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BBEJAEHHUE

AxryanabHocTh., [wmpasun () ®m  ero  mpou3BOJHBIE, TaKHEe  Kak

MOHOMETHITUAPA3HH (MeTuIruapasuH, M), 1,1-numerunrunpasvx
(HecummeTpuuHbld auMetunruapaszud, HIAMI') u ap., mMHMPOKO HUCIHOIB3YIOTCS B
XO3SIMCTBEHHOW JIEATEBHOCTH TMPHU MPOU3BOJCTBE IIJIACTUKOB, KpPACUTEIIEH,
repouruaoB U nekapctB [1,2]. OgHolt W3 BaxkHEWIIMX o00jacTed NPUMEHEHUS
TUAPA3UHOB SIBISIETCS. PAKETHO-KOCMHUYECKAsl JEATEIbHOCTb, B KOTOPOW JaHHBIE
COCIMHCHUS HCIIONB3YIOTCS KaK KOMITOHEHTBI BBICOKOA((EKTHBHOTO PAKETHOTO
torumBa [3]. Cnenyetr otMeTuth, uTo B Poccuiickoit denepaiiuu (pakeTbl-HOCUTENN
«IIporon», «llukmon», «Poxor», «Kocmocy»), kak um B EBpomeiickom Corose
(«Apuany), Kurae («Bemukuii moxoa») u Muauu (pakera-HOCUTEIb ISl 3aITyCKOB
r€OCUHXPOHHBIX cnyTHUKOB, «GSLV Mk.3») B KkadecTBEe PEeakTHBHOIO TOIUIMBA
UCIIOJIBb3YETCSI HECHMMETPUYHBIN TUMETHIITHAPA3HH [4-7].

SABnsAsACh Upe3BbIYAKHO TOKCHUYHBIM BELIECTBOM MEPBOTO Kiacca OMacCHOCTH U
oOnafasi CIOCOOHOCTBIO HAKAIUTUBATHCS B TMPUPOJHBIX HKOCHUCTEMAX, a TaKXKe
JaBaTh MPU PA3JIOKEHUU JPYTUe BHICOKOTOKCHYHBIC U KaHIIEPOTE€HHBIE MPOTYKThI
(TuapasuH, METWITUIAPA3WH, HUTPO30JUMETHUIIAMUH, TETPAMETHIITETpa3eH U Jp.),
1,1-nuMeTunrupa3uH paccMaTpuUBaeTCsl KaKk OAWMH W3 OCHOBHBIX (DAKTOpOB,
00yCJIOBIMBAIOIINX DKOJIOTHYECKYIO ONaCHOCTh PAKETHO-KOCMHUYECKOM
nesitenbHOCTH. KpoMe paitoHOB majeHus, mpobiieMa BO3JCHCTBUS Ha OKPYKAIOIITYIO
Cpeldy pAaKETHOrO0 TOIUIMBA XapaKTEpHA TAKXKE I CTapTOBBIX KOMILUIEKCOB
KOCMOJIPOMOB U MPWIETAIONINX TEPPUTOPUN BCIEACTBUE BO3MOMKHOCTU YTE€UEK U
MPOJIMBOB TOIUIMBA B IMPOLECCE 3allpaBKU pakeT-HocuTeneh. HCKIoUnTeNnbHO
BOKHBIM AaCMEKTOM JAaHHOW MpOOJIeMbl SIBJISIETCS BO3MOXKHOCTh BO3HUKHOBEHMS
HKOJIOTHYECKUX KaTacTpo(d W UpEe3BBIYANHBIX CUTYallMid BCIEACTBUE TEXHOTCHHBIX
aBapuil B TIPOLIECCE MPEACTAPTOBOW NMOATOTOBKA M 3allyCKa PaKET-HOCUTEJIEH,
KOTJIa BO3MOXEH BBIOPOC B  OKpYXKAlOIIyl0 cpeay Oonplmux 0O0BEMOB
CBEPXTOKCHYHOTO TOIIMBA. B CBs3u ¢ »TUM, B HacTosImee BpemMs 0coOyio

aKTyaJIbHOCTh MPUOOPENTH BOIMPOCHl OLEHKHU BO3IACHCTBUSA HA OKPYXAIOLIYIO CpPEedy



PAKETHO-KOCMUYECKOU AEATEIBHOCTU U, KAK CJIEICTBUE, MOHUTOPUHIA COAEPKaHUS
B IIPUPOJIHBIX OOBEKTAX HECHUMMETPUYHOTO TUMETHITHApPA3WHA U MPOAYKTOB €ro
pasznokeHuss. JTo0 Hauulo orpaxeHue B DenepasbHONM LEIEBOM IIporpamme
«Pa3Butue poccuiickux kocmoapoMoB Ha 2006-2015 roaei», npegycMmaTpuBaronieit
IIPOBEJICHUE SKOJOTMYECKOIO0 MOHUTOPUHIA B paldoOHaxX NAaJCHUSA, HOPMUPOBAHUE
JOTIyCTUMOI'O BO3JCHCTBUSI OOBEKTOB KOCMOJPOMOB Ha OKPYKAIOLIYIO Cperdy,
oOcieoBaHME MECT TMaJeHusi OTpabOTaHHBIX 4YacTed  paKeT-HOCHUTEIEH,
VMHBEHTApU3allMI0 HCTOYHUKOB 3arpsi3HEHUs, B3ATUE U aHAJIU3 IIPOO 3arps3HSIOMINX
BemecTs [8].

PaboThl B 3TOM HanpaBieHUN HEBO3MOXKHBI 0€3 HaJIEAKHBIX METOJOB U METOJIUK
UACHTU(UKALIMY 3arpsI3HUTENEH U UX KOJMYECTBEHHOTO OIpPENEICHHS B CJIEAOBBIX
KOHLIEHTpauusax. B mocnennue rojapl B JaHHON 00J1aCTU JOCTUTHYT CYIIECTBEHHBIM
IIPOTPECC,  CBSI3aHHBIA C  BHEAPEHUEM B AHAIUTHUYECKYH0  IPAKTUKY
XpomaTtorpauyeckux METOAOB MPSMOI0O ONpEeNICHUs] TMAPAa3UHOB, OCHOBAHHBIX
Ha HMX HMOHOOOMEHHOM PAa3[eleHHH C MNOCIEAYIOIMHUM 3JIEKTPOXUMUYECKUM
neTeKkTupoBaHueM.  KOMIUIEKC ~ COOTBETCTBYIOIIMX  METOAMK,  CO3JaHHBIX
cnenuanicramu kadenpsl aHanutudeckoid xumuu MI'Y nmenn M.B. JlomoHOCOBa
noJt pykoBoacTBoM O.A. IInuryHa, 0XBaTui Bc€ OCHOBHbIE OOBEKTHI OKPY KaIOLIEH
Cpelbl W IO3BOJWI ONpPENeNATh |,l-muMeTniaruapa3vuH Ha YpOBHE €ro IpPEIeibHO
JNONYCTUMBIX KOHUEHTpauui. B TO ke Bpems, 3amada ONpenencHuss TOKCUYHBIX
IPOAYKTOB TpaHC(hOpMallu THAPA3MHOB B OKPYXKAIOLIEH cpele OCTaeTcs He /10
KOHIIA PELIEHHOM, B IEPBYIO OYEPEb 3TO KACAETCS UCCIIETOBAHMS ITI0YB C BBICOKMM
COJIEp)KaHUEM JIMTHOTYMUHOBBIX BellecTB (Topd), 3(DPEKTUBHO CBA3BIBAIOLIUX
HECUMMETPUYHBIA ~ TUMETWITHAPA3HH M KaTaIM3UPYIOIIMX  IPOLECCHl  €ro
MpEeBpAIlCHUs] B IIUPOKUN KPYT SKOTOKCUKAHTOB.

B cBs3u ¢ 3TM, 60JbIIOE 3HAUEHHE MPUOOPETAET CO3/AaHUE HOBBIX MOJIXOOB,
METOJIOB M METOJIUK JJsi WIACHTHU(PHUKAIMK U ONPEACNICHUS BBICOKOTOKCHYHBIX
KOMITOHEHTOB PaKETHOI'O TOIUIMBA M MPOAYKTOB MX TpaHChOpMalu B 0OBEKTaxX
OKPY’KAIOLIEH Cpeabl C LEJNbI0 COBEPIICHCTBOBAHUSA CHUCTEMBI 3KOJIOIMYECKOIO

COIIPOBOXKACHUA paKCTHO-KOCMquCKOﬁ JACATCIBHOCTH.



B 5TOM rmuiaHe OJHMM M3 LEHTPAJIBHBIX HAIPABICHUM MCCIEAOBAHUN B
NOCJIEIHEE BpEeMsl SBIIAETCS BHEAPEHHE MAacC-CIIEKTPOMETPUYECKUX METOOB
ONpENEIICHUs]  KOMIIOHEHTOB  BBICOKOTOKCUYHOTO  PAaKETHOTO  TOIUIMBA U
POJICTBEHHBIX WM COEIMHEHHI, XapaKTEpHU3YIOUIMXCS HU3KUMH MpeaesaMu
OOHapy>KEeHUS U MAJILIM YPOBHEM MATPUUHBIX BIUSHUM.

VY4uThIBasl CIOKHOCTh TaKUX OOBEKTOB, KaK MOYBBI C BBICOKMM COJIEPKAHHUEM
OpraHMYECKOr0 BEIIECTBA, B KayecTBE HauOOJee MEePCHEKTHUBHBIX MOYKHO
paccMaTpuBaTh METOAbI TAHIAEMHON XpPOMAaTOMACC-CIIEKTPOMETPHUH, MO3BOJISIONIEH
MPOBOJAUTEL ONpEACICHUE B PEKUME MOHUTOPUHIra 3ajaHHbiX peakuuii (M3P),
OCHOBAHHOM Ha CHEU(UYHOCTH MyTeHl (pparMeHTalMd aHAJUTOB U MO3BOJISIOIIEM
PaAUKaIbHO IIOBBICUTH KaK CEJIIEKTUBHOCTb, TaK W YYBCTBUTEIBHOCTH aHAJIMU3A.
[IpumeHeHne Macc-CIEKTPOMETPOB C TPOMHBIMU KBAJIPYINOIbHBIMU aHAJIU3aTOPAMHU
OTKPBIBAET BO3MOXHOCTh IIPOBEACHMS CJIEAOBOIO AHAIM3a C TUIIWYHBIMU

npeaenaMu OOHApY>KEHUS Ha YPOBHE MKT/J M HIKE.

Ieab paborbl. Pa3paboTka METOJIOB M MOAXOI0B il  3(P(EKTUBHOTO,

BBICOKOYYBCTBUTEJILHOTO U CEJIEKTUBHOTO OINpPENETICHUs B O0BEKTaX OKpY Karolei
Cpellbl HECUMMETPUYHOIO  JUMETWITMApa3uHa U psiAga  OPOAYKTOB  €ro
TpaHcoOpMalMM, OCHOBAaHHBIX Ha MPUMEHEHUHM TaHAEMHOM XpomaTomMacc-
CHEKTPOMETPHH.

JIns  NOCTUXKEHHMS TIOCTaBJIECHHOM 1eu  TpeOyercss peuuTh CIAeAYyHoIue
OCHOBHBIE 33]1a4H:

e VYcTaHOBJIEHME  Kpyra  BEHIECTB, OOpa3yloIIUXCAd MpPU  KOHTAKTE
HECUMMETPUYHOTO JAUMETWITHApPA3UHA C T[OYBAMHU, OCHOBY KOTOPBIX
COCTaBJISIIOT OPraHMYEeCKHe BELIECTBA, METOJOM TEpMOAECCOPOLMOHHON
ra3oBOM XpOMaTOMAacCC-CIIEKTPOMETPHH;

e l3yueHue mpPOLIECCOB HOHU3ALUMU BJICKTPOHHBIM yIApOM, HOHHU3AIUMU
AJIEKTPOPACIBIICHUEM, a TaKK€ XUMUUYECKOW MOHHU3ALUU NPU aTMOCHEPHOM
nasiaeHun  1,l-nuMmerwiruapasMHa M OCHOBHBIX — IPOAYKTOB €TI0

TpaHchopMaliK, BIUSHUS YCIOBUI XpoMarorpaduueckoro pasiaeieHus Ha



7 (HEKTUBHOCTH TeHEpau HOHOB. VccaenoBanne MpoIeccoB AMCCOIMAIINN
aHAJIMTOB, AKTUBUPOBAHHOUN COYyJapEeHHSIMH, BEIOOP MOHHBIX MEPEXOIOB IJIS
JNETEKTUPOBAHUS B PEKMME MOHUTOPUHTA 3a/IaHHBIX PEAKIUH;

e Pa3pabotka n anpobarus moaxoaa K onpenenacHuto 1,1 -muMmeTunruapasnHa u
OCHOBHBIX TMPOAYKTOB €ro TpaHCPOpMAIUU C MCIOJIb30BAaHUEM METOJa
MOHHOM XpoMaTorpaduu/TaHaeMHON MacC-CIIEKTPOMETPHH;

e Pa3pabotka n anpobarnus moaxoaa K onpenenacHuto 1,1-muMeTunruapasnHa u
OCHOBHBIX MPOAYKTOB €ro TpaHC(POPMALMH, OCHOBAHHOTO HAa COYETAHUHU
paszeneHusi B pexxuMe rufpoduibHoi XpomaTorpaduu ¢ TaHIEMHBIM Macc-
CHEKTPOMETPUYECKHUM JIETEKTUPOBAHUEM;

e PaszpabGotka u ampoOauus MoAxXoAa K OMNPEIEICHUI0 OCHOBHBIX MPOIYKTOB
TpaHcopmaruu  1,1-auMeTuaruapasuHa € MCMIOJb30BAaHHUEM  Ta30BOU
TaHJEMHON XpOMaTOMAaCC-CIIEKTPOMETPUH;

e Pa3paboTka HOBOro MOAXOJa K OJKCOPEeCCHOMY U 3()PEeKTUBHOMY
OKCTPAKIIMOHHOMY  M3BJICYEHHUIO  TOABWXHBIX  (OpM  IPOIYKTOB
Tpanchopmanmu 1,l-guMeTwiruApasuHa M3 TMOYB JUIsl  HOCIEAYIOIIEro

XPOMATOMACC-CIICKTPOMETPHUICCKOTO OIPCACICHHUS.

Pabora BeimosneHna B MHcTuTyTe sKosormdyeckux mnpodiem CeBepa u lleHTpe
KOJUIEKTUBHOT'O IMOJIb30BAHUS Hay4YHBIM 00OpyJoBaHHEM «ApKTHKa» CeBepHOro
(ApxTuueckoro) denepanpHoro ynuepcutera nmeHn M.B. JlomoHocoBa B paMkax
denepanbHON 1ENeBOM nporpaMMbl «HayuHble M HAyYHO-TIEArOTHYECKUE Kaapbl
nHHOBalMoHHOM Poccum» Ha 2009 - 2013 ronpl, meponpusitusa 1.3.2 «IIpoeaeHue
HAy4YHBIX HWCCIEAOBaHUN 1eneBbiMu acnupantamu» 1o ['K Nel4.132.21.1453
«AHaAIUTAYECKAs] XHUMHS TOKCHUYHBIX KOMIIOHEHTOB pPAaKETHOTO TOIUIMBA B
TopdsHBIX TouBax», rpaHta POOU Nel2?2-03-31240 monm a «AHamuTHYEeCKas
XUMUS, CBS3bIBaHUME W TpaHchopmauus 1,l-aumeTwiiruapasuHa B TOPQPSHBIX
nouBax» U 'K «Ob6ecneuenne L{eHTpOM KOJUIEKTUBHOTO TOJb30BAaHUS HAayYHBIM
o0opynoBaHueM  «ApKTHKa»  KOMIUIEKCHBIX  HCCJIEIOBaHMM B  00JacTu

HKOAHATUTUYECKOM XUMUU U Pa3pabOTKu COPOEHTOB ruApa3suHOB» B pamkax DIIIT


https://kias.rfbr.ru/Application.aspx?id=204188

«HccnenoBanuss U pa3pabOTKU MO TNPUOPUTETHBIM HAIPABICHUSAM Pa3BUTHA

HAay4YHO-T€XHH4EeCKOro komruiekca Poccun va 2007 — 2013 roasi».

Hayunasi HoBu3Ha. OnpeneneH Kpyr BEIIECTB, 00pa3yIOIUXCs MPHU JAerpajaiiu

1,1-numeTunruapasuHa B TOp@PSHBIX MOYBAX, CHEHU(PUUHBIX JJI1 PAaHOHOB MaJCHUS
OTHEIIAIONIMXCS 4YacTeld pakeT-HOCHUTeNeH, pacnonoxkeHHbli Ha Ceepe PO.

N3ydeHbl mponecchl IUCCOIMAIIMU, AKTUBUPOBAHHOW coynapeHusmu, 1,1-
JTUMETHIITHIPA3WHA U OCHOBHBIX TIPOYKTOB €T0 TpaHC(HOpMaInu.

[IpennoxxeHo coueTaHre MeToAa HOHOXPOMATOrpaduuecKoro pasieieHust ¢
TaHJIEMHBIM MacC-CIeKTPOMETPUUECKUM JNETEKTUPOBAHUEM JUTSE
BBICOKOUYBCTBUTEIBHOTO OmpejieneHus 1,l-numeTunruapasuia u ceMu MPOaYyKTOB
ero TpaHchopMau (HUTPO30IUMETHIIAMHUHA, TUMeTHIpopMamMua,
JAMETWITUAPA3UIA  MYPAaBBUHOM  KHCIIOTHI, 1-metun-1-H-1,2,4-tpuazona,
METWITHIAPa3uHa, TETPpaMETHITETpa3eHa M JUMETHIryaHuauHa). OnpeneseHbl
ONTHUMAaJIbHBIE YCIOBUS aHAJIN3A.

[Ipensioxeno HCII0Jb30BaHNE BUTTEPUOHHOTO copOeHTa JUTSE
ogHoBpeMeHHoro omnpeaeneHus HJIMI'T u poJICTBEHHBIX COCIUHEHHN B PEXKUME
rugpopuibHOM  XpomaTorpaduu B CcOYETaHMM C  TaHAEMHBIM  Macc-
CIIEKTPOMETPUUECKUM  JCTEKTUPOBAHUEM.  YCTAHOBJICHbI  3aKOHOMEPHOCTHU
yACPKMBAaHUSI THUIPA3MHOB M POACTBEHHBIX COCAMHEHUM Ha THAPOPMIHHBIX
HETIOIBMKHBIX dazax, ONTUMHU3UPOBAHBI YCIIOBHUS XpomMaTroMacc-
CIIEKTPOMETPUUECKOTO aHaJN3a.

[Ipensio’xkeHO MCHNONB30BAHME METOAA Ta30BOM TAHJIEMHOM XpOMaTomacc-
CIIEKTPOMETPUM JJI OJIHOBPEMEHHOTO BBICOKOUYBCTBUTEIHHOTO OMPEACIICHUS
Kpyra BEIECTB, HACUHUTHIBAIOIIETO BOCEMb KOMIIOHEHTOB (IMMETHIITHIPA3OHbI
dbopmanbpaeruia, areTajbJeTuaa, 2-dypanbpaerua, TETPAMETUITETPA3EH,
HHUTPO30IMMETUIAMUH, auMeTrIIpopMamMuI, 1-metun-1H-1,2,4-tpuasou,
JTUMETUITUIPA3UT MypaBbUHOM KHUCJIOTHI), SIBIISTIOIIIXCS MPOAYyKTaMu
tpancopmaruu 1,1-numerunruapasuna. [IpenyiokeHo UCMOIb30BaHUE METOJIA

}I(I/II[KOCTB-)KI/II[KOCTHOI;'I OKCTPAKIIUH aHAJIUTOB aAllCTOHUTPHUIIOM H3 IIPHUPOAHBIX BOI
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C UCIIOJb30BaHUEM TEXHUKU BBICAJIMBAHMS B KauecTBE MPoOOmoAroToBku s ['X-
MC/MC ananusa;

[IpensioxkeH MOIXOM K IKCIPECCHOMY BBICOKOA(()EKTHUBHOMY H3BIICUEHUIO
MOJBMXHBIX (DOPM OCHOBHBIX MPOAYKTOB TpaHchopmanmu 1,1-aumeTmruapa3snHa
U3 TIOYB C HCIOJb30BAHUEM TEXHUKH YCKOPEHHOM IKCTPAKUUU CYOKpUTUYECKUM
aueToHUTpuiIoM. [lokazaHa BO3MOKHOCTb COUYETAHUS JAHHOTO MOAXO0Aa C aHAIU30M
HKCTPAKTOB METOJAMU TAHJIEMHON XpOMAaTOMacC-CIIEKTPOMETPHH.

[IpennoxxeHHble METOABI M MOAXOJBI MPUMEHEHBI JJISI aHajdu3a pPealbHBIX
00BEKTOB — 00pa3moB TOPQsSHON OO0TOTHON MOUYBHI U BOJABI, OTOOPAHHBIX B MECTaX
MaJICHUsl TIEPBBIX CTYNMEHEW pakeT-HocuTener. [lokazaHo, 4TO B HMCCIETOBAHHBIX
oOpasiax cpeau mpoayKToB Tpanchopmaiuu 1,1-nuMeTunruapasuia npeodiaiaoT

mumetuiadopmamua u 1-metmn-1H-1,2,4-tpua3ou.

IIpakTHyecKasi 3HAYMMOCTb. HOJIyLIeHHI)Ie JaHHBIC II0 YCIOBHAM MaACC-

CHEKTPOMETPUYECKOTO aHaJIN3a TUAPAa3UHOB U MOBEJCHUIO UX B TOPPSHBIX MOYBAX

MOTYT OBITh HMCIOJIb30BaHbl MPHU pPa3padOTKE HOBBIX MOJAXOJOB K IPOBEICHHIO

DKOJIOTMYECKOTO MOHUTOPHHIAa TEPPUTOPUM, ITOABEPKEHHBIX  BO3JACHCTBHIO

PaKETHO-KOCMUYECKON JesATeIbHOCTH. [loMHUMO 3TOro, MOJy4YeHHBIE PE3YJIbTAThHI

MOTYT OBITb NPUMEHEHBbl MpPU TNPOBEACHUM TMPHUKIAJAHBIX HCCIENIOBAaHUN WU

pa3paboTOK, HaNPaBJICHHBIX Ha:

® OpraHU3alMI CHUCTEMbl XMMHUYECKOTO MOHUTOPUHIA OOLIMPHBIX TEPPUTOPHIA
(palioHOB MaJeHMs), UCTIOJIB3YEMBIX JJIsl MpUeMa OTpaOOTaHHBIX YacTeil pakeT-
HOCHTEJIEH, COIEpPKAIINX BBICOKOTOKCUYHOE TOILINBO;

® OpraHu3alMI KOHTPOJIA 3arpsi3HEHUs OOBEKTOB OKpY)Karouled cpeabl BOIU3H
CTapTOBBIX KOMIUIEKCOB POCCUHUCKHX KOCMOJPOMOB;

® OpraHU3alHIl CHUCTEMBI JKCIPECCHOTO KOHTPOJISI CTENEHHU 3arpsi3HEHHUS
OKpYXarolel cpenbl MNpU BO3HUKHOBEHWHM U JIMKBUJALUU TOCIEICTBUN
aBapUIHBIX CUTYAIIMH, CBSI3aHHBIX C Pa3IMBaMU BBICOKOTOKCUYHOT'O PAKETHOTO
TOIUIMBA IPU €ro IMPOU3BOACTBE, TPAHCHOPTUPOBKE U 3alPpaBKE paKET-

HOCHUTEJIEH.
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Ha 3ammTy BLIHOCATCS CJAEAYIONIME MOJ0KEHHUS ;

e Pe3ynbTaThl yCTAaHOBIICHHS KPyra OCHOBHBIX MPOAYKTOB Tpanchopmaruu 1,1-
JTUMETWITUIpa3iHa TMpU TOMNaJaHUM B TIOYBBI C BBICOKMM COJIEpPKaHHEM
OpraHMYEeCKUX BEIIECTB METOJIOM Ta30BOM XpOMAaTOMaccC-CIEKTPOMETPUH C
TEPMOIeCOPOIIMOHHOI CUCTEMOM BBOIA 0OPA3IIOB;

e Brpibop yclioBUil COBMECTHOTO ompeneneHus 1,1-qumeruiaruapa3uia U ceMu
IPOJIYKTOB €ro TpaHchopMaluu (HUTPO30AUMETHIAMHUHA, AUMETHI(PopMaMuia,
JTAMETUIITUAPA3UAA MYpPaBbUHOU KHCJIOTHI, 1-metun-1-H-1,2,4-tpuasomna,
METWITHIpa3UHA, TETpaMETWITETpa3eHa U JNUMETWITYaHHUJIMHA) METOJOM HOHHOMN
xpomaTtorpaduu ¢ TaHAEMHBIM MacC-CIEKTPOMETPUUECKUM JETEKTUPOBAHUEM.

e 3aKOHOMEPHOCTHU XpoMaTorpaduueckoro pasaeneHus I,1-
JTUMETWITUIpa3iHa, HUTPO30JUMETWIaMUHa, auMmeTtwidgopmamuaa, 1-merun-1-H-
1,2,4-Tpua3zona, METHITHAPA3UHA, TETPAMETHITETPA3CHA U AUMETIIITYaHUIMHA Ha
IBUTTEPUOHHOM COpPOEHTE B peXuMe Truapo@uiabHoil xpomaTtorpaduu. Bridoop
YCIOBUM  COBMECTHOIO  OINpPEIENIEHUS  JaHHBIX  KOMIIOHEHTOB  METOJIOM
ruApoUIBLHON XpoMaTorpapuu/TaHAEMHON MacC-CIIEKTPOMETPHH;

e VCIOBUS COBMECTHOTO OMNPENETCHUs ITUMETUITHAPA30HOB (POopMabIeTUIa,
arneTanpaeruaa, 2-gypanpaeruaa, TeTpaMeTUiITeTpa3eHa, HUTPO30AUMETHIAMIHA,
TUMeTHI(hopMaMu/a, I-metwmi-1H-1,2,4-tpua3ona, JTAMETUIITUIpA3uIa

MYpPaBbMHOW  KHUCJIOTBI ~ METOAOM  Ta30BOM  TaHJEMHOM  Xpomaromacc-

CIEKTPOMETPUH;
e VYcnoBus AKCTPAKIIHOHHOTO U3BJICUCHUS ITOJABHKHBIX dbopm
JTUMETWITHIPa30HOB  (opmanbpaeruja,  aunerainbaeruaa,  2-gypanblIeruia,

TeTpaMETHIITeTpa3eHa, HUTPO30AUMETUIIaMUHa, TuMeTridopMmamuaa, 1-metui-1H-
1,2,4-tpuazona, JAMETUITUAPA3UAa  MYPaBbUHOW  KHCIIOTHI u3 II0YB
CyOKpUTHUYECKHM areToHuTpusioMm. CodeTaHue MeToAa PKCTPAKIIMU TI0]T TaBJICHUEM
C TaHJEMHBIM XPOMaTOMAaCC-CIIEKTPOMETPUUECKUM aHATU30M.

e Pesynbrarel omnpeneneHus 1,1-muMeTwiaruapasuHa W MPOAYKTOB — €T0

TpaHchOpMAIH B peaTbHBIX 00BEKTaX.
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Anpobauusi_padotbl. Pe3ynbraThl paboThl mpeacTaBieHbl HAa MexayHapOaHON

koHpepenmmu «29th International Symposium on Chromatography» (2012, TopyHb,
[Tonwmma), 2-ot Beepoccuiickoi koHMepeHIMN «AHaauTH4YecKas xpomaTorpadus u
KamuIpHbIA itekTpodopes» (2013, KpacHomap), Beepoccniickoit koH(pepeHITH
«Bropoit cwe3n ananutukoB Poccum» (2013, Mocksa), Bcepoccuiickoit
KOH(EepeHIIMH C MEXKIyHapOAHBIM ydacTheM "ODKOJOTHSl M TeOJIOTUYECKHe
M3MEHEHHSI B OKpYXalolllell cpefe ceBepHbIX perroHoB» (2012, ApxaHrenbck),
IV Bcepoccuiickom CUMIIO3UyME «Paznenenue U KOHIIEHTPUPOBAHUE
B aHAJUTHYECKON xumuu U paguoxumun» (2014, Kpacnonap), Bcepoccuiickoi
KoH(epeHIIMH C  MEKIyHapoAHBIM  ydactueM «Teopuss ®  TpakTHKa
xpomarorpadun» (2015, Camapa, Poccus).

Iyoaukaumnu. [To pesynpratam paboThl 0MyOJUKOBAHO S CTaT€l B POCCUMCKUX U

3apyOEKHBIX KypHaJIax ¥ 6 TE3UCOB JTOKJIAI0B.

CTpyKkTypa M_00beM padoTbl. Jluccepramuss COCTOMT W3 BBEJSHHUs, 0030pa

JUTEPATYPHI, IIECTH TIJ1aB IKCIEPUMEHTAIBbHOM 4YacTH, OOUIMX BBIBOJOB M CIHCKA
HUTHPYEMBbIN uTepaTypsl. MaTepuan usnoxeH Ha 148 cTpaHuiax MalllmHOMKUCHOTO
TekcTa, coaepkut S0 pucyHkoB U 34 TaOIHIBI, B CIIUCKE UTUPYEMOW JTUTEPATYPHI

158 UCTOUYHHUKOB.
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I'JTIABA 1. OB30P JIMTEPATYPBI

1.1 CeoiicTBa 1,1-numMeTnarunapa3uHa

1,1-numeTunruapasud — OeCIBETHAS JIETKOKHIIAIIAS KHUIKOCTb, MOCTETICHHO

JKCIITCIOMAad 1M AbIMAIAad Ha BO3AYXC. O6J’IaﬂaeT PE3KUM, HCIPHUATHBIM AMHWHHBIM

3anaxoM [9]. Ctpykrypras hopmyna HM/II” npencrasiena Ha pucyHke 1.

H CH,
\ /
N—N
7 \
H CH,

1,1-mumetnnruapasuu
CAS No 57-14-7
Mw 60,0983 a.e.m.

Pucynok 1 — CtpykTypHas ¢popmyina HECHMMETPUYHOTO AUMETUITUIPA3HHA.

HJIMI' nornomaer Biary W3 BO3[yXa, HEOrPAaHUYECHHO CMEIIMBACTCS C

BOJIOM, CIIPTAMH U MHOTHMH OpPTaHUYECKUMU pacTBopuresivu. [10-12].

dusznyeckue CBOMCTBA 1,1-,Z[I/IMGTI/IJIFI/II[pa?>I/IHa IIpCaACTAaBJICHBI B Ta6J'II/II_[e 1.

Tabnuma 1. dusnueckue cBoiictpa 1,1-guMeTunruapasuHa.

CaoiicTBO Enxnnnna 3HauyeHnune HUcrounuk
U3MepeHust
Temneparypa KUIEeHHs °C 62,3 [13]
Temneparypa 3amep3anust °C -57,2 [14]
[TnoTHOCTH M 0,786 [15]
[Tokazaresnb nperoMIICHHUs - 1,4053 [14]
Bsi3kocTh mlla-c 0,492 [13]
KoHcTaHTa KHCIOTHOCTH 7,13 [16]
Kputnueckoe naBieHue MITa 5,42 [14]
Kpurtnueckas Temmneparypa °C 250 [14]
JlaBneHue napos klla 22,3 [13]
TennoTta 06pazoBaHus KJDK -MOJIB ™ 51,63 [14]
Tennora mapooOpa3oBaHus KkJIK -MOJB 32,62 [14]
TennoTa naaBiIeHUs KJDK -MOJIB ™ 10,07 [14]
OHTponus 00pa3oBaHUS Jhx-momp K™ 197,99 [14]
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HAMI tepmuyecku crabunen g0 350 °C. B wuntepBane 350-1000 °C
MPOTyKTaMHU Pa3IOKECHUS SIBJISTFOTCSI aMMHAK, aMUHBI, CHHUJIbHAS
KHCJIOTa, BOJIOPOJI, a30T, ME€TaH, 3TaH u apyrue [18].

1,1-numMeTunTuApasuH -  BBICOKOPEAKIIMOHHOE  BEIIECTBO,  KOTOPOE
CaMOBOCIIJIAMEHSIETCS] TPU KOHTAKTE C TAKUMH OKUCIUTENIIMHU KaK a30THasl KUCIIOTa
¥ TeTPaoKCcHUI a30Ta. Ha OTKPBITOM BO3JIyXe JIETKO OKHCIsAETCs KucaopoaoM [19].

HecumMeTpuuHbIil TUMETUATHAPA3UH O0JAJAaeT BHICOKOM TOKCHYHOCTBHIO U
SIBIIIETCSL BEIECTBOM IepBoro kiacca omacHoctu [20, 21]. Bmusaue HJIMIT Ha
JKUBOM OpPraHW3M MOJKHO Pa3lIeliuTh Ha XPOHWYECKOE M OCTpPOE OTpamicHHE. B
MIEPBOM CiIydae HaOJFOAFOTCS TaKWe IOCIICACTBHUS BO3JICHCTBUS KaK MMHEBMOHWUS,
OpOHXHT, BOCHAJCHHE BEPXHUX [bIXaTEIbHBIX MyTEeH, apUTMHs, IMOTEPs Beca,
aHEMUs, TIOpAXEHUE TICUYCHH, IEPMATHT, CIa0OCTh, TOIIHOTA, PBOTA, JIETAIBHBIN
ucxof. Ilpu ocTpoM oTpaBieHUM - yAylIbE, OTEK JIETKUX, dM(du3eMa, Cya0pory,
HopakeHHe MeYCHH, JeTaabHblin ncxon [10, 22].

Oco0yr0 OIMacHOCTH JIJISl JKUBBIX OPTaHU3MOB TPEICTABIISIOT KaHIIEPOTCHHEIE,
MyTareHHbIC, TepaTOreHHbIC CBOWCTBA TUApPa3suHOB [23, 24].
B pabore [17] mnpexncraBieHbl YpOBHHM TOKCHYHOCTH HECHUMMETPUYHOTO

AUMCTUIITHNAPA3nHa MJII HCKOTOPBIX BHUJAO0B OPraHHU3MOB, O6I/ITaIOH_II/IX B BOJOCMaxX.

(tabm. 2).

Ta6J'II/II_[a 2. ypOBeHB TOKCUYHOTO BO3JEHCTBUS 1,1',Z[I/IMCTI/IJ'IFI/I,I[paSPIHa Ha HCKOTOPLIC

BHUJIbI OPraHM3MOB, OOUTAIOIINX B BOJHBIX 00bekTax [17].

O0BexT dddexT Konuentpanus B
BOJ0EMeE, MI/JI
Pri0BI I'm6ens 50% ocobeii B TeueHune 24 4acos 30
Japuum I'ubens 50% ocobeti B TeueHne 24 4acoB 38
OMOPHUOHBI JIATYILIEK Teparorennsie 3ppexTb 10

J.A. Keiin ¢ coaBTopamu [25] yCTaHOBWIH, YTO TOKCHYHOCThH THJIPA3MHOB B
BOJHBIX CHCTEMaxX 3aBUCUT OT TaKMX I[IOKa3aTelied KauecTBa BOJbI Kak pH,
KOHIICHTpAIUs KUCIIOPOAA, )KECTKOCTD U IIEJIOYHOCTD.

[TonoGubie uccnenoBanusi TokcuuHoctd HJMIT mpoBogunucs u s APyTrUx

BUJIOB OPraHU3MOB, PE3YJIbTATHl IPUBEAECHBI B TAOIUIIE 3.
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http://ru.wikipedia.org/wiki/%D0%90%D0%BC%D0%BC%D0%B8%D0%B0%D0%BA
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http://ru.wikipedia.org/wiki/%D0%92%D0%BE%D0%B4%D0%BE%D1%80%D0%BE%D0%B4
http://ru.wikipedia.org/wiki/%D0%90%D0%B7%D0%BE%D1%82
http://ru.wikipedia.org/wiki/%D0%9C%D0%B5%D1%82%D0%B0%D0%BD
http://ru.wikipedia.org/wiki/%D0%AD%D1%82%D0%B0%D0%BD

Ta6nuua 3. TokcuaHocTs 1,1-AMMeTHITHIPAa3HHA TP OCTPOM OTpaBiieHuu [14].

O0bexT ITyTh mocrynienus Jlo3a, BbI3bIBaromas rudesanb 50% ocodeii
(JIAs0), MI/KT
Mpim BryTtpubpromnsoe 113
BryTtpuBennoe 250
[TepopansHoe 265
Kpeicer BryTtpubpromaoe 102
BryTtpusennoe 119
[TepopansHoe 122
Kpomuku Yepes KoKy 1060
BuytpuBenHoe 70
Cobaku BuyTtpuBenHoe 60
O06e3bsHBI BuyTpubpromnoe 60-100

VYuuThiBasi BBICOKYIO peakIuoHHYI0 crnocooHocTts HJIMI, oObekTuBHas
OLICHKA €ro BJMSHUS HAa COCTOSIHUE OOBEKTOB OKPYXKAIOIIEH Cpenbl U 340pPOBbE
YyelloBeKa HEBO3MOKHa 0e3 ydera BKJIaJa MPOAYKTOB, OOpa3ylOIIMXCS MpH
paznoxenuu 1,l-npuMerwnruapasuHa M, COOTBETCTBEHHO, NMOHWMAaHUS MEXaHU3MOB

TpaHchOpMaIMK SKOTOKCHKAHTa B IPUPOIHBIX IKOCHCTEMaX U Onoo0bekTax [26].

1.2  TpancdopManusi HECUMMETPUYHOTO TUMETWITHAPA3MHA B

00bEeKTaX OKpY:KaKIIei cpeabl

I'unpasusl, SBISACH BHICOKOOCHOBHBIMU coequHeHusMu (PKy gavr) = 6,79,
PKy vy = 6,13, pKy () = 5,93) [27, 28] u cuIbHBIMH BOCCTaHOBUTENSMH, NIPU
MONaJaHud B OKPYXKAIOIIYI0 Cpely CIOCOOHBI BCTyNaTh BO B3aWMOJICHCTBUS
Pa3IMYHBIX THUIIOB, CPEId KOTOPBIX, TIPEKIE BCErO, CICAYET BBIJICIUTH
OKHCIIUTEIIbHYIO TpaHcpopMaIiiio moa AeHCTBUEM KHUCIIOPOIa BO3AyXa WIIH APYTUX
OKUCIIUTENICH, KHUCIOTHO-OCHOBHBIE  B3aWMOJICUCTBUS C O0Opa3oBaHUEM COJEH
TUJpa3oHus (UIKWITHIPA30HUSA), a TaKkKe PEeaKIMu KOHACHCAIMW M PEeaKIuu
HYKJICO(DUIIBHOTO TPUCOETUHEHMs, B TOM 4YHcle OoOpa3oBaHUs THAPA30HOB C

KapOOHUJICOACPKAIUMHU COCTMHEHUSMHU.
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1.2.1 OxucnurensHas Tpanchopmanus HAMI

OxucnurensHbie npespamienuss HJAMI' B ra30Boil 1 BOOHOW cpenax, a Takxke
B IOYBaX, M3yd4eHBbI JOBOJIBHO MHUpPOKO. Tak, B pabdore [29] paccmarpuBanoch
okucienue 1,1-muMeTUNTHApasHHa KHUCIOPOA-O30HOBHIMH CMECSIMH B Ta30BOM
daze, mpu STOM YycTaHOBJIeHO, 4To He Oomee 30% WCXOMHOTO KOJIMYECTBA
HKOTOKCHKAHTA MOJIBEPTraeTCs MOJHOMY Pa3pyIICHHIO C 00pa30BaHUEM YTIICKHCIIOTO
rasza, BOAbl M a30Ta. XpoMmarorpapuieckumu u crektpockonudeckumu (MK u YD)
METOJaMH aBTOPHI OMNPEACTMIN COCTaB KOHJEHCATOB mocie peakiuu. Cpean
MIPOJIYKTOB OOHApyKeHbI Takue coenunenus, kak N,N-mumerundopmamun, 1,1,4,4-
TEeTPaMETHIITETPA3CH, N-HHTPO30IMMETHIIAMHIH, N-HATpOIUMETUIIAMUH,
MeTHiIaMuH U auMmeTwiaamuH (JIMA). ABtopamu [26, 29] npemyioskeH MeXaHU3M

peakiuy ¢ MPOMEKYTOYHOM cTaaueil oOpa3oBanus auMeruianasuna (JAM/):

H,C HC
N—NH, + O, = /N+:N' + H,0 + O,
H,C H,C

B pesynaprare gadbHEHIIUMX ~TpEBpalleHUM MOXKET 00pa30BBIBATHCS

TETPaMETHIITETPA3CH:
\ .4 \ /
N=N + N=N = N—N=N—N
/ \ / \
Ocoboe BHHMAaHUE cienyer YACIUTh 00pa3oBaHUIO N-

HUATPO30JUMETHIIAMHMHA, SIBISIOIIETOCS YPE3BBIYANHO TOKCHYHBIM COCIUHEHUEM,
00JIaZlafoIMM  BBIPAXXCHHBIMH ~ KaHIeporeHHbIMU  cBovictBamu  [30]. HMmenno
oOpa3oBaHHE JAaHHOIO KOMIIOHEHTa MOJKET OIpeNessTh CTENeHb BO3ICHCTBUS
PAKETHOTO TOIUIMBA Ha OKpYyXKawulyr cpeny. Tem cambim, MoHuTopuHr H/IMA B
00BEKTAaX OKPY>KAIOIICH CPEIbI SIBISIETCS aKTyaIbHOU 3aa4eii MPU COTPOBOKICHUH
PK.

B psane padot [31, 32], mocesmiennbix okucienuto HAMI' B razoBoii (ase

KHUCJIIOPOAOM, O30HOM H OKCHIAMH 4a30Td, TaKXKC IIOKa3aHO, 4YTO OCHOBHBIMH
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npoaykramu peakiuu Beictynatror HJIMA, TMT, IM®A, numetunamuH, BOJA,
yrAeKuciabli ra3 u jAp. Haubosee NOMHOE OKHUCIEHHWE HECHMMETPUYHOTO
JUMETWITUIpa3iHa JOCTUTAeTCs MPH MCIOJIB30BAHUM KaTalU3aTOPOB, B POJIH
KOTOPBIX MOTYT BBICTYHath okcup amoMuHus [33], mmubo karanm3atopbl Oosee
CIIOKHOTO coctaBa, Hanpumep, AIMgSiCu [34].

[Ipu momamanuum B BOJHBIE OOBEKTHl OKHUCIEHHE 1,l-TUMeTUnTHApa3uHa
npoTtekaeT yactTuyHo. C HMCHOJIB30BAaHUEM Ta30XpOMATOrpaUuecKux METOJOB C
MacC-CIEKTPOMETPUUECKUM JIETEKTUPOBAHUEM YCTAHOBJIEHO, 4YTO B KaudecTBe
MPOAYKTOB BBICTYNAIOT YIIAEKUCHBIM Ta3, JUMETWIAMHH, JAUMETUITHAPA30H
dopmansaeruaa, HIMA, IM®A, TMT [35].

O6pazoBanue HJIMA wu apyrux mnOpoaykroB  Jerpagamuud  1,1-
JUMETWITHIpa3uHa MoIPOOHO omucaHo B padorax B.A. Murya ¢ coaBTopamu [36,
37]. ABtopamm mnpesiokeHa cxema mnpesparienus HJIMIT, kiroueByr0 poib B
KOTOPOM WUrpaeT NUMETWIINA3UH KAK [IBUTTEPUOHHBINA MPOMEKYTOUHBIN MPOAYKT —
(puc. 2), CcHOCOOHBIH BCTyNmaTh B pas3iUYHbIC B3auMojeicTBus. Cpeam HHX
auMepusanus ¢ noiaydenwem 1,1,4,4-terpameTmii-2-TeTpa3eHa, KOHACHCAIIWS,
NPUBOASIIAS K 00pa30BaHUIO AJIKWITHAPA30HOB, OKUCIeHUE ¢ popmupoBanneM N-
HUTPO30UMETUIIAMHHA.

I'pynnamu  aBtopoB [38-40] ycTaHOBJIEHO, YTO KHCJIOTHOCTH CpPEIObl H
HaJM4YM€ B pACTBOPE MOHOB IMEPEXOAHBIX METANIOB OKa3bIBAIOT HauOOJbLIEE
BIIMSIHUE HA CKOPOCTh OkucieHud. [Ipu satom ckopocts peakiuu u noias HIMA
cpeau o0pa3yroIIMXCsl MPOJYKTOB Bo3pactaroT mnpu yBeaumuenuun pH [38, 39]. B
KHCIIBIX Cpelax MpoTekanue rmpoueccoB okuciaenuss HJMIT ne Habmromaercs,
oJiHaKo mobOaByieHne B pactBop HoHOB Menu (1) cmocoOGcTByeT mpoTekanuio OypHOit
peakiuu [38]. Cpenu BoopacTBOPUMBIX COJICH MeJIH, JKelie3a, KoOalbTa, MapraHiia
HauOOJBIIYI0 KaTAIUTUYECKYyI0 aKTUBHOCTh B okucieHun HJMI mnpossisior
MeAbcoJepKalme KaranuzaTopbl. [lpm  3ToM  00pa3yloTci B OCHOBHOM
ra3oo0pa3Hble U JIETKOJETYyYHMEe COEIMHEHUS, CPEeId KOTOPBIX MPEANnoI0KEHO
MPUCYTCTBHE TETPAMETUITETPA3EHA, TU- U MOHOMETHIITHAPA30HOB (popMasbaerua,

a TaKk)Ke HUTPO30AUMETHIIAMIHA U TpuMeTHiadopmaszana [40].
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Pl/IcyHOK 2— Hpe)IHOHO)KI/ITeJ'II)HaSI CXEeMa OKHUCICHUSA HCCUMMETPHUYIHOI'O JUMCTUIITUAPA3UHA

B BOJHO# cpene [36].

Ocoboe BHMMaHUE clienyeT YAeIuTh nomaaanuio 1,1-muMerunruapasvHa B

nouBbl. BBUy G0JbIoro pazHooOpasusi TUMIOB MOYB U MX XUMHUYECKOTO COCTaBa,
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TpaHchopMaIysi HECHMMETPUYHOTO TUMETWITHAPA3UHA UIIET PA3IMYHBIMU Ty TSIMU
¢ o0pa3oBaHHEM IMUPOKOTO CIIEKTPA MPOTYKTOB.

A K. Bypsk ¢ coaBropamu [41] w3yuanu moBeaeuune HJIMI' Ha oOpa3sie
MPUPOIHON OCHTOHUTOBOM TJIMHBI M MOJICIIBHBIX COPOSHTaX, KOMOMHAITUS KOTOPHIX
MOJKET paccMaTpUBaThCA KaK MHHeEpajbHas cocraBisiomas mouB — SiO;, Al,Os,
Fe,O;. B wuccrnemyemMple 00pasiibl BHOCWIM HM3BECTHOE KojudecTtBo 1,1-
JTUMETUIITHIPA3WHA, BBIICPKUBATIN 3aJaHHOEC BpPEeMsS W IKCTPArupoBaIM BOJOW U
CMEChIO alleTOHA C JUXJOPMETAaHOM C HCIIOJIb30BaHUEM yIlbTpa3ByKa. [lomydeHHBIC
OKCTPAKTHl yMapuBajdd W BBOAWIM B Ta30BbIi xpomarorpad ¢ wmacc-
CIIEKTPOMETPUUYECKAM JCTEKTOpoM. MneHTuduKamumo MOpoBOAWIN ITOMCKOM B
OMOIMOTEeKaX Macc-CIEKTPOB M Ha OCHOBAHWHU PacHIU(PPOBKH MacCC-CIIEKTPOB C
WCITOJIb30BAHUEM OCHOBHBIX 3aKOHOMEPHOCTEH (parMeHTAMM OPTaHUYEeCKUX
COEIUHCHMI MTPH HOHU3ALUH dJIeKTpoHaMH (Tabmuia 4).

Tabmuua 4. PesymbraTel umueHTH(UKAIMU — NPOAYKTOB  Tpanchopmammu  1,1-

JMMETHIITHIPa3HHA B TIIMHE U MOJICIIbHBIX MHUHEPAIbHBIX copOeHTax [41].

CopOent
KomvmmnoneHnt _
SiO, Fe,O; Al,O3 I'iuua
JuMerunruapasoH aneraibiaeruia - - + -
N-HI/ITpO30,Z[I/IMeTI/IJ'IaMI/IH + - + -
JnMeTnnaMuHOae TOHUTPHIT + + + +
N,N-mumetundopmamua + + + +
1-metun-1H-1,2,4-tpuazon + + + +
Humernn-1H-1,2,4-tpuazon + + + +
N,N,N,N-terpamerunanamMmuaomeTan + - + -
buc(numennruapa3on) sTaHauaNIs + - + -

Droit ke rpynmoi aBTopoB [42] wmccaemoBano moseaenne HJIMIT mpwu
MOMNAIAHUM B TIPUPOAHBIA MaTepuag OCaJ0YHOIO MPOUCXO/KEHUS — IIYHTHUT, B
MUHEPAJIbHOW OCHOBE KOTOpPOTO (KBapll, IIECJIOYHBIE ATOMOCHIIUKATHI) BKpAILICH
crienupUYECcKuil yriepoJ, a TakKe MPUCYTCTBYIOT MPUMECH OKCHJIOB METaJIOB.
[TokazaHo, 4yTO NaHHBIN MaTepHas 00JIalaeT BHICOKON COPOITMOHHONW €MKOCTHIO TIO

oTHouleHUIO0 K 1,1-mumerwiruapasuny. Hapsay ¢ 3TMM LIYHTHT BBICTYIIAeT B
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KauecTBe KaTtanusaropa okucienus HJIMI. Cpemu mpoaykToB TpaHchopmaiuwy,
nomumo HIAMA, IM®A, TMT u quMeTunruipa3oHoB, 0OHapyKEHbI COETUHEHHS],
oOpasyloluecs TpU [NUKIM3AIUA  HECUMMETPUYHOIO JAUMETHWITUIpa3uHa C
dbopMHpOBaHUEM MHPA30JI0B, TPHA30JIOB U MMaa30joB (Hampumep, 4,5-muruapo-
3,4,5-tpumeTnin-1H-nupazou, 2,4-mumeTmin-1H-umugaszon, 4-yrmi-4H-1,2,4-
TPHA30JI U Jp.).

B pa6ore [43] A.JI. CMOJICHKOB C COaBTOpaMH, HCIOJb3ys COYCTAHUE
XxpoMaTtorpaUyeckux W  MacC-CIIEKTPOMETPUUYECKMX  METOIOB, a  TaKXKe
cnexktpockonuu SAMP, BrnepBbie OOHAPYXWIH CpPEAW MPOAYKTOB OKHCIHTEIBHON
Jerpajganuu HECUMMETPUYHOTO JTUMETHITHIpa3uHa 1-dopmmn-2,2-
JTUMETWITUIIpa3u]l. ABTOpaMH TIOKa3aHO, 4YTO JAHHOE BEIIECTBO CIOCOOHO
pasziaratbcsi B IIEJOYHOM  cpeae ¢ oOpa3zoBaHwemM  ucxogHoro  1,1-
JUMETWITAIpa3HHa.

[To3nHee, Ka3aXxCTaHCKMMH HcciefoBaTeisiMu  [44] ¢ WCIONb30BaHHEM
TEXHUKHU Ta30BOIl XpOMAaTOMAacCC-CIIEKTPOMETPUHN C CUCTEMOU MUKPOTBEpAodazHOn
DKCTPAKIMK JJIi BBOJA OOpa3loB IMPOBEJACHA WACHTHU(PUKAIMS IIMPOKOTO Kpyra
BEILIECTB, OOpa3ylOIIUXCAd MNpU TONaJaHUM B TMECUYAHYI IMOYBY KOMIIOHEHTOB
BBICOKOTOKCMYHOTO ~ PaKeTHOTO ToIUIMBa. bbuto  oOHapyxkeHo ©Oonee 20
KOMITOHCHTOB, CPEId KOTOPBIX, IOMUMO YCTaHOBJICHHBIX paHee coeAuHeHuil [41,
43], HaliieHbl HEW3BECTHBIC paHee NMPOAYKTHL. K TakuM BeliecTBaM OTHOCSTCS:
alleTOHUTPUJ, nupasuH, 1-metun-l1H-nupazon, 1,3-gumetnn-1H-nupazon, 1,4-
numetwi-1H-upazon,  numerwniuanamua, — 1,5-mumerwn-1H-nupazon,  N,N-

auMmeTtunaneramMu, 1-metwn-1H-umunazon, 1H-umuaazon.
1.2.2 HykneoduibHOE MPUCOSTUHCHUE U KOHISHCAIIHS

[ToMUMO OKHCIMTENBHBIX NPEBPAIICHUM, ISl THAPA3UHOB XAPAKTEPHBI
peakiuu HyKJIeo(UILHOTO MIpUCcCOoeInHeHNs. B KauecTBe OCHOBHOTO ITpUMEpPa TaKUX
MPOLIECCOB BBICTYMAET B3aUMOACHCTBUE C AJIBACTUAHBIMA U KETOHHBIMU TPYNIaMHU

¢ oOpa3oBaHHeM THpa30oHOB [45-47]:
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['unpazun ['mppason
I'uapazonsl, HE UMEIOIIKE CBOOOTHOM AMUHOTPYIIbI, ABJIAIOTCS MEHEE

peaKHI/IOHHOCHOCO6HHMI/I COCAMHCHMAMUA 110 CPABHCHHUIO C THApPAaSHHAMMH. Ot

COCAMHCHUA IIOABCPrar0TCA THUAPOJIM3Y B HGfITpElJ'II:HBIX N KHCJBIX CpCaax,

HaIlpUMeEpP, METHITHAPA3OHBI MOJHOCTBIO TUAPOJU3YoTCs npu PH<7 3a 5 yacos

[48]. JlanHOE CBOWCTBO CIOCOOHO MPHUBOIUTH K BTOPHYHOMY 0OpPa30BaHUIO

I'napa3sruHOB.

1,1-numeTunruapasud crnocoOEH BCTyMaTh B PEAKIUU KOHJCHCAIUU, MpPU

3TOM 00pa3yrOTCs MUPA30JIbl, UMUIA30JIbl U TPHa30Jibl (pucyHok 3) [44].

CH,

H;C HyCe S\ _~CH
X1 "™ W™
H H
4,5-murunpo-3,4,5- 2,4-maMeTunI- 4->tun-4H-1,2,4-
TpumeTnil- 1 H-impason 1 H-umunazon TPHA30I1

Pucynok 3 — HekoTopbie poyKThl KOHCHCauu 1,1-mumerniruapasuna [44].

OOpa3oBaHue  TpPUA30JO0B  BO3MOXKHO MpPU  B3aUMOJECHUCTBHUH

1,1-

AUMCETUIITHAPAa3nHa C Kap6OHOBBIMI/I KHCJIOTaMM B IHPUCYTCTBHUHU TICPBHUYHBIX

amu0B (pucyHok 4) [49].
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Pucynok 4 — Cxema oO6pa3oBanus Tpra3oos [49].

VY4uuThiBas ONMKUCAHHBIE BBINIE IyTH TpaHcpopMauu 1,1-muMeTuiaruipasuia B

peakusaX  pa3MyHBIX THUIIOB, MHOTO00Opasue MPOAYKTOB  MpPEBpaIllCHUN
HPKOTOKCUKAHTa B OOBEKTAX OKpPY)KAIOMIEH Cpelbl MOXHO BBIPa3UTh CXEMOMH,
IIPEJICTABICHHON HA PUCYHKE 3.

[Ipyanmass BO BHMMaHue, 4ro npu aAerpagannu  HJIMI  Bo3MOXHO
o0pa3oBaHHE HIMPOKOTO Kpyra KOMIIOHEHTOB, HE YCTYMAIOUUX MO TOKCUYHOCTH
HCXOJHOMY CoeMHEeHMIo, a B cirydae ¢ HIIMA npeBocxoasium ero, B Poccuiickon
denepanii  yCTAHOBIICHBI MPEACIBHO JOMYCTUMBIE YPOBHHM KOHUEHTpanuu 1,1-
JTUMETUIITUIpa3MHa U HEKOTOPBIX NPOIYKTOB €ro TpaHchopmanuu B OO0BEKTax
OKpY KaroIien cpessl (Tadi. 5).

Tabnuua 5. Poccuiickre HOpMaTHBBI 110 npeaensHoMy coaepxkanuto H/IMI™ u HekoTopbIx

IPOYKTOB €ro TpaHchOpMAIMK B MPUPOAHBIX 00bekTax [50-53].

IIpenesabHo JomycTHMas KOHUEHTpanus, OpHeHTHPOBOYHO J0NTYCTHMBII YPOBeHb
Beuiectso _— Bosxyx ATMOC(l)eprI;l BO3IYX, Bojta BoZ0eMOB, MI/1
pao. Mr/m Iousa,
OMACHOCTH | 3 hm1 C M MI/KT
MM PeiHecy ARE. Xo03. ObIT. Pb10. x03.
TOYHast pazoBas
r I 0,1 0,001 0,001 0,01 0,0003 -
Mr I 01 0,001 0,001 - - -
HAMI' I 01 0,001 0,001 0,02 0,0005 01
TMT i 3,0 0,005 0,005 0,1 - -
HIMA I 0,01 0,0001 - 0,01 - -
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Pucynok 6 — OcHoBHBIE IPOAYKTHI TpaHcopmaruu 1,1-aumernnruapasuna [35, 37, 41- 44]. 1 — numanoBoopos, 2 -
JUMETHIIAMAHOAICTOHUTPII, 3 - 1-popmut-2,2-mumMeTmiruapasut, 4 - TPUMETHIITHAPA3HH, 5 - TUMETHITHAPA30H GopMabaeruaa, 6 -
TUMETHITHAPA30H alleTanbaeruaa, 7 - rerpameruiaruapasut, 8 - N,N-aumerundopmamus, 9 - N-autpozoaumertunamus, 10 - 1,1,4 4-

TeTpameruaTerpaset, 11 - numerunamus, 12 - tpumerunamus, 13 - 1-metnn-1H-1,2,4-tpuasomn, 14 - 1,3-mumernn-1H-1,2,4-tpuasomn.
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1.3 IloBenenne HJIMI' B mouBax

MHoroo0pa3ue peakiuii ¢ y4aCTUeM HECUMMETPUYHOTO JUMETHITHIPA3UHA
U TIyTe ero TpaHchOopMalMKi B OKPYXAIOMIEH Cpee MpeaonpeaeseT MpOTeKaHue
MIPOIIECCOB CBSI3BIBAHUS U MUTPAIIMM KOMIIOHCHTOB PaKETHOTO TOIUIMBA, a TaKKe
HAJIMYME Pa3IUIHBIX (OPM CYIIIECTBOBAHUS JSKOTOKCHKAHTa B TIOYBaX Kak
KJIFOYEBOM OOBEKTEe, HanOoJiee IMOJBEPKEHHOM 3arpsi3HCHHUIO C OJIHOW CTOPOHBI U
BBITIOJTHSIOIIEM 3alllUTHBIC, Oy(depHbie PYHKIIMH B SKOCHUCTEMAX C IPYroil CTOPOHBI.
BaxneluM pakTopom, BIUSIONIMM Ha MPOLECCH CBSI3BbIBAHUS U TpaHCchOpMaIuu
TUJPa3MHOB B MOYBAX, SIBJISETCS COACPKaHUE B HUX OpraHuuyeckoro Bemiectna. I1o
TOMY TMIPU3HAKY TMOYBBI CJEAYeT pa3JeiduTh Ha 2 THUMA: TOYBHI C HU3KUM
cojepkaHueM opraHuueckoro BemiectBa (MeHee 10%) W MHOYBBI C BBICOKMM

coziepkanrieM opranuku (6omee 90%).
1.3.1 TIo4BBI ¢ HU3KUM COJIEP)KAHUEM OPTAHHMYECKUX BEIIECCTB

Bonbmoe kommuuecTBo paboOT, BCTPEUAIOIIUXCS B JIMTEPAType, MOCBSIICHO
MCCIIENOBAHNIO TECYaHbIX MoYB KazaxcraHa, XapakTepHBIX [JI PAOHOB MAJCHUS
OTpabOTAaHHBIX YaCTEH paKeT-HOCUTENCH, CTapTYIONUX ¢ KocMoapoma «balkoHyp».
JI71sl JaHHBIX TTOYB XapaKTEPHO HU3KOE COJEPKAHUE OPTaHMYECKHUX BEIIECTB (MEHEe
10%). Ycranosneno, yto HIMI' B Takux moyBax MOXKET CYIIECTBOBATh B YETHIPEX
dopmax (Tabdi. 6) [54].

B muccepramun A.JI. CmonenkoBa [55] nmpuBoauTcs 0OBSICHEHUE MPHPOIBI
naHHbeiX (opm cymectBoBanus HJIMI'. ABTtopoMm moka3aHo, 4TO B cOpOIHH
OPUHUMAIOT Yy4YacTHE Kak MHHepaibHas ((usmyeckas copOmusi), TaKk H
opraHuueckas (XeMocopOIMsi) COCTaBJISIONIME TMOYBBL. 1,l-AUMETUNTHAPA3YH,
COpOMpPOBAaHHBIM  HCOPraHMYECKOM  YacThO  ITOYBBI, 00JIalaecT  BBICOKOM
MOABMKHOCTBIO M MOJXET JIETKO BCTYINAaTh B PEAKIUI0 C KapOOHWIHHBIMHU
coenuHeHusMu. B pesymbrare oaToro Habmomaercs mepexon HIMID  wu3

MHHEPAJIbHOW YaCTH B OPraHUYECKYIO.
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Ta6nuua 6. ®opmsr cymiecrBoBanust HIMI B mousax [54].

. IIpennonaraemoiii
dopma CaoiicTBa pen
Xapakrep
PacTBOopeHa B MOYBEHHOM
DKCTparupyercsi BOJAHBIMU
pacTBope win QU3HIECKU
CBobonHas (OydepHbIME) pacTBOpamMu IpU .
. copOupoBaHa TBEpIOH
KOMHATHOH TeMIiepaType .
dazoi
DKCTparupyercsi BOJAHBIMU
(Oyde EBIME; acTBO HaMI/I npu TpontyKTI pasioxkeHus
yeep PacTBop p HAMI" oGpatumo
BomxopactBopumas KOMHATHO#
MIOJIBIDKHAS, CBSI3aHHAS TeMIIepaType, IPeBPaIaeTCs B THAPOIHSYIOTCA €
’ ’ 00pa3zoBaHuEM

OO6paTtumo cBs3aHHas
HOTJIOUIAOIIUM
MTOYBEHHBIM KOMILIEKCOM

HeoOpatumo cBsizanHas

ucxoaaeiii HIMI nocne
MIEJIOYHON IUCTHLISIAN

W3Bnekarorcs U3 IOYBEI
MIEJTOYHOU NUCTULISLIUEN

He n3Bnekarorcs naxe mnpu
UCIIOJIb30BAaHUM KECTKUX
YCIOBUSIX SKCTPAKLIUU

HCXOAHOI'O BEIICCTBA

O6patumo
XeMOCOpOUPOBaHHBIM
HAMI'

Heob6paTtumo
XeMOCOPOUPOBAHHBII
HAMT

[TomuMo oOpa3oBaHus THAPA3OHOB, MOTYT HaOJIOAATHCS JpPyrue IMyTH
coporuu  HJIMI' opranmdyeckuM BEHIECTBOM TIOYB, B PE3YJIbTaT€ KOTOPHIX
00pa3yloTcsa OJJMHAPHBIE CBS3H a30T-yriepoi. Bo3MOKHBIMU, IO MHEHUIO aBTOpA, B
JTAHHOM CIIydae SBJISIIOTCA peakuuu HykjaeopmibHoro mnpucoeauHenuss HIAMI B
KOJIBIIO XWHOHHBIX TPYNIUPOBOK WM BOCCTAHOBJICHUE XWHOHHBIX TPYyNIl [0
TUAPOXUHOHHBIX WU TUPOKATEXUHOBBIX (PparMeHToB ¢ okuciennem HJIMI .

[IpucyrctBue pasHbix (HOPM IKOTOKCHKAHTA B MOYBAX CBUJECTEIHLCTBYET HE
TobKO 0 HakomieHnu H/IMI' B MecTax nponmBa, HO 1 O BO3MOXXHOCTH BTOPUYHOTO

sarpsizHenus HIAMI okpyxaromen cpensl.

1.3.2 T1ouBBI C BEICOKHM COJIEP>KaHUEM OPTaHMYECKOTO BElIeCTBa (TOPQSHBIC

OO0JIOTHBIC ITOYBHI)

Hecmotpss Ha Oosbllloe BHUMaHUE HCCleAOBaTeled K  MOBEICHUIO

BBICOKOTOKCUYHBIX KOMIIOHEHTOB PAaKETHOTO TOIJIMBA B OKpYKalolleH cpene, B
JuTEepaType uHdopmarus o

IMPAKTHYCCKHU HC BCTPCHACTCA

MPOJYKTaX,

oOpazyromuxcsi npu koHtakte HJIMI' ¢ mouyBamu, OCHOBY KOTOPBIX COCTABJISIOT
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oprannyeckue BemecTBa. K TakuM o00bekTaM B MEpPBYIO OdYepelb OTHOCATCS
Top(siHbIE OOJOTHBIC MOYBBI, XapaKTEpHbIE AJIsi OOJBIIMHCTBA PAlOHOB MaJCHUS
OTpa0OTAHHBIX YacTeW pakeT-HOCHUTENEH, HaxoIdluxcsi Ha Ttepputopuu PO
(EBpormeiickmii CeBep, 3amamnas Cubupb, SIkytus) u conepikamme Oonee 90%
OpraHuyecKux BerecTs [56].

Topd — »5T0 cIa0OKUCTOTHBIM MOJU(PYHKIIMOHAIBHBIA HOHOOOMEHHHUK,
COCTOSIIIMKA M3  Pa3HOOOpPa3HBIX BEIIECTB, B 3aBUCUMOCTH OT  YCJIOBHH
TOpPo0oOpazoBaHus: LEIUTION03bI, TEMUIICIITIONO03bI, JUTHUHA, TYMUHOBBIX BEIIECTB,
OWTYMOB, BOCKa, a TaKK€ MHHEPAJbHBIX W OPraHOMHHEPATHHBIX BKIIOUCHHMA
pa3IMYHON CTENEHU TUCIIEPCHOCTH.

Xopomiasg coOpOLMOHHAsE CHOCOOHOCTh 3TOrO0 MPUPOJHOTO MaTepuaia o
OTHOIIIEHUIO K Pa3HBIM KJaccaM XUMHUYECKHX COCIMHEHUH CBSi3aHAa C HAIMYUEM B
CTPYKTYpE MAaKpOMOJIEKY] OHOIIOJIMMEPOB, COCTaBISIOLIMX OCHOBY Top(a,
IIMPOKOT0 Kpyra (YHKIIMOHAJIBHBIX TPYNI Pa3IUYHOW MPUPOJBI, TaKUX Kak
aMUHHBIC, AaMHJIHBIC, CIUPTOBBIC, AaJbJCTHIHBIC, KapOOKCHUIbHBIC, KETOHHEIE,
(dbeHobHbIC, XUHOHHBIC, IENTUAHBIC 1 METOKCUIIBHBIC; a TAKXKE MOJTUMOJICKYIISIPHBIX
acCOIMaTOB T'YMHHOBBIX BEIICCTB M JUTHUHA [57].

JIMTHOTYMHUHOBBIE BEIIECTBA CIIOCOOHBI CBSI3bIBATH B IMPOYHBIE KOMILJIEKCHI
MOJUTIOTAHTHI B PA3IMYHBIX MPUPOJHBIX CPEaxX, YTO MPUBOJIUT K U3MEHEHHIO (HOpM
CYIIECTBOBAHMS YKOTOKCUKAHTOB W MX MUTPAIMOHHON CIIOCOOHOCTH, YMEHBIICHUIO
OMOIOCTYITHOCTH U TOKCHYHOCTH [57, 58].

B paborax [59, 60] moka3zaHa BbICOKasi COpOIMOHHASs E€MKOCTH BEPXOBOTO
Topda 1o otHomeHutro K ruapasuHam. HJIMI' copGupyercs Topdom 3a cuer
bu3nUecKol U XUMUYECKON copOuuu. BeposTHO, OCHOBHYIO pOJIb B XUMHUYECKOM
CBSI3BIBAaHUHM UTPAIOT KapOOHUJIBHBIC TPYMITBI OPTaHUYECKON COCTABJISIONICH MOYBBI,
o0J1aaroye CriocoOOHOCThIO K 00pPa30BaHMIO THAPA30HOB.

B nutepatype ynmoMuHaeTcs JUIIb O THAPA3MHE U METUITHIPA3MHE KaK O
NPOAYKTax, OOpa3yrommxcs B OONBIIMX KOJWYECTBaX B TOP(SIHON MOYBE MpH
nerpamauuun HIAMI'. JlaHHbIE cOeIMHEHUSA MOTYT BBICTYHAaTh B Kauy€CTBE MapKEpOB

3arpsA3HCHHA IIOYB BBICOKOTOKCHMYHBIM PAKCTHBIM TOIINIMBOM Ha OCHOBC 1,1-
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auMeTuiIrnapasuta. Tak, Hanpumep, coaepxkanne MMIT Moxet coctaBisaTs 10 70-

80% ot BanoBoro cojepxkanus HIMI B TopdsHoii mouse [56].

1.4 Metoab! naentuguxkanuu u onpenenenns HJAMI' u npoxykros ero

TpaHcphoOpMaALNH

B cBs3M ¢ IMIUMPOKMM MNPOMBINUIEHHBIM NPUMEHEHHUEM THUIpa3suHa U €ro
IIPOU3BO/IHBIX, AaHAJIUTUUECKAs XUMHS TAKUX COCAMHEHUN aKTUBHO pa3BHBAJIaCh Ha
OPOTSUKEHMM MHOTUX Jecatuietnidl. Hambosnee panHHue pabOThl, OTHOCSLIMECS K
TPUALATBIM K COPOKOBBIM TIOJIaM MpPOLLIOr0 BEKa, IOCBSIIEHBl HTPUMEHEHUIO
TUTPUMETPUUECKUX METOJIOB, KOTOpbIE MO3Xe CMEHWINCH
CHEKTPO(HOTOMETPUUECKUMHU. JlaHHBIE MOJIXOJbl XaPaKTEPU3YIOTCSI OTHOCUTEIIBHO
HU3KOM CEJIEKTUBHOCTHIO, OOJBIIONW TPYIOEMKOCTbIO U MPOAOKUTEIBHOCTHIO
IpOOOIOATOTOBUTENBHBIX ONEpaIuil.

CoBpeMEHHON aJIbTEPHATUBOM SBJISIETCSL XpoMaTorpadusi, IMO3BOJISIOIIAS
pa3zensaTh KOMIIOHEHThI aHAIM3UpyeMoi poObl. B HacTosIIee BpeMsl onpeeieHune
T'UJIPa3uHOB U MPOIYKTOB UX TpaHC(HOpMaLUU MPOBOAUTCS C IMOMOIIBIO Ta30BOM U
BBICOKO3(P()EKTUBHOM KUJAKOCTHOW XpOMAaTOrpaduu, a TAkKKe CMEXKHBIM METOJIOM —

KaWJUISIPHBIM 3JIEKTpodope3om.
1.4.1 Tutpumertpus

JlaHHBIE METO/II OCHOBAHBI HA OKHUCIUTEIHHO-BOCCTAHOBUTEIILHBIX PEaKIUIX
THIPa3HHOB, a TAaKKe KHCIOTHO-OCHOBHBIX B3auMoJeicTBUsX. Hecmorps Ha
IPOCTOTY ammaparypHoro oGOpMIICHUS M JCUICBU3HY aHaIHM3a, JaHHBIC METOJIbI
XapaKTEPU3YIOTCSI HU3KOW CEIEKTUBHOCTBIO U OTHOCHTEIBHO BRICOKUMHU TIpEIeTIaMu
OTIPEICNCHHST LEeNeBbIX KOMIOHEHTOB (Crin ~ 10M) [61]. ns ompexencHus
THJpa3HHa TPHUMEHSIOTCS TPSIMOE KHUCIOTHOC THUTPOBAaHHE, HWONATHBIA |
HIepMaHraHATHBIN MeTobl [62]. JIyist MOBBIIICHUS CEICKTUBHOCTH K OMPECIISIeMbIM
KOMITOHEHTaM  TPEUIOKEHO  HUCIIOJIb30BAaHWE  PEAareHTOB,  MO3BOJISIOLINX

I/I36I/IpaTeJ'II)HO IIPpOBOJAHTH XUMHYECKUI aHAIn3.
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Tak, B pabote I'. Menoyna [63] ommcana BO3MOXHOCTH OJHOBPEMEHHOTO
onpenenenns HAMI' B cmecu ¢ ruapasuHOM 100 ¢ METUITHAPA3UHOM. J|aHHBII
METOJT OCHOBAaH Ha pPa3HOM CKOpPOCTM pEaKUUU AaleTUIMPOBAHUS THUJIPA3UHOB
YKCYCHBIM aHTMAPHUJIOM B KUCJIOW Cpene, npu 3TOM ruapasuH 1 MMI' MraoBeHHo
BCTynaroT B peakuuto, a HIAMI' mennenno. TutpoBanue nposoast 0,1H xmopHoit
KHUCIJIOTOM /10 00ECIBEUMBAHUS MHIUKATOPA - XUHOJIbIMHOBOTO KPACHOTO.

bepucom npesioskeH MOIUGUIIMPOBAHHBIA METO ONPEACTICHHS THIpa3uHa U
1,1-aquMeTHaruapasuHa Mo cpaBHeHHIO ¢ moaxonoMm [63]. B pabore [64] omucano
tutpoBanue ruapasuHoB 0,1H x1opHOM KHCIOTOM mnociae B3aUMOJEUCTBHUS C
CATMUMJIOBBIM aJlbACTHIOM. METOZ OCHOBaH Ha pPa3HULE B KUCIOTHO-OCHOBHBIX
CBOMCTBax 00pa3yroNIuXcs MPOAYKTOB (C THIPAa3UHOM — HelTpanbHbiil, ¢ HIMI —
OCHOBHBIM). B  kauecTBe MHAMKATOpa MCHOJIB30BAJICS  KPUCTAJUIMYECKHM
(burOoIEeTOBBIN.

Hapsany ¢ onucanneimu meromamu, mis onpenenenuss HIAMI ncnons3yercs
KYJIOHOMETPUYECKOE  THUTPOBAaHHE, 3aKiroyaromieecs B okuciaeHun  1,1-
JTUMETWITUIpa3uHa OpoMOM WM HOAOM C oOpa3zoBanueM TMT, okucieHue
MIOCJIEAHETO HA IEKTPOAAX NMPUBOIUT K MPOAYLHMPOBAHUIO JBYX JJIEKTPOHOB Ha 1

moas HJIMI [65].
1.4.2 Cuexrpodoromepus

BBugy oTcyTCTBUS B CTPYKTYpE THAPA3UHOB XPOMOGMOPHBIX TPYIII, JaHHBIC
COEJIMHEHHUS HE TMOTJIOIIAI0T B ONMXKHEN ylbTpadHoIeTOBOW M BUAUMOMN 00JaCTAX
CIIEKTpa,  4YTO  JeJaeT  HEBO3MOXHBIM  HMX  MPSIMOE  OIpeJelieHue.
Cnextpodoromerpudeckoe omnpeaeneaue HJIMI  cBoautrcs K MOITYYESHHUIO
OKpalI€HHbIX TPOJYKTOB C HM3MEPEHHEM ONTHYECKOW IUIOTHOCTH MochenHux. B
0630pe A.J[. CmoneHkoBa [66] moapoOHO MpeacTaBiIeHbl CYIIECTBYIONIHME METO/IbI
CHEKTPO(POTOMETPUIECKOTO OMNPEACICHNUs] THUApPAa3uHA W €ro METUIIUPOBAHHBIX
aHanoroB. CieayeT OTMETUTb, UTO JJIS JEPUBATU3ALMKA THAPA3UHOB B MPUTOIHYIO
JUIsi u3MepeHust (GOopMy HCTIOIB3YIOTCS TaKWe TPYMIbl pPEaKIuii, KaKk peakiuu

HYKJI€O(1)I/IJ'IBHOFO 3aMCIICHUA, OKHCJIUTCIBbHO-BOCCTAHOBUTCIIBHBIC pe€aKuum,
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o0Opa3oBaHNE KOMILUIEKCOB C TEpeHOCOM 3apsiaa. Hanbomee mMmMpoKo MCTIOMB3YIOTCS
MOAXO/Ibl, OCHOBAHHBIC HA MOJIYYEHUN OKPALICHHBIX THIPA30HOB.

JIns moMydeHUsT MJAHHBIX MPOAYKTOB HCMOJB3YIHOTCA albIETUAbL, Kak
amdaTHIecKue, TaK W apomaThdeckue. Hamwume B CTPyKType THIAPa30HOB
OOJBIIOrO0 YKCIIa COMPSKEHHBIX CBSI3€M CABUTA€T MAKCHUMYM TMOTJIOLIEHUS B
JUITMHHOBOJIHOBYIO 00JacTh crekTpa. Ha ckopocTh o0pa3oBaHus THIIPa30HOB
MaKCMMAJIbHOE BIIMSHUE OKa3bIBAIOT TemIilepatypa peakiuu, pH cpeasl u
MIPOIOJIKUTEIBHOCTh B3aUMOICUCTBUS.

B kadectBe  mpocTeMIIEro  JIEPUBATU3HUPYIOLIETO  areHTa  MOXET
paccMmatpuBaThes  GopMaiIbiAerua, oOOpasyloIuid TUIpa3oH C MaKCUMyMOM
norionieHus B obnactu 220-240 M [67]. AGcopOums KOPOTKOBOIHOBOTO Y ®D-
U3JIyYEHUS XapakTepHa Jii MHOTHX COCIMHEHUM, UYTO MOXET MNPUBOAUTH K
UHTEPHEPEHITHSIM CO CTOPOHBI MATPHUIIBI [66].

Yame s onpenesieHWs TUIPAa3MHOB HCIOJB3YIOTCS  apOMAaTHYECKHE
aJbJACTUIBI. B KauecTBE  IpUMepa  MOXHO  TPUBECTH  Kapa-
nuMetuiamuHoOen3anpaeruy  (n-JIMADB),  B3aumojelcTBHE ~ KOTOpPOTO €
rUApPAa3uHAMM NpoTekaeT 3a 30 MUHYT B BOJHO-3TAHOJIBHOW CPEE B KUCIION Cpele.
JloGaBka nopemwicynbhara HaTpUsS WIM MIABEJIEBON KHUCIOTHI COKpAIlaeT BpeMms
peakuuu 10 S5 MuHYT. JlocTuraeMmselid Ipenen OINpENeNieHUus THApPA3uHa NIPU
JNCTCKTUPOBAHUU Ha JIMHE BOJIHBI 445 HM coctaBmsger 1,5 mkr/n [66, 68]. B
KadecTBe anbTepHaTuBbl 7n-JIMADB mpumensitorcs 3,4-TUMETOKCUOCH3AIBACTUT U
BaHWJIMH, OTJIMYAOIIHECs OOJIbIIeH CTaOMILHOCTRIO pacTBopa [69, 70].

B Poccumiickoit @enepaumu  mius onpeaenenuss HAMIT B kadectse
CTaHJAPTHON HCIOIB3YETCS METOJUKA CHEKTPOGOTOMETPUUYECKOTO OIpPEACIICHUS
nociie JepuBaTu3aiuu 4-HutpooeH3anpaeruaom [71]. JlaHHbI MeTOa OCHOBAaH Ha
dboTOMeTpUpOBaHUHU OKpalIEHHOT O pactBopa JUMETUITHIPA30HA 4-
HUTpOOEH3ANIbIETH/Ia TIocie Ta30Boi skcTpakinu HIIMI U3 meno4Horo KUrsimero
pactBopa. BzaumopeiictBue 1,1-mumerunruapasuHa C ajdbJerHiOM IPOTEKAEeT B
KHCIION CpeJlle Ha KWITSIIIEeH BOJsSHON OaHe B TeueHue 5 MuHyT. JleTekTupoBaHue

ocyuiecTBisiercss npu anuHe BonHbl 400 M. Ilpenen oOHapyXeHUST METOIUKH
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cocrasiseT 0,005 Mr/i npu UCHOIB30BaHUU KIOBET C JUIMHOM onTuyeckoro mytu 20
MM. OmnpeneneHuio He MewaroT ruapa3ud, TMT, nuMeTmIaMuH ¢ KOHLUEHTpauuen
He Oouee 1, 0,2, 0,6 mMr/i coorBeTcTBEHHO [72].

B nomonnenune k cnekTpoOTOMETpUH, UCIONIb3yeTcs U (Giayopumerpus. B
COBPEMEHHBIX METOJMKAX OMHUCHIBaecTCs (hiyopuMerpuueckoe onpeneicane HJMI
B BOJHBIX OOBEKTAaX C MPEABAPUTEIHHON IKCTPAKIIUECH IMOTyYaeMbIX THAPA30HOB.
[IpoBeneHo cpaBHEHHE Opmo-, napa- U Mema-HATPOOEH3aIbJACTUAOB U KOPUUHOTO
anbJeTuIa Kak peareHTa aus nepuBatusanuu [73]. [TokazaHo, 4To MUHMMAJIbHBIC
npenensl ooHapyxkenus HJIMIT (0,001 mr/m) mocTuraroTcss TP HCTHOJIB30BAHUH
KOPHYHOTO  ajbpjJeruaa. OTOH ke Tpymmod aBTopoB [74] mpemiokeHo
UCIIOJIb30BaHue S-(peHunmneHTanueH-2,4-ansi, 4To IMO3BOJSET JOCTHYb Ipejaena
oonapyxenust HJIMI na yposnae 0,0004 mr/m.

HecmoTpss Ha mpencTaBICHHYIO BbIIIE BO3MOYKHOCTb  OIpPENEICHHUS
THJIpa3uHOB, IPH MCIOJNb30BAaHUM (DOTOMETPUM HMEETCS BBICOKAs BEPOSITHOCTD
3aBBIIICHUS] PE3yJbTATOB MpPH aHAJIM3€ CIOXKHBIX OOBEKTOB. DTO BO3HHUKAECT
BCJIE/ICTBUE HECNEUU(PUUHOCTH peaKUMM albJIeruoB C THujpa3uHamu. Bxman B
pe3ynapTaT OINpeAeNeHUs] MOTYT BHOCUTH coeauHeHws, nMermue —NH, rpynmy,
HalpUMep, aMHUHBI, TAK)K€ BCTYMNAIOIIME B PEaKUUI0 ¢ KapOOHWIBHOM TIpYMIOH.
Kpome Toro, nanHpie METObI HE MO3BOJIAIOT OJTHOBPEMEHHO ONPEIENIATh IIUPOKHI

KpYI' COEIMHEHU .
1.4.3 KanmumasipHblit 251eKTpodope3

B nutepatype onucaHbl METOABI pa3/iefieHUs TUAPA3UHOB C UCIIOJIH30BaHUEM
TeXHUKH  KaMWUIIPHOTO  dJekTpodopesa ¢ pa3IMUYHBIMU  pEeKUMaMU
netektupoBanus. Tak, B pabore [75] moka3zaHa BO3MOXHOCTH OJHOBPEMEHHOTO
ONpEAEICHUs] TUApPa3uHa, MOHOMETWITHIpa3uHa, 1,2-mumerunruapasuHa u 1,1-
auMeTwiruapasuda. [IpoBelieHO CpaBHEHHE YYBCTBUTEIBHOCTH OIPEIEICHUS C
HCTOJIb30BaHWEM aMIIEPOMETPUUYECKOTO JIETEKTUPOBAHUS U JETEKTOpa Ja3epHOo-
WHYITUPOBAHHOM (bayopecueHIun. PesynbTaTh CpaBHECHHS  PEKHUMOB

ACTCKTUPOBAHU:A IIPCACTABJICHEBI B Ta6m/me 1.
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Tabnuma 7. CpaBHeHHE pEKUMOB I€TEKTUPOBAHUS THIPA3UHOB MPU pa3feieHUU METOJIOM

KaluLIsipHOTO 3ekTpodopesa [75].

ITapamerp Tun nerekropa
DjryopuMeTpuYeCKU AMIiepomMeTpuyecKuii
JlepuBaTu3upyromun @i1yopeclieMHU30THOLIAHAT, 6 -

areHT, YCJIOBHSI peaKluu
[TapameTpsl pazaenenus

4acoB, KOMHATHAas TeMIeparypa
Bydepmnsiii pactBop (50 MM
O6opHoit kucaotel / 50 MM
nonewicynbdara Hatpus), pH
=9,0, Hanpsixenue +17 kB

Onexrpoaut (4 MM anerara HaTpus
/ 10 MM yKCYCHOM KHCIIOTHI B
METaHOJI-alleTOHUTPUIHLHOU CIIECH B
COOTHOIIIEHUH 1:2 COOTBETCTBEHHO.

Hanpsoxenue +20 kB

Bpewmst ananuza, MmuH 10 6
[TapameTpsl JlnuHa BoHBI BO30YX1eHus — 488 [ImaTuHOBBIN IIEKTPO C
JIETEKTUPOBAHUS HM, dMuccuM — 520 HM. notenmanoM +1,0 B.

[Ipenenst oonapyxenus, | 0,64 (runpazun), 0,92 (MMI), 1,2 0,005 (ruapasun), 0,002 (MMI),
MT/JT (CAMTI) u 1,2 (HAMI) 0,012 (CAMI") 1 0,001 (HJIMTI")

N3 nanHOil pa®OThI BUIHO, YTO HJisi OMNPEACIICHUS THAPA3MHOB METOJIOM
KA pHOTO anekTpodopesa NPEANOYTUTEIIBHO HCIIOJIb30BaHUE
aMIIEPOMETPHUICCKOTO JETEKTOpa, MPEaeibl OOHAPYKEHHS II KOTOporo Ha 2-3
MOpsIJIKa HIDKE 110 CPaBHEHUIO € (DITyOPUMETPUUECKUM.

B npyroii pabote [76], aBTopaMu npeasioskeH METo dJIeKTpodopesa Ha YuIe
JUIE  DKCIOPECCHOIO0  OMpeAEeJCHUs  TuJpa3suHa, MeTWiruapasuHa u  1,1-
nuMetwiaruapasua. [lokazaHa BO3MOXKHOCTh pPa3fielIeHUs IEJIEBBIX KOMIIOHEHTOB
3a 30 cexynn npu Hanpspbkenuu 3,8 kB m mcmonws3oBanum Oydepa ¢ pH = 5,87,
coaepxaiiero 25 MM L-ructuauaa u 50 MM 2-(N-mopdoarHo)3TaHCy1bHOHOBOM
KUCJIOTHL.  [[msi  peructpauuM  CUTHajga  MCHOJIb30BaJCd  OCCKOHTAKTHBIN
KOHJIYKTOMETPUUECKUNU JeTeKTOop. I[IpumeHeHne MaHHOTO TMOAXO0Ja IO3BOJISET
JOCTHUYDL TIpeJeioB oOHapyeHus s ruapasuHa - 0,012 mr/n, mma MMIT —
0,035mr/n u gt HAMI™ — 0,338 mr/n. [loBblllieHHe 4yBCTBUTEIHLHOCTH BO3MOYKHO
C TPUMEHEHHWEM pa3IMYHBIX TEXHHWK KOHIICHTPUPOBaHUS. B mpencraBieHHOM
paboTe aBTOpaM yaaloCh CHHU3UTH Tpeaeiabl OOHApPY>KEHUS Ha TIOPSAIOK C

NPUMEHEHUEM TEXHUKH YJIbTPa3BYKOBOU Mapoda3HONM MUKPOIKCTPAKIIMK B Karljie.
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1.4.4 T'az0Bas xpomarorpadus

["a3oBast xpomarorpadusi MHUPOKO UCIOIB3YETCS HE TOJBKO IS ONPeIeTICHHS
HKOTOKCUKAHTOB, HO M I HACHTU(UKALUKA MPOAYKTOB JErpajallii JaHHbBIX
COEIUHCHHI B 00bEKTaX OKpYsKaroleh cpeast [77].

B caywae ruapasuHOB ¥ aJKWJIAMUHOB, HCIOJB30BaHHWE Ta30BOM
Xpomatorpaduu CTAIKHBACTCS C PSIOM TPYIHOCTEH, 0OYCIOBICHHBIX UX BBICOKOM
PEaKIMOHHON CTIOCOOHOCTHIO M CKIIOHHOCTBIO K B3aUMOJICHCTBHUSAM C TIOBEPXHOCTHIO
KalWUIAPHOM KOJIOHKH, BEIYIIMM K HMCKaXEHHIO (OPMBI XpomaTorpaduyeckux
nukoB [2]. HampoTuB, KOMIIOHEHTBI, HE COAEp)KaIHe CBOOOIHBIX AMHUHOTPYIII
(rugpazonsl, Tpuazoibl, MDA, HIMA u np.), 6osee 3¢p(HEKTUBHO MOTYT OBITH
paszeneHsl B BapuaHTE ra3oBOM XpoMarorpaduu mpu HCHOJIB30BAHUM TOJISPHBIX
HETOABIKHBIX (a3 [78, 79].

Jus  pgerextupoBanuss HJMIT wu  npoayktoB ero TpaHcopManuu
IPUMEHSIOTCSI TEPMOIHEPTreTUUECKHH, TETEKTOpP TEIIONPOBOIHOCTH (KaTapoMeTp),
maMeHHo-uoHuzanuonubit  (IIMJI), osnextpono-3axBatHbii  (D3]]), a3oTHO-
dochopusiii (AD/]) u Mmacc-ciekTpomeTpruueckuii gerekropsl (MC) [80].

Haubonee a3dekTuBHBIM I 1€TEKTUPOBAHUS TUIPA3UHOB CIIETYET MPU3HAThH
NPUMEHEHHE MacC-CIIEKTPOMETPHUH, OTKPHIBAIOMIEH P  HOBBIX TEPCIEKTUB,
CBSI3AHHBIX C BBICOKOM UYBCTBUTEJIBHOCTBIO U CEJIEKTUBHOCTBIO, a TaKxke
BO3MOXKHOCTBIO UICHTU(UKAIIMA HEU3BECTHBIX KOMIIOHEHTOB.

Tak, B pabGore [81] mpencraBieH mMOAPOOHBIA 0030p, MOCBSIICHHBIH
IPUMEHEHUIO MAacC-CIIEKTPOMETPUU B COINPOBOXKACHUM PAKETHO-KOCMHYECKON
JeSITEIbHOCTH. ABTOpaMH TOKa3aHO, YTO Ta3oBas XpOMAaTO-MacC-CIIEKTPOMETPHS
NPUMEHSETCS HE TOJIBKO JJIsl ONPEACNCHUs] TUAPA3SHUHOB, HO U U UISHTU(DUKALIUN
MPOYKTOB JIETPajallid BHICOKOTOKCUYHBIX KOMIIOHEHTOB PaKeTHOro ToruimBa. Ha
pUCYHKe 6 TpuBeeHa XpoMaTorpaMMa KCTpaKkTa MOEIBHOTO BOJAHOTO pacTBOpa

H/IMI', xpanuBiierocs B TeueHue 1 roja.
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Pucynok 6 — XpomaTtorpamma MojaensHOro BogHoro pacrsopa HJAMI', rue 1-
JUMETUITHIPA30H aleTalbAerna, 2 - AMMETUITHAPA30H alleTOHA, 3- HUTPO30AUMETUIaMUH, 4 —
JTUMETUIIAMUHOAIETOHUTPUI, 5 - 1-Metun-1H-nupazon, 6 - N,N-gumermndopmamun, 7 - anieToH

asuH, 8 - 1-merun-1H-1,2,4-tpuasomn, 9 - ryanunus, 10 — qumeruntpuasomn, 11-16 — ve

UAeHTUGHUIMPOBaAHBL, 17 - Ouc(AUMETHITHAPa30H) riarHokcass [81].

["a3oBasi xpomaToMacc-CIEKTPOMETPUS TakKXKEe HCIONIb30BaIaCh B padoTax
[41, 42] nnsa waeHTHQUKANKMKA TPOAYKTOB TpaHCHOpMAIUM B MOJECIBHBIX
copbenrtax. OOpasyroluecs: COSAMHEHNS CMBIBAJIMCH C TBEpIOi (pa3pl BOMOM WiH
OpPTraHUYECKUMHU pacTBOpUTEISIMHU. [lodydeHHBIE SKCTPAaKThl aHAIM3UPOBAIINCH
merogom I'X-MC.

I'pynmoii uccnenosarenet n3 Kazaxcrana npemyiokeH HHTEPECHBIM MOAX0 K
M3YYEHUIO KpyTa BEIIECTB, 00pa3yIOUIUXCs MPHU TMOMalaH|H PAKETHOTO TOIUIMBA Ha
ocioe HJIMI' B mecuyanbic mouBsl [44, 82]. ABTOpaMu MNpPEIIOKEHO
UCTIONb30BaHUE TIPEIBAPUTEIHLHOTO KOHIICHTPUPOBAHUS oO0pa3la C TMOMOIIbBIO
TBepao(a3HOH  MHKpOIKCTpakiuu u3 mapoBoit  ¢aser  (HS-SPME) s
MOCTIEAYIONIETO  aHallu3a METOJOM Ta30BOM  XpOMAaTOMAacC-CIEKTPOMETPHUH.
[TokazaHo, YTO HaWIydYIlde peE3yJbTaThl TIO W3BICYCHHUIO JIOCTHTAIOTCS Ha
OUMOJNSIPHOM BOJIOKHE C MPUBUTON KapOOKCEH/TIOIUINMETUIICHIIOKCAHOBOM (ha3oii.
Jlns mepeBoga aHAJIMTOB M3 TIOYBKI B ra3oByro ¢azy, oopaszen HarpeBasics 10 S0°C.

HYTGM CpaBHCHHA IMMOJIYYCHHBIX MaCC-CIICKTPOMCTPHUUCCKHUX JaHHBIX C
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OMOIMOTEYHBIMH, C  BBICOKOH  cTemeHblo  coBmageHums  (Oomee  85%)
uaeHtuduurponano 6onee 30 coeqMHEHH, OTHECEHHBIX K MPOAYKTaM JETpalalluu
1,1-numeTunruapasuHa.

TeM He MeHee, HCHOJB30BAHUE SKCTPAKIMOHHBIX METOJIOB M HU3KUX
TeMIepaTyp, Kak B ciaydae ¢ TexHosorueir HS-SPME, He 1o3BosisieT u3BiiekaTh BCe
oOpa3syloluecs BENIeCTBA, OCOOEHHO ATO KAacaeTCs KOMIIOHEHTOB, CBSI3aHHBIX C
matpunied mouBbl. [IpobGnema wusBnewenuss HJIMI, kak © TPOAYKTOB €ro
Jerpajalny, 3aKI0YaeTCs B BO3MOKHOCTH OKHCIICHHS Ha BO3JyX€ B IMpoOLECCE
OKCTPAKIMKM, YTO MOXKET MPHUBOAWTH K IMOJIYYCHHUIO OMMOOYHBIX JaHHBIX IIO
KOMIIOHEHTHOMY COCTaBYy.

[ToMuMO BO3MOXHOCTH HACHTHU(PUKAIUU HEU3BECTHBIX KOMIIOHEHTOB,
razoBasi xpomarorpadusi MHUPOKO MPUMEHSETCA Uil ONpeAcCHUsS KOMIIOHEHTOB
BBICOKOTOKCUYHOTO  PAKETHOTO TOIUIMBA W  HEKOTOPBIX MPOAYKTOB  HUX
Tpanchopmaruu. B Tabnuue 8 npuBeneHsl razoxpoMarorpaduueckue MeTOJ bl
onpenenenuss HJAMI u npoayKkToB ero TpancpopManuu.

N3 mnpeacTaBieHHBIX MJaHHBIX BHUJHO, 4YTO MAcCC-CIIEKTPOMETPHUS HMEET
OOJbIIME TEPCIIEKTUBBI B OMPENEIEHNN SKOTOKCUKAHTOB Pa3IMYHOTO Kiacca. TeM
HE MEHEE, BbBICOKAs YYBCTBUTEJIBHOCTh aHAJM3a IMPU HCIOJIb30BAHUHM MAaccC-
CHEKTPOMETPOB C OJHUM KBaAPYIIOJIEM JOCTUTAETCS JIUIIb 3@ CUET UCIOJIb30BAHUS
JIOTIOJITHUTENIbHBIX JTANOB MPEABAPUTEIHLHOTO KOHIIEHTPUPOBAHUS 00pa3loB, TaKUX
Kak TBepaodas3Hast SKCTpakius, Kak B ciydae ¢ HIMA [95, 96].

[ToBblllIeHNE YYBCTBUTEIHHOCTH U CEJIEKTUBHOCTU aHAIU3a TaKUX CIOXKHBIX
MaTpHull, KaK IKCTPAKTHI MOYB C BHICOKUM COJIEP>KaHUEM OPTaHMYECKOIO BEIECTBA,
BO3MOXXHO 3a CYET MPUMEHEHUS TaHAEMHONW MAacC-CIIEKTPOMETPUM U Macc-
CIIEKTPOMETPUU BBICOKOTO paspeuieHus. B nmuteparype npakTUYeCKd OTCYTCTBYIOT
JAHHBIE TIO0 OMNPENENICHHUI0 TMPOAYKTOB TpaHCcPopMaIllid HECUMMETPUYHOTO
auMetmiruapasuaa  Merogom  I'X-MC/MC. MHckmroueHHe COCTaBisSeT JIMIIb
HUTPO30JUMETUIIAMHUH, OIpeJeasieMblidi B  BOJHBIX OOBEKTaX B  PEXKHUME
MOHUTOPHWHTA 3aJJaHHBIX PEaKIui Mpu cojuepxkanusx ot 0,28 HI/I ¢ IpUMEHEHUEM

IPEIBAPUTEIILHOrO KOHIIEHTpHpoBaHus B 550 pa3 Ha yriepoaHoM copoenre [97].
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Tabmuma 8. Metonbr onpenenenuss HIAMIT u mpoayktoB ero TtpancpopManuu ¢

UCTIOJIb30BAaHUEM TEXHUKHU T'a30BOM Xpomarorpaduu.

KommnoHeHnT JepuBatusupy- HerexkTop IIpenen Hccaen- HcTounuk
LU areHT 00HapYKeHUus yeMbI i
00beKT
r opmo-draneBbiid MC 0,01 Mkr/n Bona [83]
aIbICTU T
r AtieToH Tepmo 2 MKT/1T Boszayx [84]
MMI! SHEpPreTH- 2 MKT/1
HAMI' YECKUM 2 MKT/1
HAMI AneToH MC - Boszayx [85]
HAMI 4-HUTpO- AD]] 0,03 MKr/n BOJIA [86]
OeH3AIbIET U]
HAMI 4-HUTpO- MC 4 MKr/n o4yBa [87]
OeH3aIBIET U]
HIMTI 4-HUTpO- AD]] 3 MKI/KT o4Ba [88]
OeH3abIeTU/T 11 10 Mkr/kT
MC 8 MK/KT
HAMI 4-1naHo- MC He ykazaHo, | [Touna, [89]
OeH3aIbICTH/T JIMHEHHBIN BOJIA
nuana3zo” 5-250
Mr/1
HAMI neHTadTopOeH30H MC 5 mMKr/n [Mousa, [90]
JIXJIOPHST BO/IA
JIMDA He tpebyercs MC 32,5 mkr/n Bona [91]
38 MKT/KT oYBa
MT He tpebyercs MC 0,1 mr/kr 104Ba [92]
MT He tpebyercs MC 0,02 mr/kr 104Ba [93]
JIMI'MK He tpebyercs MC 0,02 mr/kr 104Ba [93]
JIMI'© He tpebyercs AD/] 0,5 MKr/7 104Ba [94]
MC 1,5 MKr/n
HIAMA He tpebyercs MC 2 MKT/7 BOJIA [95]
HIAMA He tpebyercs MC 0,097 Mkr/n BOJIA [96]

Huszkue mnpenensl oOHApYKEHHUS JTOCTUTAIOTCS W TIPU  JETEKTUPOBAHUU

HOCJICBBIX KOMIIOHCHTOB B PCXKHUMME BBICOKOIO pa3spCUICHUAI,

IIO3BOJIAIOIICT O

b (HEKTUBHO yCTpaHATh (DOHOBBIN IIyM, MPU ATOM JOCTUTAECTCS YyBCTBUTEIHLHOCTD

JUTSE HOTPO30AMMETHIIaMUHa, cocTaBisrolas 2,8 Hr/i [98].
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1.4.5 XXunkocTtHas xpoMartorpadus

[IInpoko pacnpoCTpaHEHHBIM METOAOM ONPENCNICHUS THAPA3UHOB U
HEKOTOPBIX MPOAYKTOB UX OKHUCIUTEIBHON TPaHC(HOPMAIMH SBISICTCS JKHIKOCTHAS
xpomartorpadus. Hambonee yacTo NmpUMEHSIOTCS TaKU€ BapUAHTHI, KaK HMOHHAas
(UX), non-mapuas (UI1X), HopmansHO-azoBas (HD), odpamenno-hazopas (OD)
xpomartorpadus. BBuy BBICOKOH TOJNAPHOCTH THAPA3UHOB M  HEKOTOPBIX
MPOIYKTOB UX TpaHCc(opMaluu MpsSIMOE OMPEEICHUE HCCIETyeMbIX COCIMHEHHM
BO3MOYKHO TIPH HMCIIOJIB30BAHUH TAKUX XPOMATOTPAPUIECKUX PEKUMOB KaK MOHHAs
Y MOH-TIapHasl XpoMaTtorpadus.

HopmanbsHo-(da3oBas xpomarorpadust Jyisi  ONpEAeieHUs THAPA3uHOB
MpaKTUYECKU He wucnoip3yercsa. Jlanubii ¢dakT MoxkeT 00ycIaBIuBaThCS
CJIO)KHOCTBIO BOCIIPOM3BOAMMOTO MPOBEJICHHS aHalu3a 3a CYET JAMHAMUYECKOU
Moau(dUKAIIUKY HEMOABMKHON (Pa3bl BOJIOM, COIEPIKAILICHUCS B AIIIOCHTE KaK IPUMEChH
[99]. [lns ompenencHuWss B JaHHOM pPEKUME Takke TpeOyeTcs CMEHa BOJTHOTO
pacTBopuTensi oOpasiia Ha oprannueckuid. Takum o6pazom, HO BOXKX nHe moxer
KOHKYPHUPOBATh C IPYTUMHU BapUaHTaMHU XpoMaTorpaduueckoro pasieseHusl.

JIns OpUMEHEHHsT CaMoro paclpoCTPAaHEHHOrO M MPOCTOTO  BUJA
xpoMarorpapuun —  oOpaiieHHO-(a30BOM, HeoOXoAuMa  MpelBapuTeIbHas
JepuBaTH3allMsi, KOTOpash IO3BOJISIET HE TOJIBKO IOJy4YaTh MAaJOMHOJISIPHbIE
COCIMHEHUA, yJepKuBaeMble copOeHTamu ¢ ¢azoit CI8, HO U TpuIaBaTh
cnenuduyeckre CBONCTBA aHajIUTaM, C T[IOMOIIBIO KOTOPBIX HX MOXHO
JIETEKTUPOBATh PA3TUYHBIMU METOAaMu (CreKkTpodoToMeTpusi, (IyopuMETpUs |
np.). B tabmume 9 npuBenersl mpuMepsl npuMeHeHuss BOXKX ¢ mpeakoioHouHOM
JepUBaTU3ALMEN JIJIs1 OTIPEACIICHHS TUAPA3UHOB B 00BEKTaX OKPYKAIOIIEH CPEbl.

HecmoTpst Ha BBICOKYIO Y4YBCTBUTEIBHOCTh, JOCTUTAEMYIO C MPUMEHEHUEM
PEaKIMOHHON XpoMaTtorpaguu, JaHHBIN MOAX0 UMEET Psifi TPYJAHOCTEH, B MEPBYIO
ouepe/ib CBSI3aHHBIX C TOSIBJICHUEM JOTIOTHUTEIBHBIX ONIEpAIfii TPOOOTIOTOTOBKH,

4TO BEACT K YCIOKHCHHIO U YBCIIMYCHUIO IPOJOJDKUTCIIbHOCTH SKCIICPUMCHTA.
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Ta6muna 9.

BDXX meroap! onpeneneHus TUAPA3MHOB B 00bEKTAaX OKPYKAIOIIEH Cpeibl C MPEIKOJIOHOYHOM JEepUBATU3AIUCH.

KommnoneHT PearenT, napamerpbl Hccaenyemblii IMapamerpsl BOJKX anaausa Mpenen HUcrounuk
00beKT 00HapYyKeHUust
r bBenzanpnernn, copbuus Ha | Bozmyx Od BIXX-CDJZ], Waters Radial- |5 mxkr /M [100]
Amberlite XAD-2, PAK A C18. I1®: Meranon (90%) —
skcrpakimusa  [IM®PA B Boza (10%). JJnuna BoiHbl — 313 HM.
teueHue 30 MUHYT.
r 4-x110po-5,7- Bozayx O® BIXKX-CDJ, Hypersil ODS. |0,01 mr/m® [101]
HJIMI TUHUTPOOCH30(ypa3aH, I'pasveHTHBI PEKUM, KOMIIOHEHTHI 0,015 Mr/n®
copOnus, AKCTPAKITUS [1®: 0,02 M docdatubiii OydepHbIit
METaHOJIOM u pactBop pPH 2,5 wu aneToHUTpUIL.
aleTOHUTPHUIIOM Jlmuna BosHbl — 420-630 HM.
r 4-x1mopo-5,7- Bona O® BIXX-COJ], Hypersil ODS. | 0,05 mkr/a [102]
TUHUTpOoOeH30¢ypa3aH, 20 [1®: auneronutpun (85%) — 0,02 M
MUH npu KOMHaTHOMU ¢dochartHbiit OydepHblii pactBop PH
temneparype, pH = 2, 3,5-4,0 (15%). [dnuna Bomuel — 530
AKCTPAKIUS HM.
r Camumunossiii aneaerun, 20 | Boga O® BOXX-CdJ, pBondapak C18 | 2 mr/n [103]
HIIMT muH, 60°C. [d: 52% aneronutpuna — 48% 5 M/
KH,POy,. Jnuna BoHBL — 254 HM.
HAMI 4-x710p0-5,7- Bona Od BOXX-CDH, Hypersil ODS. |3 mkr/n [104]
nuHUTpobeH3odypazan, 15 I'paguieHTHBIN peXuM, KOMITOHEHTHI
MUH npu KOMHATHOMU [1®: dbocdarHbiii OydhepHBI pacTBOp
TeMIeparype pH 4,05 u meranon. J[muHa BOJTHBI —
420 um.
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[Tponomxkenne TaGmuis 9.

KomMmnonent PearenT, napamerpbl Hccaenyembrii IHapamerpsl BOKX ananusa IIpenen Hcrouynuk
00beKT o0Hapy:KeHus!
HAMI A-HUTPOOCH3AIBIUI, 20 | Bona O® BOXKX-CD/I, Zorbax Eclipse 0,5 MKr/n [105]
muH ripu 75°C, pH 5,4 XDB-C18. I1®: 50% 50 MM AABP —
50% aneronutpun. [[nunaa BoHb — 390
HM.
MMTI' Inuokcanp, 20 mumH 1pu | Boma Od BDXX-CDJ], Zorbax SB-C18. | 0,50 mkr/n [106]
HJTMT KOMHAaTHOH  TemrmepaType, [o: 95% 20 MM docdarHbIit 0.25 MKI/I
pH 3,5 Oydepnsiii pactBop pH 3,5 — 5% ’
aneronutpmwia. JnuHa BomHBl — 305
HM
r Hadranun-2,3-muansaerua, | Boma Od BDXX-®JIJI, Zorbax Eclipse | 0,05 Mxr/n [107]
MMT 10 MMH ©[pH KOMHATHOM AAA. I'panueHTHBII PEKUM, | 0 5 \rier/n
temneparype, pH 9,0 kommoHeHTsl [1D: 0.1% H3PO4 pH 2,5
HAMI W aneroHWTpwa.  JlnmHAa ~ BOJHBI I Mkr/n
BO30YKIeHUSI — 273 HM, UCITyCKaHUS —
500 HM.
HAMI 4-uutpobensanpaerun, 15 | ITousa H® BOXX-CD/. Silasorb 300. TId: | 3 Mxr/n [108]

murn npu 70°C, pH 54,
TOD co
pacTBOpHUTENS

CMEHON

92,5% rekcan — 7,5% oTHnanerar.
Jlo6aBka B IIdD OeH30MHON KHUCIOTHI -
1000 mr/n. JlnmHa BoTHBI — 353 HM.
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Bo- BTOpBIX, YCI0KHEHHE aHAU3a MOBBIIIAET BEPOSITHOCTh MOTEPH LIETEBBIX
KOMIOHEHTOB. FEllle OAHON CII0XKHOCTHIO B JE€pHUBATU3AIMU THAPA3UHOB MOMKET
SBJIATHCS BBINAJICHUE B OCAJI0K CJIA0OMOJIIPHOTO MPOJIYKTA PEAKLUU MPU BBICOKUX
KOHIICHTpAIUSAX aHaJIUTa B BOAHBIX CpeAax, yTo TpeOyeT mpeaBapUTEIbHON CMEHBI
pacTBOPUTEIIS.

[TpumMeHeHre TAMOKCANs B KauecTBe JepuBaTH3Upyromero arcura [106]
ABJISIETCS HE COBCEM ONpaBlJaHbIM JJII MOHUTOPHHIA PAKETHO-KOCMUYECKOU
JESATEIbHOCTH BBUJIY TOTO, YTO IMOJYYaEMbI MOHO-TUMETUITUIPA30H TIIMOKCAIIS
caM MOJKET BBICTyNaTh MpoaykroM Tpancopmarmu HIMI' B okpykaromeit cpeze.
[Ipu oOpa3oBaHuM JAHHOTO T'UJIPA30HA BO3MOXHO HAJIMYKE MOOOYHOIO MPOAYyKTa —
Ouc-AUMETWITUAPA30HA TIMOKCaNs, 0OHApYKEHHOTO aBTOpPaMHU Cpeau MPOIYKTOB
nerpaganua B padore [81] B BogHOM pactBope (puc. 6). JlaHHBIE KOMITOHCHTHI
MOTYT BHOCUTBH ONpEJICTICHHYIO OIIMOKY IpH aHaju3e OOBEKTOB, 3arpsi3HEHHBIX
PAKETHBIM TOILIMBOM, 332 CYET BO3MOYKHOCTU COBMECTHOT'O M3BJICUYEHUS THUAPA3UHOB
U TUApa30HOB. Hanumuue ABYX pEaKIMOHHBIX IIEHTPOB KaK y TJIHMOKCals, Tak U Y
TUAPAa3uHA MOXET MPUBOAUTh K pEAKUUHA TMOJUMEPHU3AUUH C MOJyYCHUEM
COOTBETCTBYIOIIETO MpoAYykTa. OCTaHOBKA PEaKIMK MOJMMEPU3AIMU BO3MOKHA 3a
CYET NMPUCOECAVHEHHSI Ha KOHUEBBIE ajpleruinble rpynmsl noauMmepa HAMI unun
MMI', 4TO MOXET NPUBECTH K MOJIYUYECHUIO 3aHUKEHHBIX PE3YJIbTATOB AHAIU3A.

Kak Oblmo ckazano Beimie, mnpsimoe ompeaeneHue HJIMIT Bo3MoOXHO ¢
UCIIOJIb30BAaHUEM DPa3JIeICHUs] B PEKUME MOHHON M MOH-TIApHON XpomaTorpaduu.
CnemyeT OTMETUTh, 4YTO B JIUTEpaType BCTPEUAIOTCA JaHHbIE IO aHAIU3Y
rUApa3uHOB 0e3 JiepuBaTU3alMu Ha oOparieHo-(a30BbIX copobeHTax. Tak, B pabote
[109] moka3aHa BO3MOXHOCTH OJHOBpeMeHHOro ompeneicaus HJMI, MMI,
CIAMI" u I'. B xaudecTBe 3J1I0€HTa aBTOPhI MCIMOJB30BaIM BoAHBIA pacTBOp KNO3
(0,1IM)/Na;HPO, (0,01M) ¢ pH = 7, neTeKTHpOBaHHWE OCYIISCTBIIUIM Ha
CTEKJIOYTJICPOJTHOM pabodeM JJICKTPOAE. YUUTHIBAsI HEJOCTATOYHOE Pa3/ACIICHUE U
KOd(PPUIIMEHTBI E€MKOCTH HCCIECTYEMbIX KOMIIOHEHTOB, aBTOPaMHM JOCTUTHYT

npenen odHapyxkenus st HIAMI paBubiit 0,03 mr/n. Y aepxuBaHue rujjpa3uHoOB B
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JAHHOM pEXUME MOXET ObITh OOYCIIOBIIEHO B3aWMOJCHCTBHEM JaHHBIX
KOMITOHEHTOB C HEOHIKENTITUPOBAHHBIMU CHUJIAHOJILHBIMU TpyHTIaMu COpOCHTA.

[IpumeHnenne WOHHOW Xpomarorpaduu s pasfeieHus TUJPa3uHOB
Havasioch B 80-x romax XX Beka. ABropamu [110] mpetoskeHO UCIIOIB30BaAHUE JIJIS
ATOM  LeTu  KOJOHKM  Aminex  A-5,  3al0JHEHHOW  MOJHUMEPHBIM
CyJb(OKaTHOHOOOMEHHUKOM. B KkauecTtBe mnoaBmwxkHOM (a3el BeicTynan 0,05M
OoopatHblii OydepHbIii pactBop ¢ pH 8,9. AMmepomerpuueckoe AETEKTUPOBAHUE
MPOBOJUIIOCH HA CTEKJIOYIJIepoJHOM pabdouem siekTpone ¢ Ag/AgCl snextpoaom
cpaBHeHus mipu noteHnuaine +1,0 B. C ucmonp30BaHrEeM TaHHOTO MOAXO0a aBTOpaM
yAaJIoch noctuub npeaena onpeaenenus 0,8, 0,17 u 0,08 mr/n gt I'n, MI' u HIMI
COOTBETCTBEHHO.

B 1996 rony omnyOnukoBaHa METOAMKA, HCIOJIb3yeMash BOOPYKEHHBIMH
cwiamu CIHIA s onpeneneHust rujpa3suHa, METUITHIPa3iHa U HECUMMETPUYHOTO
JUMETUITHIpa3uHa B 00beKTax okpyxaromei cpeabl [111]. B paboTe npumMeHsiach
kosionka Hamilton PRP-X200, nanoiHeHHas Cy Ib(pHpOBaHHON MOJUMEPHOU (ha3oi.
OmoupoBanue nposoguwin 0,005M Boansim pactBopom KH,PO, ¢ nobaskoit 6%
aleTOHUTPpUIIA. ABTOpPAMH HCITOJIB30BAJICS TTOCTKOJIOHOYHBIN IEepEeBOj] KaTHOHHOM
dbopMBl THAPA3MHOB B HEWUTpPAJIbHYI0 IMyTeM J00aBKHU WIEJOYHM B DIIFOCHT.
JleTekTupoBaHWE OCYIIECTBISUTM Ha 30JI0TOM pabodeM nsnektpoae ¢ Ag/AgCl
AJIEKTPOJIOM CPaBHEHUS B UMITYJIbCHOM PEKHUME, TOJOKHUTEILHO BIHSIONIEM, I10
CJIOBaM aBTOPOB, Ha BOCHPOM3BOJMMOCTh KaXKJIOTO omnpeneneHus. Jluama3zon
OTpEeEISIEMBbIX KOHIIEHTpaIii ruapa3nuHoB coctaBun 0,15-50 Mr/m mns BOAHBIX
00bexTOB H 0,15-50 MI/KT U1 TTOYB.

Hanbonpmux ycnexoB B JaHHOW 00JIACTH YIAlI0Ch JOOUTHCS CIICIIHATHUCTAM
AHaITUTHYECKOTO IIeHTpa MOCKOBCKOTO TOCYJAapCTBEHHOTO YHHMBEPCHTETA IIO]
pykoBoactBoMm mpod. O.A. IllnmuryHa, 3aHUMAOIMMMCS BOMPOCOM OIPEAeIICHUS
KOMITOHEHTOB PaKETHOTO TorumBa Oojiee 15 mer. JlaHHBIM KOJUIEKTHBOM TPOBEICHO
u3ydeHue moBeacHus 1,1-muMeTHaTHApasMHAa W HEKOTOPBIX TPOIAYKTOB €TO
TpaHchopmarii Ha oOpareHo-(pa30BbIX COpOEHTaX B pPEXUME HOH-TIAPHOU

xpomatorpadpuu [112]. ABTOpaMu ITOKa3aHO, YTO pa3JcICHHE BO3MOXHO IPH
41



WCITOJIb30BAaHUHU AIKWIICYITH()OHATOB B KaU€CTBE MOH-TIAPHBIX PEAreHTOB, IIPU STOM
yeM OOJbIlle aJKWIbHAS I[EMOYKa, TEeM OONbIIHEe BpPEMEHA YIACPKUBAHUS
nocturarotces. Ha ko3¢ @UIMEHTHl €MKOCTH TakKe OKAa3bIBalOT BIUSHHUE TaKUE
mapamMeTppl Kak TOpHpoAa HEMOABWXXHOW  ¢aspl, 1g00aBKa OPraHUYECKOTO
MoauduKaTopa, KOHIEHTpauus OydepHoro pactBopa, PH cpeast u napyrue. B
JIpyrol paboTe, TeM K€ KOJUIEKTUBOM IIPOBEJCHA OIEHKA METPOJIOTHYECKUX
xapakrepuctuk omnpenenenus HIMI, MMI', T', HIMA u TMT B pexume HOH-
MapHOTO pazzieneHus [113]. Hcnons3zoBanue aMIIePOMETPUYECKOTO
JETEKTUPOBAHUS MO3BOJISIET JOCTHYb MPEeNIOB 0OHapyx)eHus, npu BBoAe 100 Mk
oOpasiia B XpoMaTorpauyeckyro CUCTeMy, JJIs TUIpa3uHa, MeTWIruapa3una, 1,1-
nuMmeTwiraapasuda u 1,1,4,4-terpametnn-2-rerpasena pasueix 0,3, 0,7, 0,8 u 1,2
MKT/JT  COOTBETCTBEHHO, a [JII HUTPO30JAMMETHIAMUHA 7 MKI/I  TIpU
CHEKTPOPOTOMETPUUECKOM JIETEKTUPOBAHUH.

HecMoTpsi Ha NOCTUTHYTBIE pe3yJbTaThl pa3leiCHUST W HU3KHE MPEeeibl
oOHapyKeHHUsI, TPUMEHEHUE HOH-TTAPHOW XpoMaTorpadum nMeeT psii HeJOCTaTKOB,
K KOTOpPHIM B TIEPBYIO OYE€pedb OTHOCITCS HEOOXOIUMOCTh JUIUTEIHLHOTO
YPaBHOBEIIMBAHUS XPOMATOTpapUUeCKOl CHCTEMBI, CJIOKHOCTh yHal€HUS HOH-
MapHOro peareHTa ¢ COpOEHTa, OTCYTCTBHE BO3MOXKHOCTH TPaJUEHTHOTO
anonpoBanus u Apyrue [114, 115].

B nanHOM acmekTe, yduThIBas TEPEUMCICHHBICE HEAOCTATKH HOH-TIAPHOTO
pexuma, JOMHUHHUPYIOIIEE TMOJOKEHUE TPH OMNpPENETICHUU TaJpa3uHOB 3aHUMAET
noHHas xpomarorpadus. CneumanucrtamMmu AHanuTh4Yeckoro 1neHrpa MIY
MIPOBENICH IMUPOKUN KPYT UCCICTOBAHUN IO MPUMEHEHHIO HOHOOOMEHHOTO peXuMa
IpU aHaJIN3€ KOMIIOHEHTOB BBICOKOTOKCHUYHBIX KOMIOHEHTOB PAaKETHOTO TOTLIMBA.
Tak, B pabGore [116] wm3yueHO BIMsAHHE COCTaBa JJIIOCHTA HA YACPKHBaHHE
THPAa3MHOB MPHU HCIIOJb30BaHUK Cyib(okatnoHooOMenHoro copbenta Nucleosil
SA. Tlpu >TomM MakcumanbHas S(PPEKTUBHOCTH pa3feieHUs U TUIONAJh IMHKOB
JOCTUTaeTCs pu ucnojs3oBanuu 50 MM pactBopa anerara ammonust ¢ pH 5,3-5,9.
OnTuManbHOE 3HAYEHHWE TOTEHIMAJa paboydero CTEKJIOYTJIEPOAHOTO 3JIEKTPOJa

HaxoauTcss B auanazone 1,0-1,4 B. Mcnonws3oBaHnue HMOHHON xpomaTtorpaduu c
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aMIIEPOMETPUYECKUM  JIETEKTUPOBAHHMEM  TO3BOJIAET  JOCTUYbL  IPEJIEIIOB
oOHapykeHHss B BomHbIX o0ObekTax 0,2, 0,5 w 1 wMkr/m ana ruapasuHa,
METHIITHApPA3uHa U 1,]-TuMeTHIrHaApa3iHa COOTBETCTBEHHO [116].

[IpumeHeHne mnpeaBapUTEIBLHOIO On-line AMHAMUYECKOTO COPOIIMOHHOTO
KOHILIEHTPUPOBAHMS 10 MEXAaHU3MY MOHHOTO OOMEHa Ha KapTpUIKaxX ¢ COPOEHTOM
Nucleosil SA ¢ mocieayomuM HOHO-XPOMATOrpahuIeCKMM aHAIU30M IT03BOJISCT
JocTUYb Tipenena obHapyxenus 1,1-gumerunruapasuna Ha yposHe 0,02 MKr/in npu
obpabotke 100 M oOpasma [117].

Ha ocHOoBe mpoBeneHHBIX HCCICIOBAHUN pa3padOTaH M aTTECTOBAH P
metoauk onpenenenus HIMI', TMT u HIIMA B 00beKkTax OKpyKarouien cpebl:

e Meroauka BBIIOJHEHUSI U3MEPEHU MacCOBOM KOHIIEHTpAllMU TUApa3vHa B
MPUPOJHBIX U OYHUIIEHHBIX CTOYHBIX BOJAX METOJIOM PEAKIIMOHHON
oOpanieHHO-(pa30Boi BbICOKOA((PEKTUBHON KUAKOCTHOU XpoMarorpaduu ¢
(GryoprMeTpHYECKUM JeTeKTHpoBanueM [118];

e Meroauka BBINOJHEHUS M3MEPEHUM MACCOBOM KOHIEHTpauuu 1,1
JTUMETWITHIpa3uHa B MPUPOJHON BOJE METOJOM PEAKIIMOHHOM 0OpallieHHO-
¢dazoBoii  BBICOKOA(D(HEKTUBHON  KUAKOCTHOM  Xpomartorpaduu ¢
JMHAMUYECKUM COPOLIMOHHBIM on-line kKoHIeHTpupoBanuem [119];

e Meroauka BBIIOJHEHUS W3MEPEHUM MAacCOBOM  JOJIM  IMOJBUYKHBIX
BOJOPAcTBOPUMBIX (popM 1,1-muMerunruipasuia B moYBe METOJIOM HOHHOM
XpomaTorpaduu ¢ aMInepoMeTpuIeckum jaetekrupoanreM [120];

e Meroauka BBIMOJHEHHS  M3MEPEHHI  MaccoBOM  JIOJUW  CBOOOJHOM
BojopacTBOpuMoOii  (opmel  1,1-muMerunruapasHa B TIOYBE METOIOM
MOHHOM XpoMartorpapuu ¢ aMIepoMEeTPUICCKUM JieTeKTUpoBanuem [121];

e Meroauka BBIOJIHEHNUS U3MEPEHUM MACCOBOU JOJIM KHUCIOTOPACTBOPUMOM
dopmsbl 1,1-gumeTnnruapasuHa B MoYBe METOJAOM MOHHOM XpomaTtorpaduu
C aMIIEPOMETPUYCCKUM JIeTeKTUpOBaHueM [122];

e Meroauka BBINOJHEHUS HM3MEPEHUUM MACCOBOM JOJIM HEcBA3aHHOTO 1,1-
mumetunruapaszuaa (HIMI') B oO6pasiax MATKuX 4acTeil paCTeHU METO0M

MOHHOU XpoMaTorpaduu ¢ aMIepoOMEeTPHUUECKUM JIeTeKTHpoBanueM [123];
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e Meroauka BBIIOJHEHUS U3MEPEHUM MAacCOBOM KOHILIEHTPALMU TETPaMETHII-
2-tetpazena (TMT) B mpupoiHOi BoJie METOIOM MOHHON XpOMaTorpaduu C
aMIICPOMETPUYCCKUM JIeTeKTHpoBaHueM [124];

e MeToaMKa BBIMOJIHEHUS! U3MEPEHUNA MAaCcCOBOM JOJM TMOJBHKHBIX (Popm
TEeTpaMeTUiI-2-TeTpa3eHa B  TOYBE  METOJOM  BBICOKOA((PEeKTHBHOU
AKUIKOCTHOU xpomarorpaduu co CHEKTPOPOTOMETPUUECKUM
naeTekTupoBanuem [125];

e Meronuka BBIIOJHEHUSI U3MEPEHHM MAacCOBOM JIOIM TeTpaMeTHiI-2-
terpazeHa (TMT) B mouBe MeETOAOM HMOHHOM Xpomarorpaguu ¢
aMIIepPOMETPUYECCKUM JeTeKTUpOBaHueM [126];

e Meroauka BBINOJHEHUS U3MEPEHU MACCOBOM JOJIM HUTPO30IUMETUIIAMUHA
(HAMA) B mouBe MeToaOM OOpaiieHHO-(Pa30Boi BbICOKOI(PHEKTUBHOM
KUJAKOCTHOU xpomarorpapuu co CHEKTPO(HOTOMETPUUECKUM
AeTeKTHpoBanueM [127];

e Meroauka  BBIINOJHEHUSI ~ U3MEPEHUHM  MAacCOBOW  KOHIIEHTpaluu
HutpozoauMeruiaamuna (HIMA) B npupoiHO#t BoJie METOIOM 0OpalieHHO-
(dazoBoii  BBICOKOO((HEKTHUBHOM  KUIKOCTHOM  Xpomarorpaguu  co
CIEKTPOPOTOMETPUYECCKIM JeTeKTHpOoBaHueM [128].

Hogeitmieit anprepHatuBoi uMmeronmMmca Merogam BIXKX  pazgenenus
aBigercss ruApodunbHasg  XxpoMarorpadus, MNOpuUMeHseMas Ui pa3ieNieHus
CHWJIBHOTIOJSPHBIX  KOoMIOHeHTOB [129]. HMcnonb3oBanme B pexumax HILIC
AIIIOEHTOB, COAEPKALIUX OO0NBIIOE KOJIMYECTBO OPraHUYECKOTO PACTBOPUTENS (110
97%) OmaronmpusiTHO CKAa3bIBAETCS HAa BO3MOKHOCTU CTHIKOBKH XpoMartorpaduul u
Macc-cnekTpomeTpun. K HacTosieMy BpEMEHM B JIMTEpaType MMEETCS JIMIIb JIBE
nyOJMMKAIMK, TOCBSIIEHHBIX MPUMEHEHUIO TUAPOPUIBHONW XpoMmartorpaduu is
OIpeeIICHUsT TUAPA3UHOB M POJACTBeHHBIX coeauHenuit [130, 131], B koTOpBIX
MOoKa3aHa BO3MOXHOCTb pa3ziesieHus Takux aHanuToB B pexkxume HILIC. IIposeneno
cpaBHeHue copoentoB st HILIC xpomaTorpaduu paznuyHbIX TPOU3BOAUTENICH U
YCTaHOBJICHO, YTO 3()PEKTUBHOTO pa3ieNeHUs MO3BOJISAET TOOUTHCS IBUTTEPUOHHAS

HenoaBwkHas (aza (ZIC HILIC), mnpexacraBnsmomias u3 ceds codyeTaHue
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BHYTPEHHET0 YETBEPTUYHOTO aMMOHHMEBOIO KAaTHOHA U HAPYXKHOW OTPULATEIHLHO
3apsHKEHHOM CyNb()OTPYIIEI, pa3AeIeHHBIX TPEMS METHJICHOBBIMHU TPYTIIITUPOBKAMHU.
W3-3a  mpuMeHEHHsT ~ a30TYYBCTBUTEJIBHOTO  JeTekTopa  aBtopel  [130]
OrpaHUYMBAINCH HCIOJIB30BAHUEM CIHPTOB (METaHOJ, 3TAaHOJ, H3OMpPOIAHOJ) B
KaueCTBE OPraHMYECKOTO0 KOMIIOHEHTA 3JIIO€HTA, YTO HE XapaKTEPHO IS PEKHUMOB
HILIC [132], a ucmonb3oBanue TpU(TOPYKCYCHOH KHCIOTHI Kak JA00aBKH JIJIst
co3anusi HU3kUX pH, MOXeT MPUBOIUTH K HOH-TApPHBIM B3aUMOJCHCTBUSIM U
yMEHBIIaTh BpeMeHa yJIep>KUBaHUs Ha THAPOPUILHOM COPOCHTE.

Pa3Butne xpomartorpauueckux METOJOB ONpEIEICHUS THUIPA3UHOB U
POJICTBEHHBIX COE€IMHEHU CBSI3aHO HE TOJBKO C COBEPILIEHCTBOBAHUEM MPOLECCOB
pa3AelieHUs] aHAJMTOB, HO TAK)KE€ BHEAPEHUEM B AaHAIIUTUYECKYIO MPAKTUKY METOJIOB
BBICOKOUYBCTBHUTEJIBHOTO M BBICOKOCEJIEKTUBHOIO JeTeKTUpoBaHus. Kak mokazaHo
BBIIIIE, MUHUMAJIbHBIE MPENEIbl JETEKTUPOBAHUS JTOCTUTAKOTCS HCIOJIb30BAHUEM
ANEKTPOXUMHUYECKOTO JIE€TEKTUPOBAHUS, KOTOPBII B CBOIO OYEPENb HMMEET Pl
TPYJHOCTEHN, 3aKIIOYAIOMIMXCA B HU3KOM CEJIEKTUBHOCTH, B HEBO3MOKHOCTH
ONpENIECIICHNS] BEIIECTB, KOTOPbIE HE OKUCISIOTCA Ha DJJIEKTPOAE, a TaKXKe B
BO3MOYKHOCTH MEPErpy3Ku ACTEKTOpa MPHU aHAIM3€ CIOXHBIX MaTpull. B cBs3u c
3TUM  0co00e  BHHMaHME  CIEAyeT  YACJUTh  NPUMEHEHUI0  Macc-
CHIEKTPOMETPUUYECKOTO JETEKTUPOBAHUS, XapaKTEPU3YIOIIETOCs KaK BBICOKOM
YYBCTBUTEIBHOCTbIO, TaK M BBICOKOW CEJIEKTUBHOCTHIO 1O OTHOUIEHUIO K
OnpeesIIEMbIM KOMIIOHEHTAM.

B nuteparype umeercs psa pabOT, MOCBSIIEHHBIX NPUMEHEHUI0 METOoa
BOXX-MC nns omnpeneneHuss THAPA3WHOB B OOBEKTAX OKPYXKAIOUIEH CpPEbl.
N3yyenuto BO3MOKHOCTHA MPUMEHEHHUSI JAHHOTO TIOJIX0/1a C IEJIbI0 UACHTU(DUKAIIH
npoaykToB Tpancopmanuu HIAMI™ B clI0OXKHBIX MaTpuiiax, K KOTOPbIM OTHOCSITCS
nouBbl, nocBsmeHa aucceptamus U.A. Poguna [133]. [lomumo umentuduxamm,
crieruaniucTaMu MOCKOBCKOTO TOCYIapCTBEHHOTO YHHUBEPCUTETa pa3padOTaH P
MOAXOJOB K  XpOMAaTOMAacCC-CIIEKTPOMETPUYECKOMY  ONPEACIICHUIO I,1-

JTUMETHIITHAPa3uHa U POJACTBEHHBIX eMy coenuHenui (Tadu. 10).
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Tabmuna 10. Metonst BOXXX-MC onpeneneHus THApa3uHOB U IPOAYKTOB UX TpaHCHOpMAIHH B 00bEKTaX OKPYKAIOIIEH CPEeIbl.

CoennHenne ITapameTpbl aHaIM3a O0beKT IIpenen oonapyxenuss | UcToUHUK
r Kartnono-oomennas kosonka Nucleosil 5 SA, 2 x 150 Bona 0,07 mr/n [134]
mr MM, 5 MKM. M30kpaTruueckuii pexum. DmroeHT: 40 MM 0,03 mr/n

HAMI anerata amMmonusa (pH = 5,5) ¢ 20% aueronutpuna. 0,012 mr/n

TMT Bsox 100 MKIL. 0,02 mr/n

HIMA 0,02 mr/n

JIMA 0,02 mr/n

JAMI'MK Hon-napueiii pexxum. Komonka Synergi Hydro RP. Bona 0,12 mr/n [134]
MT ['paguentHoe AIIOMPOBAHUE. KommoneHnTst 0,05 mr/n

MI’ NOJBWKHOM  ¢a3pl: Bojaa, aueToHuTpwi, 2 MM 1,2 mr/n

HAMI nepdaoopookranoar, 400 MM aneratHoro Oydepa 2 mr/n

JIMA (pH = 5,7). Beox 100 mkJ1. 0,2 mr/n
Tpumernnruapasux 0,8 mr/n

IMTI'y 0,2 mr/n

JIMI'MK Komonka Nucleosil 5 SA, 2 x 150 mm, 5 MkMm. ITousa 0,004 mr/kr [135]
MT I'panuentHOE JIIOUPOBAHUE. KoMnoHeHThI 0,15 mr /xr

AMI'y noaBwxHOU ¢aspl: 50 MM ameratHoro O0ydepa (pH = 0,02 mr/kr

JIMA 5.4) n aneronutpuia. Beox 50 mki. 0,1 mr/kr
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[lo pe3ynpTaTaM AaHHBIX palbOT aTTECTOBAHbl METOAUKH ONpENEICHUs
TUJPA3UHOB U POJCTBEHHBIX COCMHEHUN B IOUBAX:

e MeroauKa BBINOJHEHUS U3MEPEHUW MaccoBodl nonmu 1-mertmn-1,2,4
TpUa3oJa, JUMETWITYaHUAUHA U JUMETWIAMUHA B IIOYBE METOJIOM MOHHOM
Xpomarorpaduu ¢ Macc-CreKTpOMETPUIECKUM JeTeKTupoBanuemM [136];

e MeTonnka BBINOJTHEHUS HM3MEPEHHI MAacCOBOM JOJIM JHUMETHITHIPA3ZUAA
MYpPaBbUHOM KHUCIIOTHI B MOYBE METOJIOM MOHHOM Xpomarorpaduu ¢ macc-
CIICKTPOMETPHUYECKUM JAeTeKTHpoBaHueM [137].

BBuny Huskux mosexkynspHbix Macc (MeHee 200 Jla) xak KOMIIOHEHTOB
PAKEeTHOTO TOIUIMBA, TaK M MPOAYKTOB UX AErpajalii, a TaKXKe HCIOJIb30BaHUS
OydpepoB i  MOHOOOMEHHOTO  pa3/ENICHHs] KOMIIOHEHTOB  MPUMEHEHUE
OJIHOKBAJIPYMNOJIbHBIX ~ MacC-aHallM3aTOpPOB Uil  MacC-CHEKTPOMETPUYECKOTO
JNETEKTUPOBAHUSA HMEET psiJ TPYAHOCTEH, TaKUX KakK TOJaBJICHUE HWOHU3AIUU
aHAJUTOB B HMCTOYHUKE HOHOB MAacC-CIIEKTPOMETPA, BBICOKMN YpOBEHb IIyMa 3a
CYET MENIAIOLIETO BIMUSHUS HE TOJBKO MATPHUIIbl, HO U KOMIIOHEHTOB IOJIBH>KHOM
a3l u ap.

Becbma HeoOBIUHBIN M OpUrHHAIBHBIN Toxo0 npemioxkeH A.K. Bypsikom c
coaBropamu [138], mpUMEHHUBIIMMHU COYETAHWE >KUIAKOCTHON XpomaTtorpadum c
MAJIIN-macc-ciekTpoMeTpueit st onpeaenenus 1,1-aumeTtmiruapasuHa B BoJe
B BHUJE MPOU3BOJHBIX C H30THOIMAHAaTaMH. IIpuMeHeHHe HmaHHOro mnoaAXoaa
MO3BOJIIET HaAeKHO wuiaeHtupuuupoarb HJIMIT B wucciemyembix o0Opas3nax
(mpenensl OOHApPY>KEHUsI HAXOMSTCS B JIWana3oHe 3-5 MKI/J, B 3aBUCHUMOCTH OT
JNEpPUBATU3UPYIOUIETO  areHra), HO  CYUIECTBEHHO  YCIOXHSET  MpPOLECC
pOOONOATOTOBKH, MPOJAOIKUTEIEHOCTh U CTOUMOCTb aHaJIu3a.

[ToBblllIeHNE YYBCTBUTEIBHOCTH U CEJIEKTUBHOCTU aHAIW3a TAKUX CIOXKHBIX
MaTpHI], KaK IKCTPAKThI OYB C BHICOKHM COAEP>KaHUEM OPraHUYECKOTO BEIIECTBA,
BO3MOKHO 32 CYET NPUMEHEHHUS TAaHJEMHON MacC-CIIEKTPOMETPHUHU.

B nuteparype mmeercs i ogHa padoTa, MOCBSIICHHAS OMPEICICHUIO
ruapa3vHa, METUITHApa3uHa u 1,1-auMeTunruapasutia ¢ UCIoIb30BaHUEM TEXHUKHU

KHUJIKOCTHOM TaHJIEeMHOW XpoMaToMacc-criekrpomeTpuu [139], mpu 3ToM 00BeKTOM
47



UCCIIEIOBAHUSI SIBJSLIACH KPOBb KpPBIC. ABTOpPbl NPUMEHSUIA W3BECTHBIA MOAXO
MOJIYYCHUSI TIPOM3BOJHBIX C 2-HUTPOOCH3AIBICTUIAOM C IO CHUKCHUS
MOJIIPHOCTH  TUAPA3MHOB M TOJY4YEHUS BO3MOXXHOCTHU  pa3/ielieHUs Ha
OKTaueuuibHOM copOeHTe. [loBbIlIEHHE MOJNEKYJIPHOM Macchl aHAJIUTOB
OTKpPBIBAET BO3MOKHOCThH JCTEKTUPOBAHUS C MCIOJb30BaHUEM TaHAEMHOTO Macc-
criekTpoMeTpa. Jlocturaemelie npesensl oOHapykeHus cocTaBistoT 1, 10 u 10 Mxr/n
JUISl TUpAa3uHa, MeTWITHApa3uHa u 1,1 -aumeTunruapasuia COOTBETCTBEHHO.
[Tomumo pabotel [139], TaHaeMHass Macc-CIEKTPOMETPHS MPUMEHSETCS IS
ONPEACICHUS TaKUX IIPOAYKTOB Tpanchopmanu HAMI, Kak
HATpo3oauMeTwinamMul U 1,2,.3-tpuaszon. Ilpu stom mns HAMA npocruraercs
npezen ooHapykeHus Ha ypoBHe 3 mkr/i [140, 141], a ans Tpuaszona - 5 mxr/n [142,

143] B BoJHBIX 00Opas3Iax.

1.5 Metoasbl u3Biaedyenus us nous HAMI u npoaykToB ero rpancopmanmnu

KiroueBbiM mMomenTOM mnpu onpeaencauun HJIMIT m ero mpoms3BoaHBIX B
NOYBax SABJIAETCS MPOOONOArOTOBKA, KOTOpas J0JKHA 00ECIIeYnBaTh MAKCUMAJIBHO
MOJIHOE M CEJEKTUBHOE W3BICUCHUE AHAIMTOB M3 TBEPIOM (a3pl, a Takxke
COBMECTUMOCTh € TOCIEAYIOIIMM XpOMarorpauueckuM M  XpomaTomacc-
CIIEKTpOMETpUUECKMM aHainu3oM.  Ha teppurtopuu Poccuiickorn ®Penepanuu
JNEUCTBYET TpU HOPMATHUBHBIX JIOKYMEHTA, PpEryJUPYIOIIME ONpe/eeHue
NOABWXHBIX (opMm 1,]1-auMeTmiruapasuHa B IMOYBaX: METOAMYECKHE YKa3aHUsI
Munsnpasa [144], npenycmaTpuBaroUIde MOJYYEHHE KUCIOTHOM BBITSDKKUA U3
MOYBBI C TOCIEAYIOMMM €€ mnojmenaunBanieM u otronkor HJIMI' ¢ BoasiHbIM
apoMm; pyKoBoAAIIMi JoKyMeHT Pocruapomerta [145], B COOTBETCTBUHU C KOTOPHIM
OTTOHKA MPOU3BOJIUTCS HEMOCPEACTBEHHO M3 MOYBBI B CJIA0OILETIOUHON Cpesie U B
OPUCYTCTBUH CyJIb(pUAa HATPUS B KaUYECTBE BOCCTAHOBUTEIS, MPEIOTBPALIAIOIIETO
OKUCIIUTENIbHYIO JIeTpajlallii0 aHAJIUTA;, METOJIMKA BBINOJHEHUSI W3MEPEHUM,
pazpaboranHas cnenuaiuctamMu —Xumudeckoro (akynerera MI'Y umenn M.B.
JlomonocoBa [146], BxIOHaromas pas3ioXKEHUE MHUHEPAIBHONW COCTABIISIIONIEH

nouBbl 40% pacTBOpOM THUAPOKCHIA HATPUS U MEPETOHKY B MPHUCYTCTBUU Na,S.

48



[IpuMeHeHnEe KOHIIEHTPUPOBAHHOM IIEIOYM TMO3BOJSET MPOBOJUTH PA3JI0KEHUE
MUHEPAJIbHOW COCTABJISIIOIIECH IOYB, YTO TMO3BOJSET H3BIEKATh U XUMUYECKHU
copoupoBannbiii HIIMI mousotii [147].

B pab6ore [148] mpoBeneHo cpaBHeHHE d(HDPEKTUBHOCTH YKA3aHHBIX TOIXO0I0B
I W3BIeyYeHus 1,1-auMeTwiruapa3vHa U3 MOYB C COAECPKAHHEM OPraHUYECKUX
BellecTB MeHee 5% (mecuanble U JEPHOBO-TIO/I30JMCTHIE MOYBBI, XapaKTEPHBIEC IS
paiioHoB mageHus kocmoapoma «baiikoHyp»), puU 3TOM IMOKa3aHO, 4TO Hambosee
noJiHoe u3BjiedeHue (10 97%) AEeMOHCTpUPYET METOJMKAa, OCHOBAHHAs Ha OTIOHE
HIAMI' B mpucyrctBuu 40% mienoun. CrneayeT OTMETHTh OTCYTCTBHE JAaHHBIX O
MPUMEHUMOCTH ONHUCAHHBIX TMOJXOJOB JJIS TIOYB C BBICOKUM COJEPKAHUEM
OpPraHUYECKOT O BEILIECTBA.

Jlns onpenenenuss npoayktoB TpaHchopmauuu HIMIT Takke npuMeHSIOTCS
DKCTPAKIMOHHBIE MeToAbl. Tak, nius u3BnedueHuss MDA U3 JOHHBIX OTJIOKEHUI
UCIIOJIB3YETCSl OUMILEHHAs! BOJIa, C MOCIEAYIOIIMM KOHUEHTPUPOBAHUEM IKCTPAKTa
Ha narpoHax it TOD ¢ okrageuunbHOM (a3od W aKTUBUPOBAHHBIM YIJIEM
(coemuHeHBI MOCEN0BATENHFHO) B KauecTBe copOenrta. [Ipumenenue tBeprodasHoi
AKCTPAKIIMU MO3BOJISIET HE TOJBKO MOBBICUTH UYBCTBUTEIBHOCTh OMNpEJEICHUs, HO U
MPOBECTH CMEHY pacTBOpUTENs (C BOJAbI Ha METAHOJ), YTO IMOJIOKHUTEIHHO
CKa3bIBaCTCs Ha pas/ielieHrue B pexkuMe razoBoi xpomarorpaduu. [Ipu sTom creneHpb
u3BIIeYeHHs qumeTmIhopmMamua coctaBisieT 95%. [91].

B pa6ore b. KeneccoBa [92] mpeamosken moaxo Ais onpeacieHus 1-MeTui-
1,2,4-Tpra3ona B MECYAHBIX MOYBaX. MeTOAMKa 3aKIFOUAeTCsS B IMPEABAPUTEIHLHOMN
AKCTPAKIIMU 1IeJeBOro KoMmmoHeHTa u3 20 r. oOpasma 70 M ameToHa B ammapare
Cokcnera B Teuenue 1 waca mpu Ttemmeparype 75°C. IlomydeHHBIM SKCTpakT
ynapuBaetcst 1o oosema 1,0-1,5 mut mocse 4ero mpoBoJsT razoxpoMarorpaduyeckuii
ananu3. Crenenb n3Bneuenuss MT coctasnsier 80 — 95%.

AnanornusHeli moaxon mnpemioxkeH A.J[. CMOJICHKOBBIM MpH ONpeaeTCHUN
JTUMETWITHIpa3uia MypaBbUHONW KUCIOTHI U 1-Metwi-1,2,4-tpuazona metoaoM ['X-
MC [93]. IMI'MK u MT skcTparupoBajuch M3 IOYB METAHOJOM B armapare

Cokcnera 8 4acoB, IMOJMYYEHHBIM SKCTPAKT BBICYIIMBAJICS MO Bakyymom. Cyxoi
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OCTaTOK pacTBOpsuica B 2 Mil MeTaHona. CTeneHb U3BJICYEHUS MPU HCIIOIb30BAHUU
JaHHOTO Tonxoja coctaBisier Oonee 95%. [lomumo skcrpakiuu mo Coxciery,
aBTOpaMH  TMpOBEJEHA  OLCHKAa  BO3MOXKHOCTHM  MPUMEHEHHS  OKCTPAKIHUH
OpPraHUYECKUMHU PACTBOPUTENIMU TpU 00paboTke ynbTpa3BykoM B TeueHue 20
MuHyT. Cpeau  OpraHMYecKuX  pacTBOpUTENEH  MCCIEIOBAINCh  METAHOJ,
allETOHUTPUJI, TUXJIOPMETaH M aneToH. [loka3aHo, 4TO MakCUMajIbHOE HM3BICUYCHHE
JIOCTUTAETCS IKCTPAKIMEH METAHOJIOM, HO CTETICHH M3BJICUYCHHUS HE MPEBbIIaT 60 -
70%, a yBenWYeHHE BpeMEHUM OOpabOTKM HE TMPUBOAUT K MOBBIIICHUIO
s HexTUBHOCTH.

OTUM K€ KOJJICKTUBOM aBTOPOB H3yYEHO U3BICYCHHE M3 TMOYB TaKHUX
npoaykToB TpaHchopmanu HIMI kak 1-metun-1,2,4-tpuaszosn, AUMETUITYaHUINH
¥ JUMETWIAMHUH TpH YJIbTpa3BykoBoM BosxaedcTBum [135]. Ilokazano, uto
IPUMEHEHNE OPraHWYEeCKUX PacCTBOPUTENEH HE TMO3BOJSET AOOUTHCS MPUEMIIEMOM
3¢ (EeKTUBHOCTH 3KCTpakUuU, 0coOeHHO 3To Kacaerca JMIy m aumernnamuza,
MAaKCHUMAJIBHOE U3BJICUCHHE KOTOPBIX HE MpeBbIIAET 15 u 5% COOTBETCTBEHHO NpHU
IKCTpakUMK MeTaHoioM. C 1enpl0 HMHTeHCH(UKAIMM TMpolecca, MPeasioKeHO
UCIIOJIb30BaHuEe Oy(epHBIX paCTBOPOB B KaUECTBE AKCTPAreHTOB. Y CTAHOBJICHO, UTO
npumeHenue 1M ammonwmitHO-atieTaTHOTO Oy(epHOro pacTBopa, coaepxaiiero 1 M
KCI, ¢ pH = 10 no3Bonser goctuup u3BneucHus aast MT, IIMI'Y u JIMA paBHOro
91, 102 u 85% COOTBETCTBEHHO.

OKCTpakuus TeTpaMeTWiI-2-TeTpa3eHa MPOBOAUTCA B COOTBETCTBUU C
METOJIMKaMH, arTecToBaHHbIMU B Poccuiickonn ®enepanuu. B omHOoM ciydae
(BaJIOBOE conep)KaHME) HCIONB3YyeTCSd OTTOHKA aHaluTa C MapoM M3 IIeJI0YHOU
Cpelbl B BOCCTAHOBUTEIIBHBIX YCIIOBUSIX B pacTBOp KHCIOTHI [126], B mpyrom —
BbIIeIeHHe TOABWKHBIX (opm TMT pactBopom xiopuma kamus  [125].
Hcnonp30BaHne OMUCAHHBIX MOIXO0B MO3BOJSET ONMPEAEIATh TETPAMETHIITETPa3eH
Ha ypoBHe 0,12 MI/Kr mpu OmpeAeieHnH BaoBOTO cojepkanus u 0,25 mr/kr mus
MOJABWXHBIX (OPM.

[ToMuMO  TEepeUUCIEHHBIX  BBINIE THAPA3WHOB W TPOAYKTOB  UX

TpaHchopMali, B JIMTEpAType YAENseTcss BHUMAaHHE M M3BJICUEHUIO Hauboee
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TOKCUYHOTO IPEACTABUTEN — HUTpozoaumerunamuHa. Kak m B ciaydae ¢ TMT,
UCIIOJB3YETCSl OTrOHKAa C TMapoM, MpU HSTOM MHUHUMAJbHAs oOmpeaessieMas
KOHIeHTpalus: coctaBiuger S50 Mir/kr mousbl [127]. [loMuMO AMCTHIUISLIAK
UCIIOJIB3YETCSl METOJT JKUIAKOCTHON dKcTpakimu [149]. Jlns storo obOpaserr MOYBBI
obpabateiBaercss B TedeHue 30 muH 0,5M COJISIHOM KHCJIOTOM, cojepiKaliei
cyabamMar aMMOHUS. DKCTpPakT pa30aBISIOT PaBHBIM O0BEMOM AMXJIOPMETaHA,
TIIATEIbHO TIEPEMENIMBAIOT W TIOCJI€ pacCIaMBaHUSl KUAKOCTEH OTOMPAIOT
oprannueckuii cnoul. Ilocne ymapuBanus monx BakyymoM B 200 pa3 »SKCTpakT
BBOJIUTCA B Xpomatorpadudeckyto cucremy. Crenenb wusBineuenus HJIMA
HaxoAuTcs B quana3one 45 — 83%.

Crnenyer OTMETUTb, YTO B JMUTEpPaType HE BCTPEYAETCS YHUBEPCAIBHOIO
MOAX0Ja, IO3BOJIAIONIETO TMOJy4YaTh BBITSHKKM U3 TMOYB JJIA  TMOCIEIYIOIIEro
XpoMaTorpauyeckoro HWiId XpOMAaTOMAaCC-CIIEKTPOMETPUYECKOTO  OINpPECIICHHUS
HIMPOKOTro Kpyra npoaykToB Tpanchopmarun HIMI'. B kadectBe aabTepHATUBHOTO
UMEIOIIMMCST  TIOAXOJaM MOXXHO  pacCMaTpuBaTh YCKOPEHHYIO  IKCTPAKIUIO
CYOKPUTHYECKMMH  PACTBOPUTEISAMH  (IKCTpakiMio 1moja  naBieHue™m, ASE),
XapaKTePU3YyIOUIYIOCs AKCIPECCHOCTHIO MPOLEAYPHl AKCTPAKIMK, aBTOMaTU3aluen
MPOIECCa, BO3MOKHOCTBIO COYETAHUSI C MIUPOKHUM KpPYrOM pPacTBOPHUTENEH,
UCIIOJIb30BAaHUEM HMHEPTHOM aTtMocepbl TMpU MPOBEJAEHUU TMpoOIecca, 4UTO
IpeIoTBpaIacT MPOTEKaHWe BO3MOXKHBIX mporieccoB okucienus [150]. JlaHHbIi
METOJ] YCIICIIHO HCIOJb30BaJCS TpyNIaMH aBTOPOB JUISl M3BIICUCHHUS TaKUX
MPUOPUTETHBIX OPraHUYECKUX TMOJIOTAHTOB U3 TMOYB, KaK MOJHUIIUKINYECKUE
apOMaTUYECKHE YTIICBOOPOIBI, IECTUIHIBI, XJIOp(hEeHObI, (hTanaTel U Apyrux [151-
153]. B nuteparype uMeeTcs JuIlb OaHa pabota, mocesiieHHas ASE skcTpakinnn
COCIMHEHUN, OTHOCSIIUMXCS K MNPOAYKTaM TpaHCcPopMaliu HECHUMMETPUYHOTO
JUMeTUIrHaApasuHa. ABropaMu [154] u3ydeHo H3BJI€UCHHE HUTPO30AMMETHIIAMHUHA
U3 TJIIMHHUCTBHIX MOYB, MPH 3TOM B Kay€CTBE AKCTPAreHTA MCIOJIb30BAIACH CMECH
JTIUXJIOPMETaHa C all€TOHOM B COOTHOIIEHUU 75:25 cooTBercTBeHHO Tipu 120°C. TIpu

3ToM 3((PEKTUBHOCTH JKCTpaKIUM Bappupyercs B auanazone 20 — 76%.
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KoHueHTprpoBaHHUE TMOTYYEHHBIX MMOYBEHHBIX BBITSKEK MOJ BAKYYMOM ITO3BOJISIET
JOCTHYb TIpeaesioB ooHapyxkenus mist HIIMA amxe 1 MKr/Kr 00pasia.

HecMoTpss Ha mepCneKTUBHOCTh JAHHOTO METOJA IS WU3BJICUCHUA U3 IOYB
TUAPA3MHOB W TPOMYKTOB HMX TpaHchOpMaIMu, B JUTEpaType HE BCTPEUAIOTCS
paboThI, MOCBAIICHHBIC MPUMEHEHUIO SKCTPAKIIMK IO/ JAaBJIEHUEM ISl TTOATOTOBKHU

Hp06, IMOABCPIKCHHBIX BJIMSHHIO paKeTHO-KOCMI/I‘-ICCKOﬁ JACATCIIBHOCTH.

1.6 BuIiBOabI

1,1-/IlumeTunruapasuH, ABJISISICH BBICOKO PEaKIIMOHHOCTIOCOOHBIM
BEILIECTBOM, I[pU TMONAJaHUM B OKpPYXKalOUIyl0 Ccpeay TpaHchopmupyercs c
o0pa3oBaHKEM OOJIBIIIOTO KPyra COSTUHCHHI pa3IMIHbIX KiaccoB (pHc. 5).

UckmountenpbHas nabunpHocTh HJMIT M MHOrMX THpPOAYKTOB  €ro
TpaHchopMali B MOYBAX, CIOCOOHOCTh MPUCYTCTBOBATh B CBA3AHHBIX (opMax u
BBICOKAs TOKCHYHOCTb, a TaKK€ KpalHAs CJIOKHOCTh COCTaBa IIOYBEHHBIX
HKCTPAKTOB TMPENONPENEAIOT MOTPEOHOCTh B  HUCIIOJNB30BAHUU I IIEJIeH
UJeHTUPUKATIT u KOHTPOJIS KOMIIOHEHTOB PaKEeTHOT O TOIINBA
BBICOKOUYBCTBUTEIIbHBIX M CEJIEKTUBHBIX METOJOB aHaJIU3a, pa3padoTKa KOTOPHIX
ABJISIETCS HECOMHEHHO aKTyaJbHOM 3a/1a4€i COBPEMEHHON aHAJTUTUYECKON XUMUH.

B Hacrosmiee BpeMsa omnpenesieHHEe THAPA3UHOB M MPOAYKTOB HUX
TpaHchOpMaIK TPOBOAMUTCS C TOMOINBIO Ta30BOM U BBICOKOA(D(HEKTUBHOM
KUJIKOCTHOM Xpomarorpaduu, a TakkKe CMEXHBIM METOAOM — KalWUISPHBIM
AIEKTPOGOPE30M.

CoBpeMeHHbIN ypOBEHb HCCIIEIOBaHUN B 00JIACTH aHATUTUYECKOU XUMHUHU
TUIPA3MHOB TMOApPAa3yMEBAeT AaKTUBHOE BHEJIPEHUE METOJIOB, OCHOBAHHBIX Ha
COUETAaHWU XpOMATOTPadUUYECKOTO PA3ACICHUS C MaCC-CIEKTPOMETPUUECKIM
JNETEKTUPOBAHUEM. AHAJIM3 JMTEpaTypbl IMOKa3ad, 4YTO [UIsl PEIICHUS BCEro
KOMILIEKCA 3a7a4, CBS3aHHBIX C XapaKTEPUCTUKON MOBEAEHUS BBICOKOTOKCHUYHBIX
KOMIIOHEHTOB PAaKETHOTO TOIUIMBA B OOBEKTaX OKpYyXKalomeh cpeapl W
ONpEJENICHUEM MaKCUMaJIbHO MIMPOKOIO Kpyra TMpOAYKTOB TpaHChOopMaliu

HCCUMMCTPUYIHOI'O AUMCTHIIIMApPA3HrHaA HCO6XOI[I/IMO HCIIOJIB30BaHHUC COYCTAHHC
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METOJIOB XKHUJIKOCTHOM M Ta30BOM XpoMaroMacc-crnekrpoMmeTpuu. [lepBas mo3Bomser
OTIPEAETATh TUAPA3HUHBI M HEKOTOPBIE IPYrHe COSAMHEHHUs 0e3 MpeaBapUTEIbHOU
nepuBaTU3alui. BTopoil MeTon OTKphIBa€T IIMPOKHE BO3MOXKHOCTH IS
OTIpEe/ENCHUs] THUAPA30HOB U JPYTUX JIETy4duX MPOAYyKTOB Tpanchopmarmu 1,1-
JUMETWITUIpa3iHA, & TaKKe UJICHTU(DUKAIIMN HEU3BECTHBIX KOMIIOHEHTOB 33 CUET
MPUMEHEHUSI CTAaHAAPTHBIX YCIOBUNA MOHHU3ALMU U HAIMYUSL OOIIUPHBIX OMOIMOTEK
Macc-cnekTpoB. Hawmydmme pesynpTaTbl JEMOHCTPUPYET TaHAEMHas Macc-
CHEKTPOMETPHUS C MPUMEHEHHEM MAacC-CIEKTPOMETPOB C TPOWHBIM KBaJPYIIOJIEM,
no3BoJisAomas dQPEeKTUBHO STUMUHHPOBATH MaTpuyHble 3(Q(EKTHl U JOCTUTAThH
YpEe3BBIYAMHO  HU3KHUX  MPEAEIIOB OOHapyXEeHUSI. O10  yOeauTeNnbHO
IIPOJIEMOHCTPUPOBAHO B JINTEPAType JJII HEKOTOPBIX COCAUHEHUMN, OTHOCAIIUXCS K
KOMIIOHEHTaM PaKeTHOT'O TOIUIMBAa M MPOAYKTaM uX TpaHchopmanuu. B 1o xe
BpeMs HUMEIOTCS JIMIIb CJAUHUYHbIE MYyOJUKalUh, TOCBSIIEHHBIE MPUMEHEHUIO
MeTo0B ' X-MC/MC u BOXX-MC/MC ¢ npenBaputenbHON JepuBaTU3AMEH IS
OINpEJENICHHS TUAPA3UHOB, a padOT MO NPIMOMY ONPEIEICHUIO TaKUX COCIUHEHUN
HeT.

Hapsiny ¢ pa3paboTkoil METOJOB OINpEAENeHHs, OCTPO CTOUT MpodiieMa
W3BJICUEHNS IIUPOKOr0 Kpyra ILEJIEBBIX KOMIIOHEHTOB C IOJIYYEHHEM 3KCTPAKTOB,
IPUTOAHBIX  HEMOCPEACTBEHHO JJII  MAacC-CIEKTPOMETPUYECKOrO0  aHaIu3a.
OnucaHHble B JUTEPATYpE KIACCHUECKHE MOAXObl, OCHOBAHHBIE HA NMPUMEHEHUU
YJIBTPa3BYKOBOM 3KCTPAKIIMM, a TAKKE IKCTpakuuu 10 COKCIETY SBISIIOTCS KpailHe
JUINTENIbHBIMU U TPYAOEMKHMMH, a B psAe ciydaeB U MajodddextuBHbIMU. B
JAHHOM HAMpaBJICHUU HauOoJjiee TEPCHEKTUBHBIM SIBIISIETCA HMCIOJIb30BAHUE
TEXHOJIOTUA YCKOPEHHOM OJKCTPAKUMU PA3JIMYHBIMUA  PACTBOPUTEISIMH  TpHU
MOBBIIIEHHOM  JaBJCHUHM, MO3BOJIAIONIE  HMHTEHCU(PUUUPOBATH  MPOLECCHI
MaccooOMeHa, cokpailas Bpemsi IpoOOoAroTOBKH Ha nopsaaku. CoueTaHue Takoro
METOJla C OBICTPBIM XPOMATOMACC-CIIEKTPOMETPUYECKUM aHAJIM30M OTKPBIBACT
BO3MOYKHOCTH JJISI CO3JaHUsl KOMIUIEKCAa METOAMK SKCHPECCHOIO OIpeAesICHUs

9KOTOKCHKAaHTOB, CBA3aHHBIX C paKeTHO-KOCMI/I‘{eCKOﬁ ACATCIBHOCTBIO.
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I'JIABA 2. OKCHEPUMEHTAJIBHAS YACTbD
2.1 O6opynoBanue

B pabore ucnonb3oBanoch clieayromiee 000pya0oBaHHeE:

e BDIOXX/MC-MC cucremMa, cocTosIIas U3 TaHJACMHOT'O MaccC-CIIEKTPOMETpa ¢
TporiubiM kBajapynonem LCMS-8030 (Shimadzu, fnonus), ocHalieHHOTO
UCTOYHUKAMU 3JeKTpopacnbeiTuTebHol noHu3anmu (ESI) u xumuyeckoi
noHuzanuu npu armochepnom nasieHuu (APCI), a Takxke KUIKOCTHOTO
xpomarorpada LC-30 «Nexera», Bkmouaromero nsa Hacoca LC-30AD,
nerazatop DGU-AS, aprocamiiep LC-30AC, tepmoctat kosonok CTO-30A,
JIMOTHOMATPUYHBIN criekTpodoTomeTprudeckuit gerekrop SPD-M20A.

e [X-MC/MC cucrema, cocrosimias M3 TaHIAECMHOI'O MAacC-CIIEKTpOMETpa C
TpoiinbiM KkBajspynoiem GC-MS 7000 u razoBoro xpomatorpada 7890A
(Agilent  Technology, CIIA), ocHameHHass CHUCTEMOW  HMOHHU3AIUU
AJIEKTPOHAMH U aBTOcamIuiepoM 7693A.

o [X-MC cucrema GCMS-QP2010 Plus (Shimadzu, fAnonwus), ocHamieHHas
Tepmoecopbepom TD-20.

e (Cucrema yCKOPEHHOMW SKCTpaKIMU CyOKpUTHUECKUMHU pacTBopuTensiMu ASE
350 (Dionex, CIIIA).

SIMP cnektpsl 0oOpasnoB 3anucsiBanuchk Ha crekrpomerpe «AVANCE IlI» ¢
paboueii wactoror 600 MInm (Bruker, Tepmanus). Hccrnemyemble 0oO0pasiibl
PaCTBOPSUIUCH B BRICOKOYUCTHIX JEHTEPUPOBAHHBIX PACTBOPUTEIAX (BO/IA, METAHOM U
ap.) kBanmdukamun «for NMR» npoussoactsa Sigma-Aldrich.

HK-criekTpsl 3anuceiBaanch Ha ciekrpoMeTpe Vertex 70 (Bruker, 'epmanus) ¢
NPUCTABKOW HAPYIIEHHOTO MoHOTo BHyTpeHHero orpaxkerus GladiATR (Pike Tech,
CIIIA), ocHameHHOM MpHU3MOIl U3 LIETBHOTO ajaMasa, B AUana3oHe BOJIHOBBIX YHCEl
ot 300 s10 4000 cm™.

W3mepenue BOIOPOAHOTO TOKa3aTelsl pacTBOPOB MPOBOAMINA Ha HOHOMEPE

«Okcmepr  001-3.01»  (Okommkc — DOkcmept, Poccus). Hcmonb3oBancs
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KOMOMHHMpOBaHHBIA cTekIaHHbIM anektpon OCK 10601/7, 3amomnenusii 3M
pPacTBOPOM XJIOPUJA KAJIHSL.

Jist  orGopa TOYHBIX OOBEMOB IKHAKUX OOpa3loB U pPacTBOpPUTENCH
NPUMEHSUIMCH OJTHOKAaHAJIbHBIE MeXaHHUecKue go3atopsl proline Plus ¢ mepemeHHbIM
oobemom 0,5-10, 10-100 u 100-1000 mxn (Biohit, ®unnsuaus). [lorpemHoOCTH
J03UpOBaHus He npeBbiaeT 2%.

JIns B3ATHS TOYHBIX HAaBECOK HCIIOIB30BAINCH aHamuTHUecKue Bechl XPE205
(Mettler-Toledo, IIBeitiapusi), 3JieKTpOHHBIC TpelU3nOHHBIC Bechl cepurt UW620H
(Shimadzu, Anonus).

BnaxxHocTs 00pa3ioB ompesensiach B TaJJOT€HHOM aHAIW3aToOpe BIAKHOCTU
HG63 (Mettler-Toledo, IIBeiiapusi).

®dyrosanne o00pasnoB NpoBoawIOoch B ImeHTpudyre Sigma 1-14 (SIGMA
Laborzentrifugen, 'emanusi), ynapuBanue oOpa3ioB OCYIIECTBISZIOCH HA POTOPHOM

ucnapurene RV 10 digital V (IKA, I'epmanus).

2.2 MarepuaJjibl M peareHThbl

B pabore ncnonb30BaIuCh:

e Uccnenyemble coeaunenus. l-mermin-1H-1,2,4-tpuason (98%, Fluorochem,
BenukoOpurtanust), N-HUTpo3oAMMETWIAMUH (aHAIMTUYCCKHHA CTaHAAPT,
Supelco, CIIA), mumetmiruapason 2-dypansaeruaa (97%, Sigma-Aldrich,
CIIA), terpamernaTerpazeH (DKoaHAIUTHKA, PoccHs), TUMETHITYyaHUIUH
cynbdar (97%, Sigma-Aldrich, Tepmanus), 1,1-mumerunruapasus (99%,
Sigma-Aldrich, CIIIA), wmerwiruapasun (Sigma-Aldrich, CIIA), N,N-
mumetundopmamu (99,8%, Lab-Scan, IMosbia).

e Oprannueckue pactBopurenu: aneroHutpua (0 copt, KpuoXpom, Poccus),
n3onponanona (LC-MS Chromasolv, Fluka, T'epmanus), meranon (for LC,
Merck, I'epmanust), anieron (HPLC-grade, Merck).

e XwMmuyeckHMe peakTuBb:  ameraT ammonus (97%,  Sigma-Aldrich,
Hunepnanaer), ¢opmuar ammonuss (10M  pactBop, Sigma-Aldrich,
IIBetinapust), consHas KucioTa (x.4., 35-38%, Hesa Peakrtus, Poccus),
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cepHas kucinora (x.4., 93,6-95,6%, Hema PeaktuB, Poccus), MypaBbuHAS
kuciora (98%, ACS Reagent, Sigma-Aldrich), kamenus xiaopun (x.4., 95%,
Hesa Peaktus, Poccus), Gapus ruapokcuj BOCbMH BoOJHbIN (eXtra pure,
Panreac, Mcnanus), Hatpus ruapodocdar (x.4. HeBa Peaktus, Poccwus),
HaTpus ruapokcun (x.4. HeBa Peaktus, Poccust), ammonus ruapoxcuy (28-
30%, Sigma-Aldrich, Ucmanus). Ius cuHTe3a MPOAYKTOB TpaHCHOpMAIMH
ucrnoiib3oBamuch  Gopmanpaerua  (37%, Sigma-Aldrich, Hwunepianmsr),
areranpaerun (>99,5%, Sigma-Aldrich, IllBeitapus) u >THi  popmuar
(reagent grade, 97%, Sigma-Aldrich, CIIIA).

e Komonku st BOXKX: Nucleosil 100-5 SA, 4,6x125 mMm, 5 Mmkm (Macherey-
Nagel, I'epmanus), Nucleodur HILIC, 3x150 MM, 3 MM (Macherey-Nagel,
I'epmanus), Luna HILIC, 3x150 MM, 3 MxM (Phenomenex, CIIIA), Asahipack
NH2, 3x250 mm, 3 mkm (Shodex, Anonwms). [ag 3amurhl KOJOHOK OT
3arpsi3HEHMS U YBEIIMUEHUS CPOKA UX CITYKOBbI UCIIOJIb30BATKUCH MPEIKOIOHKU
C aHAJIOTUYHBIMU HETTOABMKHBIMH (pa3aMH.

o Komonku mis I'X: HP-5MS 60 mx0,32 mm (Agilent, CIIIA), HP-INNOWax
30 m*0,25 MM, TonmuHa HenoaBkHOU (asel 0,25 mrMm (Agilent, CILIA).

Bo Bcex akcmepuMeHTaX MCIOJb30Baach YIAbTPAUYHCTasl BOAA, TIOJyUYCHHAS C
ucnonb3oBanuem cuctembl Milli-Q (Millipore, ®panius).

Jist  mpoBeneHHUsT TPOILECCOB  CHHTE3a MPOAYKTOB  TpaHchopmaruwy,
OKCTPaKIMK, AUCTHWUISAIMN HWCIOIL30BaJIach CTEKISHHAA JabopaTtopHas Iocyaa
Sigma-Aldrich.

OunbTpoBaHWE TMOABMKHOW (Pa3bl OCYIIECTBISUIOCH TIPH  HMCTOJIb30BAHHUH
cucTeMbl i (puiabTpanuu moeHToB Gupmbel Agilent ¢ HeliIOHOBBIM MEeMOPaHHBIM
bunbTpoM quamerpoMm 45 MM u pazmepom mop 0,45 mxm. GunsTpoBaHue 00pa3IoB
nepea BBOJAOM B XpoMaTOrpadUyecKylo CHCTEMY IPOBOAWIOCH Ha MITPHIICBBIX
HCHIIOHOBBIX MeMOpaHHBIX (GuiabTpax (Supelco) ¢ muamerpoM 13 MM U pasmepom

nop 0,2 MKM.
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2.3 Cunrte3 npoaykros Tpanchopmanuu 1,1-1umerniruapasuaa

CuHTe3UpOBaHbl  CHEAyIOUIME  NpPOAyKThl  TpaHchopmaumu  HIAMI™:
TUMETUITUIpa3oH (QopMaibAeruia, TMMETUITHIPA30H aleTaibaeruaa, 1-hopmu-
2,2-muMmeTmiruApasud.  [loaTBepkaeHne CTPYKTypbl H  TPOBEPKY  UHUCTOTHI
npooausin  merogamMu  SAMP-cniektpomeTpuun, HWNK-ciekTpockonmuu ¢ Ta30BOM
XpPOMAaTOMAacC-CIIEKTPOMETPHHU.

JNumerniaruapason ¢opmanbaeruaa [155]. B kpyrmomonHyro om0y
oobemoMm 50 mn momemamu 20 mu (0,26 moinb) 1,1-mumerwnrunpasuHa. Ilpwu
HEIPEPBIBHOM IepeMemnBanud U oxnaxaeHnn k HJIMI' mpunuBamu 25 miu 37%
pactBopa ¢opmansaeruaa (0,31 momnp). PeakimonHas cMech MepeMelinBaiach B
TeyeHue 1 yaca, mocine storo no0asnsuu 1 r rugpokcuaa Hatpus. [locne paccioenus
KUJKOCTH OTOMpPAIM OPraHUYECKUN CIJIOH, KOTOPBIM CyIIWiIu J00aBKOM XJyopuaa
Kanplusg. [lodydeHHBI TPOAYKT OTIOHSUIA TPU 3TOM coOupaid ¢Gpakiuuio B
nuanasone temmepatyp kunenus 70-72°C. Boixon npoaykra coctaBui 72%.

NK-cnexTp noay4yeHHOro npenapara npeAcTaBieH Ha pUCYHKE 7.
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Pucynok 7 — UK-cniektp numeTunruapazona (opmaibaeruia.
Macc-crexTp 3JaeKTPOHHOTO yaapa, M/Z (0OTHOCHUTENIbHAS HMHTEHCHBHOCTD, %0):

72 (100), 71 (53), 57 (28), 43 (17), 42 (93), 41 (7), 30 (35), 29 (6), 27 (11).
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SAMP criekTpbl Ha aTomMax 'HuBC npeacTaBiieHbl B Tabymie 11.

Tabmuma 11. AMP criekTpbl quMeTrIruapa3zoHa GopMalbaeruia.

TH B30

XuM. CABHT, 0, M.]1. 3amMecTHTE]Ib XuM. CABHT, 0, M.]1. 3amMecTHTEID
3,238 -CH3 42,413 -CH3
6,597 =CH2 123,035 =CH2

JIaMeTHJITHAPA30H aneTaiabaeruaa [155]. B kpyriogonnyio koa0y o0beMoM
50 M po6asnsm 20 ma (0,26 mons) 1,1-numerunruapasuna. [Ipu HenpepbsIBHOM
nepeMeminBanun 1 oxnaxaeHuu k HJIMI' npunmuBamu 15 mn 98% pactBopa
aneranpaeruga (0,34 monb). PeakumonHas cMmech nepemenmBaiach B TeueHue 1
gaca, rmociye 3toro 106aBmsu 1 T ruapokcuaa Hatpus. [locne paccmoeHus KuaKocTu
OTOMpaNi OPraHUYECKHUH CJIOH, KOTOPBIM CYIIWIM A00aBKOM XJIOpUJA KaJIbIIHSL.

[Tony4yeHHBIH MPOAYKT OTTOHSIIM MPHU 3TOM COOMpau (Ppakiuio MpU TeMmIepaType

kunenus /0-72°C. Boixon nmpoaykra coctaBui 79%.

HK-cnexTp noaydeHHOro mpenapara npeAcTaBieH Ha pUCYHKE 8.
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Pucynok 8 — MK-cniekTp TUMETHIITHAPA30HA alleTalbIeTH/1a

Macc-crexTp 3JaeKTPOHHOTO yaapa, M/Z (0OTHOCHUTENIbHAS MHTEHCHBHOCTD, %):
87 (6), 86 (100), 85 (34), 71 (23), 56 (8), 45 (22), 44 (89), 43 (39), 42 (75), 41 (12),
40 (8), 30 (35), 28 (30), 27 (15).
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SAMP cnekTpbl Ha aToMax 'HuBC IpeICcTaBIICHbI B Tabymie 12.

Tabnuma 12. IMP criekTpbl IMMETHIITHAPA30HA alleTaIbICTHA.

TH B30

XuM. CABHT, 0, M.]1. 3amMecTHTE]Ib XuM. CABHT, 0, M.]1. 3amMecTHTEID
2,050 -CH3 18,522 -CH3
2,825 -N-CH3 43,412 -N-CH3
6,970 =CH- 137,622 =CH-

1-popmui-2,2-numerniaruapasun [156]. B kpyrimomonayo kojia0y oObeMoM
100 mim poGaBmsmm 40 wmu  1,1-gumerwnruapasuna (0,53 wmomss) w45 wn

stmndopmuara (0,54 monst). CMech BBIIEPKHUBAIM 2 CYTOK MPU TMEPUOJIUYECKOM

MNepCMCIINBAHNU. CmMmech oxJiaxaajaCb B XOJIOAUJIBHHUKC 10 6°C, ITOCJIC Y€TO0 OCTAaTKH

pacTBOPUTENS YAASUIUCh HA POTOPHOM HCHApUTEIE.

moABCPraliCsia Tp@XKpaTHOﬁ IICPCKPUCTAIIN3AllU N3 TI'CKCaHa. BBIXOI[ IIPpOAYKTa

coctaBmi 84%.

HK-cnexTp noaydeHHOro mpenapara npeAcTaBieH Ha pucyHke 9.
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Pucynok 9 — UK-criektp 1-popmun-2,2-muMeTHITHIpa3HHa.

500

[Tomyuyennsiii  oOpaszen

Macc-crekTp 3JeKTpOHHOTO yaapa, M/Z (OTHOCUTENIbHAS HHTEHCHBHOCTb, %0):

88 (11), 60 (6), 59 (100), 46 (19), 45 (5), 44 (20), 43 (67), 42 (26).

SAMP criekTpbl Ha aToMax 'HuBC npejacTaBieHbl B Ta0auie 13.
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Tabmuma 13. AMP cniektpor 1-hopmun-2,2-muMeTunruapasmHa.

TH BC
XuM. CABHT, 0, M.]1. 3amMecTHTE]Ib XuM. CABHT, 0, M.]1. 3amMecTHTEID
2,559 -N-CH3 47,683 -N-CH3
7,781 -NH 167,341 -COH
8,229 -COH - -

2.4 O0BbeKThI UCCJICI0OBAHUSA

B kauecTtBe OOBEKTOB HCCIIEOBaHUS B pPabOTE BBICTyHNAIHM CIEIYIOLINE
oOpas3Ib:

|. T'ymuHOBBIC KHCIIOTHI, TexHuYeckue (Sigma-Aldrich), c Mw = 13,6 k/la.

Il. CynbdartHplii XBOWHBIM JIMTHWUH, BBIJCJICHHBIH W3 YEPHOTO IIEJIOKA
Apxanrensckoro [[BK. ®yHKIMOHaNBHBIM COCTaB Mpenapara IMPEACTABICH B

Tabiuue 14.

Tabnuma 14. @yHKIMOHATBHBINA COCTaB CYIb(aTHOTO XBOMHOIO JTUTHUHA.

I'pynna Coaepxanue, % IHorpemmnocts
-OCHs 10,8 0,3
-OH 61y 53 0,4
-OHgen 3,8 0,5
-CO 4,2 0,2
-COOH 1,5 0,2

I11. Peunoii necok, cBOOOAHBIM OT OPraHMYECKUX MpuMeced (TpoKalvBaHHUe
ipu 650°C).

IV. HesarpssnenHnas pakeTHbIM TOIUTMBOM TopdsiHas OOJOTHAsE TOYBa,
otoOpanHast oceHblo 2012 T. B XOJ€ SKCHEAMIMOHHBIX PabOT B palioHE MajaeHus
OTpabOTaHHBIX HacTed pakeT-HocuTenei «MoceeBo» (ApxaHrenbckas 00J1acTh) B
yAaJleHud OT MecT majaeHus. OTOOp MOYBBI OCYIIECTBIISLICS METOJIOM KOHBEpPTa C
riyounsl 0-30 cm. OOpasen cymumics npu KOMHAaTHOM TeMmmeparype Ha BO3JyXe B
TEUEHHE HECKOJIbKMX JHEH, BIIaXXHOCTb BO3AYLIHO-CYXOTO Ipenapara COCTaBMIIA
9,1% (BJIaXKHOCTh UCXOAHOTO CHIPhs — 93%).

V. 3arpsi3HeHHasi Mo4YBa, OTOOpaHHasi HEMOCPEICTBEHHO B 3IHULIEHTPE MecTa

najgeHust paxetbl-HocuTenss «l{ukinon» omgHOBpeMeHHO ¢ oOpasuom IV B
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aHaJIOTUYHBIX ychoBusx. OToOpaHHBINA 00pasel xpaHuics rnpu Temnepatype -18°C B
TePMETHYHOM KOHTelHepe 0e3 jJocTynma Bo3ayxa. HemocpencTBeHHO Tepen
MPOBEICHUEM aHajlM3a IMOYBa pa3MOpakMBajach W TIIATEIBHO MEPEMEIINBANIACD.
BricymmBanue oOpasiia V He TPOBOIUIIOCE.

O6pasusl 1V u V umenu pH BoaHo# BBITSDKKU 3,78, pH coneBoit BBITSIKKH
2,82, 3016H0CTH 2,57% u cnenyronuid sneMeHTHBIN cocta: N- 1,6%, C — 48,8%, H -
6,1%. Ilo paHHBIM pPEHTreHO(IYOPECIICHTHOTO aHajdnu3a MW PEHTTCHOBCKOMN
Tu(dpakTOMETpUH, OCHOBY MUHEPAJIbHOUM YacTu Topda COCTABISIOT OKCUIbI KPEMHHUS
U Kene3a. B 3aMeTHBIX KOJIMYECTBaX MPUCYTCTBYIOT TaKWE€ MHKPODJIEMEHTHI Kak
menb (100 mr-xr™), mapraser (150-200 mr-kr'), muHk (60-80 mr-xr™), xpom (150
Mr-kr') u crpoHmmit  (250-300 wmr-xr’). XapakrepucThka o6pasia Topda,
OTOOpaHHOTO C MecTa mMaJcHus OTpadOTaHHBIX YaCTe pakeT-HOCHUTENeH

npejcTaBiieHa B Tabsuie 15.

Tabmuma 15. Xapakrepuctuka odpasia Topda.

XapakTepucTuka Iloka3arenn 3HaueHnune MorpemHocTn
O YHKIMOHATBHBIN cocras, | COOH 2,2 0,1
MD3KB/T OH 0,84 0,04
COOH+OH 3,05 0,02
KommoHeHTHEBIH cocTaB, % ['yMHUHOBBIE KHCIIOTBI 38 0,8
Jlurnun (no Knaccony) 25 0,5

O6pasust VI u VIl moepxHocTHBIX Boa TopdsiHoro Oonora (pH 4.9),
OTOOpaHHbIE B palloHE Ma/ieHUsI OTPaOOTAaHHBIX MEPBBIX CTYNEHEH paKeT-HOCUTENEH
B XOJIe¢ OSKCHEAWIIMOHHBIX paboT B ApxaHrenbckoil obmactu B 2012 rony Ha
He3arpsisHeHHOM (ponoBom) yuactke (V1) m B smuuentpe (VII) 3arpssHenus
(BOpOHKA B MECTE€ CTOJIKHOBEHHUS (DparMEHTOB PAKEThI, COJAEPIKALIUX HEBBITOPEBILICE
TOIIMBO, C 3emiel). OOpas3ipl COXpaHAJId B 3aMOPOKEHHOM COCTOSHUM B
repMETUYHBIX KOHTeWHepax mnpu Temrepatype —18°C u  pasmopaxuBaiu
HEIOCPEICTBEHHO NEPE UCCIEIOBAHUEM.

VIIl. Pakernoe tomnmuBo (1,l-gumerunruapasuH). EMKOCTh ¢ TOIIMBOM B

TCUCHUC IoJa NMECPUOJUYCCKH OTKPBLIBAJIN MJI KOHTAKTa C BO3AYXOM M THIATCIIBHO
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BCTPSAXUBAIM  C  I1ENbI0  WHTCHCHU(PUKAIMA  TPOIECCOB  OKUCIUTEIHHOU
tpancopmarmu HIMI .
IX. Boansiii pactBop HAMI' ¢ konuentpamueit 9 r/m, BbiaepskaHHbin 120

CYTOK IPY KOMHATHOM TeMIIEpaType U TOCTYIIe BO3ayXa .
2.5 MeToauKy BbINOJHEHUS IKCIIEPUMEHTOB

YcTraHoB/IeHHE KpPyra HNPOAYKTOB TpPaHC(poOpMalMA MeETOJO0M Ira30Bou
TepMOecCOPOIIMOHHON XpoMaToMacc-cieKTpoMeTrpun. B HaBecku TopQsiHOM
nouBkl (), rymunoBeix kuciaor (V), cyiasparnoro murauHa (V1) u peuHoro mecka
(VIl) BHOCHIM mATHKpPATHOE KOJMYECTBO IO Macce BOJHOTO pactBopa 1,1-
JTUMETWITHIpa3uHa ¢ KoHreHTpanuen 50 r/n. [Tocne sToro o0pasiibl BbIIEPKUBAIH B
TEYEHHE CYTOK B TIEPMETHUYHBIX EMKOCTSIX Uil O0O0pa3oBaHUs MPOJYKTOB
tpanchopmaru HJIMI .

HaBecku 00pasnoB maccoid 5 Mr mOABEprajid CTYyNEHYaTOMY HarpeBy o0
cooTBeTcTBYIOmMUX Temrepatyp (50, 100, 150, 200, 250°C) B tepmoaecopbepe TD-
20 razoBoro xpomato-macc-crekrpomerpa GCMS-QP2010 Plus (Shimadzu, Anonwst)
B Toke renud. [locne kpuodokycupoBanus (mpu -30°C) razooOpa3HbIX MPOAYKTOB
Pa3NoKEeHHs Ha KaXA0W TeMIIepaTypHOH CTYIEHH 1eCOPOLUU OCYIIECTBIISIICSA BBOJI B
ra3oBblii Xxpomarorpad. YcioBus XxpomMaTorpauueckoro pasaeiacHus: ra3-HOCUTENb
— remuit  (99,999%), ckopocth motoka 1,05 ma/muH, aenenne mnoroka S500:1.
TemneparypHasg nporpamma TepMocTaTa KOJOHOK: 5 muH mpu 40°C, moasem 10
120°C (5 K/mun), nmogpem go 170°C (10 K/mun), nogsem mo 250°C (15 K/mun),
BbiiepkuBanne npu 250°C B teuenne 10 muH. [l pasneneHus UCIONb30BAIACH
kamuiapHas konmoHka HP-5MS 60 m.x0,32 mm (Agilent, CIIIA). Obmee Bpems
aHanu3a 41 mMuH. J[eTeKTUpOBaHHE OCYIIECTBIJIOCH C ITOMOIIBK KBaJAPYHOJBHOTO
Macc-JIETEKTOpa B peXKMMe CKaHUpoBaHus B auanazone macc ot 20 g0 300 m/z. Tun
MoHM3aluu — 31eKTpoHHbId yaap (70 3B). Temmneparypa MOHHOIO HMCTOYHHMKA U
untepdeiica - 230°C, wmanpsbkenue Ha naerektope - 0,7 kB. Mnpentuduxaruro
KOMITOHEHTOB MPOBOAMIIM C UCTOJIb30BaHUEM OubOIMoTek Macc-criekTpoB NIST-08 u

Wiley-9.
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Onpenenenue mnpoaykroB tpaHchopmauuu H/AMIT meromom rasosou
TaHJAeMHOH XpoMarToMacc-cekTpoMerpum. Jljisi  ompeneneHus MNPOAYKTOB
tpanchopmarmn  HAMIT  wmeromom ['X/MC-MC  wucnonb3oBajidi  Tra30BBIi
xpomaromacc-criektpometp  Agilent  7000B  (Agilent, CIHA). Pa3nenenue
OCyHIeCTBIIsUIM Ha KamwuiipHod kojionke HP-INNOWax (Agilent, CIIIA), 30
Mx0,25 MM, ¢ TOJMIIMHOM cJiosi HemoaBwxHOM ¢da3el 0,25 MxM. Hcmosnb3oBamu
CIIEYIOIIKE TTapaMeTphl paboThl XpOMaTOMAaCC-CIIEKTPOMETpa: ra3-HOCUTENb — FeJIUN
(mapka 6.0), ynpaBiieHHe MOTOKOM raza — noctossHHoe aasieHue (103 klla), pexxum
VMOHM3ALIMU — HOHMU3ALMS AJIEKTpOHaMu ¢ 3Hepruen 70 3B, Temnepartypa ycTporcTBa
conpspkenus — 230 °C, remneparypa nonHoro ucrounnka — 230 °C, HanpspKeHUE Ha
nerexkrope — 0,8 kB (aBroHacTpoiika). B kadecTBe raza B sueiike coynapeHuil macc-
CIIEKTPOMETPA UCTIOJIB30BAJICA a30T.

JIyist yripaBiieHHsT XpoMaToMacc-CIeKTpoMeTpoM, cOopa U 00pabOTKH JaHHBIX
pUMEHSTH porpaMMmHoe obecrieuenne MassHunter (Agilent, CIIA).

KucjoTHasi 3xkcTpaknusi U3 mo4YB. AHAIUTHI SKCTPArUpOBaId U3 HABECKHU
nouBbl (oOpaszenr V) maccoit 50 r 100 ma 0,1M pacTtBopa COJSHOW KHCIOTHI B
TeyeHne 24 4YacoB NOpHU  IEPUOAUYECKOM  NEPEMEIIMBAHUU.  JKCTPAKT
HEeHTPUGYTUPOBAIHN U MOce GUIBTPOBAHUS HA MEMOpPAHHOM HEMJIOHOBOM (DUIIBTpPE
c auametpoM mop 0,2 MKM BBOJWJIM HEMOCPEICTBEHHO B XpoMaTOrpaduyecKyro
cucTeMy. AHAJIOTMYHBIM OOpa3oM TOTOBHJIM XOJOCTYIO MPOOYy C HCIOJIb30BAaHUEM
obpa3sna nmoussl V.

JKCTpaKuMsa  NPOAYKTOB  TpaHchopmauuu  1,1-aumMernaruapasuHa
CyOKpUTHYECKUMU pacTBOPUTEISIMU. s AKCTPAKIUU MPOTYKTOB
tpanchopmarmu HIIMI' ycpennenHsiit oOpaser] mouBbl Maccoit 1 r B mepecuere Ha
aOCOJIIOTHO CyXO€ BEIECTBO MOMEIIAJIM B CTAJIbHYIO JKCTPAKLUHUOHHYIO SUYEUKY
ooremMom 10 M. U3Bnedenwe mpoBomuiau mpu nasieHud 100 atM u 3agaHHOU
BEJIMYMHE TEeMIEPaTypbl U KOJUYECTBE LIUKIOB AKCTpakUuU. [[oTydeHHBIN 3KCTPAKT
buIbTpOBAIM Yepe3 HEMNOHOBBIN (GUIbTp ¢ pazmepom nop 0,22 MKM U BBOAMWIM B

XpoMaTorpauuecKyro CUCTEMY.
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I'JTIABA 3. YCTAHOBJIEHHUE KPYT'A IPOAYKTOB TPAHC®OPMAIIUN
1,1- IMMETWITNAPASUHA B TOP®AHBIX ITOYBAX

Nmeromuecss B JuTeparype JaHHbIE CBHJAETENLCTBYIOT O KpaiiHe ciaboi
M3YyYEHHOCTH BOIIPOCOB, CBSI3aHHBIX C YCTAHOBJIEHHEM KOMIIOHEHTHOTO COCTaBa
MPOYKTOB, 00pa3yIoOMKMXCA IpH Aerpagaliii HECUMMETPUYHOTO TUMETUITHAPA3UHA
B II0YBAX, OCHOBY KOTOPBIX IPEACTABISIET OpraHWYecKas MaTpula. YUYHUTbIBas
MHOroo0Opasue myTeW Jerpajauuu, cBsi3biBaHud u Tpancopmanmum H/IMI npu
KOHTaKT€ C Pa3IMYHbBIMU KOMIIOHEHTaMH I0YB, BO3MOKHO OOpa3oBaHUE OOJBIIOIO
KOJINYECTBA COCIMHEHU, B TOM YMCJIE HEU3BECTHBIX paHee. Mcxons U3 3Toro, mid
pa3paboTKu BBICOKOYYBCTBUTEIbHBIX 151 CEJIEKTUBHBIX XpomaToMacc-
CIIEKTPOMETPUUECKUX METOAUK ONPEACIEHUSI IKOTOKCUKAHTOB B II0YBAX C BBICOKUM
COJIEp’)KaHHEM OPraHWYECKHX BEIIECTB, HA MEPBOM 3Tale HEOOXOJIUMO OTPAHUYUTH
KpyT' OCHOBHBIX MpoAykToB TpaHchopmaruu HJIMI'. Ilpunumasi BO BHUMaHHUE TOT
dbakT, UYTO NPUMEHEHHE OIKCTPAKIMOHHBIX METOJOB [IJIsi MPEABAPUTEIILHOTO
W3BIICUCHUSI LEJIEBBIX KOMIIOHEHTOB MOKET MPUBOAUTH K HEKEIATEIbHBIM
MOOOYHBIM TPOIIECCaM, COMPOBOXKIAIOIIUXCS PACTAIOM UCXOJHBIX U 00pa30BaHHEM
JPYTUX KOMIIOHEHTOB, HAMU MPEJIOKEH MOAXOA ISl YCTAaHOBICHUSI KOMIIOHEHTHOTO
COCTaBa, 3aKIIOUAIOIIUICS B JCCOPOIMM aHAIMTOB W3 TBepAod (a3el mnpu
MOBBIIICHHON TeMmIeparype B HWHEpTHoOW artMmocdepe ¢ mnocnemyoommm [ X-MC
aHamn30M. J[isl OLIEHKM BKJIaJa KaXXJAOW COCTABIAIONICH OPraHWUYE€CKOW MaTpHULbl B
nporeccax npeBpamieHuss U cBs3biBaHug HIMI' skcnepuMeHThl TPOBOAMIMCH C
TOphSHONW TOYBOM, JUTHUHOM U TYMHHOBBIMHU KucioTamu. B kadecTBe oOpasia
CPaBHEHMS UCITOIb30BAJICS IPOKAJIEHHBIN PEYHOU MECOK.

Bepxuuii  mpepen  temmeparypbl  aecopomuu  (250°C)  orpaHuueH
BO3MOKHOCTBIO HHTEHCUBHOTO TEPMHUYECKOTO Pa3JI0KEHUS TPUPOIHBIX MOJIUMEPOB C
oOpa3zoBaHHEeM OOJBIIOTO0 KOJIHYECTBA JICTYYHX MPOIAYKTOB, MEMIAIONIUX XPOMATo-
MAaCC-CIIEKTPOMETPUUECKOMY OIPEICIICHUIO LEJIEBBIX KOMIIOHEHTOB.

Ha pucynke 10 npuBeneHbl mNpuUMEpbl MOJYYEHHBIX XPOMATOTPaMM
pazzeneHus: mpoAaykToB Tpanchopmaruu 1,1-numernnruapasuda B oopasiax topda,

JUTHUHA U TYMHUHOBBIX KHCJIOT. B Xome wucciemoBaHusi KOHTPOJIBHOTO oOpasia
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pedHoro mnecka mnpoAykToB TpaHcpopmarmun HJIMIT He oOHapyxuBaeTcs, uTO
FOBOPUT 00 ydacTHH B MPOLECCAX XMMHYECKUX NPEBPAILCHUA OpraHU4eCKOu

COCTaBJIHIOHlCﬁ ITO4YB.

11,000,003

2259 g~ NH2

, L . v 3 A
| i . ;

T T / T T T T T T T T 7 T
25 50 75 10.0 125 15.0 7.5 200 225 B0 25 0.0 ®’5 350 35 L MHH

Pucynok 10 — Xpomatorpammsl o nonomy noHHomy Toky (TIC) npogykros
Tpanchopmanmu 1,1-mumernnruapasuna, uzsiekaembix npu S0°C us Topda (1), murauna (2) u

TYMHHOBBIX KHACIOT (3).

Pe3ynbTaThl OTHECEHHS XpOMATOTpaUUECKUX IMHKOB TIPEICTABICHB B
tabaunax 16-18. C menbio conmocTaBieHHs CoAepKaHUsT KOMIIOHEHTOB, BBIJICIIIEMBIX
IIPY Pa3IMYHBIX TEMIIEpaTypax IUIOMAIH TUKOB Ha XpoMaTorpaMMax IMoABEprajlnuch
HOpMaIu3amnuu, npu 3ToM 3a 100% npuHUManach cyMMapHas IIOIIaib BCEX ITHUKOB

P BCEX UCCIIEAYEMbBIX TeMIIEpaTypax Jyisl JaHHOTO 00pasiia.
Ta6J'II/H_[a 16. PEBy.]'ILTaTBI XpOMATO-MACC-CIICKTPOMETPUUCCKOTO adHaIn3a IIPOAYKTOB

Tpanchopmanuu 1,1-qumMeTniruapasuHa npyu B3auMoJIeiicTBUN ¢ TOP(SAHON OYBOH.

Ne | tR, CoenuHenue HNupexc OTHocuTebHas MIomWAaabL nuka (%) npu
MHUH COOTBETCTBUSA TeMImeparype aecopouun
oubéamoreunomy | 50°C | 100°C | 150°C | 200°C | 250°C
Macc-CleKTpy
1 4,09 METaHOJI 99 1,66 -* - - -
2 | 4,47 THJPa3uH 87 5,30 0,98 0,57 0,43 0,64
3 4,78 ANKAJIAMAH 90 0,42 0,32 1,29 2,45 2,13
4 5,18 1,1-aumeTrnruapasuH 96 37,85 - 0,43 0,12 -
5 6,20 JTUMETWITHAPa30H POopMalbIeruaa 89 1452 | 1,39 2,91 0,74 0,08
6 8,90 JUMETHIITHIPA30H alleTalbaeriaa 86 0,11 - - - -
7 | 9,63 1-metun-1H-npon 81 - - - - 0,03
8 | 9,88 HUTPO30JMMETHIAMHH 89 0,43 - - - -
9 | 10,54 AICTOHUTPHII 85 - - - 0,13 0,03
10 | 11,50 1-metun-1H-nmmpaszon 80 - - - 0,03 0,14
11 | 12,14 JTUMETHI(HOpMaMHIT 86 15,08 - - 0,12 0,68
12 | 13,94 TeTpaMeTUITETpa3eH 92 2,56 - - - -
13 | 16,80 1-metmn-1H-1,2,4-tprazon 90 - 0,04 - 0,21 0,23
14 | 20,04 1-metun- 1 H-umunazon 87 - - - - 0,19
15 | 20,37 OYTHITHUIPA30H alleTalbIeruaa 82 5,56 - - - -
16 | 25,24 | npumermnTHApa3zoH 2-Qypanpaeruaa 93 - - - 0,09 0,11
17 | 27,24 OHC(IUMETHITHAPA30H) dTaHIHAIIS 85 0,02 - 0,05 0,10 -
Hroro 83,51 | 2,73 5,25 4,42 4,26

*- He 0OHapYKEHO
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Tabmuma 17. PesymbTarhl

Tpanchopmanuu 1,1-qumMeTnirgapasuHa npyu B3auMoJICHCTBUN C TYMUHOBBIMH KHCJIOTaMH.

XpOMAaTO-Macc-CIIEKTPOMETPHUECKOTO aHallu3a TPOIYKTOB

Ne tr, CoenuHenue HNupexc OTtHocuTenbHas Wiowaas nuka (%) npu
MHH COOTBETCTBHS TeMIepaType TepMoaecopoepa
oudsmoreunomy | 50°C | 100°C | 150° | 200° | 250°C
Macc-CleKTpy C C
1 4,42 THIIPA3HH 87 19,87 4,31 3,73 3,62 4,94
2 4,92 ANKAJIAMHAH 90 -* - - 2,65 8,41
3 6,09 1,1-numeTmnruapa3zuH 96 1,82 - - - -
4 6,16 JUMETHITHAPa30H GopMalbIeruaa 89 18,31 1,99 3,57 2,21 0,91
5 8,61 JTUMETHITHIPAa30H aleTalbIeTHIa 86 0,39 - - - -
6 9,70 1,3-muasuu 80 - - - - 0,13
7 9,87 HUTPO30JMMETHIIAMITH 89 0,18 - - - -
8 10,79 1-metun-1H-nmupazon 80 - - - - 0,11
9 10,94 IUMETHUILHAHOMU L 90 - - - - 0,10
10 | 12,55 1,2,4-tpuazun 80 - - - 0,12 0,23
11 | 12,57 JTUMeTIIhopMaMu 86 4,23 - - 0,10 0,56
12 | 13,87 TEeTPaMEeTUIITETPAa3eH 92 2,73 - - - -
13 | 15,78 1-metun-1H-1,2,4-tpuason 90 0,25 - 0,62 1,77 3,28
14 | 18,73 1H-1,2,4-tprazomn 87 - - - - 0,13
15 | 19,63 1-metun-1H-umnmazon 94 - - - - 0,34
16 | 20,35 OyTHITHUIPA30H alleTalbIeTuaa 82 7,62 - - - -
17 | 22,90 1,2,3,6-teTparunpo-1- 82 - - - - 0,20
METUITUPUIUH
18 | 27,10 | Ouc(auMeTWITHAPa30H) ATaHAUAIS 85 - - 0,08 | 0,33 0,06
Hroro 55,40 6,30 8,00 | 10,80 | 19,40

*- He 0OHapPYKEHO

Tabnuma 18. PesynbraTsl

Tpanchopmaruu 1,1-qumeTrnruapa3uHa mpy B3auMOICHCTBHH C IATHUHOM.

XpOMATO-MACC-CIICKTPOMETPUUCCKOTO adHaIn3a IIPOAYKTOB

Ne tr, CoenuHeHnue HNupexc OTtHocuTebHas WiIowaab nuka (%) npu
MHUH COOTBETCTBUS TeMIepaType TepMoaecopoepa
oubaumoreunomy | 50°C | 100°C | 150°C | 200°C | 250°C
MAacC-CHeKTPY
1 4,49 THJpa3uH 85 3,24 4,43 1,78 1,31 1,63
2 4,79 ANKWIAMUH 90 - 0,22 1,91 12,44 3,86
3 5,40 1,1-nquMeTunruapazuH 96 12,41 2,17 11,04 5,23 -
4 6,26 JUMETWITHIPa30H GpopMabIeruaa 89 11,72 1,08 6,65 9,91 1,12
5 8,73 JTUMETHITHIPA30H aleTalbIeTHIa 86 - - - 0,18 -
6 9,97 HUTPO30AUMETHIAMHUH 89 0,13 0,04 0,12 0,14 -
7 | 10,94 1-metui-1H-mmupason 80 - - - 0,09 -
8 | 12,39 JUMETHIIHOpMaMHUT 86 - - - 0,62 0,58
9 | 13,99 TETPAMETHUITETPA3CH 92 1,02 - - - -
10 | 15,89 1-metun-1H-1,2,4-tpuason 90 - - 0,05 0,27 -
11 | 20,65 N,N-gumeTunMeTaHTHOAMUL, 84 - - - 0,13 0,10
12 | 25,21 JTUMETHITHAPa30H 2-pypaibaeriia 93 - - - 0,08 -
13 | 27,03 Ovc(IUMETHITHAPA30H) ITAHTHAS 85 - - - 2,69 0,39
14 | 28,84 1-metmn-5-meTmnTro-1,2,4-tpuazon 86 - - - 0,21 0,12
Htoro 28,52 | 7,94 21,55 | 33,30 7,80

*- He 0OHapyKEHO

AHanu3 TMOJYyYEHHBIX JTAHHBIX IMOKAa3bIBAET, YTO B TE€UECHHE 24 4YACOB MOCIE

BHecennss HJIMI™ B uccrnemyembie oprannueckue cyOCTpaTrhl oOpa3yeTcsi MIUPOKHA

CIEKTP

MIPOIYKTOB

TpaHchopMalnH,

BKJTFOYAIOIIINHI

23

COCJIMHCHUS,
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OOHApyXKMBA€MbIX C HHJEKCOM COOTBETCTBHSI OMOJIMOTEUHOMY MAacCC-CIIEKTPY HE
menee 80. Tonbpko oAMHHAIIATH U3 HUX WACHTUYHBI KOMIIOHEHTaM, 0OHApYKECHHBIM
OpU HUCCIEAOBAaHUM TOYB C HUZKUM COJIEpKAHUEM OPraHMYeCKOro BeIlecTBa,
METOJIOM Ta30BOM XpOMAaTO-MacC-CIEKTPOMETPUM B COYETAaHWU C TBEepAo(a3HOM
MHUKpOIKCTpakiueii B pabore [44].

Bce uccnenyembie 00pasiibl XapakTEPU3YIOTCS OTHOCUTEIBHBIM CXOJICTBOM B
KauyeCTBEHHOM COCTaBe OOHApY>KEHHBIX COCIMHEHUH, pa3inyasch, B OCHOBHOM,
OTHOCUTEJIBHBIM COJIEP>KAHUEM T€X WJIM MHBIX KOMIIOHEHTOB, YTO CBUACTEIILCTBYET O
OIM30CTH MeXaHU3MOB TpaHchopmaru copoupoannoro HIIMI™ Topdsanoit mousoii,
a TaKXe JIAMTHUHHBIMU U TYMHUHOBBIMH BEIICCTBAMH.

B kauectBe OCHOBHOrO TPOJYKTa TMPEBpAlICHUNH HECUMMETPUYHOTO
JTUMETHITHIpPa3WHA BBICTYNMAaeT JIUMETWITHAPA3OH (Qopmanpiaeruga, Ha  JOJIO
KOTOPOTO MPUXOIUTCS A0 27% OT 0011l IIonaan BCcexX MMKOB Ha XpoMaTorpaMmax
oOpaslia, 4TO XOpOIIO COTJIACYeTCs C JIMTEPATypHBIMU JIaHHBIMU IO MEXaHU3MY
paznoxxenust HIMI B mouBax [44]. B cityuae Topda K OCHOBHBIM MPOYKTaM MOKHO
OTHECTH  Takxke  ajgkuiaamMuubel,  N,N-mumetwidopmamMun,  OyTUIATHAPA3OH
aueranpaeruna. llpucyrcrBrue mnocienHero B MNo4YBax, 3arpsisHeHHbIx H/IMI, B
JUTEpaType paHee He oTMedanochk. Cieayer oOpaTuTh BHUMAaHHUE, YTO MCTOUYHUKOM
oOpa3zoBaHusi OyTWITHApPA30HA alerajgbieruja B TOP(GAHBIX IMOYBAX SIBISIOTCS
TYMUHOBBIEC KHCJIOTHI, B 00pa3ile KOTOPHIX JaHHBIN MPOIYKT TpaHCHOPMAIUN TAKKE
OOHapy>KMBaeTCs B 3HAYUTENBHBIX KOJIMYECTBaX, B TO BpeMsl KaK MPH KOHTAKTE
HAMI' ¢ nurauHOM 5TO coenuHeHue He HabmomaeTcs. Cpeau HEM3BECTHBIX paHee
MPOAYKTOB MOXXHO OTMETHUTh U JPYTHE THUAPA30HBI: TUMETHITHAPA30H 2-
dbypanpaernna, a Takke OUC(IUMETHUITUIPA30H)ITAHIUANSA, YIOMHHAIONIUICS B
Oonee paHHUX paboTax, OCHOBAaHHBIX Ha DKCIEPUMEHTaX ¢ MOACIbHBIMH 00pa3liaMu
MHUHEpaIbHBIX IOYB U BOJHBIMU pacTBopamu [41, 42, 46].

B cnywyae topda ogHMM K3 OCHOBHBIX KOMIIOHEHTOB sIBJsieTCS Takke N,N-
TUMeTIIpopMaMul, Ha JOJI0 KOTOporo mnpuxoautcs Oonee 15% ot oOmiero
COJIEp)KaHMsI BCEX MPOAYKTOB. B TyMHWHOBBIX KHCJIOTaxX W JIMTHUHE COJCpIKAHUE

JIM®A ne3znauutenbHo (MeHee 5% u 2% COOTBETCTBEHHO)
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3HAUUTETHHBI WHTEPEC MPEACTABISET Pa3Indue B OCTATOYHOM COJIEPKAHHUH
HAMI B oOpasne rymuHoBbix kuciot (1,8%) B cpaBHenuu ¢ aurauHoMm (30,9%) u
Toppom (38,4%), UTO CBHIETEILCTBYET O 0OOJiee BBICOKOW PEaKIMOHHOM
CIIOCOOHOCTH TYMHHOBBIX BEIIECTB 1O OTHONIEHWIO K 1,l-auMeTmiruapasuny,
OOyCJIOBJIEHHOH,  BO3MOKHO,  BBICOKMM  COJIEp’)KaHHEM  KapOOHWJIBHBIX U
KapOOKCHJIBHBIX TPYMIN, YYacTBYIOIIMX B OOpa3oBaHUU THUIIPA30HOB, a TaKXKe
ces3biBaronMx H/IMI' B X0/1€ KHCIIOTHO-OCHOBHBIX B3aUMOJEHUCTBUN C MPOTEKAHUEM
MOCJIEYIONINX PeaKInii B TBEPIOH (ase.

CormocTaBieHle PE3yNbTaTOB, MOJYYCHHBIX IMPU PA3TMUHBIX TeMIIepaTypax
TEPMOJECOPOILIMM B UCCIEAYEeMOM Juara3oHe, MOoKa3bIBaeT mpeobiaganue B Topde
c1a00CBA3aHHBIX KOMIIOHEHTOB, MEPEXOISIINX B Ta30BYIO (ha3y B OCHOBHOM YK€ MPHU
50°C (83,51%). JlurHuH xapakTtepusyercss HauOoyiee MPOYHBIM YIEpPKHUBAaHUEM
0o0pa30BaBIIUXCS  MPOAYKTOB, MAaKCUMaJbHOE  KOJUYECTBO  BBIICIISIOIIMXCS
koMrioHeHToB HaOmogaetcs pu 200°C (33,3%). ['yMUHOBBIE KHCIIOTHI IO CTETICHH
CBSI3BIBAaHUS a30THCTHIX COCTMHECHHUA 3aHUMAIOT IMPOMEKYTOTHOE TIOJIOKCHUE MEXKTY
topdom u murauHoM (55,4% tipu 50°C).

Hcxons W3 TONYYCHHBIX pE3yJIbTAaTOB, a TaK)Ke JaHHBIX, WMCIOIIUXCS B
JauTeparype, I JalbHelmeld paboThl HaMHM BBIOpaH KPYyr KOMIIOHEHTOB,
SBJISTIONINXCS JTUOO JOMUHHUPYIOIUMHU, JTHOO KpaliHE TOKCHUYHBIMHU, KaK B Cllydae
HUTPO30IMMETUIIAMHUHA. K HUM OTHOCSTCS: 1,1-numernnruapasux,
MOHOMETHJITHAPA3UH, TUMETUI(POPMaAMHUI, TEeTPaMETHITETPA3ECH,
HUTPO30JMMETHIIAMUH, JUMETIIITHAPA30H (QopMmanpaeruaa, IUMETHITHAPA30H
areTanpaeruaa, JMMETHITHAPA30H 2-Qypaibaeruaa, TMMETHITHAPA3HI MypPaBbHHON
KUCIIOTHI, 1-meTun-1,2,4-tpuazon u auMmeTwiryanuaud. CTpyKTypHbIE (HOPMYIIBI

UCCIIeyEeMbIX COeMHEHUN MpeICTaBlIeHbl Ha pucyHke 11.
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Pucynok 11 — CtpykTypHble pOpMyIIbl HCCIEAYEMBIX COCTUHEHUI
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I')TABA 4. PASPABOTKA ITIOAXOJA K OITPEAEJIEHUIO HAMI' 1
MPOAYKTOB EI'O TPAHC®OPMAIIMA METOJ10M HUOHHOMN
XPOMATOI'PA®UHU / TAHAEMHOM MACC-COEKTPOMETPUU

YcnemHoe — MPUMEHEHHE  MAacC-CIIEKTPOMETPUYECKHX  METOAOB s
OTpe/ieNieHHs] BRIOPAHHBIX aHAJIMTOB B CIIOXKHBIX MaTpHUIIaX MOJpa3yMEBaET, MPEKIE
BCEro, HE0OXOAUMOCTh 3((HEKTUBHOTO HHUBEIUPOBAHUA MATPUUYHBIX 3P EKTOB.
Pemenue Takol 3ajaund HEMBICIUMO 0€3 MpeIBapUTEILHOTO XpOoMaTorpaduyecKoro
pa3fienieHusl 1ENEeBbIX KOMIIOHEHTOB, T.€. HCIOJB30BaHUS METOJa Xpomaromacc-
CTIIEKTPOMETPHH.

OCHOBBIBasICh Ha aHaJM3€ MMEIOUIUXCS JIUTEPATYpPHBIX JAHHBIX [0 METOJaM
XpomaTtorpauueckoro pasieieHusl THAPA3MHOB, MPEJCTABICHHBIX B TlaBe [, B
KauecTBe Hambojee MpopadOTAaHHOTO W IIMPOKO NPUMEHSEMOTO Ha TNPAKTUKE
BapuaHTa CJEAyeT paccMaTpUBaTh HOHOXpoOMaTorpauueckoe pas3jelieHue Ha
CyJIb()OKaTHOHOOOMEHHOM cOpOeHTe. B CBsi3M ¢ 3TUM, B KA4eCTBE 3a/1aud MEPBOIO
sTama paboT MO  CO3/IaHUI0  XPOMATOMACC-CIIEKTPOMETPUYECKHMX  METOJ/IOB
onpenenenuss HJIMI™ u npoaykToB ero tpanchopmaiiuy HaMu MOCTABJICHO U3YUYEHUE
BO3MOXKHOCTH KOMOHWHAIIMH MOHOXPOMATOrpa(UyecKoro pasaeieHus ¢ TaHIEMHBIM
Macc-criekrpomeTpuueckum aetektupoBanueM (MX-MC/MC). TlpoBenenue Takux
UCCIICTIOBAaHWI BKJIIOYAeT JBa acnekta. C OIHOM CTOPOHBI, peub UIET O MOTyuYeHUH
JAHHBIX O TPOIECCaX HMOHU3AIMHU AHAJIWTOB U JIMCCOITMAIIMU TOJTYyYaeMbIX HOHOB,
aKTUBHPOBAHHOW COYJapeHUSIMHA, a TakKe ONTHMH3AIMd Ha JOTOW OCHOBE
mapaMeTpoB pabOTHl Macc-CIEKTpOMeTpuueckoil cuctembl. C Ipyrod CTOPOHHBI,
OompIIOe 3HAYEHUE MPUOOpPETAeT ONTUMHU3AIMS YCIOBHM XpoMaTorpaduyueckoro
pasfeneHrss ¢ TOYKM 3pPEHUsS COOTBETCTBHS TpPeOOBAHMSAM MaccC-CIIEKTPOMETPa,
oOecrieueHuss MaKCUMaJIbHON 3((HEKTUBHOCTH MOHU3AINH 11€JIEBBIX KOMIIOHEHTOB H,
KaK CJICJICTBHE, TOCTHKECHUS BBICOKOW YYBCTBUTEIIHHOCTH X OIPEICICHHUS.

HccnenoBanusi TMPOBOIWINCH C  HCIOJB30BAaHWEM TaHAEMHOTO  Macc-
cnektpomerpa LCMS-8030 B pexmmax OPU um XHMAJl ¢ MOJOXKHTEIHHOM

MMOJIAPHOCTBIO. HYTCM MoCjacaoBaTCJibHOTO BBOJAa CTAHAAPTHBIX  PACTBOPOB
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uccinenyembix coeannenuit B BOXXX cucremy 0e3 xpomarorpaguueckoi KOJIOHKU
YCTAHOBJICHBI CJIEJIYIOIIUE ONTUMAJbHBIE TMapaMeTpbl HCTOYHUKA WOHOB. [[ns
pexXuMa MOHU3ALMU DJIEKTPOpaCblJICHUEM: TeMIepaTypa HarpeBaTeabHOTro OjoKa -
350°C (BappmpoBanack B amamnazoHe 150-400°C ¢ mmarom 50°C), nuHUA
necoabBataiuu - 300°C (BapeupoBanack B auamnaszone 200-300°C ¢ marom 50°C),
HanpspkeHue Ha kamwuwipe - 5,0 kB (BappupoBanack B auanasone 3,0-5,0 kB ¢
mrarom 0,5 kB). [{nst pexxuma XUMHUECKON MOHU3AIMH MPU aTMOC(EPHOM JIaBIICHUU:
temnepaTypa uatepdeiica - 450°C (BapsupoBayiach B nuanasone 300-500°C ¢ marom
50°C), TemmepaTypa HarpeBarejIbHOIO OJOKa W JIMHUHU JecoibBataiuu - 250°C
(BappupoBanuchk B auamnazone 200-300°C ¢ marom 50°C), HanmpsbkeHHE KOPOHHOTO
paspsma — 3,5 kB (BappupoBanach B auamnazoHe 3,5-5,0 kB ¢ marom 0,5 xB).
Pacxonpl pacmbUISIONIETO M OCYIIAIONIETO Ta30B — 3 J/MUH (BapbUpOBaJICS B
nuamazone 1,0-3,0 a/mMur ¢ marom 0,5 n/muH) u 15 n/mMuH (BapbHpOBaJICS B
nuarma3one 5-15,0 n/MuH ¢ marom 5 JI/MHUH) COOTBETCTBEHHO. B KauecTBe raza B
s4eiKe coyaapeHuil Macc-CleKTpoMeTpa ucnodib3oBasics aprod (99,99%) ¢ BXoaHbm
naBienueM 230 klla.

Xpomarorpaguyeckoe paszieliCeHUEe OCYIIECTBISUIOCh B PEXUME HOHHOMN
xpoMarorpaduu Ha KOJIOHKE ¢ cylb(okaTnonooomMeHHbIM copbenToM Nucleosil-100-
5 SA (Macherey-Nagel, I'epmanus), 125x4,6 mm, ¢ pasmepom 3epHa 5 Mkm ripu 40°C
C WCIIOJB30BAaHUEM B KAayeCTBE AJIFOCHTA BOJHOTO arleTaTHOTro OydepHOro pactopa
[2] ¢ noGaBkoii OpraHUYECKOro PacTBOPUTEINIs (aLETOHUTPUI, MeTaHoi). CKOPOCTh
MOTOKA 3JI0eHTa cocTaisuia 1 Mia/mMuH. O0beM BBOAUMOM PoObI — 20 MKII.

[IpenBaputenbHble IKCIEPUMEHTHI C COCIUHEHUSIMU, MPEICTABICHHBIMU Ha
pucynke 11, mokasamu, 4TO TpUEMIIEMOE U BOCIPOU3BOJIMMOE YACp)KMBAHHE Ha
CyJb(OKAaTHOHOOOMEHHOM COpOeHTe MOXeT ObIThb AocTurHyro s HIAMI, MIT,
JIM®A, TMT, IMI'y, HIMA, MT, IMI'MK. B cayudae ruapazonoB (JIMI'®,
JIMI'A, IMI'®yp), BcneACcTBHE WX TUAPOIN3a B MOABMKHOW (haze, HAOIIOmMaeTCS
nosiBjicHre pa3mbiToro nuka HJAMI', uto nenaer aHamu3 HeBocnpon3BoaumbiM [133].

DKCHEPUMEHTHI IO MPSIMOMY BBOJIY B MacC-CIIEKTPOMETP PacTBOPOB aHATUTOB

B 50 MM aneratHoM Oydepnom pactBope ¢ pH 5,4, a Takke ero cMecsix ¢ METaHOJIOM
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Y allETOHUTPWIIOM, ITOKA3AJIA, YTO IPHA UCIIOJIb30BAHUU MOJIOKUTEIBHOMN MOISIPHOCTH
B HCTOYHUKE MOHOB MPOUCXOAUT 0Opa30BaHUE TOJIHKO MPOTOHUPOBAHHBIX MOJEKYI
[M+H]". Uckmouenne coctaBnser TMT, a1 KOTOPOro XapaKTEpHO 0Opa3oBaHHE
MOJIEKYJISPHOTO KaTHOHa-paaukana M*'. IHTEeHCMBHOCTH MMKOB yKa3aHHBIX HOHOB B
Macc-CIEeKTpe MPHU UCHOJb30BaHUM UcTouHUKAa DPU myist 60abIIMHCTBA COETMHEHUIN
CylLIeCTBEeHHO BbIlie, yeM B ciyuyae XMAJ[ (pucyHok 12) mpu cCKkaHUpOBaHHMU Ha
TpeThbeM KBapynoisie. Janublii ¢akt npotuBopeunt BeiBojgaM M.A. Poauna ¢ cotp.
[135], 9T0 MOkeT OOBSCHAThCS KaK KOHCTPYKTUBHBIMH OCOOCHHOCTSIMU HMCTOYHHKA
MOHOB  MCIIOJIB30BAaHHOTO  MAacC-CHEKTPOMETpa, TakK W  HaJW4ueM  JBYX
KBaJPYIOJIbHBIX MAacC-aHaJIU3aTOpOB. B CBA3M C dTHUM, JajdbHEUIHNE HUCCIIEIOBAHMS
IIPOBOAWIIMCH C HCHOJB30BAHUEM SJIEKTPOPACIBUIMTEIPHON HOHU3ALMU B PEKHUME

ICHCpaluH ITOJIOKUTCIIbHBIX HOHOB.

)

]

il hE
A m

JIMITMK  MT TMT  HIMA I[MtDA IMIy HIMT

CooTHollleHHe HHTeHCHBHOCTei MHKOoB
POAHUTE/IBCKHUX HOHOB

Kommonent

Pucynok 12 — OTHomeHre MHTEHCUBHOCTEH MTUKOB POJIUTEITHCKUX HOHOB B CIIEKTPaX mc?

npu ucnosnb3oBanuu DPU u XUAJL

Anamms MC? CIIEKTPOB POAUTEILCKUX MOHOB (Tabiuia 19) nemoHcTpupyer,
YTO MpeodIadaroIMMU POLECCaMU MPU COYIapUTENbHOM (hparMeHTaluy aHaJTUTOB
SBJISIOTCSL TIOTEPS] METUJIBHBIX TpyIi, oTiiemienne ammuaka (HAMI, MI', IMI'y),
ruapokcunsHoi rpymnmbl (HAMA), xapOonunsHoOU rpynmel (JIM®A), a B ciydae

TMT n IMI'MK — pa3psIB 0OquHApHON M IBOMHON CBSI3€M MEXIy aTOMaMu a3oTa. |-
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meTmi-1,2,4-tpua3on moaBepraercs paspylIeHHIO C pa3pblBOM JBYX CBsi3ed B

KOJIbIIC.

Tabmuua 19. Crnexrpsl JJAC uccnenyembix coeauHenuit (3aeprus coyaapenuii 20 B).

CoenuHenue M/z (oTHOCHTE/IbHASI HHTEHCHBHOCTH parMeHToB), Jla
JIMI'MK 89 (4) |45(27) (44 (100)( 42() [31(8) |30(7) [28(9) [18(3) [15(3)
MT 57 (100)| 43 (29) | 42 (33) |30 (26) - - - - -

TMT | 72(22) |58 (30) |44 (100)|43 (87) |42 (22) | 30(6) |28 (13) |18 (87) | 15 (9)
IM®A | 59(8) |58 (11) |46 (100)|44 (11) |42 (15) |40 (13) |31 (56) (30 (39) | -
HIAMA | 61(9) |58(30) | 47 (8) | 46 (6) | 44 (5) |43 (100)|35 (11) |31 (10) |15 (17)
JIMTy |71 (100) |56 (14) | 55 (6) |46 (62) | 44 (6) |43 (19) | - - -
HIAMD | 46 (27) |45 (83) |44 (100) |42 (10) |31 (21) | 18(6) | - - -
ML |32 (100) |31(69) |30 (96) |18 (13) | - - - - -

OntuMuszanusi napaMeTpoB HOHHOW ONTHUKHM, BXOJHBIX IOTEHIHAJIOB
KBAJIPYIIOJIEH W SHEPTUM COYNAPEHUN ISl JETEKTUPOBAHUSI HANJECHHBIX JTOYEPHUX
VOHOB MO3BOJIWJIA BBIACIUTH Il KaXIOTO COCIUHEHUs JIBa MOHHBIX MEPEXOoaa C
HauOOJbIIEH WHTEHCUBHOCTHIO CHUTHAJIA, OJMH W3 KOTOPBIX MCIIOJb30BAICS B
JallbHEUIIEM JUIsl  KOJIMYECTBEHHOI'O AaHajiu3a, a BTOPOM - B  KauyecTBE
HOJTBEPKIAIOICTO C IIEJIbI0 MOBBIIICHUS JOCTOBEPHOCTH OIpeaesieHus (Tadsuia

20).

Ta6muna 20. [TapameTpsl Macc-CIIEKTPOMETPUUYECKOTO AETEKTUPOBaHHS B pexxnume M3P.

M m/Z HOHOB- m/z HOHOB- Coonmme]mev
Kommnonent OMCKYIPHAT | e IlllecTBEHHUKOB, | TPOYKTOB, Jueprus MHTEHCHBHOCTEH
macca, [la coyaapenuii, B HOHHBIX
A A nepexo/10B

JIMI'MK 88,1 89 44° 21,1 24
45 -15,1 ’

MT 83,1 84 30° -25,0 18
43 -10,0 ’

TMT 116,2 116 44? -11,7 16
72 -8,7 :

JIMDA 73,1 74 46° -20,0 29
31 -20,0 ’

HIMA 74,1 75 58? -20,0 58

43 -20,0

IMTIy 87,1 88 71° -21,0 21
46 -17,0 :

HAMTI 60,1 61 44? -20,0 14
45 -20,0 ’

mr 46,1 47 328 -15,0 19
30 -17,0 :

8 HCHOJ]L?»yCTC}I I KOJIMYCCTBCHHOT'O aHaJIKu3a
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HpeI[HOJ'IO)KI/ITCJ'IBHLIe CXCMBbI (bpaFMeHTaI_II/II/I HCCIICAYCMBbIX COGI[HHCHHﬁ,

COOTBETCTBYIOIIME BHIOPAHHBIM MOHHBIM IE€pPEX0/aM, MPUBEICHBI Ha pUCYHKax 13-

20.

| - M+H | "
N - N._ _CH
H,e” SNH X0 H,c~ NH “OH
m/z 88 m/z 89
C,HgN,O C,H,N,O
M M+ H
M+H - CZHi\y \M\+ H - CH,NO
HN H,C
\ o T
CH-OH NH
m/z 45 H,C
CH;NO m/z 44
C,HN

PI/ICYHOK 13- Hpe,HHOJ'IO)KI/ITCJ'ILHaH cXeMa Aucconuanum, aKTHBHpOBaHHOﬁ COYAapCHUAIMU,

JUMETHITUAPA3UIa MyPaBbBUHON KHCIIOTHI.

HyC HyC
N—NH, B eh - 8 /N—NH;
H,C H,C
m/z 60 m/z 61
CZH8N2 C2H9N2
M M+ H
M+H—H3N/ \M+H-CH4
H,G
+
' N—NH;
/ //
H;C H,C
m/z 44 m/z 45
C,HN CH;N,

Pucynox 14 — IpennonoxxutenbHas cxeMa JUCCOIMAINN, aKTUBUPOBAHHOM coyaapenusmu, 1,1-

JUMCTUIITUAPA3UHA.
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\ R i Y N
NH-NH, NH, NH,

m/z 46 m/z 47
CHgN, CH.N,
M M+H
M+H—CH/ \M+H-H3N
* + H,C
HN_NH3 \\ .
m/z 32 NH,
H,N, m/z 30
CH,N

Pucynok 15 — [IpeanonoxuTenbHas cxema JUCCOLUalliU, aKTUBUPOBAHHOM COYapEeHUAMH,

MCTHJIT'MAPAa3nHa.
CH CH
s M+ H B
N O NH
"Rt NS H,C L 229
m/z 73 m/z 74
C,H,NO C,H,NO
M M+H
M+ H- cc% \ M+ H - C,H,N
+ \\ +
/NHZ OH
H,C m/; 31
m/z 46 ke
C,H,N

Pucynok 16 — IIpeamnonoxuTenbHas cXemMa JTUCCOIHUAINN, aKTHBUPOBaHHOM coynapenusmu, N,N-

nuMeTuinhopmMamMua.
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CH, CH,

| M+ H
N .0~ = _NH _O
H,c~ N7 H,C~ N7
m/z 74 m/z 75
C,HN,O C,H,N,0
M M+ H
M - CH, / \M HNO
H,C_
2 \N'/ \O \\I\IH+
m/z 58 /
CH,N,O H;C
m/z 43
C,H:N

Pucynok 17 — IIpeanonoxxuTenbHasi cXema TMCCOLMAlliU, aKTUBUPOBAHHOM coynapeHusmu, N-

HUTPO30AUMCTUIIAMHUHA.
_CH, CH
/ 3
N/ M+H N/
\/N \/NH
m/z 83 m/z 84
C3H5N3 CSH6N3
M M + H
M+ H- CHN/ N\\/HH C,H,N
H,C=NH, H,C_
/2 30 ﬁ
CH,N NH
m/z 43
CH,N,

Pucynok 18 — IIpeamonoxxuTelbHas cXxema TUCCOIUAIlIU, aKTHBUPOBAHHOW cOyaapeHusMu, 1-

metmi-1H-1,2,4-tpua3ona.
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N

N CH
7
> \N/ \N/ 3

I

H,C

m/z 116
C,HoN,
M

CH,,

+
M NH N
. H3C/ \N/ \TTI

CH,

_CH,

m/z 116
C4HiN,
M

M - CZHBV \M _C,HN
H,C H,C

N
N—N=N
/

H,C
m/z72
CZH6N3

Pucynok 19 — IIpeanonoxxuTenbHas cxema JUCCOLUAIMU, aKTUBUPOBAHHOM COYIapEHUAMH,

1,1,4,4-trerpameTui-2-TeTpa3eHa.

H3C\ NH H3C\ NH
NA{ MeH T Y
/ / .
H,C NH, H,C NH,
m/z 87 m/z 88
C3H9N3 C3H10N3
M M + H
M+H-CH2N2/ \\M+H-H3N
H,C H,C NH
o Y \ 4
/ #
H,C H,C
m/z 46 m/z 71
C,H,N C,H,N,

Pucynox 20 — IIpeamnonoxurenbHas cxeMa JUCCONUAINH, aKTHBUPOBAHHOM COyTapeHHUIMH,
AUMCTUIITYaHUAUHA.
Hccnenyemple COSAMHEHUS CHJIBHO PA3IMYalOTCS 110 YACPKUBAHUIO Ha
Cynb()OKAaTHOHOOOMEHHOM COpPOEHTE UM MOTYT OBITh Pa3[eiCHbl HA TPU TPYIIIHL:
cmaboynepxkuBaembie (HIMA, IM®A, MT, IMI'MK), cpeaneynepxxkuBaembie (MI”

u HIMI'), a taxxe cunbHoyaepxkuBaemble (TMT u IMI'y). Ilpu ucnonb3oBanuu B
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KauecTBe TMOABMXHOW a3kl BOJHOTO  aleTaTHOTO OydepHOro pacTBOpa
TETPAMETWJITETPA3€H HE MOXKET ObITh JJIOUPOBAH 3a NPUEMIIEMOE BpeMms,
HaOJIOaeTCsl CUIIbHOE pa3MbIBaHUE XpomaTorpadpuyeckoro nuka. Ilockonbky, B
OTIMYME OT APYyrux coenuHeHuil, BemmuuHbl k' must TMT pesko cHmkaroTcs mpu
BBEJICHUM B MOJBWXHYIO (pa3y OpraHMuecKoro COpacTBOPUTENS 3a CUET I0JIaBJICHUS
HEHOHOOOMEHHBIX B3aMMOJCHCTBHIA ¢ HEMOABIKHOM (a3zoit [134], nis onTuMu3anuu
XpoMaTorpaduuecKkoro pa3feieHus HAMUA HCTIOJIB30BaHbl TOOABKU allETOHUTPHIIA H
METaHOJIA.

[Tpu ucnosnb30BaHUM B KaueCTBE J00ABKU alleTOHUTpUIIA HAOIIOIaeTCsl PE3KOE
CHM)KEHHE WHTEHCHUBHOCTH CHUTHAJIOB XpOMaTOTpauUecKux TIHKOB B PEKUME
MOHUTOPHHTA 3aJaHHBIX peakiuid, 3a uckimoueHueM TMT u JIMIy (puc. 21).
AHOMaJIbHOE€ TOBEJEHUE TOCICIHUX JIBYX KOMIIOHEHTOB MOXET OBITh CBSI3aHO,
MIOMUMO YJIYYIICHUS! YCJIOBUW PACHBUICHHS BCJEACTBUE MaJCHUS MOBEPXHOCTHOTO
HATSDKEHUSI PAaCTBOPUTEINSI, YBEJIMUYEHUEM BBICOTHI XpOMATOrpaUuecKux MUKOB 3a

CUET YMCHBIIICHHSI UX Pa3MbIBaHUS TIPU CHIDKCHUH BPeMeHH yaepxkuBanus (1g).
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Pucynox 21 — 3aBUCMMOCTbh HHTEHCUBHOCTH XpOMaTOrpaguueckoro nuka B pexxume M3P

OT KOHICHTPAIUX allCTOHUTPHIIA B JIFOCHTC.
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[lomumo  storo, mnpu gobGaBke anetoHuTpuiaa Oomee  15%, Ha
xpomaTorpaduueckoil KonoHke nepectaet pazaensathes napa HAMI-TMT. Jlo6aBka
aneToHuTpuia Menee 15% npuBOIUT K YBEIMUYEHUIO MPOJOJKUTEIBHOCTH aHAIN3a U
HE Mo3BoJIsIeT noctrub paszaenenus IMI'y u TMT.

Takum 00pa3oMm, ONTUMAIbHBIM 3HAYEHUEM COJCpP>KaHWS AallETOHUTPHUIIA B
noaBwkHoOU Qasze sBisiercss 15%. C 1enplo yBelnyeHUs COOTHOIIEHUS CUTHAJ/IIyM
UCIIOJIb30BaHA BpEMEHHas IMporpamma perucrpauud M3P-nepexonoB, Bpems
HakormieHus curHana aias JIM®A, MT, IMI'MK u HIIMA cocrasisuio 100 mc, gis
ocTabHBIX KOMIOHEHTOB 200 Mc. [Ipumep xpomaTorpamMmbl CTaHAAPTHOTO OOpasia
HCCIIEyEMbIX aHAJTUTOB C KOHIIEHTpaIuen kaxaoro kommnonenrta 10 mr/n (JMI'MK,
TMT u IMI'y 0,5 Mr/m) B onTUMalIbHBIX YCJOBHUSIX C JO0OABKOW alleTOHUTPHUIIA

MpE/ICTaBJICH Ha PUCYHKE 22.
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Pucynok 22 - XpomaTorpamMma CTaHAapTHOTO PacTBOPa MCCIISTYEMBIX COSTUHEHUH C
nobaBkoi 15% aneToHuTpuna B HOABWKHYIO (pasy, rae | — niuMeTuiaruapasua MypaBbUHON
KHUCTIOTHI, 2 — HUTPO30AUMETHUIaMKH, 3 — nuMmetuidopmamun, 4 — 1-metun-1,2,4-tpuasomn, 5 —

METWITHApPa3uH, 6 — 1,1-mumerunruapasut, 7 — TETpaMeTHII-2-TeTpa3eH, 8 - TUMETHIITYaHUIIH.

HpI/I MMPUMCHCHHU II0JIOKHUTCIBHOI'O PCKHMMa HMOHH3AlIWMKU aHAJIMTOB BBCIACHHUC

anPOTOHHOTO PACTBOPUTEINS MPUBOIUT K CHIDKCHHUIO 3((HEKTUBHOCTH 00pa3oBaHUs
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MOHOB. B 1aHHOM acnekre, NpPEeANOYTUTEIIBHEE BBIVISIAUT HCIOJB30BAHUE
MIPOTOHOIOHOPHBIX T0OABOK, HATIPUMED, CITUPTOB.

N3yuyeno BiusHHE A00AaBKM METAaHOJA B AJIIOEHT Ha XpomaTorpaduyeckoe
paszeleHue ¥ WHTCHCHBHOCTh XPOMATOTpaUUeCKuX TMHUKOB OINPEACIIIEMBIX

COCJIMHEHUI B PSKUME MOHUTOPUHTA 33JJaHHBIX peakiui (pUcCyHok 23).
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Pucynox 23 — 3aBUCMMOCTbh HHTEHCUBHOCTH XpOMaTorpaguueckoro nuka B pexxume M3P

OT KOHICHTPAIMKU METAHOJIa B 3JIFOCHTE.

Haunyummme pe3ynbraThl HaOMIOIAI0TCS TPU J00ABIEHUU B TIOJIBIDKHYIO (Da3y
25% wmetaHosa. [1oBbIlIEHHE KOJMYECTBA OPraHUYECKOro MOAU(pUKATOpa MPUBOIUT
K TIOoTepe XpomaTtorpaduyeckoro pasieiieHus, a CHIDKEHHE JOJU CIupTa Tpedyer
MOBBIIICHHON MPOAOKUTEILHOCTH aHAIN3A.

CpaBHEeHHE HMHTEHCHUBHOCTEH XpoMaTorpauuecKux TMHKOB, IMOJYYCHHBIX B
ONTUMAJbHBIX YCIOBHUSX C HCIOJB30BaHHEM OOOWX OpPraHMYECKUX KOMIIOHEHTOB

MOIBWXHOMU (Da3bl, MPEACTABICHO HA PUCYHKE 24.
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Pucynok 24 - CpaBHeHHEe MHTEHCUBHOCTEN XpoMaTorpauuecKux MUKOB, OJyYCHHbIX B

ONITUMAIILHBIX YCIOBHSAX C UCIIOIB30BAHUEM PA3IMYHBIX MOIM(UKATOPOB OJBMXKHOM (hasbl.

OueBunHO, YTO Hauboyee YYBCTBUTEIBHOE MAacC-CIIEKTPOMETPUUECKOE
JETEKTUPOBAaHUE aHANIHUTOB (3a uckiItoueHneM TMT) nocturaercs npu NpuMEHEHUH B
KaueCTBE MOABMKHOM (pa3bl CMECH BOJTHOTO Oy(pEepHOTO pacTBOpa C METAHOJIOM.

[Tomumo opranuyeckoro MoauduKaTOopa, Ha HOHOXpOMarorpapuieckoe
pasieNieHne W Macc-CIIEKTPOMETPUIECKOE JACTEKTHPOBAHUE 3HAUMTEIHLHOE BIUSHUE
MOTYT OKa3bIBaTh MOHHAS CUJIa UCTIONB3yeMoro Oydepa u ero pH.

3aBUCUMOCTh MHTEHCUBHOCTH XpOMAaTorpauyeckux MUKOB OT MOHHOM CHJIBI
areraTHOTO OydepHOro pacTBopa ¢ m00aBkod 25% MeTaHOJa TMpeAcTaBicHa Ha

pUCYHKe 25.
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Pucynok 25 - 3aBUCUMOCTh HHTEHCUBHOCTH XPOMAaTOrpapuuecKuX MUKOB OT HOHHOM CHIIBI

areTaTHoro 0ygepHoro pacTBopa.

OnpenensieMble KOMIIOHEHTBI JENATCS HAa JBE TPYMIbI, MIPU 3TOM K MHEPBOM
OTHOCSITCSI KOMIIOHEHTBI, UHTEHCUBHOCTh KOTOPBIX YBEJIMYMBAETCS TPU CHUXCHUU
noHHoM cuiiel 10 25 MM (IIMI'MK, MT, JIM®A, HIIMA). Takoe noBeieHre MOKET
OOBACHATHCS CHUXKEHUEM d(h(deKTa TMOo/aBICHUs] HOHU3AIMU B WMCTOYHHUKE HOHOB.
Cnenyer OTMETUTb, YTO MPU MOHUKEHHOW MOHHOW CUJIE CHUYKAETCS HHTEHCUBHOCTh
xpoMarorpaduuecknux NUKOB MJisi BTOpOM rpymmbl komrnonentoB (MIT, HJMI,
JIMI'y, TMT) 3a cyeT yBEIMYEHUM BPEMEHH YJIEPKUBAHUSA ATHUX COCIMHEHHH Ha
XpoMaTorpaduueckor KOJIOHKE W pPa3MBITHUS Xpomartorpauieckux MUKoB. [lpwu
yBEIMYCHUH WOHHOW cwmibl 70 100 MMomnws/1 HaOmromaeTcss oOpaTHas KapTHHA:
WHTEHCUBHOCTh THMKOB TMEPBOM TpPYIIbl CHIKAETCS (MOJABJICHHE WOHU3ALMU B
UCTOYHUKE HOHOB MAaCC-CIIEKTPOMETpa), a BTOPOM TPYMIMbl YBEIUYHUBACTCS
(YMEHbIIICHHE TOJYMIUPUHBI XpoMaTorpaduyecKux TMUKOB TIPHU COKpAIIECHUU

BPEMEHU DIIIOMpPOBaHuA). [ OAHOBPEMEHHOrO0 JAETEKTUPOBAHUS H3YyYaeMbIX
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npoayktoB Tpancopmanru H/IMI' B kadecTBe onTHUManbHOW BbIOpaHa BETUYHMHA
MOHHON cwmibl paBHas S50 MMOJB/T, TO3BOJSIONIAS JOCTHYb MPUEMIIEMBIX
MHTEHCUBHOCTEN XpoMaTorpapuueckux MUKOB 711 00EUX IpyNn COSAUHEHU.
Bnusnue BenmuuuHbl PH Ha HMHTEHCHBHOCTH XpOMaTOrpaUuecKux MHUKOB
U3y4aeMbIX COCIMHEHUH B PEKMME MOHUTOPHHIA 33JaHHBIX PEAKIUI IPEICTABICHO

Ha pucyHke 26.

o 100
ot
=]
=
&
[«F]
80
=
8 ~o—IM[MK
=
o «=0=MT
g X 60 1
z g ——[M®A
&= —-HIMA
=
2 40 - —e—MTI
[P]
g ~e=TMT
g —e—HJIMT
E 20 - —o—IMI'y
=
=
O T T T T T T 1
% 2,5 3 3,5 4 45 5 5,5

pH noasuxHo# dazpl

Pucynox 26 — 3aBUCHMOCTh HHTEHCHBHOCTH XpOMaTOTpaguecKoro nmuka B pexxunme M3P

OT BCJIMYHHBI pH OJIFOCHTA.

B numanmazone ot 2,5 no 5,4 BemnumHa pH He oOKa3bIBaeT paavKaIbHOTO
BIUSHUAS Ha A((PEKTUBHOCT, HMOHM3AIMM B HWCTOYHHKE HOHOB (MHTEHCHBHOCTH
Bapbupyetrcsa B auanazone 60-100%), ucknrouenuem spisiercs TMT, Bnusiaue pH Ha
WHTEHCUBHOCTh CHTHaJla KOTOPOTO  OOYCIIOBJICHO  YBEIMYCHHUEM  BPEMCHH
YACpKUBAHMSI B  KUCIBIX  CpelJax, dYTO TMPUBOAUT K  Pa3MbIBAHUIO
XpoMarorpaduueckoro muka.

B cB3um Cc 3TEIM, IS TIPOBEACHHS XPOMATOMACC-CIIEKTPOMETPUUYECKOTO

aHaIM3a PEKOMEHIYETCS CJIEIYIONTUI COCTaB MOABMKHOM (Da3wl: BOIHBIN OyhepHbIi
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pacTtBop, conepxkamuii S0 MMonb/n arerata ammonus U 0,05% yKCYCHOW KUCIOTHI
(pH 5,4) / meTanon (75/25).

Kak m B cnyyae ¢ J00aBKOM alleTOHUTPWIA, C LEIbIO TOBBIIICHUS
COOTHOIICHHSI CUTHAJI/IITYyM WCIOJb30BaHA BpPEMEHHAas MporpaMMa pPErHCTpaIvn
M3P-niepexonoB, pu 3TOM BpeMs HakomuieHus: curHana miust [IM®A, MT, IMI'MK

u HJIMA cocraBisiiio 100 mc, 1t octainbHbIX KoMoHeHToB 200 Mc (pucyHok 27).
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Pucynok 27 - XpomaTtorpamMMa CTaHAapTHOTO PAacTBOPA UCCIENYEMBIX COSTMHEHHIMA
(xonuenTtpanus Bcex komnoneHtoB 10 mr/n, IMIMK, TMT u IMI'y — 0,5 mr/n) ¢ no6aBkoii 25%
MeTaHoJIa B MOABWXHYIO a3y, riae 1 — TMMEeTHIITHAPa3u] MypaBbUHOM KHCIIOTHI, 2 —
HUTPO30AMMETHIAMIH, 3 — quMetuiadopmamu, 4 — 1-metmi-1,2,4-tpuaszon, 5 — METHITHAPA3HH, 6

— 1,1-qumertunruapasut, 7 — TeTpaMeTuiI-2-TeTpa3eH, 8 - IUMEeTUITyaHUTUH.

VuyureiBas HEBO3MOKHOCTH IOCTIKEHUS IIOJIHOTO paszencHus
cnaboyaep )KMBaeMbIX KOMIIOHEHTOB HA HOHOOOMEHHOM COPOEHTE, BO3HUKAET BOIMPOC
0 BO3MOKHOCTH B3aMMHBIX MHTEp(PEPEHINI TPH MX MOHU3AIMN B UCTOYHUKE HOHOB
Macc-criektpomeTpa. C  1enplo  OICHKM JaHHOTO J3¢¢ekra B XpomMaTomacc-
CIIEKTPOMETP TIOCIICIOBATEIHHO BBOJMINCH WHIMBHUIYAIbHBIC PACTBOPHI aHAJTUTOB U

X CMECb C TCMH JKC KOHLCHTpALWAMH KaXIO0ro COCAWMHCHHUA, IIPH JOTOM
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CONIOCTABJIAJIMCh BBICOTBI MW INIOIAAMW COOTBCTCTBYIOHIHMX XpOMaTOFpaClJI/I‘-IeCKI/IX

UKOB (Tabnwmia 21).

Tabmuua 21. Ouenka B3auMHBIX HHTephepeHnnii cnadboyaepKUBaeMbIX KOMIIOHEHTOB TPH

HOHU3AlM B MOHHOM HCTOYHHKE MACC-CIICKTPOMCETPA.

Coennnenue | OTHOCHTEIbHAA HHTEHCUBHOCTD NMUKA, | OTHOCHTeIbHAaA ILIOMAAbL MUKA, Yo
%
NuauBuayanbHbIN CMmech NuauBuayanbHbIi CMmech

pacTBop KOMIIOHEHTOB pacTBop KOMIIOHEHTOB
JAMI'MK 97 100 96 100
MT 95 100 96 100
MDA 93 100 95 100
HJIMA 98 100 99 100

W3 npencTaBieHHBIX JAaHHBIX BUJHO, 4YTO MCCIEIYyEMbIE COCIWHEHHS HE
OKa3bIBAIOT  CYIIECTBEHHBIX MENIAIONIMX BIUSHUWA JApyr Ha Jpyra Mpu
IIEKTPOPACIBUINTEIbHON HOHU3ALUH.

N3yyeHnue cTaHAApTHBIX PAacTBOPOB HCCIEAYEMBIX COEAMHEHUI B HIMPOKOM
nuana3oHe KoHUeHTpauuil (3-4 mnopsaka) Mokazano coOMofeHHe JIMHEHMHOCTH
IpaJyupOBOYHON 3aBUCHUMOCTH JJIsl BCEX KOMIIOHEHTOB, OIMCBIBAEMON YpaBHEHHEM
3aBUCUMOCTH IUIONIAJM MHKAa OT KOHUEHTpalMu BHIAa y=ax ¢ Kod(ppuuueHTom
koppemsinpn (1)  Gomee 0,995  (tabmmma  22). Ha  OCHOBE  OLCHOK
CPEIHEKBAJPATUYHOTO  OTKJIOHEHUS  CUTHaJIOB 0a30BOMl  nuHMHM (CG) Ha
XpomaTorpaMmax sl COOTBeTCTByronmux MPM-nepexonoB paccuuTaHbl NPEAENbI
obonapyxkenus (I10) u konmaectsenHoro onpenenenus (IIKO) Ha ocHOBe kpuTepreB
36 1 106 COOTBETCTBEHHO.

O4eBUIHO, YTO NPUMEHEHUE TAaHJEMHOIO MAacC-CHEKTPOMETPA MO3BOJIMIIO
NOBBICUTh YYyBCTBHUTEJIBHOCTh JETEKTUPOBAHUSA Ha 1-2 mopslKa MO CPaBHEHHUIO C
MetogoM BOXKX-MC na npubopax ¢ OJHUM KBaJpyMNoOJbHBIM MacC-aHaIU3aTOPOM
[135] npu paaukanbHOM pOCTe CENIEKTHBHOCTH aHAlM3a, YTO OCOOCHHO BaXKHO JIJIS
ONpEIENCHUs] AHAJUTOB C HHU3KUMH MOJICKYJIApHbBIMU Maccamu. [lomydyeHHsbie
3HaueHust [IKO gns HIMIT u MI' comocTtaBuMBI C XapakTEpUCTUKAMH METOJa,
OCHOBaHHOTO Ha KCIOJb30BaHUH aMIIEPOMETPHUYECKOro JeTektupoBanus [116], a, B

Cillydae OCTAJIbHBIX coeluHeHui (3a uckmoueHrnemM HJIMA), mo3BoJIAIOT HaAEKHO
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OTpEAENATh NPOAYKTHI TpaHchopMaluu 1,1 -nuMeTunruapasnia mpu KOHLEHTPAIHIX

nopsiKka HecKoJIbkuX Hr/mil u naxe 100 or/min qis [IMTIy.

Tabmuma 22. [lapamerpbl TPagyUpOBOYHBIX 3aBHCUMOCTEH, Mpeieibl OOHapyXKeHHS |

onpezaeneHus aHamuToB merogom MX-MC/MC.

JAnana3oH KOHIEHTpaIUii, ) 110, IIKO,
Coenunenune a r
HI/MJI HI/™MUT HI/MJT
JIMI'MK 0,1-1000 7630242 | 0,996 0,03 0,10
MT 6-12000 130534 | 0,997 1,9 6,3
T™T 2-10000 530011 | 0,999 0,7 2,3
MDA 6-25000 166206 | 0,995 1,8 59
HIMA 40-10000 43122 0,999 11 36
IMTI'y 0,1-1000 482026 | 0,999 0,04 0,13
HAMI' 40-20000 196232 | 0,999 13 43
MI’ 60-20000 23160 | 0,999 18 59

J1Jist OTIEeHKH BO3MOYKHBIX MATPUYHBIX 3(PPEKTOB MpU aHATHU3E MMOYB MMOTYUEHBI
XpOMaTOrpaMMbl ~ XOJIOCTOM MpPOOBI KUCIOTHOTO OKCTPaKTa HE3arpsi3HEHHOTO
PaKETHBIM TOIUIMBOM TOpda, a TaKkKe XOJOCTOM MpoObl ¢ J0OABKOW OIpeeasieMbIX
coeMHeHUi. B mepBoM ciyyae yCTaHOBIIEHO OTCYTCTBHE Ha XpOMaTOTrpaMMax MHUKOB
MEIIAIONINX KOMIIOHEHTOB, BO BTOPOM — CYIIECTBEHHBIX HWHTEp(EpEHIUi Co
CTOPOHBI TOCTOPOHHUX KOMITOHEHTOB IPH MOHU3AIMHM aHAJTUTOB B UICTOYHUKE MOHOB
(rabmumua 23). IlorpemHocTh cocTaBisger He Oonee 14% Kak O OTHOCHUTEIIBHO
BBICOKHX KOHIICHTPAIU HECUMMETPUYHOTO TUMETHITHIPA3WHA U TMPOAYKTOB €ro
TpanchopMali, TaK W Il COJAEPKaHWM, OJIM3KUX K HIDKHEMY Tpeneny
ONpeICIICHHUS.

Jns  ampoOaruu  pa3paOOTAaHHOTO TMOJXO0Ja Ha peajbHOM OO0BEKTe ObLI
MPOAHATIM3UPOBAH DKCTPAKT TOP(HSIHOW TMOYBBI, OTOOPAaHHOW B MeCTE TMaJeHUs
pakeTbI-HOCHTEIIA. )1 M3BIICUCHUS THIPA3UHOB U MPOJAYKTOB UX TPAHCHOPMAIIUH U3
MOYBBI BBHIOPAH M3BECTHBIM IOJXOJI, OCHOBAHHBIH Ha KHCJIOTHOW OKCTPAKIMH W

HpHMeHHeMBIﬁ Ha TPOTAKCHHUU psAaa JICT 1 OCYHICCTBJIICHUS JKOJOTHYCCKOIO
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MOHUTOPUHIA pPaKeTHO-KOCMUYEeCKou aestenbHOocTH [144]. Ilpumep nosydeHHOM

XpOMaTOrpaMMBbl IIPEACTABIICH HA PUCYHKE 28.

Tabmuma 23. Pesynprarel Bamumammu meroga MX-MC/MC ans aHanm3a KUCIOTHOTO

HKCTpaKTa TOP(SIHOM MOYBHI.

Coemmene BBeneno, Haiigeno, Tounocts, % OTHONIeHHe HHTEHCHBHOCTH
Hr/m HI/MT MOHHBIX IIEPEX0/I0B

JAMI'MK 50 A7T+5 94
500 480 + 30 96 2,3

MT 116 110 + 12 95
1160 | 1100 +100 03 L7

T™T 100 114 +9 114
1000 940 + 54 94 1.6
JIM®DA 253 280 = 30 109 ’s

2530 | 2600 + 190 103

HIIMA 100 110 + 10 111
1000 970 + 67 97 53
AMTI'y 50 49 +3 08 0

500 520 + 40 104

HIIMT 100 95 + 13 95
1000 | 1093+ 140 109 1,5

M 92 95+ 11 103
920 860 + 95 93 1,2

Kak BUIHO U3 MOJIy4eHHBIX JAHHBIX, B OKCTPAKTE MOYBBI OOHAPYKUBAIOTCS BCE
UCCIenyeMble BELIECTBA, 3a MCKIOYEHUEM N-HUTPO30JIMMETUIIAMUHA, TPUYEM
conepxkanue 1,1-gumetmnruapasuna (2,96 mr/kr) B 30 pa3 mpeBbIIacT ypOBEHb
I[TAK. OcHoBHbiMH TpoaykTtamu TtpaHchopmanuu HJMIT npu nonaganuu B
TopdsHYI0 MOYBY sBisitOTCs MeTriaruapasus (1,11 mr/kr), IM®A (0,64 mr/kr), 1-
metua-1,2,4-tpuazon (0,34 wmr/kr) u TMT (0,11 wr/kr). JumeTuiaryanuaux
NPUCYTCTBYET B TOYBE B cCiefoBbiX koimuecTBax (0,8 wkr/kr). IlorpenrHocTsb
aHanM3a, pacCYMTaHHAs Ha OCHOBE TMATH MapauICIbHBIX OMpEEICHUN MPU yPOBHE

noBeputenbHor BepoaTHocTH 0,95, He npeBbicuna 17%.
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Pucynok 28 — XpomaTorpamma KHCIOTHOTO SKCTPAKTa IMOYBBI C MECTa MaJICHHsI IEPBO CTYIIEHU

PAKCTBI-HOCUTCIIA.

Takum  oOpa3oM, WOHHas Xpomarorpaguss C  TaHJIEMHBIM  Macc-
CHEKTPOMETPUYECKUM JIETEKTUPOBAHUEM SIBJISIETCS MOIIHBIM HMHCTPYMEHTOM JUIS
OJHOBPEMEHHOI'0  BBICOKOUYBCTBHUTENBHOrO  omnpegeneHus HIMIT wu  psga
POJICTBEHHBIX €My COCIWHEHWM, IO3BOJISIOIINM CYLIECTBEHHO CHHU3HUTH NPEIEIIbI
OOHapyXeHHMsI O CpPaBHEHHUIO C HCIOJIb30BABIIMMUCSA paHEe METOJaMu IpHU

0o0ecIieueHN BEICOKOH CEJIEKTUBHOCTH aHAJIN3a B CIOKHBIX MaTpulax.
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I')TABA 5. PABPABOTKA ITIOAXOJA K OITPEAEJIEHUIO HAMI' 1
MPOJAYKTOB EI'O TPAHC®OPMAIIMA METOJA0OM I'IIPO®UJILHOM
XPOMATOI'PA®UHU / TAHAEMHOM MACC-COEKTPOMETPUHU

Coueranue VOHHOU xpomMaTtorpapuun Cc TaHJIEMHBIM Macc-
CIIEKTPOMETPUYECKUM JAETEKTUPOBAHUEM TO3BOJMJIO PEMIUTh Psii BAKHEHUIINX
npo0sieM, CBSI3aHHBIX C OJHOBPEMEHHBIM BBICOKOUYBCTBUTEIHHBIM OIPEACICHUEM
HJIMI' 1 poACTBEHHBIX €My COCIMHECHHH B CIIOKHBIX Marpuiax. Tem HE MEHee, B
CHITy CHenmu(pUKA HOHOXpOMATOTpadUUECKOrO pa3ielieHUs, €ro NpUMEHEHUE He
MO3BOJIIET JOOUTHCS HAUITYUIINX YCIOBUU JIJI1 T€HEpallMi MOHOB B UICTOUHHMKE Macc-
criekTpomeTpa. Tak, MpUMEHEHHE BHICOKMX KOHIIEHTpAIMi CcoJiel B OJIBIXKHOM (haze
CIIOCOOHO MPUBOAUTH K CYIIECTBEHHOMY IIOJABJICHUI0 HMOHM3AlMM AHAJMTOB, a
AIIOEHTBI C BBICOKUM COJIEP’KaHHEM BOJbl OTJIMYAIOTCA BBICOKMM MOBEPXHOCTHBIM
HATSOKEHUEM, CHIDKAIOMMM  3(PGEKTUBHOCTh HMOHU3AIMHU  AJIEKTPOPACIIBUICHUEM.
Kpome Toro, orcyrcTBre ynbTpad((EKTUBHBIX (C pa3MEPOM YaCTHUI[ MEHEE 5 MKM)
MOHOOOMEHHBIX COPOEHTOB HAKJIAJbIBACT CYIIECTBEHHBIE OrpaHMYCHUA, KaK Ha
MUKOBYI0 €MKOCTh KOJIOHKH, TaK M Ha BO3MOXHOCTh MPUMEHEHUsI CBEPXOBICTPOIi
xpomaTtorpadun, odecreurnBaroiiei MakCUMalbHbIN TPOOOTOTOK.

B cBs3u ¢ 3THM, JanpHENIee COBEPIICHCTBOBAHNE MACC-CIIEKTPOMETPUUYECKUX
METOJIOB JJIsl SKOJIOTUYECKOTO COMPOBOXKACHUS PAKETHO-KOCMUYECKOMN €I TEIbHOCTH
JIOJDKHO OBITH CBSI3aHO C TTOMCKOM allbTEPHATUBHOTO PEKMMa pa3zesICHUs] aHAJUTOB,
JIMILIEHHOTO YKa3aHHBIX HEJJOCTATKOB.

B nanHoMm acniekte, 0oco00€ BHUMaHHUE MPUBJIEKAET OBICTPO pPa3BUBAIOIIMIICS B
nocjaeaHue roabl Meroa ruapoduiabHoi xpomarorpaduu (hydrophilic interaction
liquid chromatography, HILIC), ycnemHo mnpuUMEHSEMBbId IS MOJIIPHBIX
COCAMHEHUA W  OTJIMYAKOIIMUCSI  XOpOLIeW  COBMECTUMOCTBIO €  Macce-
CIIEKTPOMETPUUECKUM  JIETEKTUPOBAHMEM 33 CUET MPHUMEHEHUS  BBICOKHX
KOHIICHTpPAIIMKA OpraHuyeckux pactBopurteneil [132]. YuutbiBas OTPHIBOYHOCTH
UMEIOIUXCA B JIMTEpaType JaHHBIX IO NPUMEHEHUI0  THAPOPUIHLHOM

xpomaTtorpaduu sl ONPEACNICHUs] THAPA3UHOB, HAMU TMOCTaBJI€HA 3ajava OICHKU
89



BO3MOXKHOCTH peanmu3ammu  Mmetoga HILIC-MC/MC kak anbTepHaTHUBBI IS
ONpENENEeHUs] TUAPA3MHOB H NPOAYKTOB HX TpaHcpopmanuu. Ee peieHue
MOAPAa3yMEBAET, C OJHOW CTOPOHBI, HM3YYCHUE 3aKOHOMEPHOCTEH YAEP>KHUBaHUS
UCCIIEIyeMbIX COCIMHEHUN Ha HEMOABMXKHBIX (azax mnsia TuapoduiIbHON
xpomarorpadbud W  BBIOOp HA 3TOM  OCHOBE  ONTUMAJIBLHOIO  pPEXKHUMA
xpoMarorpadupoBaHusi, a, C JPYrod CTOPOHBI, YYET BIUSHUS TapPaMETPOB
XpomaTorpaduyeckoro pazzeneHus Ha YYBCTBUTEIBHOCTb Mmacc-
CIIEKTPOMETPUUYECKOTO JIETEKTUPOBAHUSI. KinroueBbiMu dakTopamu,
ONPEAEISIONMMHU PE3YJIBTATHl PAOOT B 000OUX YKA3aHHBIX HAIPABJICHUSX, SBISIIOTCS
BBIOOP HEMOJIBMKHOM (ha3bl, COCTaBa IIIOEHTA, €ro pH 1 MOHHOW CHUJIBL.

IIpeaBapuTesbHBIE YKCIIEPUMEHTHI MO0 ONTUMHU3ALMKM MapaMeTPOB MCTOYHHKA
MOHOB M MOHHOW ONTHUKA MACC-CHEKTPOMETpa IMOKa3alid, 4YTO B PEXKUME
ruipopunpHOM XpomaTtorpaduu HawIydllde YCJIOBHS MOHU3ALMU M PErUCTpaluu
MOHHBIX IIEPEXO0JI0B aHAJIUTOB COBMAJAIOT cO 3HaueHUAMHU A meroga UX-MC/MC,
npeAcTaBieHHbIMU B TiaBe 4. TakuM oOpa3oM, B 3KCIEPUMEHTaJIBHOU paboTe
UCITIOJIB30BAIACh MOHU3ALMS AJIEKTPOPACIBUICHUEM CO CIEAYIOIIMMHU MapaMeTPaMU:
TeMIiepaTypa HarpeBateiabHoro Osnoka - 350°C, nunum aeconsBataumu - 300°C,
HarnpsbKeHue Ha kamwuiape - 5,0 kB. Pacxoabl paclbUISIONIEro U OCYIIAIOIIETO ra30B
— 3 1/MuH 1 15 7/MUH COOTBETCTBEHHO. B KadecTBe rasza B siuelike COyIapeHHi Macc-
CIIEKTpOMETpa UcHoJib3oBajcs aproH (99,99%) c sxoansiMm nasiaeHueM 230 klla. Tlpu
JNETEKTUPOBAHUM B PEKMME MOHUTOpPMHIA 3aJaHHBIX PEAKUUN HCIOJIb30BaINChH
napameTpsbl, npecTaBieHHble B Ta0muue 20.

B rugpoduibHOit  XpomarorpaduM B KAayeCTBE HEMOABMXKHBIX (a3
UCIOJIb3YIOTCS MOJIIPHBIE COPOEHTHI, TAKKWE KaK HEMOIM(ULMPOBAHHBIN CHIIMKAreb,
a TaKXe COPOEHTHI C MPUBUTHIMU MOJISIPHBIMU TPYNINAMH (TUAPOKCUIIbHBIE, AMUHHBIE,
uBuTTeproHHBIE). [lociennue o6magar0T PSAOM MPEUMYILECTB, 3aKIIOYAIOIINXCSA B
OBICTPOM  YpaBHOBEIIMBAHUM C TOJBIWKHOM (da3oii u  Ooysee  BBICOKOU
BOCIIPOU3BOAMMOCTBIO pazjencHus [132]. B cBsi3u ¢ 3THM, HAMU TPOBEJICHA OIICHKA
BO3MOKHOCTH pazzeneHus 1,1-gumeTminruapasuxa, METUJITHIPa3HHA,

JTUMETWITYaHUIMHA, TeTpaMeTWwiTeTpaseHa, aumetuwidopmamuna, 1-mertun-1,2,4-
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TpHa30jla, HUTPO3OJUMETHIAMUHA, TUMETWITHAPA3UIa MYPaBbUHOW KHCIOTHI Ha
HenoaBKHBIX (azax Luna HILIC (monwmonsHas mpusutas dasza), Asahipak NH,
(amunodaza), a Ttaxxke Nucleodur HILIC (uBuTTepruoHHBIE COpPOSCHT OCHOBE
CHJIMKAreJsi, CoAepKalluid B MPUBUTOM OeTanHOBOH (ha3e KOMOMHAIIUIO BHYTPEHHETO
KaTMOHA  TPUAJKUJIAMMOHHUS M Hapy>KHOM  OTPHUIATENIbHO  3apsiKECHHOMU
Cynb(Orpymmbl,  pa3feleHHbIX  TPeMS  METHJICHOBBIMH  TPYIIHUPOBKAMH).
Y CcTaHOBIIEHO, YTO TIEPBHIE ABE HETIOABMKHBIE (ha3bl XapaKTEPU3YIOTCS HEIOTYCTUMO
HU3KUMU 3HAYEHUSIMU KOA(DPUIIMEHTOB €MKOCTH ISl UCCIEAYEMbIX COSIMHEHUM, HE
MO3BOJIAIOIIMMU TOCTUYD UX Pa3AeNieHUs] HE3aBUCUMO OT COCTaBa MOJBUKHON (Pa3bl.
Tonpko NBUTTEPUOHHBIN COPOEHT JEMOHCTPUPYET XOpollee YACp>KUBaHUE st
THJPA3HHOB, YTO COTJIACYETCs C JuTeparypHbiMu gaHHbIME [130]. B cBs3u ¢ 3THM, B
JANbHEUIINX JKCIIEPUMEHTAaX HaMH HMCIIOJb30Ballach XpoMmatorpaduyeckas KOJIOHKa
Nucleodur HILIC ¢ pa3mepom uactuir copdenta 3,5 mxm. [IpenBaputenbHbie TECThI
NoKa3ajau, YTO MPUMEHEHHWE LBUTTEPUOHHOW HEMOJABHKHOM (pa3bl JUisl pa3aeneHus
AKUITHAPA3UHOB W TPOAYKTOB HUX TpaHchopmanuu TpeOyeT NpUMEHEHUs
OTHOCHUTEJIbHO HU3KUX 3HaueHui pH amroeHTa, 4To HECOBMECTUMO C ONpPEEIIEHUEM
JIMI'MK, koTopslii moaBepraercs TMAPOIHM3Y B KHUCIBIX cpefax ¢ o0pa3oBaHHEM
HJIAMI' [148]. BcraenctBue »st1oro, JMI'MK Obl1  HCKIIOYEH U3  TEpeUHs
UCCIIETyEMbIX COeIMHEHUH MpH pa3padoTKe XpoMaTorpapuueckoro MeToja.

Hcnonbs3zoBanne cnupTtoB (METAaHON, 2-MPOMAHOJ) KaK OpPraHUYECKUX
KOMIIOHEHTOB 3JIFOEHTAa HE TO3BOJWIO JOOUTHCS TPUEMIIEMOTO YIEpP>KUBaHUS
runpasuHoB Ha HILIC copOente (oTMmeueHo Tarke aBtopamu [132]) Beciencraue
KOHKYPEHIIMM TPOTOHHBIX PACTBOPUTENEHM C BOJOW B CIIOE€  KUJKOCTH,
yIEep>KMBa€MOM Ha IIOBEPXHOCTH HemoJBMXHOU (a3bl. BceraencrtBue storo, B
Ka4yeCcTBE DIIIOEHTAa MCIOJIh30BANIACh CUCTEMA alleTOHUTPUI-BOJA, HAUOOJIEE IUPOKO
npumensieMas B xpomarorpaduu HILIC.

J171s1 OLIEHKU BIMSTHUS DIIOUPYIONIECH CHIIBI TIOJIBIKHOM (ha3bl HA yIEPKUBAHUE
U pasleleHHe AaHAIWTOB, B XOJIE€ OJKCIEPUMEHTa BapbUPOBAIOCH COACPKAHHE
allETOHUTPUJIA B DJIIOEHTE B JUana3oHe KoHueHTpauuii ot 75 1o 90%. Ilpu stom B

Ka4eCTBC IIOJIIPHOIO KOMIIOHCHTA HO)IBH)KHOﬁ (1)8_3BI HCIIOJIB30BaJICA BO)IHBIﬁ

91



OydepHsbIil pacTBOp ¢ KoHIIeHTpanuen Gpopmuarta ammonrus 20 MM c pH 2,5. Jlob6aBka
OydepHbIX cojeil HeoOxomuMa mpu padoTe ¢ NBUTTEPUOHHBIM COPOCHTOM JIJIst
pPEeryJIupoBaHus CTETIEHU MOHU3AllUK aKTUBHBIX IIEHTPOB OETAMHOBBIX I'PYIIHUPOBOK,
a TakkKe TMOJABJICHUA HEXKEIaTeNIbHBIX HOHOOOMEHHBIX B3aUMOJCHCTBUI C
ananutamu. O6HapyxkeHo, uTo BpeMeHa Beixoaa g MDA, MT, HIMA u TMT
c;1a00 3aBUCAT OT COCTaBa MOJBUXKHOM (ha3bl, IPU ITOM JJII HUX XapaKTEPHbI HU3KUE
koapdumuentsl emxoctd (k> < 1). Ankwnruapazunel u JMI'Y, nHanportus,
XapaKTepU3ylOTCs CWIbHBIM yAEPKUBAHUEM, a TaKXe pPE3KUM BO3pacTaHUEM
BennurH k’ Mpu yBeIMUEHUU COACPKAHHUS OPTaHMYECKOTO PACTBOPUTEISI B DIIFOCHTE
(puc. 29). IlpumedaTenbHO, YTO DIIIOMPOBAHUE ITUX COCJAWHEHHH MPOUCXOAWT B
oOpaTHOM MOPSAKE MO CPaBHEHUIO C HOHOXpoOMAaTOrpadUyYeCKUM paslieJICHuEM U
KOppeIupyeT C HaJIMdueM B CTPYKType MOJEeKyl TuApodoOHBIX Tpymil. ITo
OTpaXkaeT OMNpPEACNAIONNA BKJIaJd B MEXaHU3M YJEPKUBAHUSA HEMOHOOOMEHHBIX
B3aMMOJICUCTBUI (pacrpe/iesieHde aHaJUuTOB MEXIy BOJHOW CTAallMOHAPHOW W
HEBOJIHOM MOABMKHOM (hazaMu).
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Pucynoxk 29 — 3aBucuMocTs K03(h(HUIIMEHTOB EMKOCTH ONPEENIIeMbIX KOMIIOHEHTOB OT
COJEpKAHNUS alleTOHUTPUIIA B DIIIOCHTE.
ConepkaHue OPTraHUYECKOTO PACTBOPUTENS B DJIIOCHTE OKA3bIBACT CHIIBHOE
BJIUSIHAE Y HA YYBCTBUTEIBHOCTh MAaCC-CIIEKTPOMETPUUECKOTO JIeTeKTUpOoBanus. [Ipu
YBCIIMYCHUNU HOOJIM AlCTOHUTPpHUIIA HWHTCHCUBHOCTD XpOMaTOFpa(bI/I‘—IeCKI/IX ITHKOB

cHmkaetcs (uckmouenrem sisiercss TMT). Tlpu stom s3ddexTuBHOCTD TeHepanuu
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MOHOB-TIPEIIIIECTBEHHUKOB Ta/aeT HE JJIs BCEX COENMHEHUH, YTO OTpa)KaeTcsl Ha
3aBUCUMOCTSX IUIOMIAJIEd MHKOB OT JOJM AaUETOHUTPUIA B DIIIOCHTE. OITO
CBUJETEIBCTBYET O TOM, YTO IOJIOKUTEJIBHOE BIMSHHUE J00ABOK alleTOHUTpUIA Ha
MPOIECC DJEKTPOPACTIBUICHUS B MCTOYHUKE MOHOB MPEOOJIATaeT MO OTHOIICHHUIO K
II0JIaBJICHUIO MOHU3ALMK allPOTOHHBIM PACTBOpUTENEM. B CBA3M € 3TUM, OCHOBHBIM
(dakTopoM, ONpeNesIOIIMM TOHMKEHUE YyBCTBUTEIBHOCTU METO/IAa C YBEIMUYECHUEM
COJIEp>KaHUsl OPraHMYECKOTO KOMIIOHEHTA MOJBIKHON (Da3bl, SBISETCS pa3MbIBaHUE
Xxpomatorpauyeckux 30H. YUWThIBas JaHHbIE, [IpeJCTaBICHHbIE HA pucyHke 30, B
KayecTBE ONTHMAJIBHOTO COCTaBa »dIIOGHTAa MOXHO TMPHUHATH COJAEpIKAHUE
alleTOHUTpUIa B Juama3oHe (5-85%, sBisromieecss KOMIIPOMHCCOM — MEXIY
KayecTBOM Xpomarorpaduyeckoro pasaeieHuss U 3(P(EKTUBHOCTBIO TE€HEpaluu
pOAMTENBCKUX HWOHOB. JlanpHeliiee W3y4eHUE BIUSHHAS COCTaBAa  JJIFOEHTA

MIPOBOMIIOCH IMPU COOTHOIIICHUH alleTOHUTPUII . BOJHBIN Oy(epHBI pacTBOp,

paBHOM 80:20.
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Pucynok 30 — Bnusinrie coctaBa noABM>XHOM (a3bl HA MHTEHCUBHOCTS (ClIeBa) U MJIOMIAAb (CIpaBa)

XpoMaTorpapuuecKkux MUKOB HCCIEAYEMBIX COEMHEHHH, TOTy4YeHHBIX B pexume M3P.

st cozmanus tpeOyemoro 3HadeHusi pH BogHoro ¢gopmuatrHoro 6ydepHoro
pacTBoOpa TECTHUPOBAIKMCH MypaBbHHAs U TPUPTOPYKCYCHAS KUCIOTHI. Y CTAaHOBJICHO,
YTO TIOCHICOHSS BCTYNAeT B HWOH-TIAPHBIC B3aMMOJICHCTBHS C OINPEACIICMBIMH
BCIIECTBAMH, IIPUBOAS K TIOTEpe XpomaTorpad@Huueckoro pasieiacHus - BCe

HN3y4acMbIC COCAMHCHUA OJIIOUPYIOTCA C (prHTOM HC3aBUCHUMO OT COCTaBa
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noaBWKHOU (a3el. B cBsa3u ¢ 3tuM, perynupoBanue pH mpoBOAMIM TOJIBKO €
WCIIOJIb30BaHUEM MYPAaBbUHOMN KHUCIIOTHI.

Uccnenoanus nmposoawin B auanazone pH 2,5 — 6,2, rpaHunbsl KOTOPOro
OTIPENETSIOTCA YCTOMUYMBOCTHIO IBUTTEPHOHHOTO COPOCHTAa Ha OCHOBE CHIIMKArels.
Ycranosineno, uto yaepxuanue [IMDPA, HIMA u MT He 3aBUCUT OT BEJIUYHUHBI

pH Bo BceM uccnenyemom auanasone (puc. 31).
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Pucynok 31 — 3aBucHUMOCTH KO3 PHUIIMEHTOB EMKOCTH ONPEISIISIEMBIX KOMITOHEHTOB OT pH

3IOEHTA MIPU COOTHOIIEHUH alleTOHUTPUI : Boja paBHOM 80:20.

TMT xapakrepusyercs ciaObiM yJIEp>KHMBaHMEM Ha CcOpOEHTe, OJHaKO
ucnosibzoBanue pH menee 3,5 mo3BossieT mMoBbICUTH KO3 duiieHt k’ 10 3HaueHUs
0,65 u, TakuM 00pa3oM, CHU3UTH BEPOSITHOCTh UHTEP(HEPEHLINN B HOHHOM HCTOUYHUKE
CO CTOPOHBI HEYJEP>KMBAEMbIX Ha HEMOJBM)XHOW (Da3ze KOMIOHEHTOB NMpU aHAIU3E
CJIOKHBIX MaTpHIL.

KoadduimenTsl €eMKOCTH OCTalbHBIX KOMIIOHEHTOB MNPAKTUYECKU JIMHEHHO
Bo3pacTtatoT ¢ yBenuueHuem pH. DTo oTpaxkaer BkiIag HOHOOOMEHHBIX
B3aMMOJICUCTBUN  KAaTHMOHOB  aJKWITHIPA3MHOB W  JAUMETWITYaHHJWHA  C
cyabdorpymnmnamMmu copOeHTa, MOIaBIC€HUE AUCCOLUMALNNA KOTOPBIX B KHUCIBIX Cpenax
BEIET K CHUXXEHUIO BpeMeH yaepxkuBanus. Ilpu 3Hauenuwsix pH 4 u Bblme

HaOJIOaeTCs CYIIECTBEHHOE pa3MbIBaHue XpomaTtorpaduyeckux nukos [MIy, MI'
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u HJIMI', koTtopoe MOXeT OBITh CBSI3aHO KaK C TOSBICHHEM B PacTBOPE UX

MOJICKYJISIPHBIX ()OpM, TaK ¥ B3aUMOJACUCTBUAMHU C aKTUBHBIMH LIEHTPAMH COpOECHTA.
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Pucynok 32 — Bnusinue pH nmoasuxkHOU (ha3bl HAa HHTEHCUBHOCTSD (CJIeBa) M IUIOIIAb (CripaBa)

XpomarorpaduyecKix MMUKOB UCCIIEAYEMbIX COCIMHEHUH, TOTyYeHHbIX B pexnme M3P.

Ucnonp3oBanue Macc-CEKTPOMETPUYECKOTO  PEXKUMA  PETUCTPALUU
MOJIOKUTENIBHO 3apsDKEHHBIX HOHOB OOYCIIOBIIMBAET MOJIOKUTEIBLHOE BIUSHUE
N00aBOK KHCIOThI Ha YYBCTBUTEJIBHOCTH JAeTeKTHUpoBaHusa (puc. 32). Jlus Bcex
UCCIENyEeMbIX aHAJIUTOB  HaOMIOIaeTcs Ppe3Koe  BO3pAacTaHME KaK  BBICOT
xpomaTtorpaduueckux MUKOB, TaK W WX IJiomaaeil npu cHwxkenuu pH ot 4 nmo 2,5

BCIeACTBUE pocTa A((HEKTUBHOCTH MPOTOHUPOBAHUS B ICTOYHUKE HOHOB.

Ha ocHOBaHMU MpenCTaBICHHBIX PE3YJIbTATOB MPEANOYTUTEIbHBIM SIBIISIETCA
MCITIOJIb30BAaHUE MAKCUMAJIbHO HU3KUX 3HAYEHUU BOJIOPOJHOTO MOKA3aTENsl AIIOEHTA.
B cBsi3u ¢ aTuM, B kKauecTBe pabouero BeiOpano 3nauenue pH 2,50.

N3yuenue BnusiHug nMoHHOM cuibl Oydepa B aumanazoHe 0 — 100 mmoub/n
MOKa3aJlo, YTO UCIOJIb30BAaHUE KOHIEHTpauuu ¢dopmMuaTta aMMOHHUs MeHee 15
MMOJIb/JT TPUBOAMT K TMOTEpPE paspelaroneil CHocOOHOCTH U pa3MbIBAaHUIO
xpoMarorpaduueckux nukoB. B auanazone konuentpauuu 10 — 100 Mmomb/n
comepkanue ¢GopMuaTa aMMOHHUS TPAKTHYECKH HE BIUSET Ha KOA(DPHUIMEHTHI
€MKOCTH M3y4YaeMbIX COCIMHEHUH, KOTOpble HE3HAYUTENIbHO CHIDKAIOTCS TpHU
YBEJIMYCHUN MOHHOM CHIIBI DIIIOCHTA. B TO ke BpeMs, BRICOKAsi KOHIIEHTPAIMsl HOHOB

B moaBmkHON (aze (50 Mmoin/n u Oojee) MOAABISIET HMOHU3ALMIO AHAINTOB B
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MCTOYHHUKE MOHOB Macc-crekTpomerpa. OnTUMaIbHbIE pPe3yJbTaThl ¢ TOUKU 3PEHHUS
COXpaHEHHUS XPOMATOrpaUuUeKoro paspelieHus ¢ YyBCTBUTEIBHOCTH Macc-
CIEKTPOMETPHUYECKOIO IETEKTUPOBAHUS JOCTUTAIOTCS IIPU HOHHOU cuite 25 MM.

JUIss  TOCTHXKEHHsS TIOJIHOTO  pa3/iesieHus KOMIIOHEHTOB U CHW)KEHHS
IPOAODKUTEIBHOCTH  XpOMaTOrpaguueckoro aHaausa ObLI 1MOJ00paH MpoQuib
I'PaJUEHTHOTO AIFOMPOBAHMS, MO3BOJIIIOLIMN ITPOBOIUTH aHainu3 MeHee deMm 3a 10
MUHYT. YpaBHOBEIIMBaHHE KOJOHKH IOCII€ MCTOJIb30BaHUS TpaJueHTa HE TpeOyer
OOJBIIMX 3aTpaT BpEMEHU U 3aHUMaeT He Oosnee 5 MuHYT. C 1I€NbI0 MOBBIIICHUS
COOTHOUICHHs] ~ CHTHAJ/IIyM ObUla  HCIOJBb30BaHAa  BpEMEHHAas  IporpaMmma
pEerucTpallid HMOHHBIX IEPEXO0JI0B. XpomaTrorpaMma CTaHAApPTHOIO pacTBOpa
UCCJIENYEMBIX COEMHEHUM NIPEICTABIICHA HA PUCYHKE 33.
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Pucynok 33 — XpomMarorpamMmma CTaHAQPTHOTO PACTBOPA UCCIETYEMBIX COCTMHEHUM C
KOHIeHTparuel kaxaoro kommonenta 10 mr/ia (TMT 0,5 mr/m u IMTI'y 0,05 mr/m), toe 1 - HIIMA,
2-IM®A, 3-MT, 4-TMT, 5 - IMI'y, 6 — HIAMI', 7 — MI'. IIporpamma rpaguenta: 0-2 MuH
85% aneroHuTpUIA, CO 2 IO 5 MMH CHUKEHHE J1O0JIU aleToHuTpuina 10 75%, 5-7 mun 75%

aIleTOHUTPUIIA, C 7 TI0 8 MUH MOBBITIICHUE JIOJIH alleTOHUTpuUiIa 10 85%.
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N3yuenne cTaHAapTHBIX PacTBOPOB HCCIEAYEMBIX COCAMHEHHN B IIMPOKOM
Jyana3oHe KoHIeHTpanuil (3-4 mopsaka) moka3zano coOJiIoJeHUE JIUHEHHOCTH
IpayupOBOYHON 3aBUCHUMOCTU JIJII BCE€X KOMIIOHEHTOB, YPaBHEHHS OIKCHIBAIOTCS
BUIOM y=aXx ¢ kodduuuentom koppemiunu (r°) Gomee 0,995 (tabmuua 24). Ha
OCHOBE OIICHOK CPEJIHEKBAIPATUYHOIO OTKJIOHEHHUS CUTHAJIOB 0a30BOM JIMHUU (G) Ha
XpoMaTorpaMMax Jijisi COOTBETCTBYIOIIUX MOHHBIX MEPEXOJA0B PACCUUTAHBI TIPEIEIIbI
obonapyxenus (I10) u kommaectsenHoro onpenenenus (IIKO) Ha ocHOBe KpuTEpHeB
30 u 106 COOTBETCTBEHHO.

Tabmuma 24. IlapameTpbl TpagyupOBOYHBIX 3aBUCHMOCTEH IUIOMIAACH TMHKOB OT

KOHLEHTPALUU BUAa y=ax, [Ipeieibl 0OHAPYKEHUS U OIPECIICHNUS.

JAuana3oH KOHUEHTpaluii, ) o, KO,
CoennHeHnne a r
HI/MUJT HI/MJI HI/MJI
MT 20-10000 50865 0,997 6,7 22
TMT 1-1000 519562 | 0,999 0,3 1,0
JIM®DA 20-10000 85616 0,999 7,1 23
HIMA 20-10000 13091 0,998 5,5 18
IMI'y 0,1-100 4231663 | 0,998 0,02 0,07
HAMI 10-10000 718027 | 0,997 1,7 5,6
MMI' 20-10000 224765 | 0,995 6,6 22

I'unpodunbHas xpoMarorpadus mo3BossieT npoBoauTh onpeneneHue HJAMI u
IPOIYKTOB €ro TpaHcpopMalMu B JBa pa3za ObicTpee mo cpaBHeHuio ¢ UX mpu
CYIIECTBEHHO Oonbieil 3 dekTuBHOCTH pasneneHus. Kpome Toro, mpumeHeHue
HILIC copGeHTOB ¢ pasMepoM 4YacTuIi] MeHee 2 MKM OTKPBIBA€T BO3MOXHOCTH JIS
NAIbHENIIET0 COKpAllleHWs BpPEMEHM aHajdu3a 3a CYeT UCIOJb30BaHus Oolee
KOPOTKHX XPOMaTOrpapuueckux KOJIOHOK.

[Tony4yeHHble 3HaueHUs1 MpeAeNoB oOHapykeHus ana 1-merun-1,2,4-tpuazona
u jguMmetundopMamMuza B peXuMe THUAPOGUIBLHON  XpoMarorpaduu  BbIIIE
cooTBeTCTBYIOIMX BeauuuH st UX B 3-4 paza. g oCTambHBIX OMPEAECIsEMBbIX

KOMITOHEHTOB, U, 0COOCHHO, /751 1,1-muMeTunruapasuna, TeTpaMeTuii-2-TeTpa3eHa u
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METWITHIpa3uHa, JOCTUraeMas 4YyBCTBUTEIBHOCTh aHajiu3a B 3-8 pa3 BhIIIEC [0
cpaBHeHuto ¢ merogoM UX-MC/MC.

[Ipumenenue ruapoduIbHON XpoMarorpaduu CYHIECTBEHHO 3aBUCUT OT
UCIIOJIL3YEMBIX JUIsI BBOJa 0OpasnoB pactBoputeneld [132], koTopwsie MOTyT
OKa3bIBaTh OTpPHIIATENIbHOE BIUsSHHWE Ha (OpMYy MHUKOB M BpEeMEHa YJEepPKUBAHUA.
Hcxons u3 aToro, npoBeeHa OleHKa BO3MOKHOCTH BBOJIA UCCIIEAYEMBIX PACTBOPOB
B CJICAYIOUIMX PpACTBOPUTENAX: alETOHUTPHWI; BOAQ; METAaHON;, (HOPMUATHBIN
oydepnsiit pactBop ¢ pH 2,5 u 10; 1 M consanas kuciaoTa. sl TaKux UCClIeIOBAaHUMA
BEIOpaHbl JBa ciiaboynepxkuBaeMbix kKomrmoHeHTa (MT wu JIM®A) wu 1Ba
cunbHOyepkuBaeMbix (HIAMIT u MI'). BiusiHue oneHuBaJii 1O BpPEMEHHU
yAEpKUBAHUSI KOMIIOHEHTOB M IIMPUHE TMUKa Ha ToJyBbIcOTe (Wisp). [lomyueHHble
pe3yNbTaThl MPEACTABICHBI B TAOIHIIE 25.

Tabmuua 25. Boustaue pactBoputens mpoObl Ha BpeMs BbIXoJa W (opMy IHKa B pEKUME

ruapoGuIbHON XpomaTorpaduu.

Mapaverp OmnpeensieMblii KOMIIOHEHT
MT | JIM®A | HJIMTD | M
Ayemonumpun
Bpems BbIxoma, MuH 2,16 2,09 6,46 6,87
W12, MUH 0,112 0,102 0,134 0,157
Booa
Bpewms BrIxoaa, MUH 2,09 2,01 6,44 6,84
W12, MUH 0,174 0,122 0,149 0,177
Memanon
Bpems BbIxoma, MUH 2,17 2,03 6,45 6,86
W12, MUH 0,337 0,237 0,145 0,180
Dopmuamnvlil 6yghepHuiti pacmeop ¢ pH = 2,5
Bpewms BrIxoaa, MUH 2,08 2,01 6,43 6,84
W12, MUH 0,171 0,124 0,159 0,197
Dopmuamuulii 6ypepruviti pacmeop ¢ pH = 10,0
Bpewms Bbixoga, MuH 2,09 2,01 6,44 6,85
W1/, MAH 0,173 0,115 0,148 0,186
1 M conanas kucnoma
Bpewms BeIx0/1a, MUH 2,37 2,08 5,12 6,45
W1/, MHH 0,164 0,128 0,103 0,167

O4eBUHO, YTO MPU MCHOJIB30BAHUM PA3ICICHUS B PEXHUME THAPOPUIHLHOM

XpOMaTOFpaCbI/II/I A onpeaACiaCHUusd HCCHUMMCTPUYHOIO JHUMCTHITHAPA3WHA H
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MPOIYKTOB €ro TpaHcPopMalid MPEANOYTUTEILHBIM SBIICTCS TPUMEHEHHE
alleTOHUTPUJIA B KAUeCTBE PACTBOPUTENS OMPEACNIIeMbIX KOMIIOHEHTOB, HMEIOIIETO
HAaMMEHBIIYIO AMIOUpPYIOINIyo cuiy. [IpuMeHeHne meTaHosia U BOJbI, B TOM YHCIIE
BOAHBIX (popmuaTHbIX OydepHBIX pacTBOpoB U kucior, B HILIC pexume cremyer
n30erath. Tak, HCHONB30BaHHME KHUCIOTHI CYIIECTBEHHO BIMSIET Ha BpEMEHA
YACpKUBAHUS ~ KOMIIOHEHTOB, TMpU  OSTOM  HaOMIOAAaeTcss  TakXkKe  MOTeps
BOCIIPOM3BOJMMOCTH BeIMYMH tr. B cilydae ocTambHBIX pacTBOpUTENE BpeMeHa
YAEPKUBAHUS OCTAIOTCS TTOCTOSIHHBIMU, TUOO U3MEHSIIOTCS HE3HAYUTENbHO. B TO ke
BpeMsl MPUMEHEHHE METaHOJIa, BOJbI U BOAHBIX Oy(epHBIX pacTBOPOB BBHI3BIBACT
HCKaXXEHUE (opMBbI XpoMaTtorpapuyeckux IIUKOB, 0COOEHHO JUTSL
ciaboyIepKMBAEMbIX KOMIOHEHTOB. HambOomblliee HeraTMBHOE BIUSHUE B 3TOM
cllydae OKa3bIBaeT CIHPT, MPH BBOAC B KOTOPOM INMHMpWHA muKa 1-metwmi-1,2,4-
TpHa3oJia YBeJIMYUBaeTCsa B 3 pas3a Mo CPaBHEHUIO C alleTOHUTPUIIOM, a iyt JIM®DA B
2 pa3za.

Heo0xoaumMocTh HMCHONB30BaHMs ALETOHUTPUIIA JJII BBOJA HCCIEIYyEMBIX
0o0pa3loB MpH aHAIU3E PEATBHBIX OOBEKTOB TPEeOyeT BBENEHHUS OIMOJHUTEIbHON
CTaauu MPOOOMOJATrOTOBKH, BKIJIIOYAIONIEW CMEHY pacTBoputelia. B mpocreiiiem
cllyyae, B KauecTBE TaKOM CTaAMM MOXKET MCIOJIb30BaThCs paz0OaBieHHEe oOpasla
alleTOHUTPUJIOM, BEAyIIee K CYIIECTBEHHOMY MOBBIIIEHUIO MPEAEIOB 0OHAPYKEHUSI.
bonee mepcneKTUBHBIM SBISETCS CO3/IaHHME HOBBIX METOAWK M3BICUYCHUS AHAIUTOB,
MaKCHUMaJIbHO COBMECTUMBIX C TPEOOBAHUSIMU TUIPOPHIBHON XpoMaTorpaduu.

Takum oOpaszom, ruapoduiibHas XxpoMarorpadgus B COUETAaHUU C TaHJIEMHBIM
MacCC-CIIEKTPOMETPUIECKIUM JIETEKTUPOBAHUEM SIBIISIETCS XOPOIIEH albTepHATHBOU
merony UX-MC/MC npu onpenenennu 1,1-qumeTunruapasuia U poACTBEHHBIX €My
coequHeHui. Pa3paboTaHHBIM MOAX04 OO0ECIeUnBAET CYIIECTBEHHOE IOBBIIIEHUE
HKCIPECCHOCTH aHaJM3a MPHU COMOCTABUMBIX TIpe/iesiax 0OHapyKEHUsI KOMIIOHEHTOB.
B caygsae HJIMI nocturaemass uyBcTBUTEeNbHOCTH Meroaa HILIC-MC/MC
OKa3bIBaCTCS HA TMOPSIOK BBIIIE MO CPaBHEHHIO C HOHOXpPOMATOrpadudecKuM

MCTOIOM.
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I'TABA 6. PABPABOTKA ITIOAXOJA K OITPEAEJIEHUIO TPOAYKTOB
TPAHC®OPMAIIMU HIMI' METOJIOM I'A30BOM XPOMATOT' PA®UMH /
TAHAEMHOM MACC-CHEKTPOMETPUM

[IpumMeHeHUEe >KUAKOCTHOM TaHJAEMHOM XpOMaTOMACC-CIIEKTPOMETPUHN ISt
ONpENICNICHUS] HECUMMETPUYHOTO JAUMETWITHApPA3UHA U POJACTBEHHBIX €My
coequHeHU umeeT psag orpanuueHuit. Tak, meton BOXX-MC/MC He no3BosieT
OTpeNeNaTh TaKue  BaKHbIe  MOPOAyKTHl  TpaHchopmanmu  HJIAMI,  kak
JUMETHITUIPA30HbI, BBUIY MPOTEKAHUS TPOIIECCOB UX TUJIPOJIN3a B KUCIBIX Cpelax,
UCIIONB3YeMBbIX I pasnenenus B X um ruapodunsHoit xpomaTtorpaduu. Kpome
TOT'0, UCCJICIOBAHUE CIIOKHBIX O0OBEKTOB OKPYKAIOIIEH Cpelibl, K KOTOPHIM B MEPBYIO
o4epe/ib OTHOCSITCS MOYBBI, MOYKET COIPOBOXKIATHCS MPOSIBICHUEM HEXEIATEIbHBIX
MaTpU4YHbIX A()QPEKTOB MpHU ONpENeeHUH CIa00yAePKUBAEMBIX COCJAMHEHUN -
HUTPO30IUMETHIIAMHUHA, TUMeTIIPopMamMua, 1-metwmi-1,2,4-tpuasona,
TUMETHIITHpa3uia MYpPaBbUHOM KHCIOTB. B CBI3M ¢ 3TUM, HEOOXOAUMO
pa3paboTaTh MOAXOJ, OTKPBHIBAIOIIMK BO3MOXHOCTH JUIsl  OJHOBPEMEHHOTO
BBICOKOUYBCTBUTEILHOTO OMPEICIICHHS] BCEX MEPEUNUCICHHBIX BBIIIIE KOMIIOHEHTOB B
CIOKHBIX MaTpHUIlaX M OOCCIEUYMBAIOIIUN YCIIOBHS aHAIM3a, YYHUTHIBAIOIIHEC
PEaKIMOHHYIO CIIOCOOHOCTH U J1a0MILHOCTh aHAJTUTOB.

[IpyHuMass BO BHUMAaHHE JOCTATOYHO BBICOKYIO JIETYYE€CTh M OTCYTCTBHUE
PEaKIIMOHHOCIIOCOOHOW aMHUHOTPYIIIBI, HauOoJiee MPEANMOYTUTEIBHBIM METOIOM
OTPENICNICHUS] TaKUX COCIUHEHUI SBIISIETCA Ta30Bas XpOMaTOMAaccC-CIEKTPOMETPHS,
paHee XOpoIIo 3apeKOMEHI0BaBIast ce0s U1 OTIEIbHBIX KOMIIOHEHTOB. [Ipu 3ToM,
KaK M B CiIy4ae >HUJKOCTHOW xpomaTtorpaduu, s aHaiu3a CI0XXHBIX MATPUIL
OocOObIE  TEPCIEKTUBBI  CBS3aHBI C  NPUMEHEHUEM  TaHJIEMHOTO  Macc-
CIIEKTPOMETPUUYECKOTO JIETEKTHUPOBAHUS, OBICTPO BHEIPSIONIETOCS B COBPEMEHHYIO
aAHAJTUTUYECKYIO TTPAKTUKY.

VuyuteiBas BBIICCKA3aHHOE, HAMU ITOCTABJICHBI 3aJa4l MOMCKA ONTHMAIbLHBIX
YCJIOBUH Ta3z0xpoMarorpauueckoro pasfeieHuss M Macc-CIEeKTPOMETPUUECKOTO

ACTCKTUPOBAHHA B PCKUME MOHHUTOPHHIA 3aJaHHBIX peaKL[I/Iﬁ BOCbMH IIPOAYKTOB
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TpaHchopmaIuu 1,1-gumeTunruapasuHa: 1-metun-1H-1,2,4-tpuasona, N-

HUTPO30IMMETUIIAMUHA, TUMETUITHIPa30Ha 2-bypanpaeruna, N,N-
TUMETHII(hopMaMuUIa, 1,1,4,4-TeTpameTunTeTpa3cHa, 1,1-numeTunaruapa3oHa
dbopmanperuaa, 1,1-qumetrnruapazoHa aleTanbJeruaa, 1-popmun-2,2-

TUMETWITUIpa3ua (IMMEeTHITHAPa3uaa MypaBbUHON KUCIIOTHI).

Ha mnepBom »sTame paboT mpoBeleHAa ONTUMHU3AIMS IMapaMeTpoOB Macc-
CIIEKTPOMETPUUYECKOTO  JeTeKThupoBaHus. IlyreM  BBoAga  MHAMBHUIYyaTbHBIX
CTaHJIapTHBIX oOpasmoB (20 wmr/m) B XpoMarorpaduyeckyr KOJIOHKY C
MOCJHEAYIOINIMM  MacC-CIEKTPOMETPUUECKUM  JIETEKTUPOBAHUEM B PEKUME
CKaHMpOBaHUs Ha TepBoM kBaapymoje (Ql Scan) momydeHbl CIEKTpHl MOHU3AINUN
AJIEKTPOHAMHU JIJISi KaKJIOTO KOoMIoHeHTa (Tabmuia 26). Mccnemyemble coenuHEeHUs
XapaKTEepPU3yIOTCs MaKCHMaJIbHOM MHTEHCHBHOCTBIO MoJeKyspHoro moHa (M™),
UCKIIIOUEHHUE COCTaBIsIeT 1-hopmuui-2,2-IuMEeTHITUApa3u], B CIIEKTPE KOTOPOIo
HamOoJiee MHTCHCUBHBIM MWK JaeT (parMeHT, TMOJIYYEHHBIM OTHICTUIEHUEM
anpaeruaHoi rpynnsl or M™. Vossl, naronye HauOojaee WHTEHCUBHBIE CUTHANBI B
Macc-CIEKTPEe, HCIHOIb30BAINCh B KAYECTBE HMOHOB-NPEAIIECTBEHHUKOB IIPU

OIIPE/ICIICHUH aHAIMTOB B PEKUME MOHUTOPUHTA 33JaHHbIX peakuuii (M3P).

Tabnuia 26. Macc crieKTpbl HOHU3ALUU 3JIEKTPOHAMU UCCIIEAYEMbIX COeIMHEHUM.

Coenunenue | MoJieky sipHast M/Z 0cHOBHBIX HOHOB B Macc-cnekTpe U, /la (oTHOCcHTEIbHAS
Mmacca, /la MHTEHCUBHOCTD)

JIAMI'® 72 72 (100) | 71(53) | 57(28) | 43(17) | 42(93) | 30 (35) | 27 (11)
IMT'A 86 86 (100) | 85(34) | 44(89) | 43(39) | 42(75) | 30(35) | 28(30)
TMT 116 116 (100) | 72(21) | 45(5) | 44(28) | 43(32) | 42(21) | 40(5)
HIMA 74 74 (100) | 75(3) | 44(11) | 43(28) | 42(51) | 41(2) | 40(13)
JIMOA 73 73 (100) | 72 (7) 58 (5) | 44(45) | 43(5) | 42(20) | 41(3)
MT 83 83 (100) | 56 (24) | 55(3) 53(2) | 43(2) | 41(1) | 40(2)
JIMI'MK 88 88 (11) 60 (6) | 59 (100) | 46 (19) | 44 (20) | 43 (67) | 42 (26)
JIMI ' ®yp 138 138 (100) | 95(26) | 94 (10) | 81(13) | 80(11) | 43(12) | 42(10)

3aperucTpupoBaHbl CIEKTPhl JTUCCOLMAIINN, aKTUBUPOBAHHOW COYIApECHUSIMU
(JAC), BBIOpaHHBIX HOHOB-TIPEANICCTBEHHUKOB Ha TpPEX YPOBHAX DHEPTUHU

coynapenuit (10, 20 u 30 5B). YcraHnoBneHo, uto obOpasyrommuecs B xoae JIAC
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¢parMeHTHBIE HWOHBI HMACHTUYHBI HAOMIOJaeMbIM B crekTpax MWD mnpoaykToB

TpaHchopmaIuu

HIML wu

OTJIMYAK0TCA

COOTHOIIICHUECM

HUHTEHCUBHOCTEN

COOTBCTCTBYIOIIINX MM IIMKOB, 3aBUCAIIMNM OT HpPIJIO)KGHHOfI 9HCPIUHU COY,ZIapCHI/Iﬁ

(pucynku 34 - 41).
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Pucynok 34 — MC? CHEKTp JUMETHITHIpa3oHa (hopMallbIeTH A C MPETOIOKUTETHHBIMHU

oOpa3zyromumucs pparmentamu (3Heprus coynapenuii 20 3B)
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Pucynok 35 — MC* criekTp AMMETHITHIPA30HA alleTATBICTHIA C TPEAOIOKUTESIEHBIMH

obpa3zyromumucs pparmentamu (3Heprus coynapenuit 20 3B)
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Pucynok 37 — MC*® crieKTp HUTPO30AUMETHIIAMIHA C TIPEIMTOI0KUTEITLHBIMI 00pa3yOIMMHCS

¢parmeHTamu (3HEprus coynapenuii 15 sB)
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Pucynok 38 — MC? criektp auMeTHIpOPMAMULIA C PETIONOKUTEIBHBIMA o0pa3yromuMucs

OTHoCHTE ILIAS
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¢parmenTamu (3HEprus coynapenuii 20 sB)
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P HCYHOK 40 - MC CIICKTPp AUMCTUITUApA3nuaa MypaBbUHOU KUCJIOTHI C IIPECATIOJIOKUTCIIbHBIMU

oOpa3zyromumucs pparmentamu (3Heprus coynapenuit 20 3B)

e 138.1
32 oH
e E ’ o v
e (o} S
%;_a E \ N7 \CH3
C = _g \ \ l \
_g /T\I:(_‘”2 95.1
72 _§ _NH+
64 /
3 HE
3 /CHS
56 —é /N—N\
3 N arr 81.1 et =/ cr
48 3 cr, == ONH s 3
E s H,C
40 3 N\\ \
E +
E CH o o
3 681 NN _CH,
— \ R I N 33
422 C=NH \
24 //
E . HC 123.1
E LEN 109.1 '
3 ~N ¥
16 3 NH 52.1
5 3
3 28.2 | |
o AR | allill IR | | L ulli, A
8 16 24 32 40 48 58 64 72 8 88 98 104 112 120 128 1368 miz

Pucynok 41 — MC? CHEKTpP AUMETHITHApa3oHa 2-Qpypanbieruia ¢ NpeanoioKuTeTbHbIMU

obpa3zyromumucs pparmentamu (3Heprus coynapenuit 20 3B)

N3 macc-ciekTpoB BTOPOrO TOKOJICHUST HOHOB I KaXJAOTO COEIMHEHUS
BHIOpaHBI 1O  JBa  HMOHA-TIPOAYKTA,  XapaKTEPU3YIOIMIMXCS  MaKCUMaIbHO
VHTEHCUBHBIMHM CHUTHAJaMH, MPU 3TOM OAWH W3 MOJIYYECHHBIX HMOHHBIX IEPEXOJ0B

HCIIOJIB30BAJICS B KaUe€CTBE AHAIMTUUYECKOTO (C 00Jiee MHTEHCUBHBIM CHUTHAJIOM), a
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BTOpOW — monarBepxaatomiero. Ilyrem 3ammcn XpoMarorpaMM CMECH AHAJIWTOB B
pexume M3P npoBoauniiach TOHKasi HACTPOMKA 3HEPTHH COyAApeHus ¢ marom 5 3B, a
B cinydyae TMT, HHTEHCUBHOCTh MMKOB KOTOPOTO CYIIECTBEHHO 3aBUCHUT OT YHEPTUH
coyJlapeHuil B 00J1acTU €€ HU3KUX 3HaYeHUH, ucnoiab3zoBaiics mar 1 3B. [lomydeHHbie
pe3yJIbTaThl ONTUMHU3ALNUN Macc-CIeKTPOMETPUYECKOTO JNETEKTUPOBAHUS
IpeCTaBIeHbI B Ta0uIe 27.

Tabmuma 27. IlapameTpbl Macc-CIEKTPOMETPUYECKOrO JETEKTUPOBAHUS MPOAYKTOB

tpanchopmaruu HIMI' B pexxumMe MOHUTOPUHTA 33JaHHBIX PEaKIIHi.

Hon- Hon - npoaykr JHeprus OTmensieMbIi
CoenuneHue NpeaIecTBeHHHUK, ’ ”
m/z m/z coynapeHuii, 3B ¢dparment
ML @ 72 71 10 -H
57 10 —CHs
JIMTA 86 71" 10 —CH,q
44 10 ~N=CH-CH3
TMT 116 44" 7 ~N=N-N—(CHj),
72 3 —(CHg),—N-
HIMA 74 44" 5 -NO
42 20 —~CH50OH
IM®A 73 44" 5 ~N-CH;
58 5 —CH,
MT 83 56" 5 —CH=N
28 20 —C=N-N-CH,
JIMI'MK 59 vy 10 —CH,4
29 20 —(CHy),
JIMI' Dyp 138 95" 10 —~CH,~N-CHj
81 10 —(CHg3),~N-N=

*
- UCHOJIB3YCTCA MJIA PErucTpaiu aHAJIMTHICCKOI0 HOHHOT'O IMEPEX0Ja

Ha  cnemyromiem  stame  pabotel  ObuiM  moAoOpaHbl  YCJIOBHS
xpomaTorpaduueckoro pasaeneHusi. I3BecTHO, 4TO pacTBOPUTEINb MPOObI OKa3bIBaeT
CYIIECTBEHHOE BIIMSIHHE Ha BpEMEHA yACPKUBAHUS KOMIIOHEHTOB, HHTEHCUBHOCTh U
dopMy xpomarorpaUyecKux MHKOB, 3alHUCAHHBIX B pPEKUME MOHUTOPHHIa
3aJJaHHBIX peaklUud M, CJIeJ0BaTeNbHO, Ha 3(P(EKTUBHOCTh pa3JICJICHUs aHAIUTOB
[157]. B cBsi3u ¢ 3TuM, TIepBOHAYAILHO, TTPOBOIMIICS BBIOOP pacTBOpUTENs oOpaslia,
B KauyecTBE KOTOPOr0 NPUMEHSJIUCh BOJA, METAHOJ, AalleTOH, AalleTOHUTPUI,
U30MPOMAHOJ, XJopodhopM UM  AMXJOPMETaH. YUUThIBalIach JOCTYINHOCTb
COOTBETCTBYIOIIUX  BBICOKOUMCTBIX PACTBOPUTENCH, TPUTOAHBIX JJs  Macc-
CHEKTPOMETPUYECKOTO aHaju3a. YCTAaHOBJIEHO, 4YTO TPUMEHEHHE B KauecTBE
pacTBOpUTENIE BOAbl HE TO3BOJSET JOOUTHCS NpuemsieMod 3(PEGEKTUBHOCTH

pazzieieHus, a ”THTEHCUBHOCTh XpoMaTOrpaduueCcKuX MUKOB HEKOTOPBIX COSTMHEHUIM
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CYILIECTBEHHO CHMXKAETCS, BEPOATHO, 3a CYET Pa3JIOKEHUS MPU B3aUMOJCHCTBUU C
BOJISIHBIM ITAPOM B HHXKEKTOPE.

[TokazaHO, 4TO NPUMEHEHHUE AlETOHUTPWIA SBISETCA MPEANOYTUTEIbHBIM
BBHTY OOJIBIIION pa3HUIILI B TEMIIEPATYpaxX KUTIEHHUS C ONPEACIIIEMBbIMU BEIICCTBAMH.
ALIETOH, IIMPOKO HUCIOJIb3YEMbIM KAaK pAaCTBOPUTENIb U JEPUBATUZUPYIOIIUN areHT
npy ra3oxpomarorpadguueckoM ompeseicHuH ruapasuHoB [81l] Tarke okazaics
HEMIPUTOJHBIM JIJII PEIICHUST TOCTaBJICHHBIX 3aJlad BCJEJICTBHE YaCTHYHOTO
MPEBPAILCHUS] UCCIEAYEMBbIX THUIpPa3oHOB B 1,l-IuMeTunruapa3oH  aneroHa,
OoOyCJIOBIEGHHOTO  OOpaTHMOCTBhIO  peakmuu  B3ammozeiicteus  HJIMI ¢
KapOOHWIbHBIMU coenuHeHussMu [48]. [1o 3Tol ke MpUYMHE HE yIaioch JOOHTHCS
MPUEMJIEMON BOCIPOM3BOJIMMOCTH aHajlW3a IMPU MCIOJB30BAHUM CIHPTOB, IIO-
BUJIUMOMY, COJICPIKAIllUX CJICIOBbIE KOJMYECTBA COOTBETCTBYIOIIUX AJIbJIETUIIOB U
KeToHOB. Hawunmyumme pesynbTaThl OBUIM  JOCTUTHYTHI TNPU  NPUMEHEHUU
alleTOHUTPUJIA, 00JIaAI0IIET0 ONTUMAIBHONU TEMIIEpaTypOil KUMIEHUS 1JI1 XOPOIIEro
OTHEJICHUS] OT AHAJMTOB M JOCTYIMHOTO B BHJE Mpenapara BBICOKON CTENEHU
YUCTOTHI.

C uenp0 UCKIIIOYEHUS BO3MOXXHOCTH PA3JI0KEHUS JTaOMIBHBIX KOMIIOHEHTOB
poObI ONITUMU3UPOBATIACH TEMIIEpaTypa yCTPONCTBA BBOJIA. Y CTAHOBJICHO, YTO MPH
HCIIOJIB30BaHUN TemIiepatypsl 0ojiee 200°C mpoUCXOIUT CHUYKEHHUE TIIONIAIA TTHKOB
JIETKOJIETyYUX KOMIIOHEHTOB, a mpu Temmeparype Hmwke 150°C nHabmogaeTcs
YMEHBIIICHUE IUIOMAJM TMHUKOB TSDKEJIOKUISAIIMX KOMIIOHEHTOB, BBI3BAHHOE
HETMOJHBIM HCHapeHueM BemecTB. B kauecTtBe paboueil BwiOpaHa Temriieparypa
170°C.

YuuthiBas 1aOMIBHOCTh U BBICOKYIO PEAKIIMOHHYIO CITIOCOOHOCTH MPOIYKTOB
tpanchopmarmu HIIMI', a Tak:ke HEOOXOIUMOCTh UCCIEA0BATH MATPHUIIBI C BHICOKUM
COJIEp’)KaHHEM TMOCTOPOHHUX BEHIECTB (MIOYBEHHBIE SKCTPAKTHI), BAXKHYIO pPOJIb B
MOJYYEHUH JOCTOBEPHBIX PE3YJbTATOB U JOCTHKEHUU BBICOKOW UYBCTBHUTEIBHOCTH
UrpaeT MpaBUIbHBIA BbHIOOp naitHepa. B xone paOoTsl onpoOOBaHbl JaWHEPHI IS
JIEeJICHUs] TIOTOKAa CO CTEKJIOBATOM, JJAWHEpP CO CTEKJIOBATOM Oe3 JeleHHs MOTOKAa U

JaHep ISl JIeNIeHUs] TOTOKa, ¢ 4Yalledkod, Oe3 crekioBaThl. [IpumeHeHue
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MOCJICTHETO THUIAa JlaifHEpa TMO3BOJUIIO JOOUTHCS HAMOOJBIIETO COOTHOIICHUS
CUTHAJI/IITYM, COXPaHsIsi CIIOCOOHOCTh YJIaBIMBATh HEJETYy4YHne KOMIIOHEHTHI TPOOBI.
[TokazaHo, yTo BBOA MNpPOOBI 00BEMOM /10 2 MKI U C JeJeHueM moToka S5:1 He
MPUBOJUT K YXYAIMICHUIO (hOPMBI XpOMATOTpaprUUeCKNX MUKOB, TTO3BOJISS TOOUTHCS
MUHUMAJIBHBIX MPEEIOB 00HAPYKEHUS 1IEIEBBIX KOMITIOHEHTOB.

Ha 3aBepmiaromieM stane ucciieqOBaHW ONTUMH3UPOBAIAch TeMIIEpaTypHas
nporpamma Tepmoctata. HadambHas Ttemmeparypa 100°C BeiOpana wucxons u3
HEO0OXOMMOCTU YCTPAHEHUs BIUSHUS PACTBOPUTEINS HA Pa3eieHUe HUBKOKHUIISAIIUX
KOMIIOHEHTOB, a MCMOJIb30BaHUE rpaaueHTa Temieparypsl 10°C MHH = ¢ KOHEYHOI
temmeparypor 190°C mo3BONMIO MOJMHOCTBIO PA3AEIUTh AHAIUTHL. {1 OYHUCTKH
xpoMaTorpaduueckoi KOJIOHKM IOCJ€ MPOBEJICHUS aHallM3a OHA BBIJICPKUBAIACDH
npu 230°C B Teuenue 3 MuHyT. Takum 00pa3oMm, MOJTHOE BpEMs aHaJu3a COCTaBUIIO
12 mun. C 1enbio yBEJIMYEHHUs YacTOThl cOOpa JIaHHBIX MPUMEHSJIACh BpEMEHHas
IporpaMma pErucTpallii MOHHBIX TNEPEXOJ0B, MPU 3TOM [JISI BCEX HCCIEIYyEMBIX
COCIMHEHUN BpEeMs JETCKTUPOBAHUS KaXJIOW 3aJaHHOW PEAKIHNHU COCTaBIsI0 50 Mc.

[IpuMep Mony4yeHHOW XpOMaTOTPaMMBbl MPEJCTABICH HA PUCYHKE 42.

X105 AM®A

L /

£ 35

E 3 AMI®

£ 25 \ MT

3

K \

3 5 JAMIA  TMT

gl HIMA

£ 1 \

= AMIMK JMT®yp

0.5 \
16 2 25 3 35 4 45 &5 565 6 65 7 75 & 85 9 95 10 105 11 115

Bpems, Mim

Pucynok 42 - Xpomarorpamma CTaHJJapTHOT'O PacTBOPA UCCIIETYEMbIX KOMITIOHEHTOB (20 MKI/MII) B
peXMMe MOHUTOPHUHIA 3aJaHHBIX PEAKLIUN.

UccnenoBanne cTaHmapTHBIX OOpa3lOB MOKAa3ajio, YTO TIPagyHUpOBOYHBIE

3aBUCHUMOCTHU ILIOIIagn XpOMaTOI‘pa(l)I/FICCKI/IX IMMKOB OT KOHOCHTpAalWuH JIMHECHHBI

JUTI BCEX HMCCIACIyeMbIX KOMIOHEHTOB B auamazoHe 0,01-20 mr/ia u OmuchIBAIOTCS
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ypaBHeHHeM BHga Y=ax c¢ koodduumentom koppemimun (r’) Gomee 0,99.
VYCTaHOBIIEHBI ~ COOTHONIICHUS ~ MHTEHCUBHOCTEH  CHUTHAJIOB  OCHOBHOTO U
MOATBEPKIAIONIETO HMOHHBIX MEPEXOJ0B, PAaCCUUTAHBI MpeAesbl OOHAPYKEHHsS, a
TaKkK€ MUHHMAJIBHOE OMNpPEACIISIEMOE COJACpPKAHUE ISl M3y4yaeMbIX COCIMHEHHUI Ha
ocHoBe 36 u 100 KpUTEpUEB COOTBETCTBCHHO (Tabmia 28).

Tabnuua 28. MeTponornueckue XapakTepuCTUKU ONPeIeIeHUs POTyKTOB TpaHC(HOpMAaLIUU

HJMI metogom I'X-MC/MC.

Bpems CooTHoLIEHHE Ipenen MunumajibHoe
CoenuHeHHe | ylep:KUBAHHUs, | HWHTEHCHUBHOCTell | oOHapy:KeHHUs, omnpeneJsiemoe a r’
MMH HOHHBIX NIEPEX010B MKT/J1 coep:KaHue, MKI/JI
JIMI'® 2,3 1,47 0,3 1,0 137103 | 0,991
JIMI'A 2,4 1,04 0,5 1,7 26749 | 0,993
T™T 3,2 2,47 0,5 1,7 160880 | 0,990
HIMA 5,1 2,57 0,3 1,0 154572 | 0,992
JIMOA 5,3 4,15 0,9 3,0 292737 | 0,993
MT 8,7 3,55 0,4 1,3 363193 | 0,997
JIMI'Mk 9,6 1,58 2,2 7,3 52931 | 0,994
JAMI'®yp 11,3 1,34 2,3 7,6 18342 | 0,991

W3 mnpencraBieHHBIX pe3yibTaTOB BUIHO, YTO NPUMEHEHUE TEXHHUKHU
TaHJEMHON XpOMAaTOMacc-CIEKTPOMETPUU MO3BOJIIET HE TOJIBKO TOBBICHTH
CEJICKTUBHOCTh AHAIN3a HKOTOKCHUKAHTOB, HO TAaKXE PpAJUKAIBHO YBEINYUTH
JyBCTBUTEIIBHOCTh 110 cpaBHeHHI0O ¢ MerogoM I['X-MC 06e3 uCHoNb30BaHUS
NpEeIBapUTENbHBIX CTAaAUi KOHUEHTPUpPOBaHUA 00pa3loB. Tak, JOCTUTHYTbIE
npenenbl  OOHapy)KEHUs MPaKTUYEeCKH JJIsi BCEX HCCIEIOBaHHBIX MPOAYKTOB
tpanchopmarmn HIAMI™ u, B Tom uucne angs HAMA, oxa3zanuchk Ha 1-2 nopsiaka
HIDKE MPUBOIUMBIX B jutepatype [92, 93, 95]. Ocoboro BHHMaHUS B 3TOM ILIaHE
3aCIyKUBAET TUMETWITHAPa30H (GopMabAeTUaa, 1l KOTOPOro MPpUMEHEHHE METO1a
I'’X-MC/MC o0ecrieunBaeT MATUKPATHBI POCT UYYBCTBUTEIBHOCTH JIAXKE B
CpPaBHEHUU C XpOMaToOMacc-CEKTPOMETPUYECKUM OIpENEICHUEM npu
UCIIOJIb30BAHUY MPEIBAPUTEIBHON MUKPOTBEpI0(a3HOit FxcTpakimu [94].

Jlns anpo6aruu pazpaboTaHHOTO MOX0/1a OBLIN MPOAHATU3UPOBAHBI 00PA3IIHI
VIl u IX, paz6asnennsie B 100 pa3 B aneronutpusie. [Ipu 3ToM yCcTaHOBIEHO, YTO

JaXxe ThICAUYCKpaTHBIM W30bITOK 1,1-muMeTwiruapasuHa B MpoOe HE Melaer
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ONPEAECICHUID LEJIIEBbIX KOMIIOHEHTOB. Pe3ynbrarel oOmnpeneneHus MOpoJTyKTOB
tpancopmarmu HAMI npencrasiens! B Tabnuie 29.
Tabmuma 29. Conepxanue mpoaykToB Tpancopmanuu 1,1-aumerunruapasmHa B oopas3mnax

VIII u IX (mo pe3ynbTatam Tpex MapaUieIbHbIX ONPEIEICHUNH Ha YPOBHE JOBEPUTEIHLHOMN

BepositHocTH 0,95).

KoMnoneHnT Oo6pa3zen VIII, mxr/ma Oopa3zen X, MKr/mJ
IMI'® 11300 + 410 730 £50
JIMI'A 190 + 35 10+1

TMT 380+ 10 2,7+0,2
HIMA 410 + 23 15+2
JIM®DA 145+5 10,0+15

MT 79+04 6,4+11
JIMI'MK 28+ 2 22+3
JIMI'Dyp -* -*

* - He OOHapYKEHO

OueBHIHO, UYTO B aHAIM3UPYEMBIX oOpaslax oOOHApYyKUBAIOTCI BCE
uccienyeMble IPOAYKThl OKHCIUTENbHON Tpancopmanun HAMI' 3a uckimoueHneM
JIMI ®yp, obpa3oBaHre KOTOPOTO MOXKET MPOTEKATh JUIIL B MOYBAX, MPU ITOM B
KaueCTBE OCHOBHOI'O KOMIIOHEHTa BBICTYNAET AUMETHITHAPA30H (opMaibAeruja.
IIporekanue mpoueccoB okucieHuss HAMI' B uuctoM Buae U B BOJHOM pacTBOpeE
pas3nuyaeTcsi COOTHOIIEHMEM KOJUYECTB 00pa3yIoIMUXCs MPOAYKTOB, OCOOEHHO AJis
MT u IMI'MK, nosns kotopsix B oOpasue |X Beiiie Oosee yeM Ha MOpSIOK.

C uenpr0 OLEHKM BO3MOYKHOCTH MPUMEHEHHUS MpEIIaraéMoro Meroaa s
UCCJENOBAHUS OOBEKTOB OKPYKAIOIIEH Cpenbl, aHaJUu3UpOBAINCH OOpa3libl
MPUPOJHON TIOBEPXHOCTHOW BOJBI TOp(siHOrO 0OJI0Ta, OTOOpPaHHOW B paiioHe
naJicHUst OTpabOTaHHBIX YacTel paker-Hocutenek (oopasusl VI u VII). LentpanbHoii
npobiemoil mpu paboTe C TakMMU OOBEKTaMHU SBISETCS BOJHAS MaTpHIIa,
pa3z0aBiieHHe KOTOPOU alleTOHUTPUIOM HEXKETIATENIbHO C TOYKHU 3PEHUSI COXPaHEHUS
YyBCTBUTEJIBHOCTH aHajW3a, a NPSAMOM BBOJ HEIOMYCTHUM H3-3a OTPULIATEIBHOIO
BJIUSIHUS BOJBI Ha pa3[eleHue aHaIUTOB. s pemienus gaHHOW mpoOJieMbl HAMU
NPEVIOKEH TMPOCTOM TMOAXOJ, OCHOBAaHHBI HAa CMEHE paCTBOPUTENSA IyTEeM
AKCTPAKIMKM OMNPENEIsIEMbIX COEIMHEHUN aneTtoHutpuioMm. [ oOecneueHus
HECMEIIMBAEMOCTH  JKCTpPareHTa C BOAHOM  (a3oil  MpUMEHSIICS  TIPHUEM,

3aKJTFOYAIONTUICS BO BBEJIECHWM B BOAHYIO a3y H30BITKA XJIOpHUJA HATPHUS IS
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oOpa30BaHUs €ro HACKHIIIEHHOTO PacTBOPA, YTO TAKXKE CIOCOOCTBYET BHICAITMBAHUIO
aHaJIMTOB B opranmdeckuid ciod [158]. C wmcmonp3oBaHWeM MeToma «BBEIICHO-
HaWJICHO» Ha JBYX YPOBHSX KOHIIGHTpauui Tmipu padore c oOpasuom VI
YCTaHOBJICHO, YTO MPUMEHEHUE YKA3aHHOTO MOJX0Ja MPH 00BEMHOM COOTHOIICHHUH
OpraHUYEeCKOr0 PAaCTBOPUTENSI W BOJABI, paBHOM 2:1, MO3BOJISIET JOCTHYb CTEIEHU
W3BJICUCHUS JJI1 BCEX HCCIEIyeMbIX coeauHeHuin Oosee 60% (tabmuma 30), 4dro
MOYKET CUHUTATHCS BIIOJHE MPUEMIIEMBIM, YUHTHIBAsI CIOKHOCTh OOBEKTa M HU3KUU
YPOBEHb KOHIIGHTPAlUA HKOTOKCUKAHTOB. CyIIECTBEHHO 3aBBbIIICHHAs CTEIEHb
u3BnedeHust JIMI ' @yp MOKeT OOBICHITHCS MIPUCYTCTBUEM B BOJIE 00JI0Ta CIEAOBBIX
KOJIMYECTB bypdypoina, CIIOCOOHOTO 00pa30oBbIBATHCS B nporecce
TopooOpazoBaHuss U TyMUPUKAIMK TPU JIETPAJAlUUA TOJUCAXAPUTOB PACTCHHIM.
OtuM  (GaKTOM MOTYT TakkKe OOBICHATHCSA OTHOCUTEIBHO HEBBICOKHE OJIN
skcTparupyemsix JIMI'A (60-70%) u JIMI'MK (65-75%). Caenyer OTMETUTh, YTO
aHanu3 HKcTpakra oOpasna VI 6e3 100aBOK aHAIMTOB IOKAa3bIBAET OTCYTCTBHUE

ONPEAEIAEMBIX COCTMHEHNM.

Tabmuma 30. IlpoBepka NpPaBUIBHOCTH METOMWKH (IO JMAaHHBIM TPEeX MapalIeIbHBIX

OTpeieICHNI Ha YPOBHE J0BEPUTEIIbHOM BeposiTHOCTH 0,95)

CooTHoulenue
. Crenennb .
Coeannenue BBeneno, MKr/mJa Haiineno, MKr/mua aBedenmst. % HHTEHCHBHOCTEH
i HOHHBIX NEPEX0/10B
JIAMI"® 1,44 1,44 +0,13 100+ 9 1,49
0,144 0,130 + 0,014 9010 1,54
JAMI'A 1,85 1,26 £ 0,23 68 £ 12 1,03
0,185 0,110 + 0,020 59+11 1,08
TMT 1,00 1,20 £ 0,10 120 £ 10 2,26
0,100 0,114 + 0,008 114 +8 2,41
HJIMA 1,00 1,20 £ 0,20 120 + 20 2,48
0,100 0,100 + 0,016 100 + 16 2,76
JIM®DA 2,53 3,00 £0,50 119+ 20 4,21
0,253 0,220 + 0,037 8715 4,57
MT 1,16 1,40+ 0,17 122 + 15 3,81
0,116 0,090 + 0,016 78 £ 14 3,18
JIMI'Mk 0,94 0,68 £ 0,07 72+7 1,50
0,094 0,060 + 0,009 64 + 10 1,39
JAMI'®yp 1,44 2,40 £ 0,20 167 + 14 1,44
0,144 0,230 = 0,020 160 + 14 1,36

Ananmu3 skctpakTta obpasna VIl (pucynok 43), oToOpaHHOW W3 SMHIICHTPA

najieHusi oTpabOTaHHOM MEePBOM CTYNEHU PAKEThI-HOCUTES, MMOKa3al MPUCYTCTBHE B
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oOpasnax 1ByX OCHOBHbIX KOMIOHEHTOB — N,N-nmumerundopmamuna u 1-metumn-1H-

1,2,4-tpuazona ¢ kounentparusmu 0,68 + 0,08 u 0,63 £ 0,05 Mr/1 COOTBETCTBEHHO.

100 JAMID AMDA MT
, / / /

60 1

40

OTHOCHTENBHAS HHTEHCHBHOCTE, %

| _ g

1 15 2 25 3 35 4 4.5 5 55 6 8.5 7 7.5 8 85 9 95 10 105 11 115
Bpenst, MuH

Pucynok 43 - XpomaTtorpamMmMa alieTOHUTPHIBHOTO 9KCTpakTa oOpasia MOBEpXHOCTHON

BOJIbI 00JIOTa C MeCTa Ma/IeHUsl PaKeThI-HOCUTENS (MHTEHCUBHOCTH ITMKOB HOPMAJIU30BaHBbI).

Conepsxanue natu komnonentoB (HIAMA, IMI'A, IMI'®@yp, TMT, IMI'MK)
OKa3bIBAETCA HMKE JIOCTUTHYTBIX TMPEAETIOB OOHapyxkeHus. JIuilb B CJIEIOBBIX
koiuuectBax (6,9 * 1,8 Mkr/m) B Boje TopdstHOro 0Ooji0oTa C MecTa MajJieHus
OoOHapy>KHUBaeTCs TUMETWITUIIPa30H (popMaibaerua, 3T0 CUIbHO KOHTPACTUPYET C
pesyapTatamu uccienoanus oopasmnoB VI u IX u no3Bosaser npeamnosarath, 4To
JAMI'® oOpa3yeTcsi NMpeuMYyIIeCTBEHHO Ha HadaJbHBIX JTamax jgerpaganud 1,1-
TUMETWITHpa3uHa, JIMOO B Cpele C BBICOKUM COJICPKAHUEM JIMTHOTYMHUHOBBIX
BewecTB Tpanchopmanuss HIMI nporekaer no nHOMyY IyTH.

Ucnons3oBanne Texuuku ['X-MC/MC 1o3BOJSI€T CYIIECTBEHHO TOBBICUTH
YYBCTBUTEJIBHOCTh U CEJIEKTHUBHOCTH OMPEACIICHHUS IIMPOKOTO Kpyra MPOAYKTOB,
00pa3yIouXcs MpyU JAerpajalii HECUMMETPUYHOTO TUMETUITHIPA3UHA B 00BEKTaxX
OKpyxaromeid cpeapl. JlocTurHyThie mMpeaenbl OOHApYKCHHS, HaxXOJAIIUecs Ha
YpOBHE MKT/JI U MEHEE, a TAaK)Ke IUPOKUM TUHAMUYECKHUM THana3oH, 0XBaThIBAIOIINI
Oomnee YeThIpeX MOPSIAKOB, OTKPBHIBAIOT HOBBIE BO3MOKHOCTH CIICJOBOTO aHAIH3a
TOKCUYHBIX BELIECTB IMPHU MPOBEACHUU KOJOTHYECKOr0 MOHUTOPUHTA TEPPUTOPHH,

NMOABCPIKCHHBIX BIMAHUIO paKeTHO-KOCMquCKOﬁ ACATCIIBHOCTU.
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I''TABA 7. PABPABOTKA CITOCOBA OKCTPAKIIUU ITOABUKHBIX
®OPM ITPOAYKTOB TPAHC®OPMALIUA 1,1- TMMETUJITUAPASUHA
n3 11o4YB

XpoMarorpaguueckoe M XpoMaTOMAacC-CIEKTPOMETPUUYECKOE OIpeEICHNE
OpoAyKToB TpaHchopmanuu 1,l-muMeTwiruapasuHa B OOBEKTaX OKpYKaromien
cpenpl, OCOOEHHO B IIOYBAaX, HEBO3MOXKHO 0€3 NpPeIBapUTEIbHOM IOATOTOBKU
oOpasnos. B riase 1 nokazaHo, YTo UMEIOLIUECS TOAXOAbI K U3BJICUEHUIO IPOAYKTOB
tpancopmarmn H/IMI' u3 mouB HampaBieHbl Ha SKCTPAKIHMIO Y3KOTO Kpyra
KOMIIOHEHTOB, Kak IpaBWiIo, TpeOYyloT OOJbIIMX 3aTpaT BPEMEHM M HE BCEr/Aa
MO3BOJISIIOT JOOUTHCA MpUeMiIeMoil 3PppeKTUBHOCTH. B CBA3M € 3TUM, aKTyaJabHOMU
SBIISIETCS 3a/laya pa3pabOTKHU 3KCIPECCHOTO0 METOAa SKCTPAaKIMU LIUPOKOro Kpyra
IPOAYKTOB TpaHCPOpMalM HECUMMETPUYHOIO JUMETHITHIpa3uHa U3 Pa3IUUHbIX
THUIIOB MOYB C LIEJBIO MOCIEAYIOIIEr0 XpOMaTOrpapuecKoro aHaausa.

Hcxond w3 JUTEpAaTypHBIX JAaHHBIX, NPEICTABICHHBIX B pasgene 1.5, B
KauecTBE TAKOTO MeETOAa HaMU BbIOpaHa JKCTpakUus CYOKpUTHUYECKHUMH
pacTBOpUTEISIMU, OOJAfaroOmasl PsAIOM BAXKHBIX INPEUMYIIECTB IO CPAaBHEHUIO C
TPaJIULIMOHHBIMU METOAAMHM MpPOOONOATroTOBKH. lMcnonb30BaHHWE [aBleHUS Ha
ypoBHe 100 arm. w® Temmeparyp, MPEBBILAIOIIMX TEMIIEPATYPbl KUIICHHUS
pacTBopuTenel, oOecrnednBaeT OBICTpPO€ W BBHICOKOI(P(EKTHBHOE H3BJICUYCHHE
IIMPOKOIO0 Kpyra BELIECTB M3 PA3JIMYHBIX MATpPULl 3a CYET YBEIMYCHHS
kodppunrenToB b y3uu U pacTBOPSIONIEH CIOCOOHOCTH IKCTPAreHTA.

C ydeToM BO3MOXKHOCTH mpsmoro BBoja obpasia B ' X-MC/MC cucremy 6e3
JOTIOJTHUTENBHBIX ONepaluii MpoOONOArOTOBKM B KQUE€CTBE KCTpAareHTa OblT BHIOpaH
allETOHUTPUJI, BO3MOXKHOCTh MPUMEHEHUS KOTOPOro ObLia MPOJEMOHCTPUPOBAHA B
npenpaymen riaase. ONTUMHU3aLMI0 MPOLEAYyPbl 3KCTPAKLIUU MPOBOJMIN HA ABYX
oOpa3uax moyB: necuaHas nousa (oOpazen lll), xapakrepusyromas coaepkaHueM
OpPraHUYecKoro BeriecTBa MeHee 5%, u BepxoBoi Topd (oOpaser 1V), coneprkaruii

6osiee 95% opraHMYEeCcKOTO BEIIECTRA.

113



Ha mnepBoM »Tame mnpoBeA€H MOUCK TaKUX YCIOBHM SKCTPAKIHUHU MO
JABIICHUEM, TIPU KOTOPBIX JIOCTUTaeTCd MAaKCUMajbHas CTENEHb W3BJICUCHUS
MOJBWXHBIX (OPM KaXKJIOr0 KOMIIOHEHTa MNPUMEHHUTENIbHO K 00pasily IecyaHou
MOYBBl BBHUJly MEHEE CJIO0XXHOTO KOMIIOHEHTHOTO cocTraBa nociennen. llpu
NPOBEICHUH  YCKOPEHHOW  AKCTPAKIMH  CYOKPUTHYECKMMU  OPTraHUYECKUMHU
pacTBOPUTENIIMU HauOOJIbIlIEe BIUSIHUE HA d(PPEKTUBHOCTD U3BJICUYCHHS OKA3bIBAIOT
TeMIlepaTypa M NPOJOJLKUTEIBHOCTh IPOIECCa, a TAKKE HAYaJIbHOE COJECP)KaHHE
BJIATH B MCCIIETyeMOM 00pasIie.

JIns OUEHKH BIMSHUSA TEMIIEpaTypbl Ha TMOJHOTY W3BJICUCHUS, OOpa3Ibl
BO3JYIIHO CyXOrO IECKa Maccol | TI. ¢ M3BECTHBIM COAEPKAHUEM HCCIIETYyEMBIX
COEIMHEHUN MOJBEPrajIucCh SKCTPAKIUKU alueToHuTpuiaoM npu aasieHun 100 atm. C
LEJIbIO MOBBIIICHUS 3P(HEKTUBHOCTH MPOIECCa, SIKCTPAKIUS MPOBOAMIACH B 3 IIUKIA
no 10 munyT kaxasiii. Ha pucynke 44 npuBenieHa 3aBUCUMOCTD CTEIIEHU W3BJICUCHUS

JUTSL KQXKI0TO0 KOMIIOHEHTA OT TeMIeparypsl B quamnazone 50-150°C.
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Pucynok 44 — 3aBUCHMOCTb CTENIEHU U3BJI€UEeHUs TPOAYKTOB TpaHchopmanuu HAMI u3

IeCYaHol MOYBHEI OT TCMIICPATYPbI SKCTPAKIIUU.
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O4eBUHO, YTO IPOBEIECHUE MPOLIECCa MTPU TEMIIEPAType MEHEE TEMIIEPATyphI
kureHus aneroHuTpuia (82°C) sBisieTcsl He ONpPaBJaHHbBIM, IIOJHOTA U3BJICUCHUS HE
npespimaer 60-65% oT HadanmbHOTO coaepxkaHus. [Ipy MOBBIIEHNH TEMIIEPATYPHI 10
100°C  wnabmromaercsi  pe3koe  MOBbIMIEHHE  A(PGEKTUBHOCTH  HM3BJICUCHUS,
nocturaromen  90-100%  gns Bcex  KOMIOHEHTOB 32 UCKIIIOYCHHEM
TETPaMETWITETPa3eHa. DTO SIBJICHUE OOBACHSETCA JOCTUKEHHEM CYyOKpPUTHYECKOTO
COCTOSIHHMS DJKCTpareHTa. B Takux YyCIOBHSAX 3a CYET paspylIeHUs CTPYKTYpBI
pPacTBOpUTEIIS, HaOrogaeTcs CHU)KEHHE BA3KOCTH, JURIIEKTPUYECKON
IPOHUIIAEMOCTH, a TAKXKE yBEINYEHUE KO3DPUIMEHTOB TUPPY3UH U paCTBOPUMOCTH
MHOTMX OPraHMYECKHX COEOUHEHHW B OKCTpareHTe. JlambHEWIIee MNOBBIIICHHUE
temneparypsl (10 150°C) npuBOAUT K CHMKEHHUIO BBIXOJA M3Y4YaE€MbIX BELIECTB U3
MUHEPAIBHOW MaTpullbl. JlaHHOE sBJIEHUE, BEPOSATHEE BCETO, MOXKET OBITh BBI3BAHO
nerpaganued npoayktoB TpaHchopmanuu HJIMI npu noBellIeHHON Temmeparype.
Takum oOpa3oM, B KayecTBE ONTHUMAJIBHON TEMIIEpaTypbl MPOBEACHHS Ipolecca
skcTpakiuu BeiOpana 100°C.

IIpn WCIIOJNIB30BAaHUM SKCTPAKIMM IO JABJICHUEM, IIOJHOTA W3BICYCHUS
NPOIYKTOB TpaHchopmaiuu 1,1-qumeTunruapaznia U3 MO4YBbl TAKKE MOXKET CUIBHO
3aBHCETh OT KOJMYECTBA LIMKIIOB KCTPAKIIUU 00pa3lia CBeXel nmopuuen sKCTpareHTa.
[IpuHuMas BO BHUMaHKE TOT (aKT, YTO KaXKAas TOMOJHUTEIbHAS CTAAUS IKCTPAKLIUU
OPUBOJUT K CYIIECTBEHHOMY pa30aBiICHHMIO HKCTPaKTa, a, CJIEI0BaTENbHO, K
CHIDKEHUIO YYBCTBUTEJIBHOCTU TPSAMOIO OIpeAeNeHus, B paboTe omnpeeneHbl
CTENIEHU W3BJICUYCHHUS JJI KaXKIOr0 M3y4aeMOro KOMIIOHEHTA MPU MCIOJIb30BAHUH /10

TpEeX LUKJIOB 3aMEHBI CBEXKEH MOPIMEH pacTBOpUTENs (PUCYHOK 45).
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Pucynok 45 — 3aBUCHMOCTD CTETIEHU M3BJICYCHUS POAYKTOB TpaHchopmanuu HJIMI ot

KOJIMYCCTBA HUKJIOB SKCTpPAaKIHH.

O4eBUIHO, YTO YK€ TMpPU HCHOJb30BAHUU 2 UHUKIOB SKCTPAKIUHU MpPH
temneparype 100°C u gaBnenun 100 atM mocTuraercsi CTeNneHb M3BICYEHHs Oojee
80% mis kaxmoro w3 mpoAaykroB aerpagaunu HJIMI'. VYBennueHune koiaumdecTBa
IPOBOJAMMBIX IIMKJIOB CYOKPUTHUYECKON OKCTPAKIMU 10 TpeX HE NPHUBOIUT K
NOBBIIICHUIO CTENIEHU M3BJIEYEHUS, YTO MOXKET CBUJAETENIBCTBOBATH O JOCTHKEHUU
MOJTHOM SKCTPaKIMU TOJBMKHBIX (OPM HCCIETYyEeMBIX COEAMHEHUN U3 TMeCYaHOn
MOYBBI.

3HAUUTENbHBIM ~ ()AKTOPOM, OKa3bIBAIOIIMM BJIMSHME Ha [POTEKAHHE
IKCTpaKLUU, MOXKET SIBIATHCS U BIAXKHOCTh MCXOJHOrO 0oOpaslia NECYaHOMl IMOYBBHI.
Ha pucynke 46 mnpuBeaeHa 3aBUCUMOCTb CTENEHHM W3BJICUEHUS MPOIYKTOB
TpaHcpopMal HECUMMETPUYHOTO AMMETHWITUIAPA3HHA OT HAYaJbHOM BIIaKHOCTHU

nouBbl. MakcumainbHas BiaxxHOCTh (20%) BbIOpaHa 3KCHEPUMEHTAIBHBIM MYyTEM U
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Pucynok 46 — 3aBUCHMOCTD CTETIEHU M3BJICUCHUS IPOAYKTOB TpaHchopmanuu HJIMI ot

BJIQXKHOCTH 00pa3iia MUHEPAITLHOU ITOYBHI.

BrnaxHOCTh HE OKa3bIBaeT PaJMKaILHOTO BIMSHHUS Ha MPOBEACHHUE IMpoIiecca
OKCTpakimu. TemM He MeHee, pe3yJabTaThl OKCTPAKIMH W3 TECUYAHON IOYBBI
JTEMOHCTPUPYIOT TOBBIIMICHHBIC 3HAYCHUS CTCTICHEH W3BJICUCHUS I OOJBITUHCTBA
KOMIIOHEHTOB U coziepkanuu Boabl 10% u MeHee.

[ToMmuMoO TmecuaHbIX, KpaliHE BaKHO WCCIIENIOBATHh ITOYBBI, OTIMYAFOIIHECS
OOMBIINM COZEpKAHNEM OPTaHMYECKUX BEIIECTB M, COOTBETCTBEHHO, SBIISIOIIUMUCS
HanOoJiee CIOXKHBIMU JIJIsl M3ydeHusi. Hapsmy co CIIOKHBIM XMMHYECKUM COCTaBOM,
it TOpSHBIX TOYB XapaKTepHbl HHM3KWME 3HadeHus pH cpempl, 9TO MOXKET
MPUBOJUTh K WHTEHCU(DUKAIIUU TIPOIECCOB XUMUYECKUX MPEBPAIICHUN MPOIYKTOB
Tpanchopmarm  1,1-muMeTUNTHApPAa3MHA TP TOBBIMIEHHBIX TEMIIEpaTypax B

npolecce 3KcTpakuuu. Benmnumna pH oxas3biBaeT BiIMSHUE HA CTAOMIBHOCTH
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TUAPA30HOB, IMOCKOJIBKY B KHCIBIX Cpelax JJaHHbIE COEIWHEHHUS IOJIBepraroTCs
runponmsy [48]. Kpome nerpamanmum npu HH3KMX 3HaYeHMsX pH, BO3MOXHO
MPOTEKaHUE MPOIECCOB CBS3BIBAHUS a30TCOJCPXKAIIUX OCHOBHBIX COCAMHEHHH C
KHUCIBIMU TPYIIIaMUd TYMHHOBBIX BEIIECTB MO THUITY peakluil 0Opa3oBaHUs COJEH C
HOHOOOMEHHBIM MEXaHU3MOM.

Baxxnoit 0c00€HHOCTBIO TOP(MSAHBIX MOYB, OTIMYAIONIEH UX OT MUHEPAJIbHBIX,
SIBIISIETCSl BBICOKAsl BJIATOEMKOCTh — COJEpXKaHUe BiIaru MoxeT gocturatb 90% u
oonee. I[lpucyrcTBue Biarm CcrnocoOHO OKa3bIBaTh CYIIECTBEHHOE BIMSHHE Ha
IpOIECC OKCTPAKLMHU, 3a CYeT JEHCTBUS TakuxX (AKTOpOB, Kak HaOyxaHHe
MOJIUMEPHON MaTpHUIbl 00pasiia, U3MEHEHUE KUCIOTHOCTH TYMHHOBBIX BEIIECTB, a
TaKk)K€ BO3MOXKHOCTb THUIPOJIMTUYECKUX IPEBPAIICHUNH HEKOTOPBIX H3BIEKAEMbIX
KOMIIOHEHTOB. B CBsI3W ¢ 3TUM, DKCHEPUMEHTHI MO YCKOPEHHOH AKCTPAKIHMH W3
TOP(MSHBIX [MOYB MPOBOJWINCH HAMU HAa TPEX YPOBHAX BIAXKHOCTH: C MIPUMEHEHHEM
BO3NyIIHO-CyXol mouBbl (10% BimaxHocTH), a Takxke oOpasuoB Topda ¢
conepkanreM Boabl 45% u 60%. st noctuxkeHus TpeOyemMoro BIarocoAepkKanus K
HABECKE BO3YILIHO-CYXOTro TOpda [100aBiIsIM 33JaHHOE KOJUYECTBO BOJBI U
BBIICP)KMBAIA B TEPMETHUHBIX €MKOCTSIX B TEUYEHHE 3 CYTOK MPH MEPUOTUIECKOM
nepeMelnBaHuH.

[lomyueHHble pe3ynbTaThl AKCTPAKUUM (PUCYHOK 47) AEMOHCTPUPYIOT, YTO
OKCTPAKIMS THAPA30HOB W TETPAMETHITETPa3eHa HEBO3MOXKHA B  YCIOBUSX,
noJ00paHHBIX JUIsi TECYaHOM TIIOYBBI, IOJIYYEHHbIC CTENEHU W3BJICUCHUS HE
npepbimaroT 10% (20% B cinydae auMmerwiaruapasona 2-gypanbaeruaa). Huskue
CTETICHH W3BICYCHUS THUIPA30HOB MOTYT OOBSICHATHCS HMMEHHO BenuunHoil pH
Topda, BBI3BIBAIOIICH JErpajalldi0 JaHHOTO KJjacca COEOUHEHHMM, a BBICOKas
TEeMIepaTypa Mpolecca W3BICYCHHUS MOXKET HHTEHCHU(UIIMPOBATH ATOT MPOIECC.
Ocoboe BHMMaHME cieayeT oOpaTUTh Ha HM3BICYCHUE TAKOTO BBICOKOTOKCHYHOTO
npoaykra TpaHchopmanuu 1,1-muMeTHITHApasuHa KaK HUTPO30AMMETHIIAMHUHA.
HJIMA npakThuecKu MOJHOCThIO U3BJIEKAETCS AllETOHUTPUIIOM U3 TOP(PSHOM MOYBBI
B YCIIOBUSIX SKCTPaKIUU MO AaBlieHueM. BiaxxHocTs oOpasiia, Kak U B ciIydae rnecka,

HC OKa3bIBACT CYIICCTBCHHOI'O BJIIMAHWA HA PE3YJbTAT SKCTPAKIIHH.
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Pucynok 47 — 3aBUCHMOCTD CTETIEHU M3BJICYCHUS POAYKTOB TpaHchopmanuu HJIMI ot
BJIQXKHOCTH 00pasia TOp(sHOH MOYBBI. DKCTPAKIIUS alleTOHUTPIIIOM, Temmeparypal 00°C,
nasnenue 100 at™, 2 nukiia skcTpakiuu 1o 10 MUH KaxabIi.

YuuTteiBass BBICOKOE COACPIKAaHUC BJIar B TOp(I)fIHOfI [IOYBE€ B €CTCCTBCHHBIX
YCIOBUSIX, [JIi  MCKJIIOUCHHS  JIONMOJHUTEIBHOM  cTaguu  IPOoOONOATOTOBKHU
(BBICYIHI/IBaHI/ISI) 06pa31103, CIIOCOOHOI IMPUBOAUTL K IIOTCPC LCIICBBIX KOMIIOHCHTOB
M TOPOTEKaHWUsS  XMMHUYECKUX  MPEBpPALCHUM, NAIBHEWIINE  AKCIEPUMEHTHI
MIPOBOIUIINCH C TOP(SHOM TTOUBOH C BIAXKHOCTHIO 60%.

VBenuueHue CTEeNeHM U3BJICUCHUS HCCIICAYCMBIX BCHICCTB MOKCT OBITh
OCYIIECTBJICHO TIOCIIE CO3/IaHus MIEJIOYHOM cpebl B 00pasie Topda. [ atux menei
HGO6XOI[I/IMO HGfITpEUIPIZ%OBEITB KHCJIBIC TPYIIIIBI OPTaHNYCCKHUX BCIICCTB Top(i)a. I[JI?I
ITUX Heﬂeﬁ BI:IGpaH THAPOKCUIA 6apI/I$I, 06J'IaI[aIOI_HI/II71 pAaAoM  TPCUMYIICCTB:
CIIOCOOEH C03/1aBaTh CUJIBLHOIIEIOUHYIO Cpealy, 00pa3yeT ¢ TYMUHOBBIMU KHCJIOTaMHU
MajopacTBOPUMBIC COJIM, TEPMHUYECKH CTAOWJIEH U, YYHUTHIBas HEOOXOIMMOCTh
MOCJIEAYIOIETO BBOJA AKCTPAKTa B Ta30BbIM xpomaTtorpad, SIBIASETCS HEIEeTy4YrM

BCIICCTBOM.
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B cBsi3u ¢ HU3KOH pacTBOPUMOCTBIO THAPOKCHAA Oapusi B alleTOHUTPUIIE,
s ¢dekTuBHAsS HEUTpanu3als KHCIOTHBIX TPYII MOYBEHHOro cyOcTpara Oyaer
3arpyaHeHa. C LENIpl0 IPEOAOJIEHHs] JAHHOIO NPEMATCTBUS HaMU MCCIIEA0BajoCh
BIMSIHUE J1I00aBKM BOJBI B OJKCTpareHT, a Takxke O3(PQeKT OT BapbUPOBAHUSA
KOJINYECTBA TUAPOKCcHIA Oapusi IO OTHOIIEHHUIO K Macce TOp(sHOM MOYBBI (PHCYHOK
48).
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Pucynok 48 — 3aBrcHMOCTb CTETIEHU U3BJI€UEHUS NMPOyKTOB TpaHchopmaruu HAMI ot noGaBku
TUAPOKCHIAa Oapus TP UCTIOIB30BAHUH B KauecTBe dKkcTpareHTa 10% BOIbI B allEeTOHUTPUIIE.

CreneHn W3BJCUYEHUS [JI HUTPO3OJMMETHIIAMHHA, JuMeTHiIhopMamuia,
JTAMETUIITUIPA3UIA MYPABbUHOW KHCIIOTHI MTPAKTUYECKH HE 3aBUCAT OT COJICPKAHUS
niesiour u coctaBisitoT nopsaka 80-100% npu nodaske Ba(OH), na ypoue 50% ot
Macchl aOCOJIIOTHO CyXoro oOpasna TOp(hSHOW MOYBbI. AHAJIOTUYHOE TMOBEICHUE
HaOmomaercst st 1-metmn-1,2,4-tpuaszosia, OJHAKO, W3BJEYEHUE ISl JIAHHOTO
KOMIIOHEHTa TpHU CO3JaHUM IIeJI0YHOM cpeabl mnpesbimaer 110%, yTto MoxkeT
CBUJIETEIILCTBOBATh O BO3MOXKHOM MPOTEKaHUM TIporeccoB obOpazoBanus MT B
YCJIOBUSIX DKCTPAKIMU TOJ] JAaBJICHUEM M3 JAPYTHUX MPOIYKTOB TpaHchopmaruu u

KOMIIOHEHTOB Topa.
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JIist TeTpaMeTunTeTpa3eHa W IUMETUITHAPA30HOB XapaKTEPHO YBEITUYCHHE
3¢ (HEKTUBHOCTH TIpoliecca SKCTPAKIIUU TIPH TOBBIMIEHUN COACPIKAHUS THUAPOKCHIA
Oapus B oOpaslie, TPy 3TOM MAKCUMYM HaO0JII0AaeTCsl TPU COOTHOIICHUU TUIAPOKCHIA
Oapus u Topda B mepecueTe Ha aOCOIIOTHO CyXou oOpaser] paBHOM 2,5. JlanpHeiiiee
3alleJIauBaHUe TTOYBBI IPUBOJIUT K CHHXKEHUIO CTETICHH U3BJICYEHHS] KOMITOHEHTOB.

Takum oOpazoM, onTuUMalibHOM cienyeT cuutaTh no6aBky Ba(OH),x8H,O
paBuyi0 250% ot HaBecku oOpaslia TOPQSHON MOYBHI B Mepecuere Ha aOCOIIOTHO
CyXO€ BEIIECTBO, MPU OTOM CTENEHU U3BICUEHUS [JIsI BCEX MCCIEIyEeMBIX
KOMITOHEHTOB HaXOZATCS B JUana3zoHe Bbliie 75%.

B xozme BbImoHEHHsS pPabOThl MPOBEAEHO CcpaBHEHUE H(P(PEKTUBHOCTH
pa3pabOTaHHOTO TMOAXOJa C M3BECTHBIMU B  JIUTEPAType  YIbTPa3BYKOBOMH
aKcTpakiueil m skcrpakmuerd mo Cokcnery [92, 93]. OOpaboTKy yiIbTpa3ByKOM
npoBouiIM B TedeHue 30 MUH, PU 3TOM B KAdeCTBE HDKCTpPAreHTa NMPUMEHSIICA
areronuTpuia (Y3-1), aneronurpun ¢ po6aBkoit 10% Boxbl (Y3-2), a Taxxke 10%
BOJbI B aIllCTOHUTpWIIE C J00aBKOM TuApoKcuaa Oapus K oOpasiy Topda,
COOTHOIIICHHE IIeSI0Yb:TOPd cocTaBisuio 2,5:1 (Y3-3).

Oxcrpakiuio 1o Coxcnery mnpoBoauiau aretoHutpwioMm (Cokcner-1) u
meranosioM (Coxkcier-2) B TedeHue 6 4acoB, MOJTYUYEHHBIE SKCTPAKTHI CYIIWIH O]
BakyyMoM. CyXxoW OCTaTOK pacTBOpsUICSI B AallCTOHUTPUJIE ¥ BBOJAWICA B
XpoMarorpauueckyro cucteMy. BBIMONHSIOCHh O TPU NapajUIeNbHBIX MPOLEIYPHI
W3BJICYEHUS, TOrPEIIHOCTh IKCTPAKIMU BO BcCeX ciaydasx He mnpebimana 20%.
PesynbpTaTel, mpuBencHHBIC B Tabiuie 31, CBHIETEILCTBYIOT, YTO TPUMCHCHHE
OKCTPAKIMU TOJl JABJICHHUEM IIO3BOJISIET JOCTHYh MAaKCHUMAJbHBIX CTEIEHEH
U3BJICUCHUS [T BCEX  MCCIENYyeMBIX TMPOIyKTOB  TpaHchopmammu  1,1-
JTUMETUITHAPA3UHA 110 CPABHEHUIO C YJIbTPA3BYKOBOW AKCTPAKIIMEW U DKCTPAKIUEH
o Cokciery.

Od4eBUIHO, 4YTO KOHIEHTPUPOBAHHWE OJKCTPAKTOB TMOJ BaKyyMOM B
COOTBETCTBUHM C JIUTEpaTypHOU Metoaukoi [93] mpuBomuT K motepe HambOosee
JIETYYUX KOMIIOHEHTOB: MUMETUITHIpa3oHa (QopMaibieruja U JUMETHITHAPA30HA

areTaJbIeTuIa.
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Tabmuma 31. Pesynbratsl cpaBHEeHUS 3PGEKTHBHOCTH PA3TMYHBIX METOJOB IKCTPAKIIMH U3

TOP(SAHON OYBBI.

Jxcrparupyemblii | CTelneHb H3BJI€YEHHs B 33aBUCHMOCTH OT TeXHUKH IKCTPAKUUH, Yo
KOMIIOHEHT ¥3-1 ¥3-2 ¥3-3 Coxcaer -1 Coxcaer -2 ASE
JIMI"® 11 9 7 H.I1.0.* H.T1.O. 83
JIMI'A 4 4 2 H.IL.O. H.IL.O. 93
TMT 36 36 36 H.ILO. H.IL.O. 77
HJIMA 79 84 84 36 30 98
JIMOA 70 74 72 94 88 92
MT 70 71 69 94 64 117
JIMI'MK 83 86 83 94 75 94
ﬂMF@yp 28 20 17 H.IL.O. H.IL.O. 97

- HIDKE TIpeziesia 0OHapy )KeHusl.

Hcxons u3 4yBCTBUTEIBHOCTH pa3pabOTAHHOTO MOAXO0AAa K ONPEAEIICHUIO
L[EJIEBbIX KOMIIOHEHTOB METOAOM I'a30BOI TaHJAEMHON XpOMAaTOMaCC-CIIEKTPOMETPHUU
(CmaBa 6) u cTeneHW W3BIICYCHUSI AaHAUTOB, PACCUYMTAHBI MIPEICIIBI OOHAPYKCHUS U
MUHUMAaJIbHOE OIpEAesieMoe coAepkKaHue B Topde A KaKIOro COEIUHEHUs B
nepecyeTe Ha abCOMIOTHO Ccyxoil oOpazen. Emie omHONM BakKHOW XapaKTEPUCTHKOMH,
YYHUTBIBAEMOU npu pa3paboTke METOAUKN AKCTPaKIIMH, ABJIIETCSA
BOCIIPOM3BOJAMMOCTE Tpouecca. JlJIsi OLEHKHM JaHHOW BEJIMYMHBI ITPOBEICHO CEMb
napamuiensHeix ASE-skcTpakmmii u3 00pas3moB Topda ¢ M3BECTHBIM COAEPKaHHEM
OpOAYKTOB TpaHchopManuu 1,1-aumerunruapasuHa OJM3KUM K MHUHUMAJIbHOMY

onpenensieMoMy cojepkanuio. [lomydeHHble pe3yabTaThl MPEACTABICHBl B Ta0JIULIE
32.

Tabmuma 32. Metponorndyeckne XapakTEpPHCTHUKH TPOLEAYPHI OINPENENICHUsT MPOTYyKTOB
tpancopmanuu HIIMI B TopdsiHoii nouBe (110 AaHHBIM 7 MapajuleIbHBIX ONpeAeTeHU Ha YPOBHE

JIOBEpUTEIbHOM BepositHocTH (,95).

MunuManbHoe
Ipenen Crenenb
ompenae/sieMoe IHorpemHnocrs,
KomMmmnonenT | oOHapyxeHus, U3BJICYCHHUS, o
coJep:KaHue, MKI/KT )
MKTI/KT a.C.B. LGB %

JIMI'® 12 40 77 8
JIMI'A 19 63 81 11
TMT 20 66 75 14
HIAMA 9 30 98 6
JIMOA 29 96 93 9
MT 10 33 116 8
JIMI'MK 70 231 94 8
JAMI dyp 73 241 95 10
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IIpuBeneHHple JaHHBIE JEMOHCTPUPYIOT, YTO NPEIIAraeMbld  IOAXOL
XapaKTepU3yeTCs BBICOKOM CTENEHBI0 BOCHPOM3BOAMMOCTH — OTHOCHUTEIIBHOE
OTKJIOHEHHE OT CPEIHEr0 3HA4YCHMs ONPEAEIAEMON KOHIICHTPAlMM HE IMPEBBIIIACT
15%.

Pa3paboTaHHbIi MOAXOJ XapaKTEpU3yeTCs BBICOKOM YYBCTBUTEJIBHOCTBIO U
JOCTUTaeMble TPEesibl OOHAPYKEHUS B IOYBE CYIIECTBEHHO HI)KE HMMEIOLIUXCS B
JaUTepaType AaHHBIX AJIS Y3KOTO Kpyra mpoaykToB TpaHncopmaruu. Tak, Hampumep,
st JIM®A  dyBCTBUTENBHOCTH  OIPENENICHUs, OCHOBAaHHOTO HA COYETAHHUH
DKCTPAKLUHU MO JABJICHUEM C Fa30BOM TAHIEMHOM XpOMAaTOMAaCC-CIIEKTPOMETPUEN, B
1,5 pa3a BbIIIIE 10 CPABHEHUIO C IAHHBIMHU, MpeIcTaBIeHHBIMU B padote [91]. [Ipenen
oOHapyxkeHust nansi 1-metmn-1,2,4-tpuazona B 2 pa3a HIDKE [0 CPABHEHUIO C
METOI0M, OCHOBAaHHOM Ha JKCTpakKIuu MeraHojoM B ammapare Cokcnera [93], u Ha
HIOPSIIOK HUKE, YeM TIPU MCIIOJIh30BaHUH alleTOHA B KauecTBe dKcTpareHTa [92].

IIpoBeneHa OLIEHKa BO3MOXHOCTH IIPUMEHEHMs IIPEAJIaraeéMoro Meroaa
u3BJeUeHUd NpoAyKToB TpaHchopmauuu HJIMI' u3 TopdsHBIX MOYB Ha pa3HbIX
YPOBHSIX KOHLEHTpauuu aHaIuToB. C 3TOM LENBI0 IPOBEIEHBI SKCTPAKLMHM W3
oOpa3uoB Top(da C KOHLEHTpauued Ha YpPOBHE MHUHUMAJIBHOTO OMNpPENEIsEMOro
COJIEpKaHus, a TAK)KE C KOHIICHTpAMEH Ha MOPSIOK BbIIIE 3TOW BETUYHMHBI (TabnuIa
33).

Tabmuua 33. Pe3ynbraTel BadMJanMM CrIoco0a SKCTPAKIMKM Ha Pa3HBIX YPOBHAX

KOHICHTpAlUH (HO JaHHBIM 3 napaJjiiCJIbHBIX onpeneneHHﬁ Ha YpPOBHC Z[OBepI/ITeHBHOI\/’I

BepostHocTH (,95).

JKCeTparupyemoe BBeneno, MKI/kr a.c.B. Haiineno, MKI/Kr a.c.B. IHoanora

coelUHeHHue u3BJeYeHus, %

JAMI ' 360 260 + 22 72

3600 2800 +340 78

JIMTI'A 375 340 + 36 91

3750 3200 +£410 85

T™T 300 210 + 18 70

3000 2200 + 290 73

HIMA 300 270 £ 15 90

3000 2900 + 320 97

JIM®DA 380 330+ 30 87

3800 3600 + 340 95

MT 350 320+ 20 91

3500 3900 + 440 111

JIMI'MK 320 230+ 12 72

3200 3000 + 230 94

JAMI'®yp 430 330 + 26 77

4300 4100 + 610 95
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O4eBUOHO, YTO NPUMEHEHUE HSKCTPAKUMK TOJ JABJIECHUEM IO3BOJSET
U3BJIEKaTh BOCEMb OCHOBHBIX MPOAYKTOB TpaHC(HOpPMAIUU C BBICOKUMHU CTETECHSIMU
skcTpakiuu (06onee 70%) Kak Npu BBICOKOM COJAEpPKAHUM, TaK U HAa YpPOBHSX,
OJIN3KMM K MUHUMAJIBHO ONPEIEIAEMbIM KOHLIIEHTPALUSM.

Jia anpobanmu pa3zpaboTaHHOTO MHojxofa OblUla IpoaHaJIW3MpoBaHa IMpoda
Top(siHON OOJOTHOM MOYBBI, OTOOpPaHHAs B AMIUIEHTPE MECTa MaJEHUS PaKeThl-
Hocutens «l{ukmon» (oOpaszen V) ¢ UCONp30BaHUEM TPEABAPUTEIHLHON YCKOPEHHOM
OKCTPAKIUN CYOKPUTHUYECKUMHU pacTBopuTensiMu. IlomyueHHas Xxpomarorpamma

Mpe/IcTaBlIeHa Ha pucyHKe 49.
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Pucynok 49 — XpomaTorpamma skcTpakta oopasia TopdstHoit 00JI0THON OYBBI, OTOOPAaHHOTO B
AMUILIEHTPE MeCTa NaJicHNusl pakeTbl-HOCUTENS «L{MKIIOH», OJy4YEeHHOTO ¢ UCIIOJIB30BaHUEM METOAA

OKCTpAaKIUHU IO HaBJICHUCM.

B oakcTtpakTte oOpasma oOHapy)XKMBaeTcs IIECTh W3 BOCBMH H3Y4aeMBIX
KOMIIOHEHTOB: TUMETWITHAPA30H dbopmanpaeruaia, JTUMETHITHIPA30H
areTajbJeruaa, HUTpOo30AuMeTHIIaMHH, AuMeTuiipopmamua, 1-metwmn-1,2,4-Tpuason,
JTUMETWITHPA3U]l MypPaBbUHOM KUCIIOTHI.

ITomumo razoxpomarorpaduueckoro OTIpEICIICHUS MPOJTYKTOB
tpancopmaruu 1,1-guMeTUNTHAPa3MHA TPOBEJCHA OICHKA BO3MOXKHOCTH BBOJA

MMOJYYCHHOIO AalCTOHUTPHUIIBHOI'O JSKCTpaKTa B )KI/IJIKOCTHBIﬁ XpOMaTOFpa(l) C
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TaHJIEMHBIM  MAacCC-CHEKTPOMETPUYECKUM  JIETEKTUPOBAHMEM B  PEXKUMAX
MOHOOOMEHHOTO U THAPOQPHIBHOTO pa3ielieHus, OMHCAHHBIX B TyaBax 4 u 5.
YyuThiBas HaJIM4KUE TUAPOKCHAA Oapus B DKCTPAKTaX, MPOBOAMIIN MPEIBAPUTEIHHYIO
HelTpanu3anuio o0pas3oB A0 3HaueHuid PH B nuamazone 4 - 5 ¢ MpUMEHEHHEM
cepHoit kucnotbl. Ocanok cynbdarta Oapusi ordyrossiBasu, ¢yratr (GUILTPOBAIU
yepe3  IINPHUIEBOM  HEWJIOHOBBIM  MeMOpaHHbIM (QWIBTp W  BBOAWIM B
xpomatorpaduueckyro cucremy. [Ipumep xpomaTorpaMMbl, TOJTYYEHHOW B PEXKHUME

HILIC-MC/MC npencrasieH Ha pucyHke 50.
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Pucynok 50 — Xpomarorpamma 3kcTpakta oopasia Top¢psHoil 00JI0THON MOYBbI, OTOOPAHHOTO B
SIUIIEHTPE MeCTa MaJeHUs pakeThl-HocuTeNs « [ {UKII0OHY, TOTYy4eHHOTO ¢ UCTIONB30BaHUEM METOAA
sKcTpakiuu noj nasneHuem, B pexkume HILIC-MC/MC, rne 1 — IM®A, 2 - MT, 3 - TMT, 4 —
IMTI'y, 5—HJIMI', 6 — MI".

PesynbraThl aHanmm3a sKCTpakTa METOJIaMH Ta30BOM, MOHHOW U TUAPO(DUIEHOMN
xpomaTorpaduu ¢ JIETCKTHPOBAHHEM B PEKMME MOHHMTOPHHTA 3aJaHHBIX PEaKIUil
npecTaBieHbl B Ta0uie 34.

Takum o00Opa3oM, MOXXHO OTMETHTh, YTO B Ka4eCTBE OCHOBHOTO TMPOIYKTa
TpaHcopMallMu B TMOYBAX C BBICOKMM COJIEPKAHUEM OPraHUYECKOrO BEIIECTBA
BbIcTynaer 1-merun-1,2,4-tpuazon.
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[IpuBeneHHbIe PE3yNbTAThl CBUACTEIBCTBYIOT, YTO alleTOHUTPWIbHBIN ASE
AKCTPAKT MNPUTOJEH HE TOJBKO JJISI ra30XpoMaTorpaduueckoro onpeaesieHusi, HO U
JUISL KUJKOCTHOU TaHJIEMHOU XpOMAaTOMAacC-CIIEKTPOMETPHUH nocJe
MpeABaAPUTEILHON HeUTpallu3aluu Tuipokcuia 0apus cepHoil kucnoToul. [Ipu aTom
CIE€AyeT OTMETUTh CXOXKECThb pE3yJbTaTOB, IOJYYEHHBIX PA3HBIMA METOJIAMH,

OCO6GHHO, YUHUTBIBAS HU3KHWC KOHLOCHTPAIIMU aHAJIMTOB B IIOYBC.

Tabmuma 34. Pesynbratel ompenenenus HJIMIT u mpoaykToB ero TpaHchopManuu B

JKCTpakTe obpasma V.

KonunenTpanus B 06pa3ue nouBbl, MI/KrI a.c.B.
KoMmnonent I'azoBas Honnasn I'mapodpunbHas
xpomarorpadus xpomarorpadus xpomartorpapus

JIMT'® 1,0+0,1 - -
JAMI'A 2,1 +0,2 - -
T™T menee 0,02 menee 0,03 0,011 + 0,001
HIMA 0,04 + 0,003 Menee 0,34 menee 0,17
JAM®DA 1,4 £0,2 16+0,2 1,7+0,2
MT 135+15 16+1 15+1
JAMI'MK 0,13+0,01 0,10+0,01 -
JAMI ®@yp menee 0,07 - -
HAMI' - 7,7+0,9 8,6+0,8
MI - 10+1 10+1
AMI'y - 0,018 + 0,001 0,025 + 0,004

- KOMITIOHCHT HC ONPCACIIACTCA JaHHBIM METOJ0M.

Pa3paGoTtanHblii TOAXOJ  W3BICYCHHS, OCHOBAHHBIA HAa TMPUMEHEHHUH
HKCTPAKIUHN CYOKPUTUYECKUM alleTOHUTPUIIOM, MO3BOJISET 3KCTPArupoBaTh BOCEMb
OCHOBHBIX MPOAYKTOB TpaHcopmanuu 1,1-muMeTunruapasuia U3 MOYB pa3InyHBIX
THIIOB ITI0YB U XAPAKTEPU3YETCs BBICOKOW CTEIIEHBIO U3BJICUYCHUS U DKCIIPECCHOCTHIO.
Coueranus skcrpakiuu ASE ¢ ra3oBoii TaHZEMHON XpoMaTOMacC-CIEKTPOMETpHEn
o0ecreynBaeT BHICOKYIO YyBCTBUTEIBHOCTh aHAJIM3a U HE TPEOYIOT TONOJIHUTEIbHBIX

oreparuii mpoOOITOATOTOBKH.
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BbIBO/1bI

1. TlpennoxkeH MOAXOA /JIsA YCTAHOBJICHHUS Kpyra MPOAYKTOB TpaHChHOpMAIHH
1,1-numerunruapasuta B MOYBAax, OCHOBAHHBIN Ha IPUMEHECHHUH
TEPMOICCOPOIIMOHHON Ta30BOM XpomaTomacc-crekTpoMmerpuu. [lokazano, 49to B
MOYBaX C BBICOKUM COJICP)KaHUEM OPTaHMUYECKOTO BEIECTBa OOHAPYKUBAETCs OoJiee
JBA/ILIATH KOMIIOHEHTOB.

2. W3ydeHsl mpolecchl reHepanud HOHOB 1,1-auMeTmiruapa3suHa W OCHOBHBIX
MPOJIYKTOB €ro TpaHChOpMAlMK B PEKUMMAax HOHU3ALMHU AJIEKTPOPACIBUICHUEM,
XUMHUYECKON MOHU3ALUU TPU aTMOC(EPHOM JABICHUH U UOHU3AIMH AJIEKTPOHAMHU.
PaccmoTpensl myTH JAHMCCOLMAIMU, AaKTUBHUPOBAHHOW COYJIAapEHUSIMU, BBIOpaHBI
MOHHBIE MEPEXO0Ibl JUIsl BCEX HCCIEIYEMBIX AHAJIUTOB C LEJbIO JETEKTUPOBAHUS B
peKUME MOHUTOPUHTA 33JIaHHBIX PEAKIIHi.

3. Ilpennmocker  momxox  JJIi  OAHOBPEMEHHOTO OIIpeICIICHUS I,1-
TUMETWITUIIpa3WHa,  METWITHApPAa3uHa,  JUMETWITYaHUJUHA,  TeTpamMeTHiI-2-
TeTpa3eHa, JUMETWIpopMaMHIa, HUTPO3OAUMETWIaMuHa, |-metwmi-1H-1,2 4-
TpUaszojia U JUMETWITHAPA3UAa MYpPaBbUHON KHCIOThI, OCHOBAHHBI HA COYETAHHUU
MOHOXPOMATOrpauueckoro pasiesieHuss Ha CyJb()HOKaTHOHOOOMEHHOM COpOEHTE ¢
TaHJIEMHBIM MacCC-CIIEKTPOMETPUUECKUM JIETEKTUPOBAHUEM B PEKUME MOHUTOPUHTA
3aJlaHHBIX ~ peakuuil. M3ydeHo  BiMSHME Ha  YYBCTBUTEJIBHOCTH  Macc-
CHEKTPOMETPUYECKOrO JETEKTUPOBAHUS HMOHHOM CHJIbI TNOABMXHOW (da3bl, pH,
MPUPOBI M KOHIIEHTPAIMU OpraHuyecKkoro moaudukaropa. JJOCTUTHYTHIE TPEaeIbl
oOHapyxeHus HaxoaaTcsa B auama3one 0,03-20 ur/mi, uro Ha 1-2 mopsaka HUXE 110
cpaBHeHuto ¢ MetogoM BOXKX-MC. IlonyueHHble 3HaU€HHsI IPEEIOB OOHAPYKEHUS
mrs HIMIT w merwnruapasvHa CONOCTaBUMBI € XapaKTEPUCTUKAMM  METO/IA,
OCHOBAaHHOT'O Ha HCIIOJb30BAaHUM aMIIEPOMETPUUYECKOTO JICTCKTUPOBAHUSI, TIPU
CYILIECTBEHHO OOJIBIIIEH CEJIEKTUBHOCTH OTNPEICTICHUS.

4. N3y4eHo noBeAECHUE HECUMMETPUYHOTO JUMETHITHApa3uHa, METUITHIPA3UHA,
TeTpaMETHJITETpa3eHa, TUMETIITYaHUIMHA, HUTPO30AUMETUIaMuHa, 1-meTmn-1,2,4-
Tpuasoia, AUMETWIPopMaMuia Ha LIBUTTEPUOHHOM COpPOEHTE M THAPOPUIHLHOM
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xpomarorpadun. M3ydeno BiusiHre HOHHOW Crutbl, pH 1 copepkaHus alleTOHUTpUIIA
B DIIIOGHTE Ha Xpomarorpapuyeckoe pas3iefieHHe aHaJuTOB, a TaKXke Ha
WHTEHCUBHOCTb CHTHAJIa MPU JIETEKTUPOBAHUM B PEKUME MOHHUTOPHHIA 3aJaHHBIX
peakuuii. YCTaHOBJIEHO, YTO ONTHUMAIbHOE Pa3JeleHUE KOMIIOHEHTOB JOCTHIAaeTCs
IPU UCIOJIB30BAaHUM B KayeCTBE MOJIBMXKHOM (hpa3bl CMECH aleToOHuTpuia ¢ 25 MM
dbopmuatHeiM OydepHbiM pacTBopoM ¢ pH paBHbIM 2,5 B cootHomeHun 80:20
COOTBETCTBEHHO. [lokazana  BO3MOXHOCTH IPUMEHEHUSI  TPaJUEHTHOIO
samoupoBanus. Mcnonb3oBanue  ruApoduIbHONM  XpomaTorpaduu  MO3BOJISET
COKpaTUTh B JIBa pa3a BpeMs aHajdW3a M CHU3WUTH Ipeaenbl oOHapykenus ans 1,1-
TUMETUITHIpa3iHa, TETPpaMETHUII-2-TeTpa3eHa W METWITHApaswHa B 3-8 pa3 1o
CPaBHEHHUIO C HMOHOXpoMarorpaduueckum pasjelieHieM ¢ TaHAEMHBIM Macc-
CIIEKTPOMETPUUECKUM JIETEKTUPOBAHUEM.

5. IlpennoxkeH cnocoO BHICOKOUYBCTBUTEIBHOTO OJHOBPEMEHHOTO OIpPEACIICHHUS
BOCBMHU  OCHOBHBIX  NPOJYKTOB  OKUCIUTENbHOM  TpaHcopmaruu  1,1-
JTUMETWITHIpa3uHa, IIUPOKO MCIOIb3YEMOr0 B KayeCTBE PAKETHOrO TOIUIMBA
(numetwnruapasona  dopmanbaeruga, — JUMETWITHUIpa3oHa  aleTallbJeruaa,
auMeTuiITHapazona  2-pypampneruga,  1,1,4,4-tetpametmi-2-terpazena,  N,N-
auMetmiipopmamuaa, N-HUTpo3oauMmeTuiaamuHa, 1-metwn-1H-1,2,4-tpuszona u 1-
dbopmuII-2,2-AMMETIIITHAPA3UAa) METOJAOM Tra3oBOM XxpomaTtorpaduu - TaHAEMHOU
Macc-criekTpoMeTpuu. ONTUMHU3UPOBAHBI MapamMeTphbl AETEKTUPOBAHUS aHAJIUTOB B
peKrME MOHUTOPUHTA 3aJIaHHBIX PEAKIUH, MOA00paHbl yCiIoBUsS UX d(HPEKTUBHOTO
paznenenuss Ha mnoJisspHoM HemoABwkHOUW (aze HP-INNOWAX. JlocTturnyrsie
npenensl oOHapyKeHHus JiexxaT B auanazone 0,3-2,3 Hr/mi, 9to Ha 1-2 mopsaka
Huxe, uem B metozie [ X-MC. Pa3paboTanubie moaxosl anpoOUpOBaHbI PU aHATTU3E
peasbHOr0 O0BEKTa — IMOBEPXHOCTHOM BOJBI TOP(PSHOTO 00J0Ta C BBICOKUM
COJIep)KaHNUEM OPraHMYEeCKUX BEIIECTB, OTOOPAaHHOW B MECTe MaJCHUS TEPBOK
CTYNEHU PAKEThI-HOCUTENS. Y CTAHOBJIEHO, YTO CPEIU HCCIAEAYEMBIX MNPOTYKTOB
TpaHcopmariuu B NpupoaHO Bojae mnpeobnamaror N,N-mumerundomamua u 1-

metmi-1H-1,2,4-tpua3zon.
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6. PazpaGotan cmoco® 3KCOPECCHOTO  W3BJICYEHHUS  MOABIKHBIX  (OpM
JTUMETUIITHIPA30HOB, TEeTpaMeTHII-2-TeTpa3eHa, HUTPO30IMMETUIIAMHUHA,
JUMETHI(hopMaMu/Ia, 1-metun-1H-1,2,4-tpuasona 5 JTUMETHITHIpa3uaa
MYpPaBbUHOW KHUCIIOTHI M3 TIOYB, 3aKITIOYAIOIINICS B DKCTPAKIIUNA CYOKPUTHICCKUM
aneToHuTpuiIoM. CTEneHU W3BJICUCHUS AHAJIUTOB COCTAaBJISIOT He MeHee 75% mpu
BpeMeHu  dkctpakuud 30  wmuH.  CoueraHue — mpeaaraeMoro  Mojaxoja
MPOOOTIOITOTOBKM C  aHAJIM30M METOJIOM Ta30BOM TaHIEMHOW XpoMaToMacc-
CIEKTPOMETPUH MO3BOJISIET ONPENENATh MPoayKThl Tpancpopmanuu HAMI™ B mouBax
c mpeaenamMu oOHapyxkeHUst oT 9 10 70 MKI/KT HEMOCPEICTBEHHOM BBOJIC DKCTPAKTa

B XpOMaTorpauuecKyro CUCTEMY.
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