIO He Goliee
33 %,4TO He mpeBBIIIAeT yCTaHOBIEHHBIE HOpMBI TTorpemHocTy o 'OCT 27384-2002.
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