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HOPMATUBHBIE CCBUUIKHA

[Ipy HammWcaHuM HACTOALIEH JHUCCEPTALMM HMCIOJIB30BAHBI  CIEAYIOLINE
HOPMATHUBHBIE JOKYMEHTHI:

['OCT 7.32-2017. MexrocyaapcTBeHHbIH cTaHmapt. OTdeT O Hay4HO-
HCCJIEI0BATEIbCKON pabore. JlaTa BBEICHUS 2018-07-01. [Tpunst
MexrocyaapCTBEHHbIM COBETOM MO CTaHAAPTH3ALMU, METPOJIOTUHU U CEPTUPHUKALIUN
(mpotokon ot 25 centsaops 2017 r. N 103-I1).

['OCT 7.1-2003. bubnuorpaduueckas 3anuch. bubnuorpaduyeckoe onvcanue.
Oo6mue TpeboBanusa u npaBuiia cocrabinenus. larta Beeaenus 2004-07-01. Tlpunsar
MexrocyaapctBeHHbIM COBETOM IO CTaHIAPTU3AIMH, METPOJIOTHUH U CEPTUPUKALINH
(mpotokoa Ne 12 ot 2 urons 2003 r.).

[Tpuka3 MunucTpa Hayku ¥ Beiciiero oopasoBanus PecmyOnmuku Kazaxcran ot
20 uronsa 2022 roga Ne 2 «O06 yTBEepKICHHH TOCYJIaPCTBEHHBIX 00II€0053aTeIbHbIX
CTaHJIapPTOB BBICILIETO M IOCJIEBY30BCKOIO OOpa30BaHUS». 3aperUCTPUPOBAH B
Munucrepctse roctuunu Pecyonuku Kazaxcran 27 urons 2022 roga Ne 28916.

[Tpuka3 Munuctpa 3npaBooxpaHeHus PecnyOonuku Kazaxctan ot 2 aBrycra
2022 roma Ne KP JACM-70 «OO0 yTBepxaeHHH [UIMEeHMYECKMX HOPMATHUBOB K
aTMOC(EpHOMY BO3JyXy B TOpPOJACKHX M CEIbCKMX HACEJICHHbIX ITyHKTax, Ha
TEPPUTOPUSIX TPOMBIIUICHHBIX OpraHu3aluii». 3aperucTpupoBaH B MUHHUCTEpCTBE
roctuiun Pecnyonuku Kazaxcran 3 aBrycra 2022 roga Ne 29011.



OBO3HAYEHUA U COKPAIIEHUA

B Hacrosmen guccepranuu  NPUMEHSIOT CIEAYIONIME COKpAIECHHUS U

0003HaYEHUS:

m/z
CAS No.

MRM

QSAR/QSTR

Q1 SIM
RT

S/N

SIM
Bak-ITTOMD
BOXX

X
JIMAAH
JIMT'AA
JIMI'®A
JIMTA
JIM®DA
KX

%16)
Kap/ITIMC

JI 50

JloC
JIC

M/
MC
MC/MC

OTHOIIICHHE MaccChl K 3apsaay (Mass to charge ratio)

peructpannonabiii Homep CAS (CAS registry number, on ke
CAS number, CAS RN, CAS #) — yHUKaJIbHBIA YUCICHHBIH
UICHTU(PHUKATOP XMMUYCCKUX COCAMHECHUH, BHECEHHBIX B PEECTp
Xumudeckoid pedeparuBHoii cimyx0n1 (Chemical Abstracts
Service)

MOHHTOPHHT MHOXECTBEHHBIX peaknuii (multiple reaction
monitoring mode)

KOJINYECTBEHHAS CBSI3b CTPYKTYpPa — AaKTUBHOCTH/TOKCHYHOCTh
(Quantitative Structure-Activity Relationship/Quantitative
Structure-Toxicity Relationship (QSAR/QSTR)

MOHHUTOPHHTI BEIOpaHHBIX HOHOB (Selected ion monitoring mode)
Ha TIEPBOM KBaJIPYIIOJIe

BpeMs  yaepkuBaHus  (retention time)  ananm3upyemoro
KOMIIOHCHTa Ha XpOMaTOTrpaMMe

OTHOIIICHUE CUTHaJa K mymy (Signal-to-noise ratio)
MOHHUTOPHHT BBIOpaHHBIX HOHOB (Selected ion monitoring mode)
BakyyMHas napodaszHas TBep1odazHass MUKPOIKCTPAKITUS
BBICOKOA(D(PEKTUBHAS )KUIAKOCTHAs XpoMaTorpadus
ra3zoBasi XxpoMarorpadus

TUMETUIIAMUHOAIIETOHUTPIIT

JTUMETUITHIPA30H arleTalbIeruaa

TUMETUITUAPA30H (hopMalibIeruaa
1,3-mumetnn-1H-1,2,4-tpuason

N,N-nmumeTundopmamux

KHUIAKOCTHAsI XpomaTorpadus

MOHU3AINS dJICKTPOHAMH

KapOoxkcen/monmanMe THiICUIOKCaH

JeTanbHasl CpEeHsAs J03a BEIEeCTBAa, BbI3bIBAKONIAs TUOEIb
MTOJIOBUHBI YICHOB UCIIBITYEMOU TPYIIIIbI

JETYYHE OPraHUYSCKUE COCTUHCHUS
JIETKUH CYTIIMHOK

METOJ 100aBOK
Macc-CIeKTPOMETPHS

TaHJIEMHAs MacC-CIICKTPOMETPHS

7



MTA
MTA-d3
M®

HJIMA
HJIMT
0CO

TJIK
TJIMC/ZIBB
KO

§(0)
11
MITOMD
TIXU (PCI)

CIIIA
T™MT
Ty,
TC
TOMD
YOP
dIMT

1-metnn-1H-1,2,4-tpuazon
1-tpunevitepomermi-1H-1,2,4-tpuazon
N-meTundpopmamu
N-HATPO30AUMETHIAMUH
HECUMMETPUYHBIN TUMETUITUIPA3UH
OTHOCHUTEJIFHOE CTaHAAPTHOE OTKJIOHCHHUE
peAeIbHO-I0IYCTUMAas KOHIICHTPAIIHS
MOJIMIMME THIICHITOKCaH/ TUBEHMIIOCH30J1

Ipenesl KOJMYECTBEHHOI'O OIPENCIICHUs, HIKHAA TpaHULa
OIpeAEIAeMON KOHLICHTPALUU

npeaes ooOHapyKeHUs
riecyaHasi ouBa
napodasznas TBepaoQazHas MUKPOIKCTPAKIIHS

XUMHUYECKass HWOHU3alUs C OO0pa3oBaHUEM TMOJIOKHUTEIHHO
3apsHKEHHBIX HOHOB (positive chemical ionization)

Coenunennsie ltatel AMepuku
1,1°,4,4’-TeTpameTuii-2-TeTpa3eH
TeMIlepaTypa KUIeHUs

TSKEIIbIN CYTIIMHOK

TBepAo(a3zHass MUKPOIKCTPAKIIHS
YCKOpPEHHAs 3KCTPAKIUsl PACTBOPUTEIEM
1-bopmut-2,2- IMMETHIITHAPA3UH



BBEJEHHUE

O0masi xapakTtepucTtuka padorTbl. /luccepramus mnocssleHa pa3padOTKe
METOIMK  ONpEIEIeHUs  MPOAYKTOB  TpaHCOpMalMM  HECUMMETPUYHOIO
mumerwiruapasuia (HIMI') B oOpa3uax BOAbl M MOYBBI C HCIOJIb30BAHUEM
TBepAodazHoii mMukposkctpakuuu (TOMD) u razoBoil xpomarorpaguu c macc-
CHEKTPOMETPUUYECKUM M TaHJIEMHBIM MaCC-CIEKTPOMETPUUECKUM JI€TEKTUPOBAHUEM.

PaGora BeImomHEeHa Ha Kadeape aHATUTUYECKOM, KOJUIOWTHOW XUMHH U
TEXHOJIOTUM PEAKUX dJeMeHTOB M B LleHTpe (U3UMKO-XMMHUYECKUX METOOB
ucciaeqoBaHus U aHanu3a Ka3axCkoro HalMOHAIbHOIO YHUBEPCHTETA MMEHU allb-
dapabu.

AKTYaJIbHOCTh TeMbI HMCCJE0OBAHUS. 3arps3HEHUE OKPYXKAIOLIEH Cpeabl
BBICOKOTOKCUYHBIM  pPaKeTHbIM TOIUIMBOM HA  OCHOBE  HECUMMETPUYHOIO
mumetuwiruapazuaa (HIAMI)) u mpomykramu ero TpaHcopmanuu MpeacTaBIiseT
OMACHOCTD JIJISl HACEJIEHUS U SKOJOTUYECKOM CHCTEMBI TEPPUTOPHI, PACITOIOAKEHHBIX
BOJIM3M MECT 3allyCKa U MaJeHUs OTACISIIOUIMXCS YaCTeH TSKEIbIX paKeT-HOCUTENEH,
takux Kak «lIporom», «/IHenp», «lluxinon». B3anMomencTBys C OKHCIMTEISIMH,
HJAMTI tpanchopmupyertcs ¢ oopazoBanrem 6onee 200 MeTab0IUTOB, YACTh KOTOPBIX
SBJIIOTCS TOKCUYHBIMU W/WJIU KaHIIEPOT€HHBIMU CO€IMHEHUSIMU. J[JI1 MUHUMU3ALNH
PUCKOB HEraTMBHOT'O BO3JECHCTBHUSI paKETHO-KOCMHYECKOW AESATENbHOCTU TpeOyeTcs
IPOBEICHUE MOHUTOPHUHIa HKOJOTHYECKOTO COCTOSHUS OOBEKTOB OKpY Karolen
Cpenbl.

HNmeromuecs METOIMKU OJTHOBPEMEHHOTO OMNPEIEIICHUS] OCHOBHBIX ITPOIYKTOB
tpanchopmanmun HJIMIT B mouBe OCHOBaHBI Ha HKCTPAKIIMM PACTBOPUTEIEM C
MOCJICYIONIMM aHAJIM30M JKCTPAaKTOB MeTojoM razoBoi (I'X) wiM KUAKOCTHOU
xpomarorpadbun ¢  Macc-criekrpomerpuueckum  (MC), TaHIEMHBIM — Macc-
cnekrpomerpuueckumM  (MC/MC) winm  3IeKTPOXUMHUYECKUM  JIETEKTUPOBAHHUEM.
JlaHHbIE METOJMKH O0ECHEUYMBAIOT HU3KHE MPEEbl OOHAPYKEHUS U JTOCTATOYHYIO
NPaBUIBHOCTh, OJHAKO TPEOYIOT CJIOKHOM, BpEMs3aTpaTHOM U JOPOrOCTOSILEN
IpOOONOArOTOBKH.

[Tapodasznas TBepaodaznas mukposkcTpakius (IITAMD) sBiseTcs npoCcThIM U
3¢ (HEKTUBHBIM METOJIOM M3BJIEYEHUSI AHAJIMTOB M3 OOpa3lloB BOJBI U IMOYBBI 0€3
UCIOJIb30BAaHUSI TOKCHUYHBIX OpraHUYecKux pacTBoputened. OJHaKo, omnpejaesieHue
npoaykToB Tpancopmanuu HIAMI u npyrux aHaJIOrM4HbIX AaHAJIMTOB B CIIOKHBIX 110
cocTaBy oOpasliax OrpaHWYeHO MATPUYHBIM 3(P(HEKTOM, BBI3BAHHBIM Pa3TUYHOU
3G (HEKTUBHOCTBIO DKCTPAKIMKA AHAJIMTOB M3 O0Opa3IoB Pa3jIM4YHOIO COCTaBa.
Matpuunbiii  3@deKkT MoXKeT ObITh MHUHUMHU3UPOBAH 332 CYET IMOBBIIICHUS
3G (HEKTUBHOCTH SKCTPAKIMKM W/WIM KOHTPOJIA C HMCIOJIb30BAHUEM MHOTOKPATHON
TOMD, BHYTpEHHET0 CTAHIAPTa U METOJIOM JJOOABOK.

Henbro auccepranmoHHOl padoOTHI SBISETCS pa3pabOTKa MPOCTHIX, JIETKO
aBTOMaTU3UPYEMBIX u «3EJICHBIX» METO/IMK KOJIMYECTBEHHOTO U
MOJIYKOJIMYECTBEHHOTO ONPENENEHUsI OCHOBHBIX MPOAYKTOB TpaHcpopmaunu HIMI
B [TIOYBE U BOJIE C UCIOJIb30BaHUEM NapodazHoil TBep10(ha3HON MUKPOIKCTPAKIIUH.

JIist 1oCTHKEeHUsl MOCTaBJIEHHON Leau ObUM c(POpMYyJIMPOBAHBI CIEIYIOLINE
321244 MCCJIeI0BAHNS:



1) W3ydenue BIAMSHHS MATPHIBI Ha MPABUIBHOCTH OMPEACICHUS MPOIYKTOB
tpanchopmarnmu HJIMI™ B oOpasnax mouBsl ¢ ucnosb3oBanuem [ITOMD.

2) Wsydyenme  BrnusHus ~ mapamerpoB  [ITOMD Ha  mpaBHIBHOCTH
OJTHOBPEMEHHOTO OMPEJIEIICHHUsI TPEX OCHOBHBIX MPOIyKTOB Tpanchopmannu HJMI B
obOpasmax mouBbl — N-murposzogumermnamuaa (H/IMA), N,N-mumerundopmamuma
(IAM®DA) u 1-merun-1H-1,2,4-tpuazona (MTA) c ucnonb30BaHWEM BHYTPEHHETO
crangapra (MTA-d3).

3) IlocTpoeHue KOPPEISAIUH MEKAY COOTHOIICHHEM OTKIHMKOB IPOJYKTOB
tpancopmanrun HIAMI™ u BHyTpeHHEro cTaHaapTa, MOoJIy4YeHHBIM C UCTI0JIb30BAHUEM
[ITOMD, u uX KOHIIEHTpAIUIMH B 00pasiax Mo4YB ¢ MECT MaJCHUN OTISISIOIMINXCS
4acTeN PaKEeT-HOCUTEJICH.

4) Pa3paboTka U  amnpobOamus METOAMKH  ONPEACICHHS  MPOAYKTOB
tpanchopmarmun HJIMI' B oOpasiiax BOIBI M BOJHBIX JKCTPAKTOB W3 TOYBHI C
ucnonb3oBanueM ' X-MC u I'’X-MC/MC.

5) Paspabotka W anpoOamuss METOJHMKH  OINPEACICHHS  TPOJYKTOB
tpancopmanmu HIIMI' B oOpa3nax mnouBel ¢ wucnonbzoBanueM [ITOMI-T'X-
MC/MC.

B kauecTBe 00beKTa HCCIAEIOBAHUA BBHICTYNAJO OMPEACIICHUE MPOIYKTOB
tpanchopmanmu HIMI™ B 00pa3iiax mouBbl ¥ BOJbI C UCIIOJIB30BaHUEM TBEPAO(DA3ZHOM
MHUKPOIKCTPAKIIUH.

IIpeamMeToM uccieq0BaHUA ObLIa ONTUMHU3AIUS MapaMETPOB AKCTPAKIIUU U
KaJTMOpPOBKHU JIJIsl JOCTIKEHHUS MPUEMIIEMON MPaBUIBLHOCTU (HaONronaeMas CTEreHb
n3Biaeuenus B guana3zoHe 70-130% s xommuectBeHHoro anammza, 30-300% mis
MOJTYKOJIMYECTBEHHOTO aHANIN3a) U MTOBTOPSEMOCTH.

Metoabl ucciaenoBanms. lccineqoBaHue MPOBOAUIOCH C HCHOJIB30BAHHEM
HAyYHOTO MeEToAa: (POPMYIHPOBATIUCH THUIOTE3bl, KOTOPHIE TOJBEPralIiCh
OKCIIEPUMEHTAIBLHON TipoBepke. Jlms pa3paboTKu METOAMK ObUTM  BBHIOpPAHBI
CEJIEKTHBHBIE W YYBCTBUTEJIBHBIE XPOMATOMACC-CIEKTPOMETPUUECKUE METOIbI
aHajau3a: ra3oBas Xpomarorpadusi ¢ Macc-CIEKTPOMETPUUYECKUM JETEKTUPOBAHUEM
(I'X-MC) wu razoBas xpomarorpadusi ¢ TaHIEMHBIM MacC-CIIEKTPOMETPUUECKUM
nerektupoBanueM (I'’X-MC/MC). [lnsg noAroToBku mnpod K aHalu3y BbIOpaHa
napodasznas tBepaodazHas Mukpodkcrpakius (IITOMD), oObenunstomas 3Tambl
AKCTPAKIIMU, KOHIICHTPUPOBAHUS U OYUCTKH, a TAKKE CIIOCOOHAst 00ECIIeUNTh HU3KYIO
CTOMMOCTB aHaJin3a 0OBEKTOB OKPY KAIOIIEH CPeIbl.

st obecriedeHUsT O0OOCHOBAHHOCTH M JIOCTOBEPHOCTH  TOJYy4YaeMBbIX
pEe3yIbTaTOB B XOJI€ SKCIEPUMEHTOB HCIOIB30BAIM OAHY JIMOO JBE HE3aBHUCUMBIC
NEPEMEHHbIE, TOIJAa KaK OCTaJIbHBIE BAXXHbIE MapaMETpPbl MOJJIEPKUBAIH
MOCTOSSHHBIMU. JKCHEPUMEHTHI ObUIM BBIMIOJHEHBI B JIBYX WJIM TpeX Mapauieisax C
JAJbHENIIMM PACYETOM CPEITHUX 3HAUYCHUHN U CTaHAAPTHBIX OTKIIOHCHUH.

OcHOBHbIE N0JI03KEHN S, BBIHOCHMbIE HA 3AIIUTY:

1) Habmonaemas crenens usBiedeHus HIMA, IIM®A u MTA merogom [ITOMD-
['’X-MC 3KCTpakUMOHHBIM TOKpbITUEM 85 MKM KapOoKceH/NMoNMmanMeTUICUIIOKCaH
(Kap/TIAMC) nipu 60°C B TeueHnue 15 MHUH C HCIIONB30BAHUEM BHYTPEHHETO CTaHIapTa
MTA-d3 1 mecyaHbIX ¥ CYTJIMHUCTBIX TIOYB C COJIEPYKaHHEM OPraHUYECKOro yriiepoja
<1% naxomautcs B quanasone 91-117, 85-123 u 64-132%, cOOTBETCTBEHHO.
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2) Vcrionb30BaHue 3arpsi3HEHHBIX 00PA3I0B TIOYB C MECT MaJICHHs PAKeT-HOCUTEIICH,
npoaHan3upoBaHHbIx MeToJoM ['X-MC nocine 3KCTpakuuu pacTBOPUTENIEM, B KAUECTBE
KaTMOPOBOYHBIX O0pa3lioB C W3BECTHOM KOHIICHTpAIMEH I MOIyKOJIMYECTBEHHOTO
orpenenenust IMAAH, HIMA, MTA u 1,3-numerun-1H-1,2,4-tpuazona (JJMTA) B
nouse MmerogoMm [ITOMD-I'X-MC ¢ wucnonb3oBanmem MTA-d3 B kadecTBe
BHYTPEHHETO CTaH1apTa o0ecrneunBaeT HabIt01aeMyI0 CTENEHb U3BJICUCHUS AaHAJIUTOB
B uamna3oHe 52-267% npu HuxKHel rpaHulle KoHreHTpanui 1-10 mr/kr.

3) Cosmerienre MeToaa J00aBOK M MeToja BHyTpeHHero cranmapra (MTA-d3)
yiydiaeTr npaBuibHOCTh onpenenenus HIMA, JIM®A, metundopmamuna, popmamua,
3-MetwmpuarHa, 1-metwi-1H-umuaazona u 3-merwn-1H-mupasona B mecuaHodt u
CYIJIMHHCTOM NOYBE ¢ ucnonb3oBaHueM [TTOMD, Torga Kak sl OCTaNbHBIX HMPOTYKTOB
TpaHchopmalui METOT T00ABOK 00ECIICUMBAET JTYUIITYIO MPABUIBHOCTb.

4) OntumanbeHble Temneparypa u Bpems [ITOMD 9 oOCHOBHBIX JeTydux u
NOMyJIeTy4ux mpoaykToB TpaHcopmarmu HAMIT (HIMA, JIM®A, MTA, nupasuH,
mupuanH,  1-popmmn-2,2-quverwruapasud,  1-metwn-1H-umunazoma,  1-merwmn-1H-
nupazon, 1H-mmpazon) mnokpeiteM 85 MM Kap/IIZIMC wu3  o0Opa3uoB  BOJpI,
00€CTIeYMBAIOIIUE JYYIlIEE COUYETAHUE BBICOKOM MHTEHCUBHOCTH IMKOB C HU3KUMU
OTHOCHUTEIBHBIMU CTaHAAPTHBIMU OTKIIOHEHUAMU: S0°C 1 60 MUH, COOTBETCTBEHHO.

OcHoOBHBIE Pe3yJILTATHI HCCJIETOBAHNS:

1) Paspaborana meTomuka oqHOBpeMeHHoro onpeneneaus MTA, IMDA u HIMA
B IECYAHBIX U CYIVIMHHMCTBIX TOYBAX C COJIEpKAHHWEM OpraHudeckoro yriaepoma < 1%
MetogoM IITOMD-I'X-MC. Ilokazano, uro wucnoias3oBanne MTA-03 B kaudectBe
BHYTPEHHEr0 craHiapta no3Bojsier nomuMo MTA onpeagenuts JIM®PA u HAMA.
[ITO®MDS npu 60°C B Teyenue 15 MuH ¢ ucnonb3oBaHueM nokpeitus 85 MM Kap/ITJIMC
JUIs 0OpaslioB IMECYaHOM W CYIJIMHUCTOM TIOYBBI OOECHEeYMsIo HaOMOAaeMyl0 CTENEHb
mpieucHuss MTA, JIM®A u HAMA 91-117, 85-123 u 64-132%, COOTBETCTBEHHO.
Hocturnyteie mpenensl oOHapyxkenuss MTA, JIM®A u H/IMA B mnouBax mpu
ONTHMHU3UPOBAHHBIX TapaMmeTpax cocTaBwm 14, 12 m 1 MKI/KT, COOTBETCTBEHHO.
PazpaboranHass MeToqMKa TIO3BOJIUT TMPOBOJUTH OSKCIPECCHBIE U HEIOPOTHE TIO
ce0eCTOMMOCTHY AHATTU3BI.

2) YCTaHOBJICHO, YTO OTHOILICHUS OTKJIMKOB TUMETHIAMUHOAIICTOHUTpIIa, HIIMA,
IM®A, MTA, 13-mumerun-/H-1,24-tpuazona  (JAMTA) wu  1-dbopmun-2,2-
mumerunruapasuaa (GJAMIY) k MTA-d3, HaiineHnbie ¢ ucnons3oBanuem [TTOMD-I'X-
MC, xoppeHpyIOT ¢ KOHIIEHTPAIMSIMHU aHAJIUTOB B MPOOAX MOYBHI pa3IMYHON TPUPOJIBI U
BJIQKHOCTH, HaijeHHbIMH MeTogoM ['X-MC mocne SKCTpakiMu —OpraHu4eCKUM
pactBoputeseM. Bpems u temriepatypa [ITOMD He BIUSIOT Ha KaY€CTBO KOPPEISAIIMOHHBIX
npsiveIx Uit HIMA, IM®A, MTA, IMTA u ®JMI. BHeceHne u30bITKAa BOIBI
YBEJIMYMBACT Pa30OpOC JTAHHBIX, OJJHAKO TMO3BOJISIET YMEHIIUTh MaTpUUHBINA A(hGEKT Tpu
skcTpakimu 1-metnn-1H-mupazona u 1,5-mumermn-1H-mmpasona. Pazpaboranubiii moaxon
MOXET OBITh PEKOMEHIOBAH IS TIOTyKOJIMIECTBEHHOM OIIEHKN HECTAOMIIBHBIX TIPOTYKTOB
TpaHC(OpPMALIMK U COEAUHEHHM, JUIS KOTOPBIX CTAHAAPThl HEIOCTYIIHBI, TEM HE MEHEE,
[ITOMD wu >KcTpakiys pacTBOPUTENIEM JOJDKHBI ObITh  ONTHUMU3UPOBAHBI IS
KOJIMYECTBEHHOTO OIPEICTICHUS BCEX aHATUTOB.

3) ONTUMU3UPOBAHHBIE TTAPAMETPhl  XUMHYCCKOM HWOHM3AIMK  MOJICKYJT  JUIs
TMOCJIE/YIOIIETO0 TaHAEMHOTO MacC-CIIEKTPOMETPHUECKOTO JICTEKTUPOBAHUSI OCHOBHBIX 24
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npoaykToB Tpanchopmammu HIIMI (ras-peareHT MetaH, naBiieHue raza-pearenra 250 kl1a,
Temreparypa ucrounuka noHoB 150°C, sueprus snexktpoHoB 30 3B) no3BossieT 10CTUTHY Th
WHCTPYMEHTAIBHBIX MPEAETIOB OOHapykeHuss B auanazoHe 1,1-48,6 nr (mpenensl
O0HapyXEeHUs TIPH MOHM3AIMH SJIEKTPOHAMU TIpU cTanaapTHoi 3Hepruu 70 3B — 0,1-268
mr). JlobaBka Ba(OH),-8H-O B mouBy He oOkaszana 3HAUMTENBHBIN 3(D(HEKT HA TPUPOCT
MHTEHCUBHOCTEH 3KCTPaKIMM OCHOBHBIX MpoAyKToB Tpanchopmauuu H/IMI'. Buecenue
M30bITKA BOABI B 00Opa3Iibl B IIEJIOM OKa3ajia HeraTuBHbBIN 3(h(EKT Ha OTKIIMKU aHAIHUTOB.
OnTuMaibHOE MUHUMAJILHOE PEKOMEHIyEMOE BpeMsl YPaBHOBEIIMBAHUS 0OpPA3I0B MMOYBBI
TI0CJIE BHECEHHUSI CTAHJIapTOB M3Y4YEHHBIX NMpoaykToB TpaHchopmauuu HIAMI™ — 5 4 npu
40°C. CommelieHre MeToAa J00aBOK C METOJIOM BHYTPEHHEro craHaapra (c
ucnons3oBanneM MTA-03) 1O3BONIMIO  JOCTHYL  JIyYIIeH  TPEIM3HOHHOCTH |
npasuibHOCTH onpezencHus HIMA, JIM®A, N-metundopmamuia, hopmamusa, 3-MeTHII-
1H-mupazona u 1H-mupazona. s onpenenenus GAMI, 3,5-nmumernnnupasona, 2-3TUil-
1H-nvunazona, 1H-umunaszona, /H-1,2,4-tpuaszona, MUpa3sMHOB W THUPUIMHOB OOJBIIE
MOAXOJUT KaTMOpOBKAa METOJOM J00aBOK. TeM He MeHee, MPEUIOKEHHAs METOUKA
MIO3BOJISIET HCMOJIB30BATh 00a MOAX0Aa OAHOBPEMEHHO.

4) Pa3pabotaHa mpocTass ¥ aBTOMATU3MPOBAaHHAs METOAMKA YYBCTBHUTEIHHOTO
OTIPEJICNICHUs] OCHOBHBIX MPOJIYKTOB TPaHC(HOPMALIMU PAKETHOTO TOIUIMBA HAa OCHOBE
HIMI' B Bomubix oOpasmax ¢ ucnonszoBaHueM [ITOMDI-I'X-MC. Hawnyuias
NPEUU3UOHHOCTh JOCTUTHyTa MpHu Temneparype skcrpakimu 50°C u Bpemenn 60 MUH.
Habmromaemas crenenp u3BieueHus: nupasuna, 1-metwin-1H-mupazona, HIAMA, [IM®A,
MTA u 1-metun-1H-umumazona U3 BOJHBIX 00paslioB BapbHUpOBAJACh B JIUAra3oHe 75-
125%. Ipenen oOHapy>KeHUs! TAHHBIX AHATTUTOB HAXOJUTCS HA YPOBHE HIKE MKI/JI.

Teopernueckass U NpaKTH4YeCKAasi 3HAYMMOCTDb TUCCEPTALMH.

B xone uccnenoBanus AeTanbHO U3ydeHA MpobdiieMa MaTpuaHOro ddexra u ee
BJIMSIHHE HA MPaBWIBHOCTh METOJUK, OCHOBaHHBIX Ha [IT®MD. bruio nokazaHo, 4To
JUISl TIOJIIPHBIX COEIMHEHUM ¢ MEHBIIIUM CPOJICTBOM K 3KCTPAKIIMOHHOMY MOKPBITHIO
BapuaOeIbHOCTh 3P(HEKTHBHOCTH YKCTPAKIIMA TEOPETUIECKHA MOKET JTOCTUTATH JIBYX
nopsiAKOB. BBIOOp MOAXOASIIEro BHYTPEHHETO CTaHJapTa i KOJWYECTBEHHOM
OLIEHKM C Hcnojib3oBaHueM [ITOMD sBnsercsa BecbMa CIOXKHOM 3aJaded M3-3a
MHOXecTBa  (PakTopoB U  (UBUKO-XMMHYECKHUX CBOMCTB, BIMSIOIIUX Ha
3 PEKTUBHOCTH IKCTPAKITUH.

HoBeie pa3paboTaHHble METOAUKH MOTYT OBITh PEKOMEHJOBAHBI IS
MPUMEHEHHUS B MOHUTOPUHIE PAKETHO-KOCMHUYECKOW aesTeabHOCTH B Kazaxcrawne,
Poccun, CIIIA, Kurae u apyrux crpanax, ucnonssyrommx HJIMI'. PaspaGorannsie
METOJMKU OBUIM YCIENTHO MPUMEHEHBI aJisi aHaidu3a oOpaslloB IMOYBHI C MECTa
aBapuitHOro majeHus pakeTel-HocuTens «lIpoToH-M», u cHera, oToOpaHHOTO BOIU3U
YKEJIE3HOJIOPOKHOW CTAHI[MH, PACIIOIOKEHHON Ha MyTHU TPAHCIIOPTUPOBKHU PAKETHOTO
TOIUIMBA Ha kocMoipoM baiikonyp (Kazaxcran).

CBsi3b T€MBI C IJIAHOM HAYYHO-MCCJIEI0BATEIBLCKUX PadoT U pa3jiMuYHbIMU
TocynapcrBeHHbIMH mnporpammaMu. PaGoTta BEITIONHEHA B paMKaxX TMPOEKTOB
Komutera nHayku MuHuctepctBa oOpa3zoBaHusi u Hayku PecmyOnuku Kazaxcran
«Pa3paboTka W BHEIPEHUE «3EJEHBIX» METOJUK OMNPEACIICHUS OpPraHUuYECKUX
TOKCUKAHTOB B mouBax» (3661/I'd4, 2015-2017 rr.), «PazpaboTka METOIUK aHAJN3a,
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MaTepHaioB U OO0OpPYNOBaHUS IS HKOHOMHUYECKU-D(P(OEKTUBHOTO «3EJICHOTOM
sKoJoruueckoro Monuropunra» (AP05133158, 2018-2020 rr.).

AnpobGanus padoTel. Pe3ynbrarsl paboThl NpeICTaBIEHBI B BUJE JOKIAI0B Ha
IBYX MexXIyHapoaHbix KoH(epeHuusx «Pacifichem-2015» (CILIA, 2015 r.) u
«AHanmuTryeckass xpomarorpadus ¥ KanwuBIpHBIA 3nekTpodopes», (Kpacnomap,
Poccus, 2017 1.).

IMyoamkanmu. [1o pesynbraram paboThl OMyOIMKOBAHO:

- JIB¢ CTaThU W OJIUH 0030p B MEXIYHAPOJHBIX JKypHAJIaX, HHIACKCUPYCMBIX B
06aze Web of Science (ykazarenp Science Citation Index Expanded) ¢ ummakt-
dakropamu 1,4, 4,9 u 8,4, u B Scopus ¢ npouentuasmu o CiteScore 47, 89 u 96.

Onucanue BKJIaJa JOKTOPAHTA B MOAT0TOBKY KAMXK/A0# My0IUKALMN:

1) Bakaikina N.V., Kenessov B., Ul’yanovskii N.V., Kosyakov D.S.
Quantification of transformation products of rocket fuel unsymmetrical
dimethylhydrazine in soils using SPME and GC-MS // Talanta. — 2018. — VVol.184,

P.332-337. https://doi.org/10.1016/j.talanta.2018.02.047: UCCIJIeIOBAHHUE,
METOJIOJOTHs, Balujauus (MpoBepKa), BU3yalH3alus, HANMCaHUE MEPBOM BEPCHH,
pEeIaKTUPOBAHUE.

2) Bakaikina N.V., Kenessov B., Ul’yanovskii N.V., Kosyakov D.S.,
Pokryshkin S.A., Derbissalin M., Zhubatov Zh.K. Quantification of transformation
products of unsymmetrical dimethylhydrazine in water using SPME and GC-MS //
Chromatographia. - 2017. - Vol. 80, Is. 6. — P. 931-940.
http://doi.org/10.1007/s10337-017-3286-2: uccieaoBanue, METOIOIOTHS, BaIHIAIUS
(mpoBepka), BU3yalin3alys, HAMMCaHWUE MEPBOM BEPCUU, PEIAKTUPOBAHHUE.

3) Kenessov B., Koziel J., Bakaikina N.V., Orazbayeva D. Perspectives and
challenges of on-site quantification of organic pollutants in soils using solid-phase
microextraction // Trends in Analytical Chemistry. — 2016. — Vol. 85B. — P. 111-122.
http://doi.org/10.1016/j.trac.2016.04.007: uccienoBanue, BU3yaIu3aIus, HAMMCAHNE
OT/ICJIbHBIX MOAPA3/IEIOB.

Crpykrypa u o0bem auccepramum. Jlucceprainus COCTOUT W3 BBEACHUS,
0030pa IuTEpaTyphl, SKCIEPUMEHTAIBHOM YaCTH, PE3YyJIbTaTOB U O0CYXKIACHUN, OOLTUX
BEIBOJIOB M CIIHICKA IUTUPYEMOU TUTEpaTyphl. MaTtepuan uznoxeH Ha 140 cTpanurax
MAaIlIMHOIIUCHOTO TeKCTa, COepKUT 30 pUCYHKOB U 29 TaOIHII, YETHIPE MPUIIOKECHUS,
B CIIMCKE LIUTHUPYEMOi tuTepaTyphl 137 HCTOYHHUKOB.

baaroxapHocru.

Bripakato OnarofapHOCTh Hay4YHBIM KOHCYJIBTAaHTaM K.X.H., Tpodeccopy
KenecoBy bynary Hypnanosuuy u a.x.H YaesHoBckoMy Hukonaro BanepreBuuy 3a
LIEHHBIE COBEThI, BHUMATEJIBHOE PYKOBOJICTBO M HEOLIEHUMYIO [TOMOIIb B IOJATOTOBKE
Y HallMCaHUU JUCCEPTALIUH.

brnarogapto MuHuCTEpCcTBO HayKuM M BbICcIIero oOpazoBaHus PecmyOnuku
Kazaxcran 3a GuHAHCOBYIO TIOIJICPIKKY.

OKCHEpUMEHTHI BBITIONHEHBI C HUCIOJNb30BaHUEM oOopynoBanusi IlleHTpa
KOJUIEKTUBHOTO TIOJIb30BaHMSI HAay4dyHbIM 0OOpymoBaHueM «ApkTuka» CeBepHOro
(ApkTtuueckoro) (enepanbHoro yHuBepcutera (r. ApxaHrenbck, Poccuiickas
Odepneparnusi), a Takxke naboparopun «Ikomorus Ouochepr» lleHtpa Qusnko-
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https://doi.org/10.1016/j.talanta.2018.02.047
http://doi.org/10.1007/s10337-017-3286-2
http://doi.org/10.1016/j.trac.2016.04.007

XUMHAYECKUX METOJOB MCCIeAOBaHMd M a”Haim3a Ka3axCKoro HalMOHAJIBHOIO
yHHUBEpCUTETa UMEHHU anb-Papadu.

OO0pa3ibl MOYBHI U CHETa IS anpoOalui METOIUK MPE0CTaBICHbI (PUIINAIOM
pecnyOJIMKaHCKOro TOCYAApPCTBEHHOIO MPEANPUSITHS Ha IpaBe XO35AWCTBEHHOIO
Beaenust «Wugpakoc» AspoxkocmMuueckoro komuteTa MuHuCTEpcTBa HUE(POBOTO
pa3BUTHsS, HMHHOBAIMM M a’pOKOCMUYECKONM MPOMBIIUIEHHOCTH PecnyOnuku
Kazaxcran B roposie AMarsl.
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1 OB30P JIMTEPATYPBI

Hecummerpuunsiii  numerunruapasud  (HIMI) — TokcuuHOoe BelecTBo
NEPBOr0 KJACCa ONACHOCTH C KaHLIEPOT€HHBIMU, MyTareHHbIMU U TE€PaTOr€HHBIMU
CBOMCTBaMH, OCHOBHOW KOMITOHEHT PAKETHOI'O TOIUIMBA, UCIIOIb3YEMOTO JIJIS 3aIlyCKa
paker-Hocutener «IIpoton», «Juemnp», «llukiaon», «Pokor», «Kocmoc» (cTpaHsbl
ConpysxectBa HeszaBucumbix I"ocynapcets), «Apuan» (ctpansl EBporneiickoro coro3sa),
«Benukuit moxon» (Kutait) u «GSLV MKk.3» (Uunus). Kocmompom «baitkonyp»,
HanOoJiee aKTUBHO MCMOJb3YEMbIN paKEeTHO-KOCMHUYECKHI KOMILUIEKC, PAcOI0KEH B
Ke3puiopaunckoit obnactu PecyOnuku Kaszaxcran. 3a BpeMs ero AesiTeNbHOCTU
obL10 3amymieHo 6onee 2000 KOCMUYECKHUX anmnapaToB, B OCHOBHOM TSDKEJIBIX PaKeT-
HocuTelneH, Takux Kak «IIpoton» u «JlHenpy, a Takke ManoradapuTHbix «Coro3-dI'
[1-4]. [destenpbHOCTh KOCMOJpOMa HETATUBHO OTPaXKaeTcs Ha HKOJIOTHIECKOM
CUTYaITUH TIOJIBEPKEHHBIX TeppUTOpHiA [5-8].

CyliecTBEHHOE  DKOJIOTMYECKOE  BO3JAEHCTBHE  KOCMHUYECKHMX  3aIyCKOB
COCPEIOTOYEHO B CIIELUATIBLHO OTBEJACHHBIX 30HAX NAJCHUS OTPaOOTaBIIMX CTyIEHEN
paket-HOcuTened. OTAeNsMonmecs CTYIEHH, COIePKaIIie 0CTaTOYHOE TOILTHBO [9—
11], nmpuzemMisirOTCS Ha OOLMIMPHBIX TEPPUTOPHSX (MecTax maaeHwus ). OOmiast miomnan
3eMellb, OTBEACHHBIX TOJA mocagouHble ruiomaaku B Kocranaiickon, Ceepo-
Kazaxcranckoi, Kaparannunckoit, AxkmonuHckoi, IlaBnomapckoii u BoctouHo-
Kazaxcranckoit oomactsx cocrabiseT 4,145 mud ra [1,12]. TpaekTopuu moyiera paker
MIPOJIETAIOT HaJ KPYNHBIMU HaceleHHbIMH MyHKTaMu CeBepHOro u BocTodHOro
Kazaxcrana [13], uTo 00ycinaBIuBaeT MOTCHIMATBHYIO SKOJIOTHYECKYIO OMACHOCTb.
PervoHsl, mNOABEpKEHHBIE BIUSHUI KOCMHUYECKOW JesaTeNnbHOCTH balikoHypa,
BKIIIOUarOT Oacceitubl pexk Hypa, Umum, Upteim B Kazaxcrane u O6u B 3anaaHoi
Cubwupwu [7].

Haunbonee macmrabHOoe 3arpsi3HEHHE OKpPYXKarolleld cpeapl OcTaTKaMu
PaKeTHOTO TOILJTMBA HAOJI01aeTCS IPH aBAPUHHBIX 3aITyCKaX KOCMUYECKUX arapaToB
[7,14,15]. SIpxum npuMepoOM CITy>KUT aBapusi pakeTbl-HocuTes «IIpoToH-M» B uroie
2013 roma, xorga B pe3yibpTare B3pbhiBa Ha 33-U CEKyHJIE IOJETa 3HAYUTENIBHOE
KOJIMYECTBO TOIIMBA OBLIO pa30pOCcCaHO MO MECTHOCTH B pajnyce 2,5 KM OT CTapTOBOU
wiomankun [16]. Kouuenrpamum oOHapyxkeHHbix B mouBe HJIMIT u  ero
BBICOKOTOKCHUYHOT0 MeTaboauTa N-HUTPO30AMMETHIIaMUHA TTPEBBICHIIN 10Ty CTHUMbIE
HopMbI B 8900 1 6100 pa3, cooTBeTCTBEHHO [/]. AHaNOrMYHast CUTYyalrs MPOMU30IILIA
B ceHTsiope 2007 roma, xorma pakxera-Hocutenb «IIporoH-M» c¢ 6Gonee 250 ToHH
Hecropegirero HJIMI', motepniena kpyiienue ciycts 129 cekynn nocie crapra [17].

Takum 00pa3om, 3HAUUTENLHBIE TEPPUTOPUU BOJIU3U KOCMOJIPOMOB U BJIOJIb
TPAEKTOPUI TPACC MOJIETOB PAKET-HOCHUTENEH, UCTIONB3YIOIINX PAKETHOE TOILIMBO Ha
ocHoBe H/IMI', 3arpsA3HEHBl MM UMEIOT PUCK 3arpsA3HEHUSI OCTaTKaMU TOKCHUYHOTO
pPaKkeTHOTO TOIUIMBA W €ro HE MEHEE OIaCHBIMKU MeTabomutamu. B paiioHax,
IMPUJICTAIONINX K pallOHaM ITaJICHUS paKeT-HOCUTENeH, HaOmoaeTcs 0ojiee BRICOKHI
YPOBEHb 3a00J1€BAEMOCTH OPraHOB MUILEBAPEHUS U NEHTPATIbHON HEPBHOW CUCTEMBI
[18,19].

HecMoTpst Ha akTUBHBIE pa3paOOTKU SKOJIOTUYECKU YUCTHIX BUJOB PAKETHOTO
TOTUIMBA M HAMETHUBINYIOCS TEHJICHLMIO K COKPAIICHUIO MCIOIb30BaHUS TOKCHYHBIX
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KOMITOHEHTOB, TAKHX KaK THAPA3HH, Tpo0iemMa 3arps3HeHHs OKPYKArOIIeH cpebl mpu
KOCMHMYECKHUX 3allycKax ocTaercd akrtyainbHOH. Cornamenue Mexay Kazaxcranom u
Poccuein 2014 roma o cokpamieHHM 3aImyCKoOB pakeTbl-HOocuTensa «lIpoTton» ¢
KocMoJipoMa ballkoHyp W IUIaHbl 1O pa3BUTHIO KoMIUIekca «baiTepex»
CBUJICTCILCTBYIOT O CTPEMJICHHHM K JKOJIOTH3aIliu KocMudeckor otpaciau [20].
OpnHako, Jake IpHU MOJIHOM Iepexojie Ha 0e30macHbIe BHABI TOIUIMBA, HEOOXOIUMO
YYUTBIBATh JOJITOCPOUYHBIE IKOJOTUYECKHE TOCJEACTBUS MPEIbIAYIIUX 3allyCKOB.
HccnenoBanusi MOKa3bIBAlOT, YTO KOMIIOHEHTHI PAKETHOTO TOILJIMBA MOTYT
COXpaHSTBCSA B OKpY’XKalollel cpelie B TeUEHUE JJIUTEIbLHOro BpeMeHu, 10 30 set u
oonee, uTto TpedyeT pa3paboTku A(DPEKTUBHBIX METOJOB OYHCTKHU 3arps3HEHHBIX
TEPPUTOPUU.

1.1 HecuMMeTPUYHBIH  AUMETWJITHWAPA3UH M  NPOAYKTHI  €ro
TpaHchopMannu

Hecummerpuunsiii numernnruapasus (CAS No. 57-14-7, M 60,10 a.e.M., Tiun.
62°C, naBieHue HacChIIEHHBIX TTapoB 22,3 klla) — BEICOKOpEaKTUBHOE COCIMHEHUE C
CHJIBHBIMH BOCCTaHOBHUTEIbHBIMU cBoiicTBamMu [21]. HAMI cmocobGeH mpuUHHMATH
y4acTHE€ B Pa3JIUYHBIX XUMHUUYECKHX PpEAKIMAX, I[IO3TOMY IMPOLECCHl  €ro
TpaHchopMallMi B peajbHBIX OOBEKTaX, KaK MpPaBHIIO, MPOTEKAIOT IO BechMa
CIOXKHBIM MexaHusmaM. Ilpu tepmmueckom pasnoxenuu HJIMI oOpasyrorcs B
OCHOBHOM HHU3KOMOJIEKYJISIPHbIE MPOAYKTHI (aMMHAK, aMHHBI, METaH, 3TaH, YTHJICH,
a3oT u np.). [Ipm Bo3aelcTBUM CIIa0BIX OKHUCIUTENICH OO0pa3yrTCs COCAMHEHHUS C
OoJbIIIel MOJICKYJIIPHOM MacCoM, coJiep Kalie a30T B CBSI3aHHOM cocTossHuH. Ha xon
tpanchopmarmn HJIMI' oka3piBaloT BIMSHHE XHUMHYECKHH COCTaB MAaTPHIIHI,
MUKpPOOHMOTa ¥ BJIAKHOCTh MOYBHI [22], KOHIICHTpAIlMU IEPEXOJHBIX METAJIOB
[23,24], kucnopona u apyrux okucautenei [25].

B pabGore AmmmxkanoBori M.B. [26] BBIABHHYTO NPEINONOKEHUE O
MHOTOCTaJUMHOM MEXaHU3Me TpaHcopmaruu HJIMI, BKJIIOYAIOIIEM
MOCJIEIOBATENbHBIC U TapajuleibHble peakiuu. COoryIacHO MPEI0KEHHOW aBTOPOM
cXeMe, Ha TepBOM cTaauu mpolecca o0pa3yrTCs  HU3KOMOJICKYIISIPHBIC
MPOMEXKYTOUHBIE MPOAYKTHI, KOTOpPbIE BCTYNAalOT BO B3aUMOJACIHCTBHE C
HeokuciaeHHbIME MoJekyinamu HJIMI'. Ha 3axmrountensHoM sTane Tpancopmanuu
JTUMETHITUIPA30Hbl (POopMabIeTUia U aleTalbJeruaa, a Takke TPUMETHIAMUH
MOABEPratoTCs AAIbHEHIIUM MPEBPAIICHUSM B PEAKIUAX C HU3KOMOJIEKYJISIPHBIMU
MPOMEKYTOUYHBIMU MPOJIYKTaMU, MPUBOSI K 00pa30BaHUIO KOHEUHBIX MPOIYKTOB: 1-
metun-1H-1,2,4-tpuazona (MTA), 1-popmun-2,2-numerunruapazuna (OAMI), 1-
MeTui-/ H-nupasona u aumerunamunoanetronutpuia (IMAAH).

HccaenoBanre YiabsHoBckoro H.B. u coasropoB [27], mpoBeneHHOE C
MPUMEHEHUEM MAaCC-CIIEKTPOMETPUUA BBICOKOTO Pa3pECLICHUs, BBISIBUIIO CIOXKHBIN
MHOTOCTaANIHBIN MexaHu3M okucieHuss HIIMI'. ABTopsl oOHapyxuiau 06pa3zoBaHue
IIMPOKOTO CIEKTPa MPOMEKYTOUHBIX MPOJTYKTOB C BRICOKOW MOJIEKYJISIPHOW Maccou
(10 ;mecaTw aTOMOB a30Ta), XapaKTepU3YIOUIUXCS HU3KOM CTaOMIbHOCTHIO. B xome
MOCJICAYIOIIMX MPEBPAIICHUN HAOII0aJ0Ch CHIDKEHHE CPEIHEH MOJICKYJISIPHOM
Macchl 00pa3yronmxcsi coenuHeHnii. Ha ocHOBaHMM TMONYyYEHHBIX JaHHBIX aBTOPHI
MIPEANOIO0KUIH, YTO KIIFOUEeBBIMHU TTpotykTamMu TpaHchopmanmu HJIMI™ B mouBeHHBIX
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YCJIOBUSIX SIBJISIFOTCS T€TEPOLMKIMYECKUE COCIUHEHUSI, COAEpKallMe a30T: UMHHBI,
MUIEPUIMHBI, MHPPOIHUANHBL, JIUTUIPONUPA30ibl, AUTUIPOUMUIA30JIbI, TPUA30JIbI,
aMUHOTpHA3MHBI U TeTpa3uHbl. O0mee yncio nmpoaykToB Tpanchopmaruu HIAMI B
II0YBE, 110 OLIEHKAM aBTOPOB, MOXKET JocTUraTh 250 coequnenuil. CiieqyeT OTMETUTD,
YTO MCHOJIB30BAaHHBIM METOJ AaHAJIA3a, HECMOTPSA HA BBICOKYIO pPa3pelIaroIlylo
CIOCOOHOCTh, HE MO3BOJWJI YCTAHOBUTH TOUHYIO CTPYKTYPY HACHTUDUIIMPOBAHHBIX
COEIMHEHUM, OTPaHUYUBASACH ONPEACIICHUEM UX MOJIEKYJISIPHBIX (hOPMYJI.

B wuccnenoBanuu [28] ¢ wmcnonp3oBaHHWEM YIBTPa3BYKOBOH SKCTPAKIMUA U
razoBoii xpomartomacc-criekrpomeTpun (I'’X-MC) B HCKYCCTBEHHO 3arpsi3HEHHBIX
copOeHTax ObLIU UJIEHTU(DUIIMPOBAHBI MHOTOYUCIICHHBIE MPOAYKTHI TpaHchopMaluu
HJIMI, BKJIFOUYas JTUMETUITUIPA30H areTagbaeruaa (AMT'AA), N-
Hutpo3ogumerusiamud (HIIMA), IMAAH u npyrue a3oTcoaepskaiiyue CoeTMHCHHUS.

CmoutenkoB A.JI. 1 coaBTopsl [29] ¢ MOMOIIBIO KUIKOCTHOM XpOMaToMacc-
cnektpometpun  (KX-MC) onpemenunaun B Boje u  mnouBe 1-popmun-2,2-
TUMETHITHIApA3uH — KiodeBor wMerabomut HJIMI. Anamm3 HCKyCCTBEHHO
3arpsi3HEHHON OYBEHHO-BOJAHOM CYCIIEH3UU MMO3BOJIAI HIEHTU(DHUIIMPOBATH IIHUPOKUAN
CIIEKTp MPOJAYKTOB TpaHCPoOpMaluu, BKJIOYas IUMETUIAMUH, METWITHIPA3HH,
TPUMETHWITHIPA3UH U JPyTHE a3oTcoepkamniue coeauaenus [30].

Kenecor B.H. u np. mpumenwnn cratmdeckuii mapodasueiii aHamu3 [31] u
TBepa0(ha3HyI0 MUKPOIKCTPAKIIMIO U3 ra30Boi (a3el Haj oOpasiom (IITTOMD) [8] B
couetanuu ¢ I'X-MC npna obnapyxeHuss 6osjee 36 NOTEHUHMATBHBIX MPOAYKTOB
tpancopmanmun  HJIMIT B mouBe. ABTOpPH HWIASHTUPUIIMPOBATU TPHUA30JIHI,
MMH/1a30JIbl, TUPA30JIbl U IPYTHE COCTUHEHUS.

AHanmu3 pealibHbIX O0O0pa3IoB MOYBBI C MECT IMaJ€HUS pPaKeT-HOCHUTENen
HOJTBEPAMI Pe3yJbTaThl Ja0OpaTOPHBIX dKcnepuMeHTOB [32]. Bbuto ycTaHOBIEHO,
yTO TMpa3onbl, Tpua3zonbl u HIAMA saBusioTrcs Hamboriee pacupoCTpaHECHHBIMH
npoaykramu Tpanchopmanuu HJIMI B mouse.

B nemaBuewt padote [Tormo M.C. u np. [33] mpu aHamm3e ABYX MOJCIIBHBIX
0o0pa3noB (CyrIMHOK, TpOUIeAIIUN mpoueaypy 3arpssHenus HJIMI, a 3arem
JCTOKCUKAIIMK COTJIACHO Merony [34]; M CYIIMHOK, UCKYCCTBEHHO 3arps3HCHHBIN
1eJaeBbIMU npoaykTamu Tpanchopmanuu HJIMI'), u ogHoro oopasiia, 0ToOpaHHOTO C
MecTa MaJieHus IePBOM CTYNEHH paKeThl-HOCUTENS (KocMoipoM balikonyp) meTogom
npsiMoii TepMoiecopO1uu ¢ nocieayomuM ananuzoM Ha ' X-MC uaeHTuduuupoBaHo
14 HOBBIX MOTEHIMAIBHBIX TPOAYKTOB Tpanchopmauuu HJIMI. Bo Bcex Tpex
oOpasimax Obu1 0OHapyx eH |-meTui-2-nuppoauauHoH. B o0pasie ¢ Mecta majieHus
Takke 0OHapyskeH nponanamuj. [IpeBanupyrorias 4acTb MOTEHIIUAIBHBIX MPOIYKTOB
tpanchopmarmu HJIMI™ oGHapyskeHa B MOJEIIbHBIX 00pa3iax.

B o0630pHoit pabore Mwumomkuaa WM. u KapnaeBoit A. [35] coOpanbl u
cucTeMaTu3upoBaHbl myTH Tpanchopmanmu HJIMI', Takxke aBTOpamMu TpOBEICH
aHaJIM3 UMEIOIINXCS JaHHBIX 0 MpoaykTax TpaHchopmammu HJIMI'. B 0630pe ykass
88 coenuHeHUH, MOATBEPKICHHBIX aBTOPAMH B KA4ECTBE MPOIYKTOB TpaHChHOopMaIuu
HAMI', Bkmroyas & HHM3KOMOJIEKYJISIDHBIX MPOAYKTOB CrOpaHUs, MPOAYKTHI
PA3IMYHBIX OKHCJIUTEIBHBIX PEAKIUHA M COCIMHEHUs, HAWJCHHBIE B Pa3JIMYHBIX
00BEKTaX OKPYKAIOLIEH CPEIbI.

B HayuyHO-uccienoBaTenbCKOM IEHTpe «Fapblli-OKOJOrus MPOBEAECHBI
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UCCJIEIOBAaHUS YCTOWYMBOCTH U PEAKIIMOHHOW CITOCOOHOCTH Pa3NIOKEHHsI MIPOTYKTOB
tpanchopmarmu HIAMI' metomom mosekyaspHoro mozienupoBanus [19] Ha ocHoBe
pacyeTa 3HaAYEHUSI XUMHUYECKUX MOTEHUHANIOB. M3 BCeX pacCUMTaHHBIX XUMHYECKUX
NOTEHIUANIOB JI1 NPOJIYKTOB TpaHC(OpMaluu CaMblM HAWMEHBIIUM OKa3aJcs
xumudeckuid moteHmuan MTA, mamee 1,3-gumerwmi-1,2,4-tpuazona (-4,8007) wu
HJMA (-4,75035). [lanHbie MeTaOONUTHI ObLIM OOHAPYXKEHBI B 00pa3lax MOYBHI,
OTOOpaHHBIX CITYCTs 2-3 rojia Imocje MpoJinBa paKeTHOro Torusa [32].

1.2 TOKCMYHOCTB U IKOJIOTHYECKOe peryjupoBanue konuenrpauuin HAMI
U MPOJAYKTOB ero TpancopManum

HecummeTpuuHblii  DUMETWITHAPA3UH  SIBIISIETCA BBICOKOTOKCUYHBIM
CoeIMHEHUEM, 00JIaaroMM KaHeporeHHbMu [36,37] 1 MyTareHHbBIMH CBOMCTBAMU
[38]. HawmbGomnee TtokcmuyabpiM mpoaykroMm tpaHchopmaruu HJIMIT sBusercs N-
autpo3ogumetuiiaMuH (CAS No. 62-75-9), sapisiromuiicss OJHAM U3 CaMbIX OITACHBIX
u3BecTHBIX KaHreporeHoB [39,40]. Ero npenensro gomyctumas koHmerTparus (ITJIK)
B BO3myxe paboueil 30Hbl cocraBusger 0,01 mr/m3, a mis armocdepHOro Bo3myxa
HaceneHHbIX MecT — 50 ur/m® [41]. IIpu npsMoM MONAJaHWU TENTHIA B OPTaHU3M
H/IMA sBnsieTcs riaaBHbBIM NPOLYKTOM OKHCIICHHS.

Humetunruapazon gopmansaeruga (JMI'®A, CAS No. 2035-89-4) ssnsercs
IPOMEKYTOUHBIM TpoaykToM TpaHchopmarmu H/IMIT B Bome, U3 KOTOpOro
oOpazytorcst MTA u 1-popmun-2,2-qumernnruapasud. JleranpHas cpeHss 1032
BEIIIECTBA, BHI3bIBAIOIAS THOCIb MTOJOBHHBI WICHOB MCIIbITYeMOM Tpymsl (JI so) ms
JIMI'®A 1npu ero BHyTPUOPIONIMHHOM CIIOCO0aX BBEIEHUS COCTaBISIET 239 MI/KT.
JmutensHoe BBenenue JIMI' DA mnpuBoautr K COHIMBOCTH (OOINEEe IOJABIICHHE
COCTOSIHUS), HM3MCHEHUIO MOTOPUKH, KOHBYJbcHM [42]. SBusercs XUMHYECKH
HecTaOMIIBHBIM BerecTBoM [43].

OcuoBHo¥l Mapkep 3arpsiznenus HJAMI — 1-metun-1H-1,2,4-tpuazon (MTA,
CAS No. 6086-21-1) 6bu1 obHapyxeH B 1991 rogy kak mpoaykT Tpanchopmauu
HAMI' B armocdepe Bo3ayxa, ra3oBblX cpeAax M B OOBEKTaX MHUHEPAIBHOIO
npoucxoxaenus [23,24], 8 2004 T npu KCCICAOBaHUU MPOIYKTOB TpaHCHOpPMAIIUN
HAMI' Ha MomenbHBIX copOeHTax, myHrute u riaumHe [25,26]. MTA oOnagaer
CYIIECTBEHHO MEHBIIIEH TOKCUYHOCTBIO, YeM JIPyTUe NMPOAYKTHI TpaHchopmanuu. Tak,
JUISl KPBIC TIPY BHYTPUBEHHOM, BHYTPUOPIOIIMHHOM M mepopaibHoM BBeaeHuu JI 5o
coctasisier 510423 (3 kacc omacHOCTH — YMEPEHHO OIMAaCHOE BEIIeCTBO), 750+42 u
1015+59 mr/kr, cootBercTBeHHO. O1HAKO, JIuTenbHOE BBeaeHne MTA mpuBOIUT K
0ojiee BBIPKEHHBIM CABUTAM JHUMQPO-TEMOANHAMUKH, KIETOYHOTO M OEITKOBOTO
COCTaBa KPOBU U JTUM(]BI U COCTOSTHUS KIETOYHBIX MeMOpaH, TUM(PO-TeMOTUHAMUKH,
KJICTOYHOTO U OEJIKOBOT0 COCTaBa KpoBH U JTUM(bI [47].

HcuepnbiBaronias 3KCriepuMeHTalbHas OLEHKAa TOKCUYHOCTU MHOTOUYUCIIEHHBIX
npoykToB Tpanchopmaruu HJIMI 3aTpyaHeHa BBUIY WX OOJBIIOTO pa3HOOOpa3us u
BBICOKOW CTOMMOCTH COOTBETCTBYIOIIMX HccienoBaHui. CoriacHo pe3yJibTatam
pacyeToB METOJOM KOJIMYECTBEHHAs! CBA3b CTPYKTypa — aKTUBHOCTH/TOKCUYHOCTH
(Quantitative  Structure-Activity  Relationship/Quantitative  Structure-Toxicity
Relationship, QSAR/QSTR), wHauOonee TOKCHYHBIMH CpPEId  IPOIYKTOB
tpancopmanmu HJIIMI'  sBnsdroTCsS coeauHEHMs, CoJepIKaliue TUIPA3UHOBYIO
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rpynmy, Takue kak N-HUTPO30JUMETHIIaMUH, JTUMETHITHIPA30Hbl (popManbIeruia 1
arleranpaeruaa, a rtakke 1,1°,4,4’°-terpamermi-2-terpazen  (TMT) [43,48].
TOKCUKOJIOTrMYECKHE CBOMCTBA HEKOTOPBIX MPOAYKTOB TpaHncpopmauuun HIAMI
npeacTaBieHbl B Tadnuie Al.

C uenbro obOecrneuyeHUs 3KOJOTMYECKOM O€e30MacHOCTH MPHU OCYLIECTBICHHUH
pPaKeTHO-KOCMUYECKOM AesiTeabHOCTH B Poccuiickoit deaeparuu u Kazaxcrane 6butu
yctanosiensl [IJIK mist HAMI 1 ero ocHOBHBIX IPOAYKTOB TpaHC(hOpMAIIH B TIOYBE,
BOJie U aTMOoc(hepHOM Bo3ayxe (Tabmuubl 1 u 2) [41,49-52].

Tabmuua 1 — Ycranosnennble B Poccuiickoit @enepaunu [TIK HIAMI u HekoTOpbIX
IPOIYKTOB €ro TpaHcGOpMaIuu B MPUPOIHBIX 00bekTax [49-52]

TJIK B ITJK B atmocheprOoM ITJAK B BOZE,
Ki BO3JIyXE mr/m® MI/MII ITJIK B
acc BO3JIyX€ >
CoenuHeHHE o IOYBe,
OIIACHOCTH paboueit
I MakcUMaib- | cpeaHe- | Xo3.- PuI0. MT/KT
3OHBI, MI/M HO-pa3oBasi | CyTOYHasi | OBIT. Xo3.
r | 0,1 0,001 0,001 0,01 0,003 -
MIt | 0,1 0,001 0,001 - - -
HIMI' | 0,1 0,001 0,001 0,02 0,0005 0,1
T™T i 3,0 0,005 0,005 0,1 - -
HJIMA | 0,01 - 0,0001 0,01 - -

[Ipumeuanue: I' — rugpasun, MI' — metmiruapasus, HAMA — N-autpo3onnmerunamus, H/AMIT
— HeCUMMETpUYHbIN qumMmeTmiruapasut, [1/IK — npenenbHo-nonyctumbie koHueHTpauuu, TMT —
1,1°,4,4’-TerpamMeTII-2-TETPa3eH.

Tabnuma 2 — Ycranosnennsie B Kazaxcrane [1JIK HIMI' u HeKOTOpBHIX MPOIYKTOB
ero TpaHcopMaIui B PUPOIHBIX 00bekTax [41]

MK B ITJIK B atMochepHOM
Bozayxe | BOLYXE HaCCJ'IC;{HBIX MECT, | 171K 5 | TTJIK B
Coemunenue | CAS No. | ®opmyna | paboueii MI/M BOJIE, | TIOYBE,
30HBI, | MAKCHMAIIHO- | Cpeame- | MI/IM® | MI/Kr
mr/m® pasoBas CyTOYHas
1 2 3 4 5 6 7 8
r 302-02-2 H2N2 0,1 0,001 0,001 0,01 0,05
HAMT 57-14-7 | Cz2HsN:2 0,1 0,001 0,001 0,02 0,1
HIMA 62-75-9 | C2HsON2 0,01 - 000’8882* 0,01 0,01
T™T 6130-87-6| CaHi2N4 3,0 0,005 0,005 0,10 0,1
JIMA 124-40-3 | C2HsN 1,0 0,005 0,0025 0,10 0,2
JIM®DA 68-12-2 | CsH/NO - 0,03* - - 1,0
MTA 6086-21-1| CsHsNs - - - - 10,0
TMA 75-50-3 CsHoN - - - - 1,0
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[Tponomxkenue TabauIIbI 2

1 2 3 4 5 6 7 8
MI 60-34-4 |CH3NHNH: 0,05

[Mpumeuanune: I' — ruapasun, IMA — nmumermnamud, IM®PA — N,N-mumetundopmamun, MIT —
metmiruapasu, MTA — 1-metun-1H-1,2,4-tpuazon, HIAMA — N-autpozogumerunamus, HIMI —
HECUMMETpUYHBIM nuMetnaruapasul, [IJIK — npenensHo-nonycruMsele kKoHneHTpanuu, TMA —
tpumetminamu, TMT — 1,1°,4,4’-tetpamerun-2-rerpazed, CAS NO. — perucTpanioHHbI HOMEp
xumuyeckoro coeauHenus (CAS registry number).

* TIJIK 3arps3HSOLIMX BEIIECTB B aTMOC(EPHOM BO3JyXe TOPOJCKUX M CEIbCKUX HACEICHHBIX
IIYHKTOB.

1.3 Metoasl pemeauauuu no4s, 3arpsisHeHHbix H/IMI' u npoaykrammu
ero Tpancpopmauuu

B nouBe niporeccsl MacconepeHoca 3arpsAa3HUTENICH Ype3BbIYaliHO 3aMEIJICHHBI,
MIO3TOMY 3arps3HEHHE PAKCTHBIM TOIUIMBOM HMMEET JIOKaJIbHBIA Xapaktep [32,53].
OpaHako, B 3aBUCUMOCTH OT TOTOJIHBIX YCIOBUN MPOIYKTHI TPAaHC(HOPMALUU MOTYT
MMETh BBICOKHI MUTPAIIMOHHBIN MoTeHIual. [lonspHbie TpoayKThl TpaHCHOPMAIINH,
oOnagaronye OOJIBIIUM CPOJCTBOM K BOJI€, MPU TMOBBIIMICHHON BJIA)KHOCTH MOTYT
NPOHMKATh BrIyOb MOYBEHHOTO TOPH30HTA 70 1,5-2 M, TOoCTUTast TPYHTOBBIX Bo1 [54].
Jlerkonmeryune TPOAYKTHI TpaHCchOpMaIlMK, UMEIONME HU3KYI0 TEeMIEepaTypy
KUTICHHSI, MOTYT MUTPHUPOBATh B aTMOC(EPHBINA BO3yX U3 BEPXHUX CJIOEB MOYB MO
BO3JICIICTBUEM BETpa U COJIHEUHOTO TeIlIA.

K nHaunbonee pacnpocTpaHeHHBIM METOJIaM PEMEIUAINM TOYB, 3arpsS3HEHHBIX
HJIMI', oTHOCATCS TepMHUYeCKUE, PU3NKO-XUMHUYECKHE U XUMHYECKHE METObI [55].
OpnHako, Takue METO/Ibl, KaK MPaBUIO, HE 00ECTIeUNBAIOT JJIEKOHTAMUHALINIO Hauboiee
croiikux mpoaykroB Tpanchopmauuu HJIMI. Kpome Toro, ux mpumMeHEHHE MOXKET
NPUBOJIUTH K TOTEpe IUIOAOpOJUs IOoYB. buoiormdyeckue MeTOAbl, WU
OnopeMmenuaiusi, OCHOBaHbI Ha CIIOCOOHOCTH MHKPOOPTaHU3MOB pasJiararh
OpraHUYECKHEe 3arpsi3HUTENTU. DTOT METOJ SBIISIETCS HanbOosee MEePCIEeKTHBHBIM C
9KOJIOTHUECKOM TOYKHU 3PEHUS, TaK KaK MO3BOJIIET CHU3UTh YPOBEHB 3arpsi3HEHHUS IN
Situ 1 BoccTaHaBIMBATh IUTOAOPOAME MOuBhl [56]. OmHako, OMOpeMenuaIus MOXKET
OBITh ITTUTEIBHBIM MIPOIECCOM, OCOOCHHO JIJIsl TPYIHOPA3JaraéMbIX COCIMHEHUN.

1.4 Umewmuecss Metoauku omnpeaejgedus HIAMIT m npoaykroB ero
TpaHcpopMaluu B II0YBE U Boje

WNnentudukanus u onpenenenne HIAMI u nmpoaykToB ero tpanchopmaiuu B
00BEKTaX OKPYXkAIOLIEH Cpe/bl MPEACTABIIIET COOOM aKTyalIbHYIO 33a/1auy B KOHTEKCTE
OLICHKH DKOJIOTMYECKUX IIOCJIEACTBUM  PAKETHO-KOCMUYECKOU  JEATCIBbHOCTH.
Meronuku aHanu3a B JKOJIOTHUYECKHUX HCCIIEIOBAHUAX ITO3BOJSAIOT KOJIUYECTBEHHO
XapaKTepU30BaTh YPOBEHb 3arpsA3HCHUS PA3JIWYHBIX KOMIIOHEHTOB OKpPYXKAIOLIEH
cpenbl (MOYBBI, BOJIBI, BO3/yXa) U OLIEHUBATh CBSI3AHHBIE C 3TUM SKOJOTUYECKUE
PUCKH, HAECHTU(UUIUPOBATh HCTOYHUKU 3arpsi3HEHUS U U3ydaTb MEXaHU3MBI
MUTPALMU 3arps3HAIOIIMX BEIIECTB B OKPYXKAIOLIEH CPEle, UCCIEN0BATh MPOLECCH
TpaHcopMallMil XUMHUYECKHX BELIECTB IMOJ| BO3ACHCTBHEM pa3iMuYHbIX (HaKTOPOB
Cpebl 1 OMOTHYECKUX KOMIIOHEHTOB SKOCUCTEM, a TaKXkKe OI[CHUBATh () (PEKTUBHOCTD
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TEXHOJIOTUM OYHUCTKH M JETOKCUKALUM 3arps3HEHHbIX Teppuropui. lIpum stom
MOJIYYEHHBIE B X0JI€ AKOJOTHUECKUX UCCIEAOBAaHUN JaHHBIE SIBISIFOTCS OCHOBOM JIs
pa3pabOTKU M pealu3aluyd Mep M0 MUHUMM3ALUK HEraTUBHOTO AHTPOIOTEHHOTO
BO3JICUCTBUSA

O¢deKTHBHBIA HKOIOTUYECKUNA MOHUTOPUHT TPEOyeT MPUMEHEHUS METOJUK,
00J1a/1at0IINX BBICOKOM 4yBCTBUTEIBHOCTHIO, TPABUIILHOCTBIO U CKOPOCThI0. O/IHAKO,
BBICOKasl peakuuoHHas crnocobHocth HJIMIT u ero HeKOTOphIX METa0O0JIMTOB
CYIIECTBEHHO YCJIOKHSET MPOIECC UX OIpeeieHUs B 00bEKTaxX OKPYIKAOIIECH Cpeibl.
Bopa v nouBa sABIIAIOTCS OCHOBHBIMU CpelaMi, I'A€ Nporucxoaut HakorieHune HJIMI
u ero MerabonuToB Tociae BwIOpocoB. HJIMIT nerko pactBopsieTrcss B BOjE
(pactBopumocth B Bojae 1 r/mum mpu 25°C, necsTUUHBIN Jorapu@m KOHCTaHTHI
pacnpezenenus Mexay okranosoMm u Boaoi (logKow) = -0,40), a Takxkxe copoupyeTcs
MOYBOMU (JIECATUYHBIN JIorapu(M KOHCTAHTHI pacHpelesieHUs MKy OpTraHUuYeCKUM
yraepogoM u Bojoit (logKoec) = 4,574 n/kr). OngHako, Kak omucaHo B pasuaeie 1.2,
HJIMI' saBnseTcs CHUIBHBIM BOCCTAHOBUTEJIEM M AKTHBHO BCTYIAET B PEAKIHIO C
OKUCIIUTENAMH, 00pa3ys MUPOKUM KPYT MeTaOOIUTOB, HEKOTOPBIE U3 KOTOPHIX OoJiee
ONAacCHbI JUIsl 4eJoBeKa. B JaHHOM paszjerne mpeacTaBieHbl UMEIOIIMECs MOAXObI K
onpenenennto HJMI' u nponykToB ero TpancopManuu B BOJE U MOYBE, B KOTOPBIX
MPOUCXOJUT OCHOBHOE HAKOTUJICHUE 3arpsI3HUTEIICH.

1.4.1 Ananu3 BoAbI

CranpaptHas meroauka onpeaenenuss HIMI' B nouse u Boge ocHoBaHa Ha ' X-
MC ¢ npenBapuTelIbHON aepuBaTH3alueii P-uutpodensanpaerugom [57]. Ilpenmen
oonapyxxeuuss HJIMI' B Bome u mouBe cocrabisger 0,2 Mkr/m u 0,2 MKI/KT,
COOTBETCTBEHHO.

B pa6ore [58] npemnosken sxcipeccHslii criocod onpeaencuus HIAMI™ B Boze,
OCHOBaHHBI Ha TBepaodazHoii Mukposkcrpakuuu (TOMD) ¢ mpeaBapuTeIHLHOU
nepuBaTu3anuei aneroHom. TOMD obpasyromierocst B pe3yibTaTe JepUBATU3AINH
JTUMETHIITUIpa30Ha aneTroHa MPOBOIIIH BOJIOKHOM Ha OCHOBE
MOJIMANMETUIICUIIOKCaHa W3 ra3oBoi ¢a3pl Haja o0pa3lloM B TEYEHHUE 2 MHUH C
nocneayromumM ananuzoMm Ha ['X-MC. Ilpeaen o6napyxenus HJIMI cocrasun 0,02
MT/J1.

s onpenenenus 1,1°,4,4’-terpamerni-2-teTpazena B Bojae [59] u nouse [60]
PEKOMEHIOBaHbl CTaHJApPTHBIE METOJMKM HAa OCHOBE HOHHOM Xpomarorpaduu c
aMIIEpOMETPUYECKUM JIeTeKTupoBaHueM. HeoOxoaumass mpoOOMOAroTOBKA IS
aHaJIM3a MOYBbI OCHOBAaHA Ha MIeiouHor oTronke TMT ¢ mapom. [l anamu3a BOIbI
CJIOXHasi TMPOOOMOATOTOBKAa HE TpedyeTcs, I0CTaTOYHO (UIBTPOBAHUE MPOOHI.
JleTeKTUpOBaHUE BBINOJIHAETCS HAa YIJIEPOJHOM DBJIEKTPOAE NPU MNOCTOSHHOM
notennuane 1,3 B. [Ipenen oonapyxenuss TMT miis o6pasiioB mous cocrasisier 0,125
MT/KT, a JIJIsl BOMHBIX 00pa3ioB — 0,05 mr/m.

CranmaptHas Mmetomuka onpenencaus HJIMA B Bome [61], pekomenayemas
areHTCTBOM M0 OxpaHe okpyxaromieit cpenst CIIA, ocHoBaHa Ha TBepaodha3zHOU
AKCTPAKIMU C MOCIECAYIOIIAM JIIOUPOBAHUEM, KOHIIEHTPUPOBAHUEM M AHAIU30M C
ucrnoib3oBaHueM ['X ¢ BO3MOXHOCTBIO BBOJa OOJIBIIMX OOBEMOB OOpas3na u
JaNbHEHIINM TaHAEMHBIM Macc-crieKTpoMeTpuieckuM aerektuposanuem (MC/MC) B
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peKUME XUMUIECKON MOHU3AIIUK C 00pa30BaHUEM OTPHUIATENHHO 3aPsHKEHHBIX HOHOB.
[Ipenen oOHapyXKeHUS JaHHOW METOJUKHU COCTaBjsieT 1 HI/i.

Metoauka npsimoro omnpenencHus HIMA B Boje [62], ocHoBanHas Ha BOXKX
C JaJbHEUTINM (POTOMETPHUYECKUM JIETEKTHPOBAHUEM B YILTPApUOIETOBOM 001acTn
(YOO) npu mmae BoaHbl 240 HM, oOecrieuyuBaeT mpenen oOHapyxeHust B Boae 10
MKT/J1.

B pa6ore [63] mpencraBiaeHa wmetomuka onpenenenus HJIMA B Boje,
ocHOBaHHass Ha otroHe H/IMA ¢ mnapoM ¢ NOCIEIYIOWIEW HSKCTPAKLIUEH
JTUXJIOPMETAaHOM M KOHIIEHTPUPOBAaHHWEM B TOKe a30Ta. IlosyueHHbIE SKCTPAKTHI
aHamzupoBasid Ha ['X-MC. JlocTUrHYTHIM pa3paboTuukamMu mpenesa oOHapyKeHUs
HAMA cocraBun 2 mkr/n. Metoauka obecrieunBaer 3Q(GEeKTUBHOCTh IKCTPAKIIHU
HAMA wu3 o6pa3noB Boasl Ha ypoBHe 84-94%. Ilpu wucnonb30BaHUM JaHHOM
METOIMKH B pabore [64] B oOpasyromyrocs CMech JUXJIOPMETaH-TUCTUILIAT
nononHutenbHO BHOcUAUM NaCl u HpSOs nns moBbimenus 3¢QQGeKTHBHOCTH
OKCTPAKIUU U IPABUILHOCTH OIPEICIICHHUS.

HcnonwzoBanne TOMDI-I'X-MC ¢ xumudeckoi noHuzaruen ¢ 00pazoBaHruemM
OTpHULIATEIBHO 3apsKEHHBIX MOJIEKYJT oOecrieunBaet npenen oonapyxenus HJIIMA Ha
ypoBHe 30 Hr/m [65]. i MOBBIMICHUS CEICKTUBHOCTH W YYBCTBUTEIBLHOCTH
onpeneneauss HIMA B BoaHbIX oOpasnax ¢ BBICOKOH MaTpulieli B pabote [66]
npeioxkeHo ucnoib3oBath MC/MC ¢ XuMHYECKOM HMOHM3ALUE METaHOJIOM C
00pa3oBaHUEM TMOJOXKUTEIBHO 3apsDKEHHBIX MOJeKyd. JlocTUrHyThld mpeaen
obnapyxenust HIIMA cocrtaBwi 5 HI/m.

Pa3spaboTanHblii MOAXOM Ha OCHOBe paboTel [65] omrmMm3upoBaH s
onpenenenuss HIMA B Boje, a Tak)ke B BOAHBIX KCTPaKTaX U3 MOYBbI, 3arPA3HEHHBIX
OCTAaTOYHBIM paKeTHbIM TOIUIMBOM Ha ocHoBe HJIMI' [67]. [nst MuHHMH3AIMH
BO3MOXHBIX MTOTEPh aHAJTUTOB M XUMHUUYECKUX B3aUMOJCUCTBUI MEXITY MPOTyKTaMU
Tpanchopmanmu B uHxkekTope ['X Temmeparypa necopoumu 6ni1a carmkena 10 200°C.
TOMD npoBoAMIIM TOKPHITHEM Ha OCHOBE TTOJIMIMMETAIICUIIOKCaHa/ TMBUHUIIOCH30J1a
npu 30°C B reuenue 10 MuH.

Bakyymuas TOMD (Bak-TOMD) ¢ ucnonb3oBanuem kinananoB Mininert u I'X-
MC no3Bonuiia onpeenuTh 8 OCHOBHBIX MPoAyKToB TpaHchopmanuu HJIMI B Bone
(mupazun, 1-metun-/H-nupasus, 1-merun-/H-nupazon, HIMA, IM®A, MTA, 1-
MeTuiuMuaa3on, [ H-nupason) [68]. Bak-TO®MD npoBoauiu MOKPHITHEM 85 MKM
Kap6okcen/monuaumeruncunokcan (Kap/IIJIMC) u3 razoBoii ¢daszel Haa obOpasziom
npu 30°C B Teuenne 30 muH. Habmromaemas crerneHb U3BICUYCHHS] BapbUPOBAJIACH B
nuanasone 74-109%, a npenensl ooHapyxeHust coctaBuian 0,5-100 Hr/m.

Mertoauka, ocHoBaHHas Ha BOXXX ¢ n1MOIHO-MaTpUUYHBIM JIETEKTUPOBAHUEM
(BOXX-AMMO) npemnoxena nus npsmoro onpenenenus HIAMA, MTA, ®JIMI" u
JIMI'®A B BognbIX oOpasnax [26]. [Tpenen oOHapyKeHUs BApbUPOBAJICS B TUATIA30HE
0,1-0,5 mr/n, a BpeMs xpoMarorpaduueckoro aHajau3a COCTaBJISUIO BCEro 2,5 MUH.
JlanHas MeTonuka OblIa YCIENTHO MPUMEHEH ISl aHallM3a BOJHBIX AKCTPAKTOB W3
TIOYBBHI.

B pa6ore [69] ans amanw3a BOJBI C MecTa MPOJUBA PAKETHOTO TOIUIMBA Ha
ocHoBe HJIMI' wucnonp30Baiu 3KCTPAKIUIO AIETOHUTPWIOM C TMOCIETYIONIUM
anaimuzoM MetogoM ['X-MC/MC. B obpazen Boasl BHOocwn M30b6ITOK NaCl, a 3atem
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alETOHUTPUJ, B COOTHOIIEHUM OPraHUYECKOro pacTtBoputenss W Boabl 2:1.
YcranoBieHHas: CTENEHb U3BJIeUEHUs NPOAyKToB TpaHchopmaruu HIAMI (DOIMI,
JAMI'®A, numerunruapazona aunetanbaeruna (IAMI'AA), HIMA, MTA, TMT,
JAM®A, JIMI'®A) cocraBuna 6osnee 60%. 3asiBlieHHbIE MpeAesibl OOHAPYKEHUS §
npoaykroB Tpanchopmammu HJIMIT B sKcTpakTax COCTaBIsIOT MeHee 1 MKI/.
ABTOpBl OTMeualT, 4yTo Meroauka Ha ocHoBe ['X-MC/MC OTKpbIBa€T HOBBIE
BO3MOKHOCTH [JUISl  CJIEIOBOTO  aHAJIW3a 3arps3HUTENEH MpU  MPOBEICHUU
9KOJIOTMYECKOI0 MOHUTOPHUHTA.

1.4.2 AHanu3 nmo4Bsbl

[ns onpenenenusi cymmapHaoi konuentpauuu HJIMIT Cmonenko A.Jl. u np.
[70] ormerwnin, YTO HEOOXOAMMO TIEPEBECTH BCE AKTHBHBIC IPOIYKTHI
tpancopmanmu B ucxoausii HIAMI', u ycranoBunm, 4to Hanbosee 3(PpeKTUBHBIN
IIEPEBOJI OCYIIECTBIIAETCS MPHU IMIEIOYHOM AucTwusiunud. OOHAKo, MpeasiaracMble
YCJIOBUSI MOTYT NMPUBECTU K PA3ITUYHBIM (PU3UKO-XUMUYECKUM MPOIIECCaM.

ATttectoBaHHass MeToauka omnpexneneHus HJIMA B mouBe [71] ocHOBaHa Ha
menouHom otrone H/JAMA ¢ mapom un panpHedmmM aHain3oM Ha BOXKX-YO/I.
[Ipenen oOHapykeHHS MpH YCIOBUU BBOJA NpoObl o0beMoM 100 MK B mouBe
cocraisieT 0,02 mr/kr. IIpaBUIIBHOCTB PE3yJITATOB, NOJYYEHHBIX C UCIIOIb30BAaHUEM
naHHoil Metoauku onpenenenus HIIMA B mouBe, octaeTcs moj BOIMPOCOM, TaK Kak
Mo3Xe OBLUIO YCTAHOBJIEHO, YTO MLIEJIOYHOM OTTOH CONMPOBOXKIAETCSA MHOKECTBOM
XUMUYECKUX peaKluid, MPUBOIAIINX K upe3MepHoMy oOpazoBanuto HIIMI', a taxxe,
Bepositno, HIIMA [29].

Ha ceronHsmHWil 1I€Hb CYHIECTBYET MHOXECTBO MOAXOAOB K OINPEIECICHUIO
MTA, ocHoBHOrO Mapkepa 3arpssHenns HJIMI, B mouax. Hawubonee
pacnpocTpaHeHHBIE  CIIOCOOBI  OCHOBAaHBI Ha  Tra30BOM WM  KHUJIKOCTHOM
xpoMarorpaduu ¢ pa3TUIHBIMUA BapUaHTAMU JETEKTUPOBAHUS.

Jna ompenenenus MTA B mouBe ¢ wucmoip3oBaHueM ['X HeoOXoauMmo
peABaAPUTEIBLHOE SKCTPAripOBAHUE OPTAHUYECKUM PACTBOPUTEIEM JTNOO AIKCTPAKIIUS
MOJINMEPHBIM NOKPBITUEM U3 Ta30BOM (a3bl HajJ oOpa3uoM. CylnieCcTBYIOT pa3iudHbIe
NOAXOAbl JUIA OJKCTParupoBaHUs PACTBOPUTEIEM: MOJSAPHBIM  OPraHUYECKUM
pactBoputeneM B ammapare Cokcnera [72,73] win npu BO3ACHCTBUH YIIBTPa3ByKa
[28], yckopenHast sKcTpakiusi aneTOHUTPWIOM [74] wiu JFOOBIM JTOCTYITHBIM
OpPraHUYeCKUM PACTBOPUTENIEM BCTpsiXxuBaHUEeM B BUanax [75]. [Ipu HeoOXoaumocTu
MOJIYYEHHBI 3KCTPAKT OYMILAIOT U KOHLEHTpUPYIOT. MeTonuka Ha ocHoBe TOMDO
TaK)K€ MOKET OBbITh MCIOJIb30BaHa Jiyisi onpeaenenns MTA B mouBax npu ycioBHUH
UCIIOJIb30BAHUSI METO/Aa H30TOMHOTO pa30aBieHHS MJii KOHTPOJS MAaTPUYHOTO
apdekra [76]. Tarke gocTymHbI MeETOAMKM Ha ocHoBe JKX, TpeOyromiue
NpeBApUTEIIbHYIO SKCTPAKIIMIO BOOH [77], BOAHBIM pacTBOpoM ammuaka [78], 1ubo
KHCJIOTHBIM pacTBopoM [79].

ABTopamu paboThl [73] mpencraBiieH Croco0 OJHOBPEMEHHOTO OIPEICICHUS
®JIMI" u MTA B nouse, ocHoBanHbIi Ha ' X-MC u 3kcTpakiuu B annapare Cokciera.
ABTOpBl paboOTHl yAENWIM NPUCTATILHOE BHHUMAHHUE MPOLECCY MPHUTOTOBICHUS
CepTU(PUUMPOBAHHBIX CTAHAAPTHBIX 00pPa3lOB — MOYB, C U3BECTHON KOHIIEHTpALIMEH
AHAJINTOB, a TaKXKe M3YYeHHI0 3(PQPEKTUBHOCTEH HKCTPAKUMHU PA3IUYHBIMU
pactBoputenssMu. B pabore mnokazaHo, 4TO HaubOosiee S(PPEKTUBHBIA METO]
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IPUTOTOBJIEHUS CEPTUDUIMPOBAHHBIX CTAaHAAPTHBIX 00Pa3OB — 3arps3HEHNE MTOYBBI
pactBopamu MTA u ®OJMI’ B auxiiopmMeTaHe C MOCIEAYIOUIMM yIapuBaHHEM
pactBopurensi. Hanbonee adpdexruBras amcopouus MTA modBoii mMpOUCXOIUT U3
pactBopa MTA B puxjmopmerane, Toraa Kak TIIPH  MCHOJIB30BAHUM JIPYTHX
pacTBopuTened (BOABI WJIM METaHOJIa) HAOMIOJANNCh TMOTEpU aHaluTa MpHU
yHapuBaHUU, BEPOSITHO, 3a CUYET OOJBIIET0 CPOJACTBA K PACTBOPUTENO U OJIU3KOM
temriepatypbl  kuneHus. HauOonee  »ddexTuBHBIM  pacTBOpUTENEM IS
yiabTpa3BykoBoM 3kcTpakiuuu MTA u @JIMI’, ycTaHOBIEHHBIM aBTOPAMH, SIBIISIETCA
METaHoJI, 00ecreunBarOIUil CTENEHb U3BJICUYCHHS Ha ypoBHE 58-72% B 3aBUCUMOCTH
oT Tuna moyskl. [Ipu sxctpakiiuu MTA u3 nmouBsl Mmaccoit (m = 2 1) metanosaom (V =
80 mur) B anmapare Cokciieta B Te€UeHHEe § 4 ¢ MOCIEeAYIONMM KOHIIEHTPUPOBAaHUEM
yHnapuBaHUEM CTENEHb U3BJIEUEHUs aHamuTa coctaBmiia 95-105%. Pabounit nuamnazon
KOHIIEHTpAaIuii MeToIuKN HaxoauTcs B pamkax 0,05-50 mr/kr.

B pa6orte [75] npemioxkeHo mpoBoauTh dKcTpakiuio MTA u3 mouBsl 1Byms 5-
MJI TOPUUSMHU JIIOOOrO JOCTYIHOTO TMOJSIPHOTO OPraHU4YeCKOro pacTBOPHUTENs
BCcTpsAxuBaHueM B TedeHue 30 muH. KoimuecTBEHHOro omnpenencHue OCHOBAHO Ha
NPUMEHEHUHU METO/]a U30TOITHOTO pa30aBIICHUs], B KAUECTBE BHYTPEHHET O CTaH1apTa B
KOTOpOM BbICTynan |-tpuaeiirepomerun-/H-1,2,4-tpuazon (MTA-d3). I'maBHBIM
IPEUMYIIECTBOM METO/Ia M30TOMHOr0 pa30aBlICHUs SBISIETCS BBICOKAS TOYHOCTD
onpeaeneHusl IPU MUHUMAJIbHBIX BPEMEHHBIX 3aTparax, Tak Kak METOJl He TpeOyer
MOCTPOEHUS KAIMOPOBOYHBIX MPSAMBIX. 3asiBIEHHBIN npenen ooHapyxkeuus MTA npu
sKcTpakuuu aretoHoM U ananuse Ha ['X-MC cocraBun 2 mr/kr. JlaHHas MeToauka
npeaHa3HavyeHa Jijist aKcrpeccHoro onpezaenennss MTA B mouBax Ha ypoBHE, OJIM3KOM
k [TJIK.

B pabore [76] paspaboran cmoco6 ompencinenus MTA B mouBax ¢
UCTOJIb30BaHUEM mapoda3Hoit  TBepaodasHoit Mukposkcrpakmmu u [ X-MC.
ABTOpaMH yCTaHOBJIEHO, 4YTO JUISl JOCTM)KCHHMsS HauOOJbIIeH MpaBUIBHOCTH
HEOOXO/IMMO YpaBHOBEIIMBATH MpoOy IMOCHE BBEACHUS H30TOIHO-MEYEHHOTO
BHyTpeHHero ctanpapra (MTA-d3) mpu temneparype 60-80°C B Teuenue 5-10 u.
JlocTUTHYTBIA Tpenen OOHApyXeHHS NpHU HCIOJIB30BAaHUHM TMOKPBHITUS 85 MKM
Kap/ITIMC B teuenne 15 mun npu 80°C ¢ mocneayomum aHaanzoM Metojaom ['X-
MC coctaBui 0,5 mr/kr. Habnromaemas cTerieHb U3BJICUCHUS HAXOAUTCS B THAIIa30HE
91-121%. Mertoauka siBAsiETCS MPOCTOM, HEAOPOTOH, JIETKO aBTOMATHU3UPYEMOU U
HKOJIOTUYHOM, TaK KaK He TpeOyeT MPUMEHEHHS] OPraHUYEeCKOr0 pacTBOPUTESL.

MeTonuk Ha OCHOBE KHUAKOCTHOM Xpomartorpaguu Hamboiiee MpPOCTHl B
WCIIOJIb30BAHUU JIJIsl aHAIM3a BOJHBIX OOpPA3IOB, HO TaKXe€ MOJIXOJIAT JJII aHajIu3a
TIOYB C UCIIOJIB30BAHUEM MIPEIBAPUTEIBHOM IKCTPAKIIUKU BOI0# [77], ci1abomieiouHbIM
BOJIHBIM pacTBOpoM [78] miu pactBopoM kuciaotel [79]. [Tpu ncnoas3zoBanun BOKX
TUTS TOCTUKEHHSI IPUEMIIEMO CENIEKTUBHOCTH U YyBCTBUTEIBHOCTH TpeOyeTcsl Macc-
CIIEKTPOMETPHUYECKUN JETEKTOP.

B pabore [78] mpeacraBieHa MeToaWKa, OCHOBaHHAas Ha HMOHHOU
xpomarorpadpuu c MacC-CIEKTPOMETPUUYECKUM JNETEKTUPOBAHUEM JUISL
oaHoBpeMeHHoro onpeneneaus MTA, ®JIMI', numeTunryanuinHa U TMMETUIIAMUHA.
OnNTUMU3HPOBAHHYIO SKCTPAKIMIO MPOBOJMIM C MCHOJIB30BAHMEM MeTaHoja (s
®JIMI') u cnaboIiesIouHOoro BOAHOTO pacTBopa (MJis ApYyrux aHaauToB). Paznenenue
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BBITIOJIHSAJIM Ha KathuoHooOMeHHO#M kosoHke Nucleosil 5 SA (150 x 2 mm). [Jlns
MOCJEAYIOIIETO  MacC-CIIEKTPOMETPUYECKOIO  JE€TEKTUPOBAHUS  UCIOJIb30BaJIH
XUMUYECKYIO0 HOHU3AIUIO PU aTMOC(PEPHOM JaBICHUH, PETUCTPUPYSI TTOJOKUATEITHHO
3apsSKEHHBIE  MOJIEKYJIIpHbIE HMOHBL.  [Ipefensl KOJMYECTBEHHOTO OMNpEe/IeSICHHs
cocrapmmm 10, 50, 50 u 250 mxr/m g OJMI, MTA, aumeTwiryanujanHa u
JTUMETUJIaMUHa, COOTBETCTBEHHO.

B pa6ore [79] onucana metoauka onpeneiacauss HAMI u ero matu 0CHOBHBIX
npoayktoB TpaHchopmanmu (HAMA, merunrunpazun, MTA, TMT, IM®A wu
JTUMETWITYaHUUH) METOJIOM BBICOKOA(h()EKTUBHOMN KUIKOCTHOU XpoMartorpaduu
TaHJEMHBIM Macc-crekTpoMeTpuueckuMm aerektupoBanuem (BOXX-MC/MC) c
MOHM3ALMEN dJIEKTPOPACIBUICHHEM C OOpa30BaHMEM TOJOKUTEIbHBIX HOHOB C
MOCJICAYIONIUM MOHHUTOPHUHIOM WX MHOXECTBEHHBIX pEaKUuid. DKCTPAKIUIO
npoBoguinn 0,1 M pactBopom HCl B Tedenme 1 cyTOK mHpu MEPUOIUYECKOM
nepememuBanuu 0e3 Harpesa [30]. Pasmenenue mpoBomwim Ha koioHke Nucleosil
100-5 SA pazmepom 125 x 4,6 MM 1 pa3MepOM YaCTHI] 5 MKM ¢ yJIep>KuBatoiei Gpazoi
Ha OCHOBE KATMOHHOW TpymIbl CyIb()OHOBOW KHUCHOTHL. JIOCTUTHYTHIE MpEaebl
obnapyxenust HIIMI', metmnruapasuna u HIIMA Haxonmarcs B nuamazone 11-18
MKT/11 (B akcTpakte), MTA, TMT, IM®A u nuMmetwiryanuauaa — B quamna3one 0,04-
2 MKT/7 (B DKCTpPAKTE).

B pabote [74] npencraBiieH moxo0/1, OCHOBAaHHBII Ha YCKOPEHHOMN 3KCTPaKIUH
allETOHUTPUIIOM C TOCIEAYIONUM aHAIM30M JKCTpakToB MerogoM ['X-MC/MC B
peKUME MOHUTOPHHIa MHOXKECTBEHHBIX peakuuil. MeTon mo3BoiigeT 3¢pGHEeKTUBHO
IKCTparupoBaTh NpoAykThl TpaHchopmanmu HJMI naxe u3 mous, oOiagaroniux
CUJIBHBIMH COPOUPYIOIIMMHU CBOMCTBAMU 32 KOPOTKHM TPOMEKYTOK BpeMeHH (30 MuH)
U pacxojys HeOousbinue o0beMbl skcTpareHTa (10 mur). ABTOpaMu yCTaHOBIIEHO, YTO
BHECEHHE B oOpasen M30bITKA THAPOKCHIA Oapus MO3BOJSET JOCTUYL BBICOKOU
CTENEHb OKCTPAKIMH TMPOAYKTOB TpaHchopmaruu. JIOCTUTHYThIE mpeessl
oonapyxenus HJIMA, ®JIMI', IMI'AA, TMT, IM®A u MTA nHaxoasTcs B
nuara3oHe 2-6 MKI/KT, TMMETHITHIPa30HOB 2-pypanpaeruga u popManbaeruia — Ha
ypoBHE 15 MKI/KT.

B pa6ore [33] npumeHeHa Tepmudeckas gecopouus B couetanuu ¢ ' X-MC/MC
JUIst ompezeneHus 15 azorcoaepxammx MNpoaykroB TpaHchopmanuun HIMI B
CyTJIMHHUCTOM mouBe. |1 MakcuManbHOM 3 (PEKTUBHOCTH U3BJICUCHUS UCIIOIb30BaHa
nobaBka TUIPOXJIOpHAA WU THAPOKCHUIA HATPpUs M ONTUMH3UPOBAHHBIC YCIOBUS
tepmoniecopOuuu (200°C u 30 mun). JocturHyThl mpenensl oOHapyxenus 0,2-15
MKI/KT, a HaOmro/1aeMas CTEleHb W3BJICUCHUS MPH MCIOJIb30BAHUM KAJIUOPOBKHU TIO
MaTpHIle U U30TOMHO-MEUYEHHOr0 BHYTpEHHEro craHmapra (mupuanH-d5) cocraBuia
80-100%.

XKakynoekopoii A. u np. [80] pazpaborana MeToIMKa ONpeaCICHUS 5 OCHOBHBIX
aeTyuux npoaykTtoB Tpanchopmarmu HJIMIT B mecke meromom Bak-IITOMO-T'X-
MC. [octurnyTeiii mpenen ompexaenenus coctaBun 0,12-12 wmkr/kr. BremHss
KanuOpoBKa no Marpuue U BakyyMHasg [ITOMD no3Bonuia qocTuyb HaOIIOAAEMOM
cTeneHu u3BieueHus B quanazone 80-119%.
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Takum o0Opa3oMm, Ha CErOJHSIIHUNA J€Hb JOCTYNHO OOJbIIOE KOJUYECTBO
metonuk onpenenenus HIMI u mpoaykToB ero tTpanchopmanuu B o0Opasiax BOAbl U
nouBkl [55] (Tabymna 3). AHATUTHYECKHE ITOAXO0/IbI K OJJHOBPEMEHHOMY OTIPE/ICIICHUIO
IIMPOKOTO CIIEKTPA aHAJIUTOB CTAHOBSTCS BCEe 0ojiee BOCTPEOOBAHHBIMH, MTOCKOJIBKY
OHM TIPUBOAAT K CHI)KCHHUIO KOJIMYECTBA aHAIM30B MU CTOMMOCTU SKOJIOTHYECKOTO
MoHuTOpuHTra. COBpEMEHHBIE METOAMKH OJHOBPEMEHHOTO OMNPEIEICHHUS OCHOBHBIX
npoaykTtoB Tpancpopmauuu HJMIT (> 2) oOecrneunBaiOT HHU3KHE MpPEEibl
OOHapy>KEHUS, OJTHAKO TPEOYIOT CIOXKHOHN U JUTMTENBHOM podonoarotosku [72,79],

HJIM JOIIOJIHUTCIBHOTO WU JOPOTOCTOAIICTO O6OPYI[OBaHI/I$I JJIsI N3BJICUCHUS aHAJIMTOB
[33,74].

Tabmuma 3 — Cnucok uUMeromuxces moaxoaoB K onpeneneHuo HJAMIT 1 ocHOBHBIX
IIPOJYKTOB €0 TpaHc(opMamuu B ITOYBE U BOJIS

Merox [Ipenensr
AHanuT(bl) Marpuna [TpoGomnoaroroBka AHATV3A OGH&pZ)I(eHI/I JInr.
1 2 3 4 5 6

KucnoTtnas skcTpakuus,
[IEJTOYHAsT OTTOHKA

HIMA Bona - BOXX-YOI | 0,01 mr/n | [62]
KucnoTtnas skcTpakuus,

HIMA [TouBa BOXX-YOI | 0,02 mr/kr | [71]

TMT [TouBa UX-AMJT | 0,125 mr/kr | [59]
IIeJI0YHAast OTTOHKA

TMT Bona - NX-AMJ] 0,05 mr/a |[59,60]
MTA [TouBa DKCTpakius aleTOHOM I'X-MC 0,005 mr/kr | [72]
MTA [TouBa IKCTPAKIIA OPraHHIECKNM I'X-MC 2 Mr/kr [75]

pacTBopUTEIIeM
MTA [TouBa [ITOMD I'X-MC 0,5 mr/xr | [76]
I'mnpasun, HAMT, DKCTpaKIHsi CMECHIO alleTOHA i 0,005-0,016
HIMA Housa 1 YKCYCHOM KHUCIJIOTHI [X-ADA MT/KT [81]
I'mapaszunsl, [Touga, HNon-napuas )

HIIMA, TMT Bona Dkcrpakuus 6ydepom KX-AMJI 0,03-0,12 ur| [82]

Oxkcrpakiusg 80 M MeTaHoJa

OAMI, MTA | Tlousa | ~o" * armapate Cokceta

I'X-MC 0,05 mr/kr | [73]

DKCTpaKys METAHOJIOM

OJIMI", MTA, [Touga, i 0,01-0,25
IMTyan, IMA BOTA (®AMI') u cnabomieIouHbIM KX-MC e/
BOJHBIM PACTBOPOM

[78]

Y cKkopeHHas HKCTPAKIIHS
OcHOBHBIE JIeTyune Mousa | PacTBOPUTEIEM (30 mun 10
I[IT HAMI (8) MJI alleTOHUTPHUIIA) C

nobaskoit Ba(OH)2

Oxcrpaknus 0,1 M HCI B

I'X-MC/MC | 2-15 mxr/kr | [74]

HJAMI, ocrosmbre | o TeueHue 24 4 npu B2XX- Oligfr'/f’ [79]
T HAMI (6) TIEPHOIHIECKOM MC/MC
TepeMeIIBaHNK
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[Tpomomxkenue TadauIb! 3

1 2 3 4 5 6
Tepmuueckas necopouus npu i
ASOTCOREPAAIIE | p oo | 9000C g reuenme 30 mun | TX-MC/MC | 2271 | [33]
I[IT HAMI (15) MKT/KT
Hanpsmyto B ['X
Jleryuue IIT Cratnunblit mapodasHblii i H/11
HAMI Housa aHaJu3 IX-MC (CKpUHUHT) [31]
Jleryune IIT [Tousa, | [ITOMD (60 mun npu 40°C, X-MC H/7 [8]
HAMI' BOJA 85 mxm Kap/ITIMC) (CKpHUHUHT)
OCHOBHBIC JIETy4HE Bak-IITOMD (30 muH npu i 0,0005-0,1
OTHAME (7) | 2% | 50°C, 85 wxm Kap/IIMC) | | X MC MK/ [68]
OcHoOBHBIE JIeTyune Bax-IITOMD (30 mun npu i 0,12-12
T HAMT (5) | €% | 40°C, 85 wixm Kap/IIMC) | L X MC wir/xr | L0V
HIMA, IM®A, [NTOMD (15 mun ipu 60°C, i i *
MTA [TouBa 85 Micv Kap/TIIMC) I'X-MC 1-14 mkr/kr | [83]
OcHoBHBIE JIeTyune [TOMD (60 mun npu 40°C, i i *
TIT HJMT (22) | 11ouBa 85 mxm Kap/IIJIMC) FX-ME/MC [83]
OCHOBHBIC JIETy4HE Boxa [ITOMD (50 mun ipu 60°C, I'X-MC 0,005-0,3 [84]*
TIT HIMT (5) a 85 mxM Kap/TIZIMC) MK/

OcHoOBHBIE JIeTyune OTOMD (15 mun npu 60°C, i 0,01-3 mxr/n *
TIT HAMT (13) | Bore 85 mxm Kap/IIJIMC) FX-ME/MC [84]
[Mpumeuanue: AD/]—a3otHO-Pochopusii nerekrop; AM/l —amnepomerpuueckuii nerekrop; APCI
— XuMUYeckas HoHuzauusa npu atmochepHom naBienun; BOXX — BeicokoaddexTrBHAS
XKHUIKOCTHas xpomarorpadus; Bak-IITOMD — mapodaznas TBepaodasHas MHKPOIKCTPAKIHS B
BakyyMe; ['X — razosas xpomatorpadus; JJMI'AA — aqumetunruapason aneraipiaeruna; JJMA —
mumetwiamud; [IMID'yan — mumerwiryanunud; JIMI®@A— numeturuapasoH QopMaibIeruia;
JIMI ®yp — numetmiruapas3on 2-pypanpaeruna; UX — nonnas xpomarorpadus; Kap — Kapookcew;
MC — macc-cnektpomerpust; MC/MC — Tannemnas macc-criekrpometpusi; MTA — 1-metun-1H-
1,2,4-tpuazon; HAMA — N-autpo3ogumerunamut; HJIMI — HeCUMMETPUYHBIN TUMETHITHAPA3HH;
NAMC — momumumetmicunokcan; [ITOMD — tBepaodasHass MUKPOIKCTPAKIIUS M3 Ta30BOU (hasbl
Hag oopaznom; TMT — 1,1°,4,4’-trerpamerun-2-terpaser; YDJ[ — ynpTpaduoneToBbiii 1€TEKTOD;
OJIMI - 1-hopmuin-2,2-TUMETUATHAPA3UH.

* - nanHas paboTa.

1.5 CucreMa 3K0J0rH4eCKOro KOHTPOJISI MeCT NMaJeHUH OTAe/ISIIOMXCH
yacreil pakeT-HOCUTEJIeH

B pa6ore [85] Oblia mpeiokeHa cucTeMa aHaTMTHIECKOTO KOHTPOJISI 00BEKTOB
OKPYXaroUIeH Cpeabl HAa y4acTKaX pa3MBOB PaKEeTHOro TormBa Ha ocHoBe HJIMI ¢
UCIOJIb30BaHUEM ra3oBoM xpomarorpaduu. CucremMa OCHOBaHAa HAa MACHTHU(PUKALIMU
JeTy4yux npoaykToB Tpanchopmanuu HJAMI ¢ ncnons3oBaHreM METOAMKY HA OCHOBE
[NTOMD-I'X-MC [8]. TOMD obecnieurBaeT BHICOKYIO UyBCTBHTEIBHOCTD K JICTYYHM
npoayKTaM TpaHcpopManuuu Onaronaps uX 3(()EKTHUBHOMY KOHIIEHTPUPOBAHUIO
nokpeitieM Ha ocHoBe Kap/TIJIMC. CornacHo npeiosxkeHHoON cxeme [85], oOpasiis

BO3/7yXa, IMOYBbl W BOJbl TMEPBOHAYAIBHO TECTUPYIOTCS C MCIOJIL30BAHUEM
KaQ4eCTBEHHOI0 aHajau3a moaxogoM Ha ocHoBe [ITOMD-I'X/MC. [lamee
3arps3HEHHBIC  O0Opaslbl  TOJBEPralOTCS  KOJIMYECTBEHHOMY  aHAIM3y  C
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MCII0JIb30BaHUEM CTaHAapTHBIX MeTOIUK onpeneneHus HIAMA, TMT, ®JIMI" u MTA.
Jlpyrue TOpoAyKTbl TpaHCGOpPMAalMU  OINPEAESIOTCS  MOJYKOJUYECTBEHHO C
ucnosibzoBanueM [ITOMO-I'X/MC.

B 0630pe [86] paccMOTpeHbI OCHOBHBIE METOIBI M TIOJIXOIbI, TPUMEHSIEMbIE JUIS
aHamM3a CIEJOBBIX KOHIIEHTpanuil mpoaykToB Tpanchopmauuu HJIMI' B oObekTax
OKpY>Karolleld cpebl ¢ MCIOJIb30BAHUEM Ta30BOM U KUAKOCTHOW Xpomarorpaduu.
ABropamu oTMmeueHO [86], 4TO Hake MpPU KCHOJIB30BAHUU BBICOKOCEICKTHBHBIX H
YyBCTBUTENIBHBIX MeTON0B, Takux kak ['X wmm XX ¢ TanaeMHbIM Macc-
CIIEKTPOMETPUUYECKUM JNETEKTUPOBAaHUEM W MaccC-CIEKTPOMETPUUECKUM
JNETEKTUPOBAHUEM BBICOKOTO pa3pelIeHUs], I JOCTUKEHUS aHAIUTHYECKUX Leneit
He00X0IMMO KOHIIEHTpUpoBaHue 00pa3ioB He MeHee yeM B 1000 pa3. st uzBneueHus
aHAJIMTOB M3 TMOYBHI M BOJBI W TMOCIEAYIOIIETO aHalIM3a XpOMaTorpapuuyecKuMu
METOJAaMU  NPEJIOKEHBI:  JKCTPAKLUUS  PACTBOPUTENEM € IMOCIEAYIOIIHAM
KOHIIGHTPUPOBAHUEM DKCTPAKTa, JWHAMUYHBIA TmapodasHbiii aHamu3 u TOMD.
JuHaamuyHblid napodasHbiii aHammu3 TpedyeT d(pPeKTUBHOrO XpoMarorpaduueckoro
pa3leNeHnsT  AHAIUTOB W NPUMEHEHHMS  BBICOKOCEJIEKTHBHBIX  METOOB
nerexktupoBanus, Takux kKak [’ XxI'X 1 MC/MC B pexrMe MOHUTOPUHTA CEJIEKTUBHBIX
WJIM MHOKECTBEHHBIX peakiui. [ITOMD xapakrepusyeTcss IpOCTOTON BBIIOJIHEHMUS,
BO3MOKHOCTBIO aBTOMAaTH3alU{, YHHUBEPCAIBHOCTBIO NPUMEHEHHS, OTCYTCTBUEM
HEO0OXOIMMOCTH KCIIOIb30BaHUA OOJBIIUX 00bEMOB OPTAHUUYECKUX PACTBOPUTENEH U
COYETAaHUEM ATAIIOB dKCTPAKLIMH, OYUCTKU U KOHLIEHTPUPOBAHUS.

Takum oOpa3oMm, TMOAXOA K  ONPEACIICHUIO OCHOBHBIX  IPOJYKTOB
tpancopmarmu HJIMI', ocnoBansblif Ha [ITOMD, sBasercs nepcreKTUBHBIM, TaK
KaK T[O3BOJMUT MPOBOAUTh ABTOMATU3UPOBAHHBINA, HEIOPOTOM M  «3EJECHBIIN»
MOHUTOPUHI TEPPUTOPUM, NOABEPKEHHBIX BO3JAEHUCTBUIO PAKETHO-KOCMHUYECKOMN
NEeATEIIbHOCTH.

1.6 Onpeanenenue mnpoaykroB tpanchpopmauuu HIAMIT B mouse ¢
HCNO0JIb30BaHHEM TBePA0(aA3ZHOH MUKPOIKCTPAKIMHU

1.6.1 [Ipunmun TBepAo¢ha3HON MUKPOIKCTPAKIINU

Meron TtBepaoda3zHOi MHUKPOIKCTpakUuu, pazpadbotanHbliidi B 1993 romy
IPYNION Y4YeHBIX 1O pyKoBoACTBOM SHyma I[laBnauimmHa W3 yHUBEpCUTETA
Barepnoo (Kananma), k HacTosieMy BpEMEHH 3apeKOMEHJoBal ce0s Kak
() PEeKTUBHBIN, YIKOHOMUYHBIM, BBICOKO aBTOMATU3UPYEMBIH U «3EJEHBI» METO]
npoOOMOATOTOBKHM,  JIETKO  COYETAIONIMHCA ¢  Haumboliee  MOIMYJSPHBIM
uHcTpymentapuem  [86,87]. Tlpomecc TOMD ocHoBaH Ha COpPOLMH aHAIMTOB
HampsSMyl0 #3 o00paslia WM depe3 Ta30ByI0 a3y BOJIOKHOM (pHUCYHOK 1),
MPEACTABISIONIMM COO0M METAJUTMUECKYIO WU KBapIIeBYIO UTIY JUIMHOM OKOJIO 1 cMm
C HaHECCHHBIM CJIOEM aJicopOMpyromie niau adbcopOupyromeld ¢aspl (PUCYHOK 2),
CEJIEKTUBHO yAEPKUBAIOIIEH MHTEPECYIOLIME KOMIOHEHTHl aHATU3UPYEMOU MpOOHI,
tonuuHo oT 7 mo 100 MxM. TOMD mo3BOJISIET COCIUHUTH CTAJUU IKCTPAKIIHUH,
OYMCTKHU U KOHIIEHTPUPOBAHUS B OJIMH JTaIl.
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IKCTPaAKUMA Hag
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[Ipumeuanue: Dranmsl TOMD: 1 — JlepxkaTenb 3KCTPAKIIMOHHOTO BOJIOKHA; 2 — AKCTpaKmus; 3 —
necopouust; Cr — KOHIIGHTpaIKs aHauTa B BOJIOKHE; CHs — KOHIIGHTpAIHsI aHAaIuTa B Ta30BOH (haze
Has1 00pa3nom; Csoil — KOHIIEHTpaNKs aHATUTa B TouBe; Cw — KOHIIEHTpAIHSI aHAJIUTA B BOJIC.

Pucynok 1 — TBepaodasnas MUKPOIKCTPAKIINS OPTaHUIESCKUX COCTUHCHHI
13 104BHI [76]

(a) KapOokceH/ oMM InMe THIICHIIOKCAH (6) [MonmmnumeTUICUIOKCaH/TUBEHUIOCH30T

Pucynox 2 — ®otorpadun s3xcTpakiimoHHoro nokpsitus Ha ocHoBe Kap/IIJIMC (a)
[89] u ITIMC/ABB (6) , mosy4YeHHBIE C UCIOJIb30BAHUEM CKAHUPYIOIICTO
AIEKTPOHHOTO MUKPOCKOTA
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Ha ceroansimiHuii A€Hb  KOMMEPYECKM  JOCTYIHBI  IIECTh  BHUAOB
OKCTPAKIIMOHHBIX MOKpPHITUN (monuaumermwicuinokcad, [IJIMC; Kap6okcen, Kap;
nuBuHUIOeH301, JIBb; mommakpunar, IIA; KapOGosakc, KB;) B pasznmuuHbixX
KOMOWHAIMAX, TOJIIMHOW TMOKPBHITUA W Marepuaiom mominoxku. s [TTOMD
jgeTyunx TpoayktoB TpaHchopmammu HJIMIT mambosee >(¢ekTUBHBI BOJIOKHA C
HOpUCTHIM MOKpbITHEM Ha ocHoBe Kap/IT/IMC u ITIMC//IBb [8].

[Ipomecc TBepaodha3HON MUKPOIKCTPAKIIMUA BKJIIOYAET [IBAa IOCTOSHHBIX
CBSI3aHHBIX MEXK]Ty CO00M1 ITporiecca: CopOIus aHATUTOB AKCTPAKIIMOHHBIM MOKPBHITUEM
Y BBICBOOOKICHUE aHAIM3UPYEMBIX BEIIECTB (J1ecopOIusi) U3 COPOLIMOHHBIX IIECHTPOB.
Uepe3 omnpeneneHHbld NEPUO BPEMEHH B CHCTEME YCTAaHABIMBAETCS PABHOBECHE,
KOTOPOE OIMHUCHIBAETCS B COOTBETCTBUU C 3aKOHOM COXPAHEHUSI MACCHI.

KoHcTanTa pacnpeneneHusi aHAJIUTa MEXAY SKCTPAKIIMOHHBIM MOKPBITHEM U
ra3oBoii ¢azoii (1) ompenensieTcs, Kak COOTHOIICHHE PaBHOBECHBIX KOHIICHTPALIMIMA
aHaJINTa B TIOKPBITUH (Cf°°) U B ra3oBoii dase (C}°), a KOHCTaHTa pacCIpeeICHUsI

aHaJIUTa MEXIy Tra3oBoM (azoil u wuccienyeMbiM o0Opas3ioM (2) — paBHOBECHBIX
KOHIIEHTpANui aHauTa B Ta30Boi (ase (Cy°) u B aHamu3upyemom obdpasie (Cs°):

COO
f
Ke = ——
= e (1)
Cr’
K,. =— 2

Maccy aHanuta COpOMPOBAHHOTO BOJOKHOM (N) TMOCiEe YCTaHOBICHHS
PaBHOBECHS MOYKHO PACcCUUTATh 110 CIACIYIOMICH hopmyiie:

_ KenKpsVeColVs @)
KinKnsVe + KnsVi + V5

n

rae: Co — ucxoaHas KOHIIGHTpAIusl aHaiauTa B oOpasie, Vs — o0beM obpasna, Vi —
o0beM ra3zoBoit dassl Hag 00pas3ioM, Vi — 00beM IKCTPAKIIMOHHOTO MTOKPBITHS.

[Tomumo TOMD u3 razosoit haszsr Hag o6pasznom (IITOMD) cymiecTByOT erie
OJWH PEXUM DKCTPAKUHUH — MNPAMOM. B pexnme mpsMou 3KCTPAKIUHU BOJOKHO C
MOKPBITUEM BBOJUTCS B OOpaszel] W aHAIUTHI MEPEHOCITCS HEMOCPEACTBEHHO U3
MaTpuIlpl oOpasma K JIKcTparupyromieit ¢ase. JanHbii cmocod o0baHO 0Oonee
3p(HEeKTUBEH, OJHAKO 3HAUYMUTEIBHO COKpAIAeT CPOK CIYKObl 3KCTPAKIIMOHHOIO
MOKPBITUS W (PU3NYECKH HEBO3MOXKEH IJIsi 0Opa3IoB TMOYBBL. B pekume mpsiMoid
HKCTPAKIIMU KOHCTaHTa PABHOBECHS MEXy BOJIOKHOM M 00pa3iioM (4) onpenensercs,
KaK COOTHOLIEHHE KOHIIEHTpaluii ananmuTa B okpeitu (C¢°) u obpasue (C5°):

_ 45

K. = 4
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1.6.2 IIpeumymiectBa TOMD nepes KI1acCUUECKUMU METOJIAMH SKCTPAKIIUU

[Ipeumymiectea TOMD mnepen TpaaUIIMOHHBIMH CIIOCOOAMU  W3BJICUCHUS
IpUMECEH TOBOJIBHO 3HAYUTEIBHBI — MPOCTOTA, IKOHOMHUYHOCTh, BBICOKAsI CKOPOCTh
(BpemMss mpobomoarotoBkun Menbimie Ha 70%), MUHUMaJIbHOE KOJIUYECTBO
WCIIOJIE3yEMOT0 PACTBOPHUTEIISI, BO3MOKHOCTh aBTOMAaTH3AIIHH.

CoBpeMEHHBIC aBTOCAMIUIEPHI OCHAIEHB TAKUMU BO3MOXKHOCTSIMHU Kak
IO I/ICP KaHME OTIpEeICIICHHON TEeMITepaTyphI poo, nepeMeIInBaHue,
KOHJIUIIMOHKMpOBaHUE BOJIOKOH TOMD. IlpousBoautenu aBtocamiuiepoB (Gerstel,
CTC Analytics u ap.) mpeaocTaBiIsiiOT BO3MOKHOCTh PACIHIMPEHUS BBITOJHIEMBIX
byHKIIMA U ornepanuii (aBTOMaTH4eckas cMeHa BOJIOKOH TOMD, mpuroroBieHUi
cMecei, pasz0aBlieHME pacTBOPOB M T.M.), YTO JIONOJHHUTEIHbHO IMOBBIIIAET
3¢ (HEKTUBHOCTH M MPUBJIEKATEIBHOCTh METOI0B Ha ocHOBE TOMD.

Ha ocrHoBe TOMD pazpaboTaHbl METOUKH ONpEIeICHHS mecTuiuaoB [48-51],
repouraoB [94,95], MOMMIMKIMYECKUX apOMaTHYECKHUX YTICBOIOpPOaOB [54-56],
(deHompHBIX coemuHeHni [99], TpuHUTPOTOIYOIA M TIPOAYKTOB ero aerpanaruu [100],
apomatrueckux yrieBojoponoB [101,102] w MHOXecCTBa JAPYruX COCJAMHCHUN B
00pasiax BOAbI U MOYBHI.

1.6.3 Oco0GeHHOCTH KOJIMYECTBEHHOTO OMPEAENECHUS JETYYHX OPraHUYEeCKHX
COEJIMHEHUI B TOYBE ¢ ucnoib3oBanueM [ITOMD

HecmoTpss Ha MHOXECTBO OYEBHAHBIX mpeumyliectB Meroga I[ITOMD,
oTIpe/IeIICHIE OPTaHUYECKHX 3arPSI3HUTEIICH B ITOYBE 3aTPYIHEHO BIUSHUEM MATPHIIBI
[76,96,103,104] Ha 3 peKTUBHOCTD PKCTPAKIIUH AaHAJIUTOB M aHAJTUTHYCCKUN CUTHAI,
KOTOpPOE MPUBOJUT K YXYIICHUIO MPABUIBLHOCTH.

Kak Obuto ynomsnyto Bbiiie, Metoj, [IITOMD ocHoBaH Ha ypaBHOBEUIMBAHUU
[105]. Maxke mpu MOCTOSIHHBIX YCIIOBHSIX SKCTPAKIIMKA KOJIMYECTBO H3BJICUCHHBIX
aHAJINTOB OyJIeT 3aBUCETh OT CpojcTBa aHanuTa K matpuie [92,106,107]. Bce tumbl
MOYB 00JIAAI0T PA3TUYHBIMU (U3HKO-XUMHUYECKUMHU CBOMCTBAMHU M CPOJICTBOM K
anamutam [108]. DddextuBHOCTE TOMD (5) HampsMyr0 3aBHUCHT OT CICITYIOIIHX
xapakTepucTHK mo4ssl [109]:

— KOHIIGHTpAIUs OPraHUIECKOTO yrieposaa (TyMyc U YaCTHIIbI PaCTCHUH);

— MEXaHWYECKHUU COCTaB:

O pa3Mephl YaCTHII;
O TIOPUCTOCTH;

— BIAXHOCTb,

- pH;

— KOHIIEHTpAIUs BOJOPACTBOPUMBIX COJIEH;

— aKTUBHBIC (DYHKIIMOHATBHBIE TPYIIHI HA TTOBEPXHOCTH YACTHUIL TTOYBHI.

OddexTuBHOCTh AKcTpakiuu (R, %) aHamurta W3 TOYBBI MOXET OBITH
paccuuTaHa 1o cieayromei popmyire [3]:

R = (5)
Kin " Kns " Ve + Kps Vi + V5
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rae R — adpdexruBHOCTh SKCTpakumu, %; Vi — 00beM 3KCTPAKIIMOHHOTO MOKPBITHS,
Mi1; Vs — 06beM oOpasna mouBsl, MiI; Vh — 00beM ra3oBoit ¢asel Ha oOpasom, mir, K
— KOHCTaHTa pacrpe/ieNICHUs aHaJTuTa MEX 1Y SKCTPAKIIMOHHBIM MTOKPBITUEM U Ta30BOM
dazoit Haz 00pa3iom; Kns — KOHCTaHTa pactpeiesieHUs aHATNTa MEeKTy Ta30Bo dazon
Y TTIOYBOM.

O6neM skcTpakironHoro nokpeitTust Kap/ITJIMC Tonmuuoi 85 MKM U iTMHOMN
1 cm — 0,528-10° M1 [3]. O6BeM 06pa3La HOUBBI PACCUUTHIBACTCS JEIEHUEM MAacCChl
o0Opa3siia mo4BkI (I') Ha €ro HACBIMHYIO TIOTHOCTD.

Marpuiia mouBbl COCTOUT U3 Pa3IUUYHbIX (a3 — TBepas, KuaKas, ra3000pazHas
u kuBas. [Iporecchl B3aumoelcTBUsI 1 OOMEHa BEIIECTBOM B IMOYBE MPOUCXOIAT
HenpepbiBHO [110]. Ha ckopocTh ¥ TiyOMHY 3THX MPOILECCOB OKA3bIBAIOT BIIUSHHE
MEXaHUYECKUH M MHUHEPAJIOTHYECKUH COCTaB, a TakKe CoJiepKaHUE BIIard WU
OpraHMY€eCcKOTO BEIECTBA.

[TouBsI KIACCUGUIUPYIOT B OCHOBHOM IO IByM MeTonaMm. Meton Kaunackoro
KIacCU(DUIIMPYET TOYBBI 1O COJCPKAHWIO YacTUIl (PU3WYECKON TIUHBI U
npeobyafanue omnpeneneHHon ¢pakuuu. Merog AttepOepra, MexIyHapOIHas
KJ1accuuKanus, JeJIUT MOYBbl HA OCHOBAaHUU OTHOCUTEIHLHOTO COJIepKaHUs (pakiuil
necKa, MbUIA U TIMHBL. TUI MOYBBI OMIPEAESIOT 1O TpeyroabHuky deppe.

BcemupHnas 6a3a moyBEeHHBIX PECYpPCOB Ha CETOAHSIIHUI 1€Hb HACUUTHIBAET 32
nouBeHHbie rpymmbl  [111]. TlockoiabKy KIMMaT WrpaeT BaKHYIO pOJb B
GbopMUPOBAHUU TIOYBBI, TPYHTHI OTJIWUYAIOTCS JPyr OT Jpyra B 3aBUCUMOCTH OT
KJIIMMaTUYECKON 30HBI.

['maBHBIE MEXaHUYECKHE KOMIIOHEHTHI TTOYBHI — niecokK (auameTp ot 0,02 g0 2,00
MM), ui (muametp Menee 0,02 Mmm) u rmHa (quametp meHee 0,002 mm). Pazauynbie
KOMITOHEHTHI UIMEIOT HEOIMHAKOBbBIC (DU3NUYECKHE U XUMHUYECKHE CBOMCTBA.

Menpmmit quamerp dacturn (Menee 0,001 mMM) moapazymMeBaeT OONBIIYO
YACIbHYIO TOBEPXHOCTh M, KaK CJEICTBHE, OONBIIYIO aJCOPOIMOHHYIO EMKOCTD,
BOJIOTIOTJIONICHUE W E€MKOCTh KaTMOHHOrO oOMeHa. ToHKoAucnepcHas 4acThb IOYB
SBJISIETCSI ~ OCHOBOW  TOTJIONIAIONIETO0  KOMILJIEKCa,  KOTOpass  Ompejensier
MOPGOJIOTHYECKUN OONMK U BakHeWIne (U3MKO-XUMHUYECKHE CBOMCTBA TOYB.
MuHepanoru4eckuii CocTaB TOHKOJUCIIEPCHON YacTH MOYB B OCHOBHOM MPEJICTABJICH
BTOPUYHBIMU MUHEpaaMu. K BTOpUUHBIM MUHEpajaM OTHOCSTCS MUHEPAJIbl IPOCTHIX
costert (kampuut — CaCQOs, marue3ut — MgCOs, runc — CaSO4-2H20, ranut — NaCl u
JIp.) MUHEpasbl TUAPOOKHCEH W okuceil (ruapookucu Si, Al, Mn, Fe), riuHuCTBIC
mMuHepanbl. K TskenpiM moyBaM, Tjie mpeodnanaroT (Gpakiuu GU3N4ecKol TIUHBI,
OTHOCATCS TJIMHUCTBIC TPYHTHI (TIIMHBI Oosiee 65%) U TSHKEINbIN CyrIMHOK (TauHbI 50-
65%).

Yactunpl ¢ OonbmmmM  nuamerpoMm  (Oonee 0,001 MM) mpencTaBlieHbI
MPEUMYIIIECTBEHHO TEPBUYHBIMUA MHUHEpalaMy, HanbOojee pachupoCTpaHEHHBIMH U3
KOTOpbIX siBisitorcss kBapry (SiO2) w moneBble mmathl. J[aHHAas dYacTh TOYB
XapaKkTepu3yeTcsi MEHbIIEH aJcOpOLIMOHHOW M BJIAroeMKOCThIO. Jlerkue moyBbl, B
KOTOPBIX MpeodIagacT MeCOK, MI0X0 BIUTHIBAIOT U YIEPKUBAIOT BJIAry, aICOPOUPYIOT
MEHbIIIEE KOJTUYECTBO BEIIECTB U UMEIOT 00JIee PHIXIYIO CTPYKTYpY. K Jierkum nouBam
OTHOCSITCS CymnecuaHble TPYHTHI (comepkanue riaunbl 10-35%) u mecuanbie TPYHTHI
(conepxkanue riauubl 10 10%).
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B cocraBe cpenHHMX NOYB MPUCYTCTBYIOT JOCTATOYHO KPYIHBIE TBEP/IbIE
MOYBEHHbIE YaCTULIBl W TMbUIEBUJIHbIE KOMIOHEHTHL. JIaHHBIA THUN MOYB
XapaKTEPHU3yeTCsl ONTUMATBHBIM O0aTaHCOM (PU3UKO-XUMHUIECKUX CBOUCTB. K cpemanm
MOYBaM OTHOCSITCSI CPEJAHUIN U JIETKUM CYTJIMHKU C COJIEPKAHUEM TJIMHBI B Mpeienax
35-50%.

Oprannyeckoe BEUIECTBO IMOYB MPEJACTABISAET COOOMl TIeTEpPOreHHYI0 CMECh
TYMYCOBBIX BEILECTB, PACTUTEIBbHBIX M JKUBOTHBIX OCTAaTKOB pPa3HOM CTENEHU
Pa3NOXKEHHs ¢ MPOMEXYTOUYHBIMU ITPOYKTaMU JaHHOTO mpouecca. [lo cpaBHeHUIO C
HEOPraHWYEeCKON YacThi0 MOYBBI, €€ OpPraHuYecKoe BelEecTBO oOnagaer Ooiee
BBICOKUM CPOJICTBOM K OPTaHUYECKUM 3arps3HUTENSIM, OCOOCHHO K THAPOHOOHBIM.

[Ipeobnanaromias 4yacThb TYMYCOBBIX BELIECTB B MOYBaX HaxXomuTcs B (opme
OpraHOMHUHEPAJIbHBIX COCJMHEHHM, Hanboliee AaKTUBHBIX KOMIIOHEHTOB IIOYB.
OpranomMuHEpaJIbHbIE COCTUHEHHS 00Pa3yIOTCs IMTyTEM COPOITMU TYMYCOBBIX BEIIECTB
Ha TIOBEPXHOCTH TBEPABIX YacTUI] NouBbl. K HHM OTHOCATCS allOMO- U
KEJIE30TYMYCOBbIE COPOIIMOHHBIE KOMIUIEKCHI, TJIMHO- M KPEMHETYMYCOBBIC
KoMIUIeKChl. [Ipu 3TomM 00pa3ytoTcs MIEHKH Ha MOBEPXHOCTU TBEPABIX YaCTHULI.

[IpeoOnaganue onpeaeseHHbIX OPraHOMUHEPAIbHBIX COCIMHEHUN OKa3bIBAECT
HEMOCPEJCTBEHHOE BIIMSHHUE MPAKTUUYECKH Ha Bce cBoiicTBa mouB. llpu s3TOM
KOJIMYECTBO W MPHUPOJIa TYMYCOBBIX BEIIECTB B PAa3HBIX MOYBAX B 3aBUCUMOCTH OT
NOTOAHOTO PEXUMa U PACTUTEIBHOCTU TEPPUTOPHUIA, a TAKKE FPAHYIIOMETPUUYECKOTO
COCTaBa HEOJJMHAKOBBI.

Ha paBuunHOI yactu Kazaxctana npeoOiagaeT TpU OCHOBHBIX THIA IOYB,
CMEHSIOLUX JIPYT Apyra ¢ CEBEpa Ha 0T, B TOpaxX TUIIbI I0YB CMEHSIOTCS OT OTHOKHUS
k BepmmHaMm. Ha paBHuHax (86% TeppuTOpUU) BBIICISIOTCS TPU THUIA TOYB:
YepHO3EMbl, KalllTAHOBBIE, Oypble U cepo-Oyprie. B ropusix paiionax Kaszaxcrana
MOYBEHHBIN TOKPOB MEHSIETCS C BEICOTOM, BHU3Y HAXOSATCS MTOATOPHBIE PABHUHBI, T/1€
npeo0IaaloT TOYBBI, XapaKTEpHBIE MJII COOTBETCTBYIONIUX BBICOTHBIX IIOSCOB
paBHUH (YEPHO3EMBI, KAIITAHOBBIE U JAp.). 3aTEM HAUYMHAIOTCSI TOPHBIE CKIIOHBI, T/E
pa3BUTHI TOPHO-TYTOBbIE, TOPHO-JIECHBIE U JPYTHUE MOYBBI, 3aBUCALIUE OT HKCIIO3UIINH
CKJIOHOB, YBJQXHEHUS U PaCTUTENbHOCTU. W HaKOHEIN, BEpIIMHBI TOp, TJIC
npeobiiajaeT KAMEHHUCTBIC MOYBBI C OTPAHUYECHHBIM TOYBEHHBIM Npoduiem.

UepHo3eMbl, XapaKTEpU3YIOIIUECS BBICOKUM COJEPKAaHUEM OPTraHUYECKOTO
BEIIECTBA, pacHpocTpaHeHbl B camoil ceBepHoil uyactu Kazaxcrana. Tepputopus,
3aHMMaeMasi JaHHbIM TUIIOM TOYB, cocTaBisieT 9,5% Bceit Tepputopuu Pecryonuku.

KamrranoBble 1MOYBBI (CYTJIMHKH, Pa3HOPOJHBIE CMECH TJIMHBI M TIECKA)
PaCIoJIOKEHBI FOKHEE YEPHO3EMHBIX. 3aHMMaroT 34% TEeppUTOPUHU PECIyOJIUKH.
TeMHO-KallITaHOBBIE M KAalITAHOBBIE MOYBBI cojaepxkar 3-5% TrymMmyca, CBETIIO-
KaIlITAHOBBIE TIOYBBI MOJTYMYCTHIHU OTINYAIOTCS HEOOIBIINM COJIEpKaHUEM TymMyca -
2-3%.

Bypeie u cepo-Oyphie MOYBHI OXBaTHIBAIOT IOXKHYIO 4YacTh KazaxcraHa u
3aaumarotT 44% tepputopun. Conepkanue ryMmyca B 3TuxX mousax 1-2%.

[TpakTryecku BCe TUIIBI TOYB MOMAAAI0T MO TPAEKTOPHUIO TPACC MOJETOB PAKET-
Hocutened. Meroauku onpenenenus HJAMI' u npoaykToB ero tpanchopmaiuu B
MOYBaX JIOJKHBI 00€CTIEUMBATh TPUEMIIEMYIO MTPABUIIBHOCTh U YYBCTBUTEIBHOCTD TSI
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BCEX THUIIOB IOYB, BHE 3aBUCUMOCTU OT MX XMMHUYECKOTO U T'PAHYJIOMETPUYECKOTO
COCTaBa.

Ha »dG}eKTHBHOCTS JKCTpakMd W CKOPOCTh JIOCTH)KCHHS PaBHOBECHS
3HAYUTEIbHOE BIMSIHUE OKa3hIBA€T MEXaHUUYCCKUM cocTaB mouBkl [112]. Uem Ooubiie
TJIMHUCTOW (Ppaklvy B MOYBE, TEM BBIIIE €€ COPOLIMOHHASI €MKOCTb U C TeM OOJIbIIeH
CWJIOW OHa YJIEpP>KMBAET MOIJIOLIEHHbIE BEHIeCTBa. Takke OpraHM4ecKoe BEIIECTBO
MIOYB XapaKTEPHU3yeTCsl CYLIECTBEHHO Oojiee BHICOKUM CPOJCTBOM K OpraHUYECKUM
3arpsizHUTENsIM. C yBeJIMYEHUEM KOHIICHTPAIIMU OpraHUYecKoro BemectBa Kjs u
CTCTICHb M3BJICUCHUS aHauTa OyayT cHmkaThes [103,107].

Brnusaue wmartpuitel Ha 3¢dexktuBHOCTh [ITOMD ompenensercs ¢usuko-
XUMHUYECKUMH  CBOMCTBaMHM  ompenensieMoro  a"Hanuta. K KIIIOUYEBBIM
XapaKTepUCTUKAM, BJIMSIONIUM Ha CTENEHb B3aUMOJICHCTBUS aHAJIUTA C MATPUIICH U
HKCTPAKIIMOHHBIM TOKPBITUEM, OTHOCSTCSl MOJSPHOCTh, JETYy4eCTh U KOHCTAHTHI
KHCJIOTHOCTH/OCHOBHOCTH. Y BEJIMYEHUE BIKHOCTH MTOYBEHHON MATPHUIIbI OKa3bIBAECT
HCOJTHO3HAYHOE BIIMSHHE Ha mporecc 3KcTpakiuu [8,76]. C omHOH CTOPOHBI,
MOBBIIIIEHHAS BJIAXHOCTh CIOCOOCTBYET YBEIMYCHUIO 3((PEKTUBHOCTU SKCTPAKIIUU
ruipoOOHBIX COETMHEHUM 3a CUeT UX BBITECHEHHUS BOJOM W3 MOYB U OOJIbLIEMY
CPOJCTBY K AKCTPAKIIMOHHBIM MOKPHITHsAM. C Apyroil CTOPOHBI, BIIa)KHAs MOYBa
o0nagaeT cnocoOHOCThIO K 00Jee CHIIBHOMY CBSI3BIBAHHUIO MOJIIPHBIX aHAIUTOB, YTO
MOXXET CHU3UTHh 3(P(EKTUBHOCTh HX OKCTpakiuu. Takum oOpa3oM, MaTpUYHBIH
3G(}EeKT BHOCHUT 3HAUUTEIBHYIO HEONPENEICHHOCTh B OIEHKY 3(P(EeKTUBHOCTH
[ITOMD opraHnYeCKUX COCTUHEHHUI U3 TTIOYBEHHBIX 00PA3IIOB.

1.6.4 CrnocoObl  KOHTpoNiZ MaTpu4yHoro »dddexra mnpu  ompeneIcHUu
OpraHUYECKUX 3arpsi3HUTENEH B MOYBax ¢ ucnoiab3oBanue [ITOMD

JIns MUHUMM3AlMU U KOHTPOJIE MAaTpU4HOTrO d(PdeKTa YUYeHBIMU MPEI0KEeH
pSiIl METOJOB, OCHOBAaHHBIX Ha J00aBJICHUM H30BITKA BOJbI, MNPEIABAPUTEIHHOMN
HKCTPAKIMA OPTraHUYECKUM PACTBOPUTEIEM M TMOJHOM JKCTPAKIMU XOJOJAHBIM
BOJIOKHOM.

['maBHBIE MOAXOABI K KOHTPOJIIO WU MUHMMHU3AIUU MaTpu4yHOTO 3 dekra npu
onpejeNeHUur JeTyunx opranudeckux coeauHenui (JIOC) B mouBe W JOHHBIX
OTJIOKEHHUSIX MOXKHO Pa3AeNIUTh 10 MPUHLUITY AEHCTBHS HA: a) MOAX0/Ibl, OCHOBAHHBIE
Ha KOHTpoOJie MaTtpuyHOro 3(ddekra; 6) MOAXOABI, OCHOBAHHBIE HA MHHHUMH3AIIUU
MaTpudHoro 3¢gdekra. B mepByro rpymnmy BXOAST pa3iudHble BUABI KaTHOPOBOK
(kamuOpoBKa Ha oOpasiax Co CXOKeH Marpuiled, MO BHYTPEHHEMY CTaHIApTy M
METOZ0M J100aBOK), a Tak:ke MHOrokpatHasi [IT®OMD, ocHOBaHHAasi HA MHOTOKPaTHOM
aHayM3e OJHOTO oOpasina. Bo BTOpyro rpymmy BXOIAT pa3ivdHbIE MOIUA(DHUKAIIAN
TOMD, nampaBneHHble Ha moBbIeHUE 3(hdexTuBHOCTH SKCTpakiuu ([ITOMD
XOJIOJHBIM BOJIOKHOM, BakyyMHas [IT®MD [113]), npeaBaputenbHas 3KCTPaKIIHSI
pacTBOPUTEIIEM U JIEpUBATH3ALUA.

Kaxnpli w3 mnpenjaraeMbIX TMOAXOJO0B K KOHTPOJIO W MHHUMHU3AIUU
MaTpUYHOTO 3¢ (deKTa UMeeT CBOM MpEeuMyIlecTBa U HenocTaTku (Tabnuua 4). s
omnpeaesieHus: mpoaykroB Tpanchopmarmu HJAMIT HeoO6xoaum npocToi, ObICTPBIN U
HEJIOPOrOoil BBICOKO aBTOMATHU3UPYEMBIN MOJAXO0M, HE TPEOYIOIINI JTOTOTHUTEIBHBIX
MaTepHaJIOB WU 000PYIOBaHUSI.
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Matpuunbiit 53hPeKT MOKET OBITh MUHUMHU3UPOBAH BHECEHUEM H30BITKA BOBI
B IOYBEHHBIH oOpaser; nepen skctpakuuedt [8,114]. [ns yckopenus auddysun
aHAJIMUTOB MEXJly 00pa3llOM M SKCTPAKLIMOHHBIM MOKphITHEM ITpu TOMD u3 razoBoi
¢da3el HaJ TOYBO-BOJIHOW CyCIIEH3WEH NpPHUMEHSIOT nepememuBanue [115],
ynpTpasBykoBoe [116,117] mnmm mukpoBosHOBOe Bo3aeiictBue [118-120]. Oxnako,
OOJIBIIMHCTBO M3BECTHBIX MPOAYyKTOB TpaHchopmaruu HIIMI' umeror nonaspHbIi
XapakTep, M, Kak ObUIO JOKa3aHO paHee, BHECEHHE HU30bITKAa BOJbI MPUBOAMUT K
CHIKCHHIO CTEIeHU u3Bieuenus [8,76].

Knaccuueckuii MeTon KaauOpOBKH IO BHEIIHEMY CTAHIAPTy MOXKET ObITh
UCIIOJIb30BaH TOJBKO B Cy4ae IMOJIHOTO M3BJICUCHHUS aHAJIMTOB M3 obOpasma [121].
OpanHako, JaHHBIN MOIX0] MOIXOIUT TOIBKO JJIs CUIBHO TUAPO(OOHBIX aHAIUTOB, K
TOMY ke TpeOyeT JUTMTEeNbHON dKCTpakiuu. JIJisi yCKopeHusl mpoliecca SKCTPAKIUU U
CHIDKCHUS BpEeMEHH ypaBHOBEIIMBaHU ObLTa MpeioskeHa BakyymHas [ITOMD [122—
124] omHakO NAHHBIA TOJXOJ HE WUMEET BO3MOXKHOCTH TIOJHOW aBTOMAaTH3aIlWU.
Hpyras Momaudukamus, [ITOMD xonogHBIM BOJOKHOM TaKXe YBEIUYUBACT
3 PEKTUBHOCTD FKCTPAKIIUU U MPABUIBLHOCTh aHANIN3a, OJTHAKO TPEOYeT MPUMEHEHUS
JOMOTHUTEIHHOTO 000PYI0BaHUs, KOTOPOE KOMMEpYeCKH HenocTynHo [125].

Takxe kanuOpoOBKa MO BHEIIHEMY CTaHAAPTy MOKET ObITh MCIOJIb30BaHA JJIs
MOJIXO/IOB, BKJIIOYAIOUIUX MPEIBAPUTENbHYIO 3KCTPAKLHUIO pacTBopuTeneM. B cuiy
HU3BKOM XUMHUYECKON CTaOMJIBHOCTH SKCTPAKIMOHHBIX MOKPBITHM, MOJIYYEHHBIN
AKCTPAKT OOBIYHO yMapUBAIOT, @ CYyXOH OCTaTOK MEPEpacTBOPSIOT B BOJAE, MHOT/A C
nobGasienreM coiu. TOMD B 3aBHCHMOCTH OT CBOMCTB aHAJIUTOB MOXKET OBIThH
MIPOBE/ICHAa HAMpPSAMYI0 U3 pa30aBICHHOr0 SKCTPAKTa WJIM 4Yepe3 Ta3oByro (a3zy Han
o0OpasnoM. YIbTpa3ByKOBOE€ M MHUKPOBOJIHOBOE BO3JCHCTBUE YCKOPSET Mpoliecc
U3BJICUCHHUS AHAJIIUTOB M MO3BOJISIET CHU3UTH HEOOXOAUMbIE 00BEMBI PACTBOPUTEIIS.
BHeceHne HMOHHOM JKHMJIKOCTM M MULEIUISIPHOTO PAacTBOpa YCHEUIHO MOBBICUIN
3¢h(HEKTUBHOCTh TEepexojia IMOTHAPOMATHIECKUX YTIEBOAOPOAOB (TuapodoOHbIe,
JIETy4H€) U3 NOouUBbI B BOy. OIHaKO, i1 HEKOTOPBIX AaHAJIIMTOB BCE PaBHO TpeOyeTcs
KOHTpPOJIb MaTpuuHoro 3¢ dexra. Tak, npu onpeneneHun TPUMETHIIONOBA B JIOHHBIX
OTJIOKEHUSIX METOJ] BHYTPEHHETO CTaHAapTa ObLT COBMELIEH C METOJIOM J00aBOK st
JOCTHKCHHSI HAMOOJIBIIICH MPaBUIIBHOCTH aHamu3a [126].

MuorokpatHas TOMD, B omivuuu OT MeToaa J00aBOK, He Tpelyer
YpaBHOBEIINBAHUS BHECEHHBIX CTAHJIApPTOB B MOYBEHHBIE 00pa3iibl. OTHAKO, TaHHBIH
MOAXOJ] JOCTaTOYHO BpeMs3aTpaTHBIM, Tak Kak TpeOyeT, KaKk MUHHUMYM 4YeThIpe
MOCJICIOBATENbHBIX OKCTPAKIIMM Ha oJauH oOpazen. I[loaxoxm ObLT  ycmenrHo
UCIIOJIb30BaH JIJIsl OmpezeiicHuss OCH30/a, dTUI0eH301a, Toyyosa, keutona [101] u
nectunuaoB [127] B mouBe, TeM He MeHee MHOrokparHas TOMD He moaXoauT AJis
HKCTPAKIIUU MOJISIPHBIX AHAJIUTOB M3-32 HEBBICOKOM d(DPEKTUBHOCTH UX IKCTPAKIUH.

[Tomxon Ha ocHoBe [ITOMD u kanuMOpPOBKH METOIOM J00aBOK TpedyeT
THIATEIBHOIO YCPEAHEHUS W YPABHOBEUIECHHUS IOCJIE BHECEHUS CTAHAAPTOB, YTO
YJIMHSET Bpemsi HeoOxoaumoe Ha aHaimu3. C Japyrodl CTOpPOHBI, METOHA J00aBOK
o0OecrieynBaer OONBUIYI0 MPAaBWIBHOCTh AaHaNIM3a, TaK Kak KaJIHuOpOBOYHAs
3aBUCUMOCTb CTPOMUTCS I Ka)XJO0ro aHaauzupyemoro oOpasma. Meron mobGaBok
NOJXOJUT JJIsl ONPENETICHUsI AHAIMTOB ¢ MaJIoN 3()(PEKTUBHOCTHIO IKCTPAKUUU WU
OTpEeICICHUS CIIETIOBBIX KOHLIEHTPAIUH.
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Tabmuna 4 — [IpeumyiiecTBa U HEJOCTATKA OCHOBHBIX MOJXOJIOB K OMPEEICHUIO
OPTraHUYECKUX 3arpsA3HUTEIEH B MOYBE M JIOHHBIX OTJIOXKEHHUAX C UCIOJIb30BAHUEM

[ITOMD [109]

[Tonxoxa K onpeaeneHuro

Kontpounb

Munumnzanus

CXOKeH MaTpuuen
(matrix-matched)
10 BHEIITHEMY

MATPHYIHOTO sexra [IpenmyiecTra Henocrarku
ahdekra MaTPHIIBI
KammbpoBka Ha 1) I[Ipoctora 2) Paboraet ToJBKO MpH
obpase co BBICOKOM () (PEKTUBHOCTH

OKCTPAKIIUH

METOIOM JI00aBOK

KOHTPOJIb MaTPHUIBI

CTaHIIAPTY
Kammbporka o 1) BeicokoaddextuBer 1) JnutenbHOE
BHYTPEHHEMY IIPU KOHTPOJIC MATPUIIBl | YPABHOBEITUBAHUE
CTaHIIapTy 2) Bricokas BBEJICHHOT'O BHYTPEHHETO
MPEIU3UOHHOCTD U CTaH/IapTa B [TOYBE
MPaBWIbLHOCTh 2) Konnenrpamus
oTnpeeIeHuUs BHYTPEHHETO CTaHIapTa
3) IIpoctora B JIOJKHA OBITH OUHAKOBOM
UCTIOJIb30BaHUU C KOHIICHTpAIINEH aHaINTa
4) Kontpoas usmenenus | 3) CioKHOCTh BbIOOpa
9yBCTBUTEIHLHOCTH MOIXOJISAIIIETO
npubopa u p. GakTOpoB | BHYTPEHHETO CTaHAAapTa
5) Kanubposka pabotaer | 4) JloporosusHa
JUTUTETILHOE BpeMsI M30TOIHO-MEUEHBIX
CTaH/IapTOB
5) Paznuunblie npenens
o0OHapyKeHUsI
Kammbporka 1) Camprii apdextuBHbiii | 1) BpemsizatpaTHbrii

2) Inana3oH 100aBOK
JIOJKEH OBITH OJIM30K K
onpeaesieMon
KOHIIEHTpAIIMU aHAJIUTa
3) dnutenbHOe
ypaBHOBEIINBaHHE
BBEJICHHOTO BHYTPEHHETO
CTaHJapTa B [IOYBE

4) TTapanenbHbie 00pa3IBI
MOYBHI IOJKHBI OBITH
TIIATEIBHO YCPETHEHBI
5) He mogxoaut k
OTIpEICIICHUTO
HECTaOUIIbHBIX aHAJTUTOB

MHorokparHas
TOMD ¢
KaJTMOPOBKOH 110
BHELTHEMY
CTaHAapTy

1) DxcTpakuus U3 oJHOM
BUAJIBI C 00pa3IoM

2) He tpebyer
MIPUTOTOBJICHHE
KaJIMOPOBOYHBIX
00pa3I110B MOYBHI

1) Tpebyet BbICOKOA
a¢ddexTuBHOCTH
aKcTpakiuu (>5%)
2) BpemsizarpaTHbrit

ITponomxenue Tadbnuiel Ha 37 c.

36




3) IIpocras xanubpoBKa
MPSIMBIM BBOZIOM
CTaHJIaPTHBIX PAaCTBOPOB
4) Bo3MOXHOCTb
ABTOMATH3AINH
KammbpoBka Ha TOMD 1) Beimre 1) Tpebyer
o0pas1ie co CX0XKeH | XOJIOIHBIM 3G EKTUBHOCTD JOTIOTHUTEIBHOE
MaTpulel (matrix- | BOJIOKHOM SKCTPAKIUU, MEHbIIIE KOMMEPUYECKU
matched) mo MaTpUYHBIH A HEeKT HEJIOCTYITHOE
BHEIITHEMY 2) Bricokue obopyoBaHue
CTaHJIapTy MPEUU3UOHHOCTD U 2) CJ10KHOCTb B
MIPaBUJIBHOCTD aBTOMAaTHU3AINH
3) KonneHncanus napos
BOJIbI HA MOKPBITUU U UIJIE
Kanmubposka 1o [Ipensaputenbuas | 1) Beie 1) JononHurtensHbIe
BHELIHEMY WJIH AKCTPaKIUs 3¢ (HeKTUBHOCTh 3Tanbl IKCTPAKINH U
BHYTPEHHEMY pacTBOpUTENIEM HKCTPAKLIUH, HUXKE BBITIAPUBAHUS
CTaHAApTy 3 dexT MaTpuIlbI 2) [ToTeps nerydyunx
2) Boicokue AQHAJIMUTOB B IIpoLECcCce
MPELIU3UOHHOCTD U BbIMIApUBAHUS
IIPaBUJIBHOCTb pacTBOpPUTEIIS
Kammbpogka mo HepuBaruzanus 1) BosmoxkHocTh nostHOM | 1) lomomHuTeIbHBIE
BHEITHEMY WJIH IKCTPAKIUU 9Tansl (HachIllleHUE
BHYTPEHHEMY 2) Uneanen nns IIOKPBITHS BOJIOKHA
CTaHIapTy HECTaOMIIbHBIX JepUBATU3ALIIOHHBIM
COCIMHEHU I peareHToMm)
2) Tpaucdhopmarus
AQHAJIUTOB B IPOLECCE
nepexojia ¢ oopasia Ha
BOJIOKHO

JI71st KOMIIEeHCalul MaTPUYHOTO 3P PeKTa IpH ONPEAEICHUH O-, M-, I-KCUJIOJIOB,
xaopoensona, 1,2-, 1,3- u 1,4-xn0p0Oenzono [106] wucmonb3oBaniu KaauOpPOBKY
METOJIOM J00ABOK C BHECEHHEM U30bITKAa BOJbl. YPaBHOBEIIMBAHHE BHOCUMBIX
aHAJIUTOB JIOCTUTaJIOCh BCTPSXMBAHUEM B TeueHUE 30 MUH U JaJIbHEUIINM XpaHEHUEM
B TE€UEHUE CYTOK. ABTOpBI pabOThl YKa3bIBAIOT HA HEBO3MOXKHOCTh MPUMEHEHUS
IIpeAIaracMoro MeToJa JJIs aHajau3a CPEAHENIETYYNX OPraHUYEeCKUX 3arps3HUTENEH,
YTO CBA3aHO C MEIJICHHOW KMHETHUKOW paclpeesieHUsl aHAJIUTOB IIPU KOMHATHOU
TeMIIepaType.

[ITOMD opranuveckux 3arpsi3BHUTENIEM U3 TOYBBI C UCIOJIb30BAHUEM
BHYTPEHHETO CTaHAapTa OOECHeYMBAET BBICOKYI0 CKOPOCTh, AaBTOMAaTH3ALIUIO,
IPaBUJIBHOCTh, B OCOOEHHOCTHU IIPU HUCIOJIb30BAHUN U30TOMHO-MEUEHBIX BHYTPEHHUX
ctaHaaptoB.  [Ins  TMOBBILIEHHMS ~ NPaBUJIBHOCTH  aHalIM3a  HEOOXOIUMO
yPaBHOBEIIMBAHUE BHECEHHBIX BHYTPEHHHUX CTAaH/IAPTOB B MOYBEHHBIX 00pasiax [73].
Y CKOpUTh MpolecC YpPaBHOBEIIMBAHUS MOXHO BBIIEPKKON 00pas3lioB IMpPH BBICOKOM
TeMIlepaType U BHECEHUEM M30bITKA BOJIBI.

['11aBHOM CITOKHOCTBIO ITPU UCIIOJIB30BAHUHU METOJIOB BHYTPEHHETO CTaHAApTA U
n00aBOK SIBJSIETCS JUIMTENIbHOE YPaBHOBEIIMBAHWE BBOJMMBIX CTaHAApTOB B
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aHaJIM3UPYEMOM MMOUYBEHHOM oOpasie. [locie BBos1a cTanjapTa B IOYBY €r0 MOJIEKYJIbI
OyayT azncopOupoBaHbl Ha OIpPEAETCHHBIX YacTHLaxX. B pesynbrare TIIATEIBHOIO
BCTPSIXMBaHUs 00pa3lia JaHHbIC YaCTHUIIbI JOJHKHBI PABHOMEPHO PACIIPEACTUTHCS 110
o0bemy mpoObl. OHAKO, TS BIAYKHBIX TIOYB CO CIIOKHOM CTPYKTYPOU BCTPSIXUBAHHE
OPUBOJUT K YKPYNHEHHIO KOMKOB, YCJOXHSSI MPOILECC YPaBHOBEIIWBAHUA.
JloGaBienne n30bITKAa BOJBI YACTUYHO YIPOIIAET JAaHHYIO 33a/aqy, OJHAKO MPUBOJUT
K CHW)KCHHIO YYyBCTBUTEIHHOCTH OMpEACNeHUs] MOJSpHBIX coenuHennid. [locie
BHECEHHS CTaHAapTa YpaBHOBEUINBAHUE OYyIET TOCTUTATHCS TAKXKE 32 CUET MPOIIECCOB
muddy3un B moyse.

B pa6ote [73] npemnoxeno BBoauts MTA, pacTBOpEHHBIN B OOJIBIIOM 00bEME
JTUXJIOPMETaHa, B TMOYBY C MOCJEIYIOUIUM BbIIApUBAHUEM pacTBOpUTeNs. JlaHHBIM
METOJI MOXHO TPUMEHUTh TNPHU BBEACHUH HM30TOIMMHOMEYEHHOTO BHYTPEHHETO
cTanmapta s ObicTporo ypaBHoBemmBanus MTA u MTA-d3 mexmy coboii 1o
00BbeMy MOYBBI, OJHAKO TPEOYET UCTIOIb30BAHMSI 3HAUUTENbHBIX 00bEMOB TOKCUYHOTO
OpPraHMYECKOTO PaCTBOPUTENSI U BPEMEHHBIX 3aTparT.

B pabote [107] netanpHOo M3yueH MaTpudHbId 3¢ dekt npu onpeaeneauu JIOC
B MOYBAaX W JAPYTHX TBEpAbIX Marpuiax. [lokazaHo, 9To maTpuila OKa3bIBaeT OYEHB
Oonpiioe BausHUE Ha 3G (exkTuBHOCTH TBepaogasHoil Mukposrkcrpakuuu JIOC u3
nouBbl. COrJacHO TPEICTaBICHHBIM JAaHHBIM, METOJ BHYTPEHHETO CTaHIapTa He
MO3BOJISIET B MOJIHOM Mepe KOHTPOJIMPOBATH MaTpUUHbIN 3(@eKxT 0e3 TIaTelbHOro
ypaBHOBEIIMBaHUS (aBTOPHI BhIIEpKUBaiI 00pa3isl rpu 20°C B Tedenue 1 4 mocie
BBEJICHUS BHYTPEHHETO CTAHapTa).

B pabore [73] npemiosken meTon ompeneieHus (enona u 3-xjaopdeHosa B
MIOYBE C UCIOJIb30BaHUEM 2-OpoM(deHosa B KayecTBE BHYTpEHHEro cranjaapra. Jlis
KOMIICHCAIIUM  BIIMSHMS  BJIQKHOCTH aBTOPbl BHOCWJIM M30BITOK BOJBI U
HKCTPAarupoBalM aHAJIMTHl HampsMyr0 H3 BogHOW (a3bl. [lapameTpbl BHeceHUs
BHYTPEHHETO CTaHapTa HE OMUCAHBI.

B pabGore [61] ommcaH MeTOJN KOJIMYECTBEHHOTO oOmpeneicHus 16
npuoputeTHeiX [TAY B nmouBax. Ilepen aHanu3zom B 0Opa3ibl BHOCHJIM BHYTPEHHHM
CTaHIIaPT, COJEPKAlINil 3 M30TOMHO-MEUYEHBIX MOJUIUKINIECKUX apOMaTHYECKIX
YTIEBOJIOPOIOB, C MOCIEAYIONUM BCTPSIXMBAHWEM B TE€UCHHE 2 4 M XPAHECHHUEM B
TeueHre 24 9 B TeMHON KOMHaTe. 3aTeM SKCTParupoBalid aHAINUTHI U3 TIOYBBI CMECHIO
IeKCaH/IUXJIOPMETaH TMPU  BO3JACHCTBUM  yIbTPa3ByKa C  IOCICIYIOIIUM
HeHTpU(YTUPOBAHWEM M yIapuBaHWEM pacTBOpPHUTENICH, IMOCie 4Yero B oOpaseln
BHOCHJIM BOJIY M 9KCTPAarupoOBaJIM aHATUTHI HATIPSMYIO U3 pacTBOpa.

KanubpoBka 10 BHYTpEHHEMY CTaHAAPTY SBJSETCS ONTHUMAIBHOWU JUIS
pa3pabOTKu METOAMKHU OTpeieseHus mpoaykToB Tpanchopmarmn HIMI B oOpasiiax
no4yB C wucnoib3oBanueM I[ITOMD. JlanHblii 1moaxoj mo3BojseT 3G(PEKTUBHO
KOHTPOJIUPOBATh MATPUUHBIN 3(¢ekT Oe3 yBeIMUeHUsT CTOMMOCTH U CIOXKHOCTHU
POOOTOTOTOBKH, YTO TO3BOJUT MPOBOAUTH 3(h(PeKkTuBHBIE Jab0OpaTOpHBIE U
MOJIEBBIE aHAJM3BI JUIsI SKOJOTMYECKOT0 MOHUTOPHHTA MECT MAaJCHHUM 3a CueT CBOEH
IPOCTOTHI, JKCIOPECCHOCTH W BO3MOXXHOCTHM aBTOMaTu3auuu. Jlias yckopeHus
IpoIecca ypaBHOBEUIMBAHUS MOXHO MCIIOJIB30BaTh 00jiee BBICOKYIO TeMIEepaTypy U
noGasnienue Boabl. [Ipu aHanu3e 60apIIOr0 KOJMYECTBa Mpo0d Ha MecTe 0TOOpa 3Tan
ypaBHOBEIIMBAHMS HE OKa3bIBACT CYIIECTBEHHOTO BIMSHUS Ha 001Iee BpeMs aHAIH3a.
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Bce npouenypsl, npuMeHsieMbIE B JaHHOM METO/I€ (BHECEHNE BHYTPEHHErO CTaH/1apTa,
ypaBHOBEIIMBAaHUE  IOYBbl M  3KCTPAKLMA), MOIYT  OBbITh  MOJHOCTBIO
aBTOMAaTU3UPOBAHBI C IOMOILbI0 KOMMEPUYECKHUX aBTocamIuiepoB. KainOpoBky MOKHO
BBITMIOJIHUTH B 1a0OpaTopuu mepes BbIe3J0M Ha MECTO, €€ MMOBTOPEHUE HE TpeOyeTcs,
IIOCKOJIBKY METOJI KOHTPOJIUPYET HE TOJIBKO MATPUUYHBIA 3P (EKT, HO U BCE ApYyTUe
IIEPEMEHHBIC, BIMSIOIINE HA AHAJMTUYECKUH CHUTHAJI. DTO 3HAYUTEIBHO SKOHOMMT
BpeMsi M YBEJIMYMBACT MPOU3BOAMUTEILHOCTh Mpubopa. [ns 0AHOBpPEMEHHOIO
KOJIMYECTBEHHOTO OIPENECIEHUSI HECKOJIbKUX aHAIM3UPYEMBIX BELIECTB MOXKET
MCIIOJIb30BaThCS HECKOJIBKO BHYTPEHHHUX CTaHIapTOB.

1.7 BoiBoabI 13 0030pa JTUTEPATYPbl U MOCTAHOBKA LEJIH UCCJIeI0BAHUSA

HecMoTpst Ha 6oJIbIII0E KOJMYECTBO OMUCAHHBIX B JTUTEPATYPE aHATUTHUECKUX
1o1x0/10B k onpeneneruto HIIMI u npoaykToB ero Tpancopmaiiuu, OHU UMEIOT Psijl
BAXKHBIX HEJOCTATKOB, OTPAHMYMBAIOIIMX IIMPOKOE MPUMEHECHHUE B SKOJIOTHYECKOM
MOHUTOpUHTE. OHHU CIOXHBI, TPYIAOEMKH, BpeMs3aTpaTHbl H (WIM) TpeOyrOT
OPUMEHEHUSI  TOKCUYHBIX  OpPraHW4YecKux  pacTBopureneid.  TBepaodaszHas
MUKPOIKCTpaKLUs U3 Ta30BOM (pazbl HaJ 00pa3LoM IPeICTaBIsAeT cCOO0K BO3MOKHYIO
QIbTEPHATUBY, KOTOpass MOKET ObITh IOJIHOCTBIO aBTOMAaTHU3UpPOBAHA U JIaXKe
IpUMEHEHA B MOJIEBBIX YCIOBUSAX ISl aHAJIM3a HEMOCPEACTBEHHO Ha MecTe oTOopa. B
HACTOsIIIIee BpeMsi 3TO HaumboJiee SKOHOMUYECKH BBITOAHBIM METOJ OTOOpa H
NOJATOTOBKM TPOoO okpyxatomei cpeabl. [ITOMD Obia ycnemHo npuMeHeHa Ajis
CKpUHUHTa NMpoaykToB TpaHchopmanmu HJIMI' B 06pa3iiax mouBsl U B COYETAHUH C
['X-MC no3Bonuia HACHTUPUIIUPOBATH MHOTHE paHee HEU3BECTHBIE METa0O0IUThI. B
CpPaBHEHMM C MOAXOJIaMH, OCHOBAaHHBIMHM Ha AKCTPAKUMU pacTBoputeneMm, [ITOMD
obOecrieunBaeT OoJjiee HU3KHUE Mpeaesbl OOHAPYKEHUs IS JIETy4YUX aHAJIUTOB Oe€3
HEO0OXOIMMOCTH JTOMOJIHUTENBHOTO ATana KOHIIEHTPUPOBAHUSI.

TouHnoe ompesaeneHne MOMAPHBIX NPOAYKTOB TpaHchopmaruu HIMI ¢
ucrnosibzoBanueM [ITOMD orpanmdeno wMatpuuabiM dddexrom. CymecTByer
HECKOJIBKO  TOJAXOJOB,  HCIIONB3YEMBIX JUISI  ONPENEICHHs  OpPraHUYECKHUX
3arpsi3HUTENEN B 00pasiiax mouBkl ¢ Ucnoiab3oBaHueM [ITOMD, HO GOJNBIIMHCTBO U3
HUX JIENA0T MPOOOMOArOTOBKY €lie 0oJiee CIOXKHOM, YeM TPaAUIMOHHBIE METOIbI.
Psin npo6enoB B 3Hanusx o [ITOMD orpannumnBarot pa3paboTKy MPOCTHIX U TOUHBIX
METOJIMK aHaJIN3a TBEPBIX U JPYTUX CI0XKHBIX 00pa3ioB. Camblil MPOCTON MOIXO K
KOHTPOJII0O MaTpUYHOTO 3(¢eKkTa OCHOBAH HA METOJIE€ M30TOIHOI0 pa30aBiIeHMS,
KOTOPBIN TpeOyeT MOPOroCTOSIIUX M30TOMHO-MEUYEHBIX CTaHAapTOB. B muteparype
omMcaHa MeToauKka ompeaeneHus 1-metun-/H-1,2,4-Tpuazona ¢ HMCIOJb30BAHUEM
[ITOMDI-I'X-MC u neiTepupOoBaHHOIO aHAJIUTA B KAYECTBE BHYTPEHHETO CTaHIApTa,
KOTOpas TO3BOJIMJIA OOECMEYUTh MPABUIBHOCTh OMpPEAENCHUs C HaOIIogaeMoi
crenenpto u3BneueHus or 90 mo 120%. B ompenenenum nyxpatorcs 6omee 50
poaykToB Tpancpopmanuu HJIMI', nist kakaoro u3 KOTOPBIX HEOOX0uMa TTOKYTIKa
WIN CHHTE3 W30TOMHO-MEUEHOTO CTaHAapTa. Takke MOXHO OOOWTHCH KaTuOpPOBKOU
METOJIOM J100aBOK ISl ONPEAEICHUs XUMHUUECKH CTA0MIIbHBIX aHAJTUTOB C MOMOUIBIO
JOCTYIIHBIX B JabopaTopuu cTaHaapToB. lcnosb3oBaHue KaluOpPOBKM METOIOM
BHYTPEHHETO CTaHJapTa OCJOXKHAETCS BBIOOPOM HAJJIEKAIIero BHYTPEHHETO
cTaHaapra, o0JadaronIero CX0KUMHU (PU3UKO-XUMUYECKUMU CBOMCTBAMHU C aHAJTUTOM.
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Ha cerogusiauii 1eHb B IUTEpaType HEIOCTATOYHO MH(POpMAUU 00 ONpeaesieHun
OonpmmHCTBA POoAYKTOB Tpanchopmaimu HIAMI ¢ ucnonszoBanuem [ITOMD.

[{enpro JaHHOTO KCCIeI0BaHus Oblia pa3pad0TKa MPOCTHIX M OBICTPHIX METOAUK
onpeaesieHus npoaykros Tpanchopmanuu HJIMI' B mouBe u Bojie ¢ UCHOJIb30BAHUEM
TBepA0(ha3HON MUKPOIKCTPAKIIH.

Jlnst 3anonHeHus mpoOenoB B 3HAHUSIX U AOCTUKEHUS LIeJIU UCClIeJOBaHUs ObUIH
c(hopMyITUPOBaHbI CIEAYIOIINE TUTIOTE3bI:

— MTA-d3 MoskeT OBITH HCIIOJB30BaH B KAUECTBE BHYTPEHHETO CTAHIAPTA IS
KOJIMYECTBEHHOTO OMpENEICHUs] JIPYTruX MPOIYKTOB TpaHCc(opMaIuu, HUMEIOIINX
Onmu3Kue (PU3NKO-XUMHYECKUE CBOMCTBA (TEeMIepaTypy KUICHUS, MOJISIPHOCT);

— npoayktel  TpaHcopmanmum  HJIMIT  moryr  ObITh  OmIpeneneHsb
MOJIYKOJIMYECTBEHHO C HMCIOJIb30BAaHUEM KaJTMOPOBOYHBIX T'pa(HUKOB, MOTYYEHHBIX
MyTEM AaHAIN3a OPTaHWYECKUX HSKCTPAKTOB W3 PA3JIUYHBIX IOYB, 3arpsA3HECHHBIX
HAMI,

— KamuOpoBKa 10 BHEUIHUM CTaHAapTaM oOecleyuBaeT MPaBUIBHOCTD
onpeneneHus nmpoaykroB tpanchopmaruu HAMI' B Bojie ¥ BOJIHBIX DKCTpAaKTax U3
[I0YB C HAOJIF01aeMOIi CTENEHBIO n3BieueHusa B quanaszone 70-130%:;

— COYCTaHHE METOJIOB BHYTPEHHETO cTanaapTa (¢ ucnoib3oBanneM MTA-d3) u
100aBOK YyJIy4dIlIaeT MPaBUILHOCTh ONpeETIeHUs MPoayKToB TpaHchopmaruu HAMI
110 CPAaBHEHMIO C METOJIOM J100aBOK.

JInst 1OoCTUXKEeHUsl MOCTaBIEHHON el ObUIM C(HOPMYJIUPOBAaHbI CIEAYIOIINE
3a/1a4n:

1) H3yuyeHuWe BIUSHHUS MATPHIBI Ha TMPAaBHILHOCTH ONPEACICHHUS MPOIYyKTOB
tpanchopmanmu HIMI B oOpasiiax mouBsl ¢ ucnojb3oBanueMm [ITOMD.

2) Usyuenue BauwsiHus ~— mapamerpoB  [ITOMD  Ha  mpaBUIBHOCTH
OJIHOBPEMEHHOTO OIPEACIICHUS TPEX OCHOBHBIX TPOYyKTOB Tpanchopmaruu HJIMI B
obpasmax mouBsl — H/IMA, JIM®A u MTA ¢ ucnonb30BaHHEM BHYTPEHHETO
crangapra (MTA-d3);

3) IloctpoeHue KOppemsiuu MeEXIy COOTHOIIEHHEM OTKJIMKOB MPOJYKTOB
tpanchopmarnmu HJIMI™ u BHyTpeHHETO CTaHAapTa, MOJIYYCHHBIM C UCIIOIh30BAaHUEM
[ITOMD, u uxX KOHIIEHTpAIUIMU B 00pa3iax MoYB ¢ MECT MAJICHUNA OTACISIOIIUXCS
4acTel pakeT-HOCUTEIIEH;

4) PaspaboTka W  ampoOaruss METOJAMKH  ONpEACICHUS  MPOIAYKTOB
tpancopmanmu HJIMI' B oOpasinax BOABI M BOJHBIX JKCTPAKTOB M3 TMOYBBI C
ucnojb3zoBanueM I X-MC u I'X-MC/MC;

5) Paspabotka u  anpoOanusi METOJAMKH  OINPEHICICHUS  TPOJIYKTOB
tpancopmanmu HIAMIT B oOpasznax mouBbl ¢ wucnonb3oBanueM [ITOMOI-I'X-
MC/MC.
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2 OKCHEPUMEHTAJIBHASA YACTb

2.1 MarepuaJjibl M peareHTbl

B tabnuiie 5 mpencTaBieH CIMCOK LETIEBBIX MPOAYKTOB Tpanchopmaruu HIAMI
U WX OCHOBHBIE (DH3UKO-XMMHUYECKHE CBOWCTBA W mpousBoautenu. HJMI
UCIOJIB30BAIM YUCTOTON >99,5% (Aldrich, CIIIA). N30TonHO-MeueHbIi BHYTPEHHUMA
crangapt MTA-d3 (auctorta >98,3%) nmonyuer ot MHCTUTYTa XUMHYECKUX HAYK UM.
A.b. bekTypoBa, COTpyAHHUKH KOTOPOI'O CHHTE3UPOBAINA €r0 C HCIOJIb30BAHUEM
METOJIOB, ONTUCaHHBIX B pabdorax [128,129], u ionmerana-d3 (Sigma-Aldrich, CIIIA).
Yucroty BemectBa onpenessuia meroaoMm ['X-MC (pucyHok 3).
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Pucynok 3 — Macc-CeKkTp UCIoIb30BaHHOTO J1s pa3paboTku mertoauku MTA-d3,
NOJTYYCHHBIH NOHU3AIIUEH AIIEKTPOHAMU TIpHU cTaHaapTHOH sHeprun (70 3B)

Metanon wu aneronutpun kimacca BOIXX  (AppliChem, [I'epmanus)
UCIIOJIb30BAIM B KA4yeCTBE OpraHUYEecKUX pactBoputeneir. [loOaBku B BHIE
Ba(OH).:8H20  (NevaReactiv, Poccus) u BaO (NevaReactiv, Poccus)
npeaBapuTeabHO BbiaepkuBanu rmpu 70°C B TeueHue 5 4 B BaKyyMe.

Jns TOMD ucnosib30Baiu 3KCTPAKIIMOHHOE OKPBITHE HAa 0OcHOBE KapOokcena
u nommaumeruicuwiokcada (Kap/IIIMC, Supelco, CIIA) TommmuuO# 85 MKM.
DKCTpaKIIMOHHOE MOKPBITHE NIEPE] UCTIOIb30BaHUEM KOHAUIIMOHUpOBau 1pu 250°C
B T€YeHHE 2 Y. OKcnepuMeHTbl o TAOMD mnpoBOAMIUCH € HCIOJIb30BAaHUEM
npo3payHbix Buanl o0bemom 20 M ¢ oOxumuHbiMu (HTA, HWranus) wu
3akpyuuBaromumes  (Agilent, CHIA)  kpblikaMu ¢ NPOKJIAJAKaMU U3
noJuteTpadTOpITUICHA/CUIMKOHA (Sun Sri, CIIA), IPEIBAPUTEILHO
KOHJIUIIMOHUPOBaHHBIX npu 150°C B TeueHue 2 u.

3arpsasHenne noussl HIMI' u skcTparnpoBaHne METAHOJIOM OCYIIECTBIISIN C
ucroiab3oBaHueM npo3paunsix Buai (HTA, WMtanus) ¢ 3akpydnBaromMMcs KpbIIIKaMH
U TpoKJaAKaMu u3  mnojuTeTpadropatmiieHa/cunukona  (Sun - Sri,  CIIA),
NpeABapUTEIbHO KOHAMIMOHUpOBaHHBIMUA TIpU 150°C B TeueHue 2 4. AHaJIN3 BCEX
HKCTPAKTOB MPOBOIUINCH C UCTIOIB30BAHUEM BHAJ U3 TEMHOTO CTEKJIa 00BEMOM 2 MIT
C 3aKpYyYHUBAIOIINUMUCS KPBIIIKAMH1 u MPOKJIATKAMHU u3
nosmrerpadTopITUiIcHa/Kaydyka (Agilent, CIIIA).
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Monekynspubie cuta 4A (NaA) ¢ nuamerpom rpany: u nop 3,2+0,3 mm u 0,4
oM («PEAJI COPb», SpocnaBiab, Poccus), COOTBETCTBEHHO, HpPEABAPUTEIHHO
aKTUBUpOBaiH B MydenpHoi neun npu S00°C B Teuenue S 4.

Tabnuma 5 — Criucok u3yueHHBIX poayKToB Tpancpopmarmu HJIMI u ux ocHoBHBIE

(U3HKO-XMMUYECKHE CBOWCTBA

(duucrora (C"Z)e,Il g}i{g;ffomz[eﬁne) CAS No. a.l\(lc.;\,/I. T‘I:g i l|<0¢3v Pk
1 2 3 4 5 6
[Mupunus (>99,5%, Aldrich, CIIIA) 110-86-1 79,1 115 | 0,65 | 5,23
[Mupasun (>99,5%, Aldrich, CIIIA) 290-37-9 80,1 115 |-0,26 | 0,92
ﬂl{l{;\if;l;l)ﬂélﬁl{li;)aueTOHHTpﬂﬂ (>98,0%, Sigma 926-64-7 84.1 137 |-044"| 5,24
1-Metun-1H-nupason (=98,0%, Meryer, Kurait) 930-36-9 82,1 127 | 0,23 | 2,25
(N:i}l{jil)“pOSOI[I/IMeTI/IHaMI/IH (=299,5%, Supelco, 62-75-9 741 154 | -057 |-3.63
N,N-dumerundopmamun (>99,8%, Lab-Scan, 68-12-2 731 153 |-1011-044
[Tonpmma) ' ’ '
1-Metun-1H-1,2,4-tpuazon (98,0%, 6086-21-1 831 178 |-0217| 3.30
Fluorochem) ' ’ '
N-Metundopmamus (>99,5%, Meryer, Kurait) 123-39-7 59,1 199 |-0,97 |16,48
1-dopmun-2,2-gumerunruapasut (>99,5%, .
I_IKHpHO «ApKTHKA», POCCI/II)SI) ( 3298-49-5 88,1 s |-L707713,65
1-Metuin-1H-umungazon (>99,5%, Meryer,
Kunnai) azon ( v 616-47-7 | 821 | 196 |-0,06| 7,01
dopmamug (>99,5%, Meryer, Kuraii) 75-12-7 45,0 220 |-1,51 (16,50
MMETHITHAPA30oH 2-pypansaeruna (>97,0%, .

il drich, cuii) dypameaerna ( 14064-21-2 | 1382 | 77 |0,99" | 2,10
1H-TTupazon (>98,5%, Aldrich, CIIIA) 288-13-1 68,1 187 | 0,26 |14,00
z-ﬂl\ilZT)Hn-lH-nnpawﬂ (>97,5%, Alfa Aesar, 01453-58-3 821 204 | 061" 14,56
3,5-Iumeruin-/ H-nupazon (>99,0%, ABSR, 67-51-6 96.1 218 101 1511
T'epmanmust) ’ ’ ’
2,5-JIlumerunnupaszut (>98,5%, Aldrich, CIIIA) 123-32-0 108,1 155 0,63 | 191
2,6-JIlumerunnupaszus (>98,5%, Aldrich, CIIIA) 108-50-9 108,1 156 0,54 | 2,45
2,3-lumetunnupasut (>99,5%, Aldrich, CIIIA) 5910-89-4 108,1 156 0,54 1191
2,3,5-Tpumerunnupasus, (>99,5%, Aldrich, 14667-55-1 1222 171 | 0.95 | 2.69
CIIIA) ’ ’ '
S B R
1H-1,2,4-Tpuazon (>98,5%, Aldrich, CIIIA) 288-88-0 69,1 260 |-0,58 [10,49
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[Tpomomxkenre TabIUIIbI 5

1 2 3 4 5 6
2-Merwmupasus (>99,5%, Aldrich, CIIIA) 109-08-0 94,1 137 | 0,21 | 1,70
3-Metunnupuaus (>99,5%, Meryer, Kuraii) 108-99-6 93,1 144 1,20 | 5,52
2-Dtun-1H-umunazon (>98,5%, Meryer, Kurait) 1072-62-4 96,1 274" | 1,107 | 14,38
1H-Umuaazon (>99,0%, Meryer, Kurait) 288-32-4 68,1 257 |-0,08 {13,89

HKII HO «Apkruka» — Llentp Komnexkrunoro IlonezoBanus Hayunsim OOGopynoBaHuem
"Apktuka", CeepHblii (ApkTHueckuil) QenepanbHblii yHuBepcuter uM. M.B. JlomoHOcOBa,
Apxanrenbck, Poccust; UXH — Muerutyr xumumdeckux Hayk uM. A.b. BekrypoBa, Anmarsl,
Kazaxcran; o/ — HET TaHHBIX.

* — 3HauyeHHWs, NPOTHO3UMPYEMbIe C HCHojb3oBaHueM makera EPI Suite Bepcum 4.11 (US
Environmental Protection Agency's Office of Pollution Prevention and Toxics and SRC, Inc.) [130].
** — 3HaveHUs B3ATHI U3 0a3bl JAHHBIX XHMMHUYECKOH pedepaTtuBHON ciryk0bl (anria. Chemical
Abstracts Service, CAS [131]), a Takke OCHOBaHbI Ha pacyeTax C HCIIOJb30BAHHEM I[aKeTa
ACD/Labs Bepcuu 12.00 (Advanced Chemistry Development, Inc.).

2.2 O0opyaoBaHue U IapaMeTpbl

22.1TX-MC

DKCIepUMEHTBl MpoBOAWIM ¢ wucnoib3oBanueM [ X-MC 6890N/5973N
(Agilent, CIIIA) u 6890N/5975C (Agilent, CIIIA).

['X-MC 6890N/5973N (Agilent, CIIIA) 6511 OCHaIIIEH YCTPOMCTBOM JJIsl BBOJIA
po0 ¢ BO3MOXKHOCTBIO Aesienus motoka (split/splitless inlet), aBrocammiepom Combi-
PAL (CTC Analytics, llIBeitapust) u kanwuispHoi kosonkorr DB-WAXetr (Agilent,
CHIA) pnunoit 60 M, BHyTpeHHUM auameTpoM 0,25 MM M TOJIIMHOW IUJICHKU
MOJISIPHOM CcTallMOHAapHOW (ha30i Ha OCHOBE mMoJMATHISHr UKo 0,5 mxm. ['emmit
Mapku «A» (>99,995%, OpenOypr-Texra3, Poccust) mogaBancs mpu MOCTOSIHHOM
CKOPOCTH TIOTOKa 1 MJI/MUH.

Jnst necopOLMM aHAJIMTOB € SKCTPAKIIMOHHOIO TMOKPBITUS YCTPOMCTBO IS
TOMD BBoawiu Ha 5 MuH B Harpetoe a0 240°C ycrtpoiicTBo 1j1si BBoAa mpod I'X,
OCHAIEHHOE CTEKJIIHHBIM MPSIMBIM JIAHHEPOM C BHYTpeHHUM auamerpoM 0,75 Mm
(Supelco, CIIIA) 06e3 nenenuss notoka. IlpogyBky mpokmanku (50 Mia/MuH)
aKTUBUPOBAIM COycTs 1 MUH Tocie W3BJEYEHHUs ycTpoictBa mias TOMD ¢
MOCJICAYIOIINM TIEPEKIIFOUCHUEM B PEKUM SKOHOMUU Ta3za-Hocutens (15 mi/mun).

Jlns aHanmm3a )KUIKUX SKCTpakToB 1,0 MK riibTpoBaHHOTO 0Opa3iia BBOIUIN
B ycTpoiicTtBo juisi BBoja mpoO I'X, marperoe mo 240°C Ge3 aeneHuUs MOTOKA C
UCIOJIb30BAaHUEM MHKpommpuia oobemMoM 10 MK ¢ TedIOHOBBIM IUTYHKEPOM
(Hamilton, CILIA).

J{ns ananmza oOpa3ioB MOYBBI HArPEB TEPMOCTATA KOJOHOK MTPOrPaMMUPOBAIIH
cnenyromuM obpazoM: HadanbHas Temneparypa 40°C ¢ BBIIEPKKON B TCUEHUE 5 MHUH,
3aTreM HarpeB co ckopocThio 5°C/mMuu 10 240°C ¢ mocnenmyromieil BBIACPKKOW B
teueHue 10 muH. OO011ee BpeMsi aHaIn3a COCTaBIISLIO 55 MUH.
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Jlnst aHanu3a 0Opas3IoB BOJBI M BOJHBIX JKCTPAKTOB TEPMOCTAT KOJOHOK
BBIJICP)KMBAIM TNIpU HavyanbHOU Temmepatype 40°C 5 MHH, 3aT€M HarpeBajid CO
ckopocThio 3°C/mun a0 240°C. Ob1iee Bpems aHaan3a COCTABISIIO /2 MUH.

Cnucok 1eneBbIX COeUMHEHUN U X BpEMEHA YIepKMBaHUsl YCTaHABIUBAJH 10
pesynbTataM ananusa 3arpssHeHHoro HJIMI™ o6pasna mousst MetogoM [ITOMO-T'X-
MC B pexuMme TMOJHOTO CKaHUPOBAaHWS HOHOB B juanaszone m/z  34-150.
W nentudukanuio nukoB npoBoauiu no oudiaunorexam Wiley 10-oii Bepcun u NIST11.
[Tocnenytomee NeTeKTUPOBAHWE MPOBOJWIM B PEKMME MOHUTOPHUHIa BBIOPAHHBIX
noHoB (SIM, selected ion monitoring), pa3aenuB MoHBI Ha rpymbI (Tabauma 6). Bpems
CKaHUPOBAHUA KaXXJIOr0 OCHOBHOTI'O MOHa cocTaBisiiio 200 Mc, TOMOTHUTEIBHOTO —
100 mc. Ins ananuza Boabl ¢ ucnoiab3oBaHueM [[TOMDI-I'X-MC perekTupoBaHue
TaKk)Ke BBINMONHSUIOCH B pexkume SIM (tabmuma 7). Temmneparypsl uHTepdeiica,
MCTOYHUKA MOHOB M KBajapynouss coctaBisim 250, 230 u 150°C, coOTBETCTBEHHO.
3azep KKy pacTBOpPUTENA 3a/1aBaiu paBHOM 20 MUH.

Tabmuua 6 — [Iporpamma mMacc-CIEKTPOMETPUUYECKOTO JETEKTUPOBAHMS MPOAYKTOB
tpancopmanu HIMI' B pexume SIM, ucnonb3yemas yisi aHaidu3a IMOYBHI U
OPTraHUYECKUX DKCTPAKTOB U3 IIOYBBI

CooTHo-
m/z
m/z [IEHHE
RT, JIOTIOJIHU- Hauaio,
Coenunenue OCHOBHOI'O UHTEHCHUB- | Ne Tp.
MHH TEJILHOTO N MHH
HOHA HOCTEHN
HMOHA
HOHOB, %
1 2 3 4 5 6 7
[Mupazun 22,6 80 53 40
JIMAAH 23,2 83 84 56 L 20.0
1-Metun-1H-nmpaszon 23,6 82 81 41 '
1,3-Iumernn-1H-mupazon 25,1 96 95 70
HIMA 25,8 74 42 51
JIM®A 26,4 73 44 54 2 25,4
1,4-Tumetwn-1H-mapazon 26,7 95 96 93
JluMeTHIIMaHaMH]T 27,5 69 70 45 3 274
1,5-Tumernn-1H-mmpason 28,0 96 95 59 ’
2-Metun-2H-tetpazon 28,5 56 57 35 4 28.3
N,N-/IumeTnnameraMmu,g 28,5 44 43 52 '
MTA 33,3 83 56 40
6 32,9
MTA-d3 33,3 86 59 44
1,3-Mumetmn-4H-1,2,4-tpuazon | 34,1 97 56 37
N-MeTtundopmamug 34,6 59 30 54 7 33,9
1-®opmun-2,2-qumernnruapasus | 34,7 59 88 10
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[Tpomomxenne TabIUIIbI 6

1 2 3 4 5 6 7
1-Metuin-1H-nmunazon 35,7 82 81 16
dopmans 37,9 45 43 25
8 35,5
1,3-IumeTwi-2-nupa3oin-5-oxH 37,9 112 43 39
1H-UMmunazon 38,4 68 41 56

[Mpumeuanne: RT — Bpemst yaepxkuBanus (retention time) muka Ha Xxpomartorpamme, MHUH; M/Z —
OTHOIIICHHE Macca K 3apsiny (mass-to-charge) mona B Macc-CEeKTpe COSIMHEHNUS, a.€.M.

Tabnuua 7 — [Iporpamma mMacc-CEeKTPOMETPUYECKOTO JETEKTUPOBAHUS MPOIAYKTOB
tpanchopmanmu HIIMI B pesxxume SIM, ucnonb3yemast st aHaanu3a BOJbI U BOJIHBIX
DKCTPAKTOB U3 MIOYBBI

CootHolleHNE
m/z
RT, m/z nornoaHu- WHTEHCUB- Hauamno,
Coennnenue OCHOBHOTO . No rp.
MUH TEJNHHOIO HOHA | HOCTEH HOHOB, MMH
HOHAa
%
[Tupazun 27,8 80 53 32 1 25,0
JIMAAH 29,2 83 84 59 5 29.0
1-Merun-1H-tupazon | 29,8 82 81 45 '
HIMA 33,1 74 42 37
3 33,0
MDA 33,8 73 42 42
MTA 449 83 56 34 4 44,0
1-® -2,2-
OPMIIEZ, 47,6 59 88 10
JTUMETUITHIPA3UH 5 46,0
1-Metun-1H-umunazon | 49,2 82 81 20
dopmamu 52,9 45 43 25
6 51,0
1H-ITupazon 53,6 68 42 40
IMpumeuanue: RT — Bpems yaep:kuBanus (retention time) muka Ha XpomaTorpamme, MHH; M/Z —
OTHOIIICHHE Macca K 3apsiay (Mass-to-charge) nona B Macc-CrieKTpe COEIUHEHNUS, a.€. M.

['X-MC 6890N/5975C (Agilent, CIIIA) 6bL11 OCHaIIIEH YCTPONCTBOM JJIsi BBOJIA
po0 ¢ BO3MOKHOCTHBIO JiefieHus nmotoka u aBrocamruiepom HT280T (HTA, Urtanus).
[TapameTpsl necopOiuu, MPOAYBKH CENTHI M PEXUMa IKOHOMHHM Ta3a-HOCUTEIS
anaorngnbl [ X-MC 6890N/5973N u onricaHbl BHIIIIE.

Xpomartorpadudeckoe paseiacHie MPOBOIWIN Ha KaMWIIIpHOU Koinonke HP-
Innowax (Agilent, CHIA) 30 m x 0,25 MM ¢ TonmuHOM ruieHkH 0,25 MKM TTpH CKOPOCTH
notoka 1 miyi/mMuH renust Mapku «A» (>99,995%, OpenOyp-Texras, Poccus). Harpes
TEPMOCTAaTa KOJIOHOK MPOrpaMMHUPOBAIM  CIEAYIOUIUM 00pa3oM: HadaJibHas
temrepatypa 40°C (Bblaep’Kka B TEYEHHE 5 MUH), 3aT€M HarpeB CO CKOPOCTBIO
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5°C/mun no 100°C, 3atem HarpeB co ckopocthio 10°C/mun go 140°C, u 3atem
OKOHYATENbHBIN HarpeB co ckopocthio 20°C/mMun o 240°C ¢ mocrnenmyromen
BBIJICPKKOM B TeueHue 5 MuH). OO011ee BpeMs aHaiau3a cocTaBisuio 31 MuH.

HMoHnn3anuio 3JeKTpOHAMHM NPOBOAWIIN IIpU CcTaHaapTHOM sHepruu 70 3B ¢
MOCJIEAYIOIINM JIETEKTUPOBAHUEM B pexkume SIM, paszienuB Bce MOHBI HA IBE TPYIIIbI
(mepBast — HAMA u JIM®A, Bropas — MTA u MTA-d3). Bpems ckaHupoBaHus
Ka)KJIOTO MOHA BBICTABIISLIIM PABHOM 7151 OCHOBHBIX HOHOB 200 MC M 1OMOJIHUTENbHBIX
50 mc. JleTekTrpyeMble OCHOBHBIE (H0omoHUTEeNbHBIC) noHBl MTA, MTA-d3, HIIMA
u JIM®A coorBerctBoBasin M/z 83 (56), 86, 74 (42) u 73 (42). TemmepaTypsl
uHTepdeiica, UCTOYHUKA HOHOB W KBaapymnods coctaBmsuin 250, 230 u 150°C,
COOTBETCTBEHHO. 3a/epKKy pacTBOpuTeNs 3adaBaiu paBHod 10 muH. Bpewms
ynepskuBaaust MTA (MTA-d3), HIMA u IM®A nab6mogaiocsk Ha 20,5, 14,5 u 14,7
MUH, COOTBeTCTBeHHO. CoOpaHHBIE B XOJI¢ aHaiIW3a JaHHbIE OOpadaThIBAIH C
UCIOJIb30BaHUEM IporpammHoro ooecnedennss MSD ChemStation E.02.02.1431 SP1.
Jlist uaeHTuUKaIMg MUKOB M0 MacC-CIEeKTpaM ucmoib3oBaiu onbmnotexku Wiley 10-
i Bepcun u NIST11 (CLLIA).

222 TX-MC/MC

OKCHepUMEHThl MTPOBOJMIM HAa Ta30BOM Xpomarorpade ¢ TaHAEMHBIM Macc-
CHEKTPOMETPUUYECKUM JETEKTOPOM THUIAa «TpoiHON KBaapymnoib»y GCMS-TQ8040
(Shimadzu, SInonms), ocHameHHbiM aBTOcamiuiepom AOC-5000 Plus (Shimadzu,
SAnonus) u xkanwuisipHod kononkoi HP-INNOWax 60 m x 0,25 MM ¢ ToNIIMHON
cTallMoHapHOM (a3sl Ha OCHOBE TOJIsIpHOTO ToymATHIIeHT Ko 0,25 MM (Agilent,
USA), zamummennoit npeakosonkodn 1,0 m x 0,25 mm (Restek, CIIA), xotopas
UCIIOJIb30BAIACh TAKXKe JUIsl KpHO(OKyCHpOBaHUSI aHANMUTOB. ['enuit unctoToit Goee
99,9999% (H1UN KM, Poccusi) nogaBaiu B KOJOHKY JJIsl JOCTHUXKEHUSI TTIOCTOSHHOTO
naenenust 114,7 xIla. Jlnga ananuza TepMocTaT KOJIOHOK BBIAEPKUBAIU B TEUEHUE 5
muH nipu 40°C, a 3aTeM HarpeBaiu co ckopocThio 5°C/muH 10 250°C ¢ mocneayromiei
BbIIepKKOH B TedeHue 10 muH. Ob1iee BpeMs aHaau3a COCTaBIsUI0 57 MUH.

JecopOuuio aHaIMTOB C BOJIOKHA TMPOBOAWIM C  HCIOJIb30BAHUEM
IporpaMMHupyeMoro ycrpoiictsa 1is BBojaa npobd Optic-4 (GL Sciences BV, SAAnonus),
OCHAIICHHBIM TPSMBIM CTCKJIISTHHBIMH JIAWHEPOM C BHYTPEHHUM auamerpom 1,0 MM
(GL Sciences BV, Sfnonus) 6e3 neneHus MoTtoka. YCTPOWCTBO Jisl BBOJA MPoO
POTrPaMMHUPOBAJIH C UCIIOJIB30BAHUEM paHEe ONITUMHU3UPOBAHHOM mporpammbl [8,83]:
ucxognas temmneparypa 170°C (Beinepxkka B Teuenue 0,1 MuH), 3aTeM HarpeB co
ckopoctbio 5°C/c o 300°C (Bwimepkka B TedeHue S0 mun). J{s aHanm3a SKCTPaKTOB
BBOMIH 1,0 MKJT 00pasiia B yCTPOMCTBO ISl BBOJA MPOO, OCHAIIEHHOE CTEKIITHHBIM
naitHepoM co ctekioBosiokHOM (GL Sciences, flmonus) u mporpammupyeMoe o
aHAJOTUYHOM cxeMe necopOiuu npu neneHun mnotoka 5:1. 3ammcs ['X-MC/MC-
XpoMaTorpaMM HA4YMHAJIM TIOCJI€ CTapTa HarpeBa KpHOJOBYmKH. [IpomyBKy
npoxitanku ucrmaputens (10 Mi/MUH) U peKUM SKOHOMUU Taza-Hocutens (15 mur/mMuH)
BKJIFOYAIIK Yepe3 | 1 2 MHH 1Mocje Hadaja aHan3a, COOTBETCTBEHHO.

[TapameTtpsbl XUMUYECKOU MOHU3AIAN ObLTH ONITUMH3UPOBAHBI
HKCIIEPUMEHTAJIbHO: XHMMHYECKash HMOHM3alusi C OOpa30BaHUEM IMOJIOXKUTEIBHO
3apsbkeHHbIX MOHOB (IIXM); naBnenuwe peareHt-raza (MeraH yuctoTod >99,99%,
Monitoring LLC, Canxrt-IletepOypr, Poccust) 240 xlla; sueprus snexrponos 30 3B;
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ToK sMuccuu 150 mMkA. MoHM3aluMIO 3JIEKTpOHAMU MPOBOAWIM MPU CTAHIAPTHOMU
sHepruu /0 5B. TemmnepaTypsl HCTOYHMKA HOHOB 1 HHTEpdeiica cooTBeTcTBOBaIu 150
u 250°C.

3aiepKKy pacTBOpuTeNsl BbicTaBisuid paBHou 20 mMuH. JleTekTop pabortan B
pe’KuMe MOHHUTOpPHHra MHOXecTBeHHbIX peakiuin (MRM, multiple reaction
monitoring) (tabawmel 8 U 9) U B peKMME CKaHMPOBAHHUS BBHIOPAHHBIX MOHOB Ha
nepsoMm kBazapymnoisie (Q1 SIM, selected ion monitoring on the first quadrupole) ¢
UCIIOJIb30BAaHUEM M/Z POAMTENBCKUX MOHOB, yKa3aHHBIX B TaOiwie 10, U BpeMeHH
ckaHupoBaHusa Kaxjaoro wona 100 mc. [Ins BTopuuHOM (PparMeHTaIlMy JaBJICHUE
aprona (>99,998%, NII KM, Poccus), momaBaeMoro B SYEHKy cOyaapeHus,
coctasisio 200 xIIa.

Tabnuna 8 — [Iporpamma mMacc-CEeKTPOMETPUYECKOTO JIETEKTUPOBAHUS MPOJYKTOB
tpanchopmammu HIIMI' B pexxume MRM, ucnonwszyemas misi aHaiud3a MOYBHI H
OPTraHUYECKUX DKCTPAKTOB U3 MOYBBI

Bpewms m/z CooTtHotienne
m/z DHeprus
RT, | ckanupo- | poauTelb- WHTEHCUBHOC-
Coenunenue JIOYEpHEro | coyaape- .
MHH | BaHUs CKOTO Te TOYePHUX
HOHA nus, 5B o
HOHa, MC HOHA HOHOB, %
1 2 3 4 5 6 7
[Mupuana 22,2 100 80 53 (27) 19 (25) 37
[Mupasun 23,3 100 81 81 (28) 16 (20) 63
2-MeTunmnupasud 25,3 100 95 68 (54) 16 (16) 92
3-Metunnupuaus 26,4 100 94 41 (78) 20 (16) 86
HIMA 26,9 100 75 43 (58) 16 (10) 35
2,6-Mumermmnupasud | 27,2 100 109 41 (82) 20 (12) 41
2,6-lumermnmupasun | 27,4 100 109 41 (68) 20 (14) 33
IMDA 27,4 100 74 46 (31) 10 (16) 39
2,3-Iumermmnupasun | 28,1 100 109 68 (42) 16 (20) 82
2,3,5-Tpumerunmupaszun | 29,9 300 123 42 (55) 20 (20) 81
MTA 35,0 200 84 57 (42) 12 (20) 29
MTA-d3 34,9 200 87 60 (46) 16 (16) 20
N-Metundopmamun 36,5 200 60 42 (32) 12 (10) 57
1-®opmun-2,2- 36,7 | 200 89 45(71) | 10(6) 16
JMMETHIITHAPA3UH
1-Merun-1H-umunazon | 37,7 300 83 42 (56) 16 (12) 44
dopmamu 40,1 200 46 29 (44) 20 (28) 13
JIMETHITUAPason 2= | 455 | 50 138 44 (111) | 20 (6) 80
dbypanbaeruaa

1H-ITupa3zon 40,8 200 69 42 (28) 16 (20) 23
3-Merun-1H-nmpazon | 41,5 200 83 42 (56) 16 (12) 43
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[Tponomxkenue TabaUIIbI 8

1 2 3 4 5 6 7
3,5-Aumermn-1H-mupazon | 42,4 200 97 56 (28) 12 (16) 85
2-Otun-1H-umunazon | 48,7 200 97 82 (69) 16 (12) 24
1H-Nmuaaszon 50,6 200 69 42 (28) 16 (26) 6
1H-1,2,4-Tpua3zon 54,6 300 70 43 (28) 16 (26) 29

IMpumeuanue: RT — Bpemst ynepxuBanus (retention time) muka Ha XpomaTorpamme, MHH; M/Z —
OTHOIIIEHHE Macca K 3apsny (mass-to-charge) nona B Macc-CieKTpe COSAMHEHUS, a.€.M.

Tabmuna 9 — [Iporpamma mMacc-CIEKTPOMETPUUYECKOTO JETEKTUPOBAHKS MPOIYKTOB
tpanchopmarmu HIIMI B peskxume MRM, ncnomnbs3yemas 1j1st aHamu3a BOJIbI U BOJTHBIX
DKCTPAKTOB U3 MOYBBI

Bpewms
m/z CooTHoIICHHE
CKaHUPO- m/z DHeprus
RT, poIuTeNb- WHTEHCUBHOC-
CoenuneHue BaHHs JIOYEpHEro | coymape- .
MHH CKOT'O TEH J0YEepPHUX
KaX10T0 HOHA Hus, 5B
HOHA HOHOB, %
HOHa, MC
[Mupuaun 22,2 200 80 53 (27) 19 (25) 37
[Mupaszun 23,3 300 81 81 (28) 16 (20) 63
HIMA 26,9 200 75 43 (58) 10 (16) 35
IMOA 27,4 200 74 46 (31) 16 (10) 39
MTA 34,9 200 84 57 (42) 12 (20) 29
N-Metundopmamun | 36,5 200 60 42 (32) 12 (10) 57
1-® -2,2-
OpMIIE2, 36,7 | 200 89 45(71) | 10(6) 16
JTMMETHITHAPA3HH
1-Mertun-1H-umunpazon | 37,7 300 83 42 (56) 16 (12) 44
dopmamu 40,1 200 46 29 (44) 20 (28) 13
Jlnvernarugpason 2| 5 | o0 138 | 44(111) | 20(6) 80
bypanpaerunga
1H-TTupaszon 40,8 200 69 42 (28) 16 (20) 23
3-Metun-1H-mupazon | 41,5 300 83 42 (56) 16 (12) 43
35 mverna-1H- 10 1 509 97 56 (28) | 12 (16) 85
THPa30JI
[Mpumeuanne: RT — Bpems ynepkuBanus (retention time) muka Ha Xpomarorpamme, MUH; M/z —
OTHOIIIEHHE Macca K 3apsay (mass-to-charge) nona B Macc-CIieKTpe COEIMHEHNS, a.€.M.
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Tabmuna 10 — [Iporpamma mMacc-CieKTpPOMETPUIECKOTO JIETEKTUPOBAHMS IPOTYKTOB
tpanchopmarmu HAMI B pexxume SIM Ha mepBoM KBaApyIoJie MOCie XUMHUIECKOM
MOHU3AIMU C 00pa30BaHUEM MOJIOKUTEIBHBIX MOHOB JJIsI aHAJIM3a BOJBI M BOJIHBIX
DKCTPAKTOB U3 MOYBBI

m/z m/z nomonHu- Coornomenue
RT, A WHTCHCHUB- Ne | Haugaro,
Coenunenue OCHOBHOTO TEJIILHOTO -
MUH HOCTEH MOHOB, | TP. MUH
HOHA HOHA %
[Tupunun 22,2 80 108 5,0 1 20,0
[Tupazun 23,3 81 109 55 2 23,2
HIAMA 26,9 75 74 1,9 3 25 &
JIMDA 27,4 74 73 17,2 '
MTA 34,9 84 112 55 4 30,0
N-Metunhopmamun 36,5 69 119 3,6
1-®opmmn-2,2- 36,7 89 90 24,6 5 35,8
JMMETHIITHIPa3HH
1-Metun-1H-umunazon | 37,7 83 111 4.6 6 37,3
dopmamu 40,1 46 47 64,2
Jumerunrunpason 2- 40,2 139 111 4.4 7 38,9
dbypanpaeruga
1H-ITupazon 40,8 69 97 7,0 8 40,7
3-Metun-1H-nmpazon 415 83 111 4.7 9 41,2
3,5- Humerun-1H-— 15 97 125 42 10 | 42,0
Mpa3oll
[Mpumeuanue: RT — Bpems yaepkuBanus (retention time) nuka Ha xpoMaTtorpamme, MuH; M/z —
OTHOIIIEHHE Macca K 3apsiay (mass-to-charge) nona B Macc-CIeKTpe COSAMHCHUS, a.€.M.

2.2.3 JIpyroe o00opyI0BaHHE

Omnpenenenne nonHOM (total) KoOHIEHTpamuK TPOIYKTOB TpaHCHOpMAIHH
HAMI' (“cBOOOIHBIX” W CBS3aHHBIX aHAJIUTOB) B pPEaJbHBIX 00pa3lax MOYBBI
IIPOBOMIIN COTJIACHO METO/JMKE HAa OCHOBE YCKOPEHHOW SKCTPAKIMU PAaCTBOPUTEIIEM
[74], mo3Bousttomieii mocturatek 100% u3BneueHus nporykToB Tpanchopmarmu HAMI
U3 TOYBBI. DKCTPAKIHUIO MPOBOIMINA C HCIOJIB30BAHHUEM CHCTEMBI CBEPXOBICTPOM
skcrpakiuun ASE-350 (Thermo Scientific™ Dionex™, CIIIA), koTopasi mMo3BOJISIET
MIPOBOJIUTH KCTPAKIIMIO OPraHWYECKHX COCIWHECHHWHM W3 TBEPIBIX M IOJTYTBEPJIbIX
00pa3IoB KUJKUMHU PACTBOPUTEISIMU ¢ pabounm aasieHueM 10 100 6ap.

JIJIst CyIIKY ¥ TIPEKOHIMIIMOHUPOBAHUS BHAJT UCIIOJIB30BAIM CYIIUILHYIO TEYb
SNOL (Poccust). Ananutudeckue Becbl 0bu1M puodpetensl y Ohaus (Kurait).

2.3 DkcnepuMeHTAJIbHBbIE 00pa3bl

Xonocteie o0pasibl nouBbl: necok (IIIT), nerkuit cyrnmunok (JIC) u Tspxenbii
cyrnmuHOK (TC) Obutm 0TOOpaHbl ¢ MECT MAJCHUS OTACISIONMIUXCS YacTe paker-
Hocurenelt B LientpansHoMm Kazaxcrane. JlaHHBIE MOYBBI XapaKTEPU30BAIUCH HU3KUM
coaepxkanreM opranudeckoro BemiectBa (0,12, 0,60, 0,90%, COOTBETCTBEHHO).
Haitnennsle 3Hauenus pH noussl coorBeTcTBoBanu 7,0, 8,4, u 8,8. [louBa ¢ BBICOKUM
COJIep’)KaHNeM opraHuyeckoro yriepojga (>13%) Obuta mpuoOpeTeHa Ha PBHIHKE T.
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AnmMarsl. [lepen ucnonb3zoBanreM Bee MoYBbI BeicymnBaiu npu 110°C B Teuenue S u,
II0CJIE YETO IPOITYCKAIM YEPE3 CUTO C JUAMETPOM OTBEPCTHH | MM.

AnpoOanyio ¥ CpaBHEHUE JABYX IOAXOAOB K IHOJATOTOBKE NPOO Ha OCHOBE
YCKOPEHHOM 3KCTpakuu pactopuresnem u TOMO BBINOIHAINA HA IIECTH PEATBbHBIX
oOpa3nax mo4YB, OTOOpPaHHBIX B pallOHE aBAPUMHOTO NAJEHUS PAKEThI-HOCUTEIS
«IIpoton-M» ¢ OnokoM kocmuueckux anmaparoB «[nmonacc-M» (2.07.2013,
46°03'36,8" c.m. u 62°59'43,9" B.1., Tabnuna 11). Ot6op npod nposeaeH crycTs 1
cyTku mnocne aBapuu. OOpa3lbl XpaHWINCh B TE€PMETHYHO 3aKpBITHIX OaHKax B
xosoauibHuKe mipu 2-8°C.

Ta6muma 11 — M3ydeHHslie 00pa3iibl IOYB, OTOOpaHHBIE C MECTa aBapUIHOTO TaICHHUS
pakeTbl-HOcuTens «[Ipoton-M» (2 utonst 2013 1.)

Kon Mecto 0T60pa poG I'my6una ot6opa,
oOpasma cM
1 DIUIEeHTp Kparepa 30-40
2 25 m ot anurieHTpa (C-3 HampaBieHUE) 0-20
3 90 M ot snuuenTpa (C-3 HampaBiIeHHE) 0-20
4 140 m ot snunentpa (FO-B Hanpasnenue) 0-20
5 130 m ot srmmienTpa (C-B HampasieHue) 0-20
6 230 m ot snunientpa (FO HanpaBnenue) 0-20

B kauecTBe peanbHBIX BOJHBIX OOpa3llOB BBICTYNATU OOpa3lbl CHeEra,
oToOpaHHble BONMM3M >kene3HoopoxHOW cranuuu Toperam (Kbi3pul-OpauHckast
obnactp, Kazaxcran, 45°39'10,4" c.m1., E63°19'11,9” B.71.), pacnoyio)KeHHOW Ha MYyTH
TPAHCIIOPTUPOBKH PAKETHOrO TOIUIMBA Ha KocMoapoM baitkonyp (Ka3zaxcran).
MopenbHbie 00pa3iibl BOJIBI TOTOBUJIM BBEJICHHEM CTAaHAAPTOB B AUCTHILTUPOBAHHYIO
U IpUpoIHYI0 03epHyto (03epo Cakuzop, Kazaxcran, 54°4'26" c.u1., 75°36'34" B.1.).

2.4 MeToa0/10TMsl BHINIOJTHEHHUS IKCIIEPUMEHTOB

[IpaBusIbHOCTH (OJIU30CTH PE3YJIBTATOB U3MEPEHHBIX KOHIIEHTpAIU B 00pasiie
K ICTHHHBIM 3HAYCHHSIM) pa3padaThIBAEMbIX METOIUK OIEHUBAJIN C UCITOJIb30BAHUEM
Ha0JII01aeMOl CTENEeH! Mu3BJIeueHusl (TIEpeBOJI C AHIJIMHCKOro TepMHUHa ‘‘apparent
recovery”’), KOTOPYH) paCCUMTHIBAIN JCJICHUEM HaWJCHHOW KOHIICHTpAIlMN Ha
HOMHUHAQJIBHYIO KOHIIEHTPAIMIO T.€. 3aJI0KEHHYIO JUIsl MOJENBHBIX 00pas3ioB, Ju00
OTIpEeJICIICHHYIO IPYTOi METOIMKOM aHau3a JJIsl peabHbIX 00pa3IloB.

HaOmromaemast cremenb wu3BneueHuss (Ra), cormacHo pexkoMeHIamusM
MexayHapoaHOTO COr03a TEOpeTUYeCKOor U npukiaaHoit xumun (International Union
of Pure and Applied Chemistry,) [137], onpenensieTcs kak HaOI0JaeMOC 3HAUCHUE
X(obs), TIOYyYEeHHOE B pe3yJbTaTe AaHAJIUTHYCCKOW TPOIECAYPHl C TOMOIIBIO
KaaTuOpoBOYHOTO TpadrKa, ACICHHOE Ha KOHTPOJIbHOE 3HaueHUe X(ref). Eciu Xa(S) aTo
KOJIMYECTBO JOOABJICHHOTO aHaiMTa A (MCKYCCTBEHHO BHECEHHOE KOJMYECTBO) B
MoIebHBIN 00paserr, Xa(O) — konmndyecTBO aHammTa A B ncxoaHoM obpasiie, Xa(O + S)
— KOJHMYECTBO aHanmuTa A B MOJEIBHOM oOpaslie, HalJeHHOE B pe3yJbTaTe
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AHAIUTUYECKOW TMPOIEeAyphl, TO HabI0/aeMasi CTENEeHb H3BICUEHUS CTAHOBUTCS
paBHOM:

_ x,(0 +5) —x,(0)
A= %4(S) (6)

3naueHus Xa(O) ocraBanmch paBHbIME 0 171 BCeX MOACIBHBIX 00pa3IioB, TaKk
KaK OBLTN MCTIOJIB30BaHbBI XOJIOCTHIC 00PA3IIbl TOYBHI, TMCTUIUTMPOBAHHAS BO/IA M BOJA,
0oTOOpaHHAas ¢ 03epa HEMOABEP>KEHHON PAaKEeTOKOCMHUYECKOU JESITEIIbHOCTH, TIOITOMY
dbopmyy A pacuera HaOII01aeMOi CTETICHH U3BJICUCHHUSI COKPATHIIN U [Tl y100CTBa
TIEPEBEITH B MPOIICHTHI:

_x,(0+5) .

[Ipn ananmuse 0Opa3OB MOYBHI C pEATbHBIX MECT MAJACHUS OTACISIONINXCS
gacTel pakeT-HocuTeseH u 3arps3aeHHbplx HJIMI™ u npoaykramu ero TpanchopManuu
HAOJIFOIAEMYI0 CTETICHb W3BJICUCHUS] ONPENEISIM  MPOIEHTHBIM  OTHOIICHUEM
KOJIMYECTBa aHAIWTa A B aHAIM3UPyeMOM oOOpasile, HalJCHHBIM B pPE3yJbTaTe
aHamuTHIecKOoi mporexypbl Xa(O + S) K KoiuuecTBy aHaIHUTa A B ICXOJHOM 00pasIie,
ONpPENCICHHOMY C  HCIOJb30BaHUEM JAPYrol  aHaIMTUYECKON  MpOUEaYpHI,
o0ecrnevnBaroIIel BEICOKYIO JOCTOBEPHOCTH pe3yibTaToB uaMepeHust Xa(O).

_x,(0+5) .

2.4.1 PazpaboTtka METOJIUKH OJTHOBPEMEHHOTO OnpeaeICHUs N-
Hutpo3zogumeruiiamuHa, N,N-mumermndopmamuna u 1-metun-1H-1,2,4-tpuazona ¢
ucnonb3oBanueM MTA-03 B kauecTBe BHYTPEHHETO CTaHIapTa

2.4.1.1 IlpuroToBiaeHrne MOJEIBLHBIX 00Pa3IOB

Nzyuenue marpuunoro 3¢gdekra Ha onpenencane MTA, IMDA u HIMA B
MOYBE TTPOBOIMIIN HA MOJICTHHBIX 00pa3Iiax MOYBHI PA3TUIHON IPUPOIBI U BIAKHOCTH
(0, 10, 25%) c KOHIIEHTpaIlMEil aHATUTOB M BHyTpeHHETO cTanaapra 1,0 Mr/kr B Tpex
napamiensx. [loarorosnennyo nmouBy mMaccoir 1,0 r BHOCHIIM B O0XKMMHBIE BUAJIbI
o0beMoM 20 mu ¢ nocaeayomum godasnennem 0, 100 u 250 MKI1 AMCTUIITUPOBAHHOM
BOJIBI.

3areM Bce BHAJIbl 3aKpbIBAJIM U MoMmenianu B Tpei aBrocamruiepa Combi-PAL
(CTC Analytics, IlBetinapus). C wucnonb3oBaHueM 10-MKJI MHUKPOIINPHUILIA C
TednoHoBbIM okpbITHEM (Hamilton, CIIIA) Bo Bce Buasibl Obu10 BHECeHO 110 10,0 Mk
BOJHOTO MHKC-PAacTBOpa C KOHIIGHTpAIlMEd IIEJIEBBIX COCIWHEHUNW U BHYTPEHHETO
crangapta 100 mr/n (mis poctmwkenust Ca/Cis = 1). Tlocne 3arpsisHeHHs 00pasiibl
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BCTPSAXUBAJIM B TEUCHUE | MUH, a 3aT€M OCTaBJISJIM YPABHOBEIINBATHCS B TeueHUE 24
Y B TEMHOTE IIPM KOMHATHOM TeMIIEpaType.

2.4.1.2 DKCTpakuus U aHAIN3

Ananuz u TOMD Bemonusn Ha ['X-MC Agilent 6890N/5975C, ocHameHHOM
aBTocamiiepom HT280T. O6pa3iubl BeIAEpKUBAIN B arUTATOPE NIEPE]] IKCTPAKLIUEH B
TeueHne 5 MuH. Temmneparypy aruraropa u Bpemss TOMD BapbupoBaiu CIEAYIOMNM
ob6pazom: 60°C u 1 mun, 60°C u 15 mun, 80°C u 1 MUH, COOTBETCTBEHHO. 3aKOHUYUB
aHau3 Bcex oOpasioB Ha ['X-MC, B Buassl ¢ mouBoit BHocwi emie 10,0 MK BOTHOTO
MUKC-PAacTBOpa ¢ KOHIIEHTpaIuen 1eneBbix coequuenuit 400 mr/m (a1 JOCTUXKEHUS
Cd/Cis = 5). JlomosHUTENBHO OOOraimeHHbIe 00pasibl TaKXKe YPaBHOBEIINBAIH B
TedeHue 24 4 B TEMHOTE NP KOMHATHOW TeMIepaType, a 3aTeM aHAIM3UPOBAIIU MPU
CXOXHUX YCIIOBUSIX.

2.4.2 Pa3paboTka METOJUKHU MOTYKOJIWYECTBEHHOTO OIMPECICHHS JIETyUYuX H
CpeAHENeTyUnX MpoAyKTOB TpaHchopmaruu HJIMI' ¢ mcmonb3oBaHHMEM peaibHBIX
3arpsi3HEHHBIX 00PA3I0B U IKCTPAKIIMHU PACTBOPUTENIEM JJIs IOCTPOCHUS KATMOPOBKU

2.4.2.1 IlpuroToBiieHHE MOJEIBHBIX 00Opa3LOB

BO03MOKHOCTh KOHTpPOJISI MaTpUYHOIO 3(dexTa sl OnpeaesieHuss OCHOBHBIX
npoayktoB Tpanchopmammn HJIMI' B mouBe ¢ umcnoinp3oBanuem MTA-d3 Obuia
UCCJIeIOBaHa Ha peajibHbIX U MOJIETbHBIX 00pa3iax nouskl. [Tk peaabHbIX 00pa3loB
NO0YBBI OBUTH OTOOPAHBI C MECTA aBAPUMHOTO NaieHus pakeTbl-Hocutens «[Ipoton-M»
(2 urons 2013 1.) B LlenTpansuom Kazaxcrane (46°03'36,8" c.m1., 62°59'43,9" B.11.).
OO6pasipl 1-3 06T 0TOOpPAHBI ¢ AIUIEHTPA KpaTtepa ciycTs | CyTKH Mocie aBapHH.
OO6pa3ibt 4-5 66T 0TOOpaHbI B ceHTsA0pe 2014 1. moce nporeaypbl JeTOKCUKAIIUH.

JI1si mpUroTOBJIEHUSI MOJIETFHBIX O0OpPa3IOB MOYBHI (CYXOW IMECOK, JIETKUNA U
TSKEIIBIN CYTJIMHKH ¢ BIaXXHOCTBIO 0 1 20%) B 3akpy4ynBaronuecs Npo3pauHble BUAJIbI
oobeMoM 20 M1, copiepxkaiiue 25 r MOAroTOBIECHHONW X0JI0CTOM MOYBBI, BHOCHIIHU 2,5
mia HIIMI'. 3aTeM Bualibl HEMEIJIEHHO 3aKPbIBAJIM KPBILIKAMU U IEPKaIN 3aKPBITHIMU
B TEUECHHUE 2 MeCSIeB NMpU KOMHATHOW Temmeparype. OT6op HaBecok maccou 1,0 T,
yBJIaXXHEHHE U 00oranieHue BHyTpeHHUM cTanaapToM (Cpc=2,5 MI/KT) NpOBOAWIN 3a
2 HA 10 aHalu3a B JIBYX Hapajuiesisx.

2.4.2.2 DKcTpakuus U aHAJIA3

OxcnepumeHT BbimodHsuiM  Ha [X-MC  6890N/5975C, ocHanieHHOM
aBrocamruiepom Combi-PAL ¢ wucnofb30BaHMEM JBYX TEXHUK SKCTPAKIMU —
DKCTPAKUUs OPraHUYECKUM pacTBopuTesneMm u IITOMD.

DKCTpakKIHUI0 OpPraHUYECKUM pAaCTBOPUTENIEM NIPOBOAMIIA M3 3arpsi3HEHHBIX
HJIMI' u MTA-d3 o6pasiioB mouBsl Maccoi 1,0 T Tpemsi MOpHUSIMH METaHOJIA
00beMOM TI0O 5 MJI B 3aKpBITHIX 3aKpy4YHBAIOIIUXCS BUajgax obobemoM 20 M C
MPOKJIaIKaMH U3 0€7I0T0 MOMUTETPadTOPITUIICHA/CUHETO CHIIMKOHA TOJIITUHOM 1,7 MM
(Agilent, CIIIA) na BomsHOU Oane mpu 60-70°C B Teuenue 15 MuH (Ha KaXIyIo
HNOPLHIO METaHOoJIA). 3aTeM OXJIAXKIEHHBbIE J0 KOMHATHOW TEeMIEpaTypbl BUANbI
MHTEHCUBHO BCTPSIXUBAJIU B TeueHUe 5 MUH. [lomydeHHBIE SKCTPAaKThl MPOITYCKaIH
yepe3 OyMaxkHbie QUIBTPHI B 3aKpYyUHBaIOIIUecs BUaIbl 00beMoM 40 M1, cofiepxKaniue
4 r MmonekynsapHbix cuT (4A). OOGbequHeHHBIE SKCTpakThl (okomo 14-15 wmi)
BCTpSAXUBAJIM B TeueHue S5 wMuH. g aHanm3a HEOOJbUIOW O0BEM HKCTpaAKTa
NPOIyCKaJIM yepe3 MeMOpaHHbI QuibTp auamerpom 2,5 cMm u pazmepom mnop 0,20

52



MM (Agilent, CIIIA) B Buanbel oobemom 2 mi. OmpeneneHue KOHIICHTPAIUN
OCHOBHBIX MPOAYKTOB TpaHC(opMaIuu MPOBOIUIN METOJIOM BHEITHETO CTaHIapTa.

[ITOMD npoBoAWIH € UCTIOIB30BAaHUEM 4 Pa3IMYHBIX COYETAHUW BPEMEHU U
temiiepaTypsbl skcTpakuuu: 1) 40°C u 5 mun; 2) 60°C u 1 mun; 3) 60°C u 5 mus; 4)
80°C u 1 muH. Bpems BbIIepKKH 00pa31i0B B aruTaTope rnepe/] aHaJIu30M COCTABIISIIO
5 mMuH. B 00pa3ipl, npoananuzupoBaHHble ¢ ucnoiab3oBanuem [ITOMD npu 40°C B
TeUeHWe | MHUH, BHOCWIM 5 MJ JUCTUJUIMPOBAHHON BOJbI, MOCJIE YEro CMECh
BCTpsXUBaIM B TeueHue 5 MuH. [lepen ananuzoMm (¢ ucnonbszoBanuem [ITOMD npu
80°C B TeueHue 5 MHUH) 0Opasilbl C BHECEHHBIM H30BITKOM BOJIbI BBHIJCPKUBAIU B
TeueHue 24 4 npu KOMHATHOM TeMIIepaType.

2.4.3 Pa3paboTka METOJUKH OTpeieseHrs NpoaykToB Tpanchopmanun HJIMI
B 00pasiiax MoYBbI C UCIIOJIb30BAaHUEM KAITMOPOBKHA METOJOM J100aBOK C BHYTPEHHUM
CTaHJapTOM

HccnenoBanne mpoliecca YpaBHOBEIIMBAHUS U BIUSHHUE JOOABKHU IEIOYH HA
sbdextuBHOCTE TOMD mpoBOIMIM HA MOJCIBHBIX MOYBEHHBIX oOpazmax (TC c
BiIaxHOCTRIO 10 1 35%), 3arps3Hennsix MTA-d3 (2,1 Mr/kr). B o0XuMHBIC BHAJIBI
obbemom 20 MJ1, coiepKalre CyXyro MOArOTOBIEHHYIO MOYBY Maccoit 1,0 r BHOCHIH
10 Mk BogHoro pactBopa MTA-d3 ¢ konmenTpamueir 210 mr/in. Tlocine BHeceHUs
BHYTPEHHETO CTaHJapTa oOpa3lbl 3aKpblBAJIM M XpPaHWIW TPH KOMHATHOM
TeMIiepaType B TE4YeHHEe 2 HeAelb. YBJIaKHEHHE O00pa3uoB  MPOBOIWIH
HETOCPECTBEHHO IEpel 3arpsS3HEHUEM TTOUBBI 11€JIEBBIMU COCTMHEHUSIMHU.

OxcnepumeHT npoBoaunan Ha GCMS-TQ8040, ocHameHHOM aBTOCAMILIEPOM
AOC-5000 Plus. 3arpssnenue npoBoawin BHeceHueM 100 MK BOJIHOTO pacTBopa-
MHUKCa CTaHJApPTOB B MOATOTOBJICHHBbIE OOpaslbl, C MOCIEAYIOIIMM HWHTEHCHUBHBIM
BCTpsAXHMBaHUEM B TeueHue 15 MuH. 3aTeM oOpasifsl moMemand B Harpetbiid g0 40°C
arutatop aprocamiuiepa. TOMD npoBoawin B TeueHue 60 MmuH dyepe3 kaxasie 90 MuH
BBICPXKKH 00pa3ia 10 CTa0WiIn3alid OTKIUKOB OOJIBIIMHCTBA aHamuTOB. [locrne
OKOHYaHUSA 3KCIIEPUMEHTA M0 YPaBHOBEUIMBAHUIO B YPABHOBEILICHHbBIE 3arPSI3HCHHbBIC
00pa3iel MouB ¢ BIaxXHOCTHIO 35% Obutn BHeceHbl Ba(OH)2-8H20 (1,0 1) u BaO (0,5
T) 1Ji OLEHKHU BIUSAHUS HA 3()PPEKTUBHOCTD SKCTPAKIIUH.

2.4.4 Anpobanus U cpaBHEHHUE JBYX MOAX00B nmpodonoarotoBku (IITOMD u
YCKOPEHHAs SKCTPAKIUSI PACTBOPUTEIIEM )

AmnpoGanuio M cpaBHEHUE JBYX MNOJAX0J0B mpodonoarotoBku (TOMD wu
YCKOPEHHAsl SKCTPAKIIMS PACTBOPUTEIEM) BBITIOIHSIIN HA IIECTH PeabHbIX 00pa3iax
nous, 3arps3HeHHbIx HJMI' u mpomykramm ero Ttpanchopmaruu (pazmen 2.3).
Anamu3 u TOMD nposoaunu Ha GCMS-TQ8040 ¢ aBrocamiiepom AOC-5000 Plus.

2.4.4.1 YckopeHHas S3KCTPaKIHs paCTBOPUTEIEM

Y CKOpEHHYIO KCTPAKIIMIO PACTBOPUTENIEM MPOAYKTOB TpaHchopmarmu HAMI
U3 TIOYBBI TTPOBOVIIN COTJIACHO MeToquke [74]. B cTampHyrO siueliky o0beMoM 5 Mt
nomemanu 1,0 © uccnenyeMon MOo4Bbl. DKCTPAKIUIO MPOBOAMIN AllETOHUTPUIIOM C
ucrnosibzoBanueM cucrembl ASE-350 B atmocdepe azora (99,99%) B TeueHue aByx
nukioB (10 Mun). Ha xkoHEYHOM 3Tane sSYeKy MPOMBIBAIA YUCTBIM SKCTPAreHTOM
(60% oT oObemMa STUCHKH).
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2442 TITOMD

B mects 00)xuMHBIX Buaid oobeMoMm 10 mi, comepxkamux 1,0 T ucciemyemoit
nmouBbl (Bcero 36 Buam), BHocwim 10 Mk BogHoro pactBopa MTA-d3 ¢
koHIreHTparmeit 210 mr/n u 200 MKJI BOTHOTO MUKC-PAacTBOpa aHAJTUTOB C U3BECTHOM
KOHLeHTpanuel (Tadimua 10). 3aTem Bce BUasibl 3aKpbIBAJIU U BCTPSIXUBAIH B TEUEHUE
15 mMun. [ITOMD BBINOAHSIN TOCHIE 5 4 ypaBHOBEUIMBAHUS O00pa3LOB B arutaTtope
aBrocamiuiepa rpu 40°C. Temneparypa u Bpems [ITOMD 6butu 40°C u 60 MuH.

s onpenenenus koddunmenta K, MoeIbHbIE 00pa3Ibl MOYB CO CXOKUMHU
(U3HKO-XMMUYECKHUMHU CBOMCTBaMM (T€CUAHbBI CYTJIMHOK, BJIAXKHOCTh 5%) ObuIN
3arpsisaeHbsl MTA-03, MTA, IM®A u HIMA (C=1 mr/kr), 3aTeM ypaBHOBEIICHbI 1
MIPOAHATU3UPOBAHBI MPU aHATOTUYHBIX ycloBusAX (40°C u 60 muH).

2.4.5 Pa3zpaboTka moaxoja K onpeaesIeHUIo IpoiyKToB Tpanchopmammu HJAMI
B BOJIE€ U BOJIHBIX KCTPAKTaX U3 MOYBBI METOJIOM BHEIIHETO CTAH/IApTa

DKCHepUMEHTHI 0 pa3paboTKe M01X0/1a OBUTH MTPOBEACHBI C UCIIOJIH30BAHUEM
I'X-MC 6890N/5973N (Agilent, CIITA) u 'X-MC/MC GCMS-TQ8040 (Shimadzu,
Snonus).

2.4.5.1 IlpuroToBiieHHE MOAEIBHBIX 0OPa3LOB

MopnensHble 00pa3il TOTOBWIM BHeceHHMeM 120 Mkim mukc-pactBopa 13
ananuToB (mupuauH 0,5 mr/mi, nmupasun, HAMA u [IM®A 2,5 mr/mi, MTA 5 mr/mi,
nupazon, 3-metun-/H-nupazon 25 wmr/miu, N-mumerundopmamua, 1l-merun-1H-
MMHJ1a30JI, JTUMETWITUAPA3oH dypanbaeruaa, 3,5-auMeruianupazoil — S50 mr/mi,
OJIMI" u dopmamun 100 mr/mi) B 3aKpydMBaromuecss BUajgbl o0bemMoMm 20 wmul,
cojepkamue 8 MJI JUCTHILIMPOBaHHOM (A) m mpupoaHou o3zepHoit (B) Bomswl, c
MOCJIEYIONIUM MepeMenInBanueM o0pa3ioB B Teuenune 30 MuH. {7151 SKkCriepruMeHTOB
no ontumuzanuu TOMD wMozaenbHble 00pa3lbl TOTOBUIU C HCIOJIb30BAaHUEM
aBTocamruiepa Combi-PAL BHecenneM 10 MKJI MUKC-pacTBOpa aHAJIHUTOB.

Jlnst moBbIieHusT 3QGEKTUBHOCTH W3BJICUYCHHSI aHAIMTOB B KaXKIblii 0Opaserl
BHOocuiH 2,8 r NaCl (>99,9%, Dxpoc, Poccus) [8,65].

2.4.5.2 OntuMusanys TeMnepaTypsl SKCTPaKIUN

DKCHEepUMEHTHI MPOBOAMIN Ha MOJENbHBIX oOpa3lax A ¢ KOHIEHTpauueu
TUMETWIaMUHOalleTOHuTpuia, l-metun-/H-nupazona, HAMA, JIM®A, MTA,
OJIMI', 1-metun-1H-umunazona, popmamuaa, IMI'AA, 1H-nmupazona — 3000 mkr/m,
u upazuHa — 500 Mxr/i, B Tpex napamiensax. [IpennkyOanuio (5 MUH) U 9KCTPAKIUIO
(5 mun) npoBoamK B arutatope aBrocamiiepa Combi-PAL mpu 30, 50, 70 u 85°C.

2.4.5.3 OntuMu3aiusi BpeMEHH dKCTPAKIINHT

OKCHEepUMEHT BBINMOIHSUIM HAa MOJEIBHBIX 00Opasiax A ¢ KOHIEHTpaIusMu
JTMMETUIAMUHOALIETOHUTpUAa, 1-metun-/H-nupazona, HIAMA, MDA, MTA,
OJIMI', 1-metun-1H-umunazona, popmamuaa, JIMI'®A, 1H-upazona — 30 MKr/i1, 1
nupazpuHa — 5 MKr/a, B Tpex mapaiensx. [ITOMD mpoBogunm B aruratope
aBTocamruiepa Combi-PAL npu 70°C B Teuenue 10, 20, 30 u 60 muH.

2.4.5.4 Onpenenenne JTUHEWHOCTH, TIPEACIOB OOHAPYKCHHUS W OMpPEICICHUS
pa3zpaboTanHoi MeToauku Ha ocHOBE [ITOMD-I'X-MC

AHanuTUYeCKUE TMOKa3aTead METOAUKHA ONpENesUId C HCIOIb30BaHUEM
MOJEIBHBIX 00pa3ioB A u b, MpUToTOBJICHHBIX 32 | 4 10 Havalia HKCTIIEPUMEHTA B IBYX
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napaensix. [ITOMD mnpoBomunu B armrarope aBtocamiuiepa Combi-PAL,
Harpetoro 10 50°C B Teuenue 60 muH ¢ nocnenyomum anaiauzom Ha I'X-MC.

2.4.5.5 TlonmxeHue MNpeneraoB OOHAPYKEHHS METOJUKH C HCIOJIb30BAHHEM
TaHJIEMHOW MacC-CIIEKTPOMETPHUH C XUMHYECKON MOHU3ALUEN

OKCHEepUMEHT MPOBOAMINA Ha MOJEIBHBIX 00pasuax A, 3arps3HeHHbIX 13
npoaykramu Tpancopmaruu HJIMI' (tabnuia 9) 3a 1 4 10 Havasia 3KCIepUMEHTA B
nByx mnapawensx. TOMD mnposoaunu B arutatope asTocamiuiepa AOC-500,
HarpeToMm 10 50°C B Teyenue 60 MuH ¢ nocienyromum asaiauzoMm Ha I'X-MC/MC.

2.4.6 Bnusuue no6asku menoun (Ba(OH)2) Ha 3¢ (EeKTUBHOCTh 3KCTpaKUuu
npoaykToB Tpanchopmaiuu HJIMI u3 noussr metogom [ITOMD

2.4.6.1 UccnemyeMbie 00pasIibl

DKCHEPUMEHT MPOBOJIMIIN Ha 3arpsSA3HEHHON MOYBE ¢ MECTa aBapUHHOTO MecTa
najzcHus pakerbl-Hocutens «[Iporon-M» (o6paserr 1 cornmacHo Tadimume 11, pH 9,33,
0oTOOpaHHbIN ¢ TIeHTpa BopoHku 3 uronst 2013 r., kocMoapom baitkonyp, Kazaxcran).
[To nmerommmMces naHHbIM KOHIeHTpauuss MTA, 0CHOBHOTO Mapkepa 3arpss3HEHHOCTH
MOYBBI PAKETHBIM TOTUIMBOM, cocTaBisiia 500-700 mr/kr, uto B 50-70 pa3 mpeBbIiaeT
ITAK [75]. ITouBa mpuHAICKHUT K MECUAHO-ITyCTBIHHOMY THITY, BIQXHOCTH 0%.
Takke BAMSHUE J00AaBKM WIEIOYM OBUJIO KCCIEIOBAaHO Ha TOp(SHON TOUBE,
OTOOpaHHOW C MecTa NaJCHUs MEepBOM CTymeHu pakeTbl-HocuTens «L{ukmon»
(xocmoapom Ilnecenk, Poccust) ¢ konnentpanusimu MTA 13 mr/kr, HIMA 38 mkr/kr,
JIM®A 1,4 mr/kr, ®AMI 130 mxr/kr, IMI'AA 2,1 mr/kr, IMI'®A 2,1 mr/kr [74].

2.4.6.2 DKCTpaKIs U aHAJIU3

Jlist vccnenoBaHus BIMSIHUS TOOABKHM IIEJIOYM B 3arps3HEHHBIM MecoKk B 9
3aKpy4yuBaOIMXcs Buaja oobemom 20 Mt BHOcuu 1,0 T 3arpsi3sHeHHOM ouBbl. Buasl
1-3 cpa3y ke repMEeTHYHO 3aKpbiBayiH, B BHabl 4-6 BHocwmm 0,5 r Ba(OH)2-8H-0, B
Buanbl /-9 momumo 0,5 r Ba(OH)2:8H20 noGaBnsiin 1 mu Boxabl. Beibop macchl
no0aBKH OCHOBBIBAJICS Ha pabote [79]. 3areM Bce BHAIBI C MOYBOW BCTPSIXUBAIH
BpyuHyI0O B TedeHue | muH. Bo Bpemsi aHanmmsa oOpasibl HaXOIWJIUCh Ha Tpee
aBTOCaMIuIepa MpU KOMHATHON Temneparype. s nccnenoBaHus BIUSHUSA 100aBKU
HIEJIOYM B 3arps3HEHHYIO TOp(sHYIO MOYBY OblIa yBEIMYEHAa BHOCHMMAsh Macca
Ba(OH)2-8H20 (1,0 r), Bce mpoObI TOp(hSHOM TOYBBI TOTOBUIIN aHAJIOTUYHO TIECKY.

TOMD npoBoamiIM aBTOMaTHYECKU C UCIONb30BaHMEM aBTocamiuiepa AOC-
5000 Plus (Shimadzu, Snonwus). Hcnonb3oBanbl mnapamerpsl TOMD, panee
ONTUMHU3UPOBaHHBIC B padoTe [8]. DkcTparupoBaiiv U3 ra30BoM (a3bl Hall 0Opa3IOM
nokpeitieM 85 MM Kap/IT/IMC B teuenue 1 1 npu 40°C u3 npoObl, IpeBapUTEILHO
BBIJICP’)KAHHOM B aruTaTope apTocamIuiepa B TedeHue 5 MHH. lIpum aHanornyssix
napameTpax ompoboBaHo BoiokHo 65 mMxM JIBB/IIIMC npu ananuze TopdsHOi
no4Bbl. JlecopOIMi0 MPOBOIMIIN C MCIIOJIb30BaHUEM CUCTeMbI KOHTpoJis Optic-4 (GL
Sciences BV, Sfmonust) ¢ kpuoreHHbIM (okycupoBaHueM. JlJis KPHOTEHHOTO
OXJIQXKJICHHSI UCTIONBh30BaH XUAKUHN a30T ¢ momaueit yepes cocyn CryoTherm Apollo
(CryoTherm, I'epmanus). IIporpamMmupoBanu ClIeIyIONUM 00pa3oM: HUCXOTHAsS
temmneparypa 170°C (0,1 mun), 3atem HarpeB 10 250°C (85 mun) co ckopocthio 5°C/c;
temiiepatypa kpuosoByuiku -80°C (5 muH), 3arem HarpeB a0 200°C (80 muH) co
ckopoctbio 20°C/c. [Ins uzberanusi neperpysa KOJOHKM M 3arpsi3HEHUS] CHCTEMBbI
BBOJIa 00pa3lia UCIOJIb30BAHO JIeJieHne oToka 5:1.
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DKCHepUMEHT MPOBOAMIA HAa Ta30BOM XpomMarorpade ¢ TaHIAEMHBIM Macc-
CHEKTPOMETPUUYECKUM JETEKTOPOM THNa «TporHOU kBaapymnonb» GC-MS-TQ 8040
(Shimadzu, fnonus) c wucmonb30BaHHEM XpoMaTorpaduueckoi KomoHku HP-
INNOWax 0,25 mxm x 0,25 mm x 30 m (Agilent, CIIIA) npu OCTOSSHHOM J1aBIICHUA
53,5 klla (remmii ymcrtoroii Oomee 99,9999%, HMU KM, Poccus). B xaudectBe
IPEIKOJIOHKH YCTaHOBJICHA KoJIoHKa npou3BojacTBa Restek (CILA) co crarmonapHoi
¢dazoit Guard Column pmunoit 0,7 M u BHyTpeHHUM auameTpoM 0,25 MM.
Hcnonb3oBana nporpamma Harpesa neuu I'X: HayanbHas remneparypa 40°C (3 mun),
3ateM HarpeB co ckopoctbio 2°C/c mo 200°C, mocie 4ero Jjisi OYMCTKH KOJOHKHU
UCIIOJIB30BaH MOABEM TeMIeparypsl co ckopocThio 15°C/c 1o 240°C ¢ BBIAEPKKOM 5
muH. OOmiee BpeMsi aHanu3a coctaBisuio 91 muH. JleTekTupoBaHHe MPOBOIUIU B
pexume Q3 scan (CKaHMPOBaHHE MOJIHOTO TOKA MOHOB Ha TPEThEM KBAAPYIIOJE), B
nuanaszone M/z 34-150, ¢ 3 mo 85 muH aHanmm3a. BpeMs ckaHUpOBaHMS Ka)KI0ro HOHA
400 mc. Temneparypa ucrounuka noHoB coctaisuia 230°C, uarepdeiica — 250°C.

OOpaboTKy  TOJY4YEHHBIX JIAHHBIX TPOBOJAWIN C  HCIIOJIH30BAHUEM
nporpammuoro obecrneueHust LabSolutions 4.30 (Shimadzu, fAmnonus), OuGmmorek
macc-criekTpoB WION11 m WIONI1R nmpun MuHMMansHOM ypOBHE AOCTOBEPHOCTH
unentudukamnu 80%.

247 Bnusaue temmnepatrypsl U BpemeHu I[ITOMD na sddexkTuBHOCTD
AKCTpakUuK npoaykroB Tpanchopmaruun HIMI u3 Topda

2.4.7.1 Ananu3 ¢poHOBBIX 00pa3loB TOPPSHOM MOYBKI U cParHyma

B xozme »skcmepuMeHTa MpoaHaNW3UpOBaHbl (OHOBBIE 00pasibl Topda,
oToOpaHHbIC Ha TeppuTOpUn ApxaHrenbckoi obnactu (Poccust). Beero nccnegopano
5 o6pasnos: a) T1 paspes 15 (charnym), 6) T1 p-12, 8) M3T2-T4 29 cm 15%, 1) M3T2-
T115%, n) M3T2-T1 15%.

B 3akpyuuBaronuecs Buaiasl oobemMoM 20,0 mir BHocwmn 0,1, 1,0, 1,0, 0,4, 0,7 ¢
obpasma 1,2,3,4,5, cooTBeTCTBEHHO. J[OMOJHUTEILHO BO BCe BHaiabl BHOcuiIu 1,0 T
npexonauronnpoBanHoro Ba(OH)2-8H20, k o6pasiyy 1 nobasmsum 100 MKIT BOJBI.
3areM BHAJIbI TePMETUYHO 3aKPBIBATIN U MIOMEIIaNu Ha Tpeit aBTocamriepa AOC-5000
Plus. T®GMD mnpoBoaWIIM aBTOMATHUSCKH C HCIOJb30BAHUEM BOJIOKHA 85 MKM
Kap/ITIMC u3 razoBoii a3sl Hajg 00pa3oM B TedeHue 30 MUH B arHTaTOPE, HATPETOM
10 80°C. O6pasisl niepen TOMD BoeiepkuBanu B HarpeTbiMu 10 80°C B TeueHue 5
MUH.

2.4.7.2 Ananu3z TopdsHON moussl, 3arpszHeHHod HJIMI' u mpojaykramu ero
TpaHchopmManu

DOKCHepUMEHT TPOBOJWIN Ha 3arps3HEHHON Top(dsiHOM MouBe, OTOOpaHHOM ¢
MecCTa MaJeHus IEpBOM CTyNEeHU pakeTbl-HocuTens «{uknon» (kocmonpom Ilnecelnk,
Poccust) ¢ xonnentpanusasmu MTA 13 mr/kr, HIMA 38 mxr/kr, IM®A 1,4 mr/kr,
®JIMI" 130 mxr/kr, IMI'AA 2,1 mr/kr, JIMI'®A 2,1 mr/kr [74].

Jns ontuMuzanuu BpemMeHu U temnepaTtypbl TOMD B 12 3akpyuyuBaromuxcs
Bran oosemom 20,0 mur BHOcuiu 1,0 T moussl u 1,0 T Ba(OH)2-8H20. 3atem 06pasiisr
aKKypaTHO TN€peMEIIMBAIM, TE€PMETUYHO 3aKpblBaJd W TMOMELIAJIM Ha Tpeu
aBTocamIuiepa. OTIenbHO NOATOTOBJIEHA BUaja C HE3arpsi3HEHHOU TOP(SIHON TOYBOM
maccoii 1,0 r ¢ gob6askoii 1,0 r Ba(OH),-8H-0.
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TOMD npoBoamIM aBTOMAaTHYECKU C UCIONIb30BaHWeM aBTocamiuiepa AOC-
5000 Plus. DkcrparupoBaiu W3 ra3oBoi (as3bl Haj 00Pa3IOM BOJIOKHOM 85 MKM
Kap/IIIMC B Teuenue 5, 15, 30 u 60 mun mpu 60, 80 u 100°C u3 mpoOsi,
IIPEABAPUTEIBLHO BBIACP/KAHHOW B aruTarope aBTocaMIuiepa B TedeHUE 5 MuH. B
NEPBYIO OUYEpeab MPOAHATU3NPOBAH OJIAHK MOYBBI, 3aTE€M 3arpsi3HEHHBIE 00pa3Isl 1-3
npu ucnosnb3oBaHun TOMD npu 60°C B Tteuenue 5, 15, 30, 60 muH, nocie 4yero
ob6pasnel 4-6 pu 80°C, 7-9 npu 100°C B Teuenue S5, 15 muH u obpasusl 10-12 B
teuenue 30, 60 MuH.

[Tapametpsr gecopbuuu, 'X-MC/MC u 06paO0oTKH JTaHHBIX OCTaBAIUCh 0e3
WU3MEHEHU U COOTBETCTBOBAJIN OMUCAHUIO MPEABIAYLIErO MOANYHKTA 2.4.6.

2.4.8 N3yuenue BiusiHMS UCXOJIHOW KoHmeHTpauuu HJIMI Ha mporecc ero
TpaHchOopMalMK B TOYBAX

YcraHoBiieHME BIMSHHS UCXOAHOW KoHueHTpauuu HJ/IMI' Ha mpomecc ero
TpaHchOpMaIiK B TIOYBAX MPOBOIMIN HA MOJICIBHBIX 00pa3iiax MmoyB.

Topdsiayro mouBy (ApxaHrenbckas o6iactb, Poccus) ¢ BmaxHOCTBIO Ooliee
80% maccoii 1,0 r 3arps3Haau B 00’)KUMHBIX BUajgax o0beMoM 20 Mil ¢ IPOKJIaIKaMu
u3 PTFE/cunukon (Gerstel, CIIIA). O6bem BBoaumoro HJIMI coctassin 10 u 50 M.
3arps3HeHHbIC TPOOLI TEPMETUYHO 3aKPHITHIMU XPAHUIUCH MO/ TSITOW MPU KOMHATHOM
TeMIiepaType B TEYEHUE CEMU CYTOK.

[lepen anamuzom metojoM [ITOMI-I'X-MC o06pa3upl MOYB BCTPSIXUBAIU
BPYYHYIO B Te€ueHHUE | MUH.

TOMD mpoBoAWIM aBTOMAaTHYECKH Mpu nomotnu aBrocamruiepa Combi-PAL
(CTC Analytics, [lIBeitnapusi). Mcmnonab30Bainu 3KCTpaKIIMOHHOE MOKPHITHE HA OCHOBE
85 mxm Kap/TIJIMC, koropoe koHmuimonupoBaiu npu 240°C mepexn u mocie
sKcTpakuuu B TedeHue 1 u 20 mun, cooTBeTCTBEHHO. [IpenHkyOaIuio o6pas3oB MOYBbI
nposoawin B arutarope I'X, narperom 110 40°C B Teuenue 15 mun. TOMD npoBoamin
npu 40°C B TeyeHue 15 MuH, morpyskasi BOJOKHO B ra3oByio ¢a3y Haj oOpasIom.
JlecopbupoBanu ananuTsl B uHkektope ['X, narperom g0 240°C, B Teuenue 1 mMuH.

UcnonbzoBanu I'X-MC 6890N/5975C (Agilent, CIIA) ¢ xanwuisspHOU
konoHkor DB-WAXetr nnmaoi 60 M, tuamerpoM 0,25 mm u tonmmHoun mienku 0,50
MKM TpH TOCTOSHHOM CKOpPOCTH Tenus Mapku «A» (uucrota Oomee 99,995%,
OpenOypr-Texra3, Poccus) 1 mu/mus. Ileus I'X mporpammupoBanu crieayomum
ob6pazom: HauanbHas Temnepatrypa 40°C ¢ BeIICPKKOW B TEUCHHUE 5 MUH, 3aTEM HarpeB
co ckopocthio 10°C/mun no 240°C ¢ nocneayromieid BoIEPKKON B TeueHue 10 MuH.
OO6miee BpeMs aHAJIM3a COCTABIISIO 55 MUH.

JleTekTUpOBaHUE MPOBOAWIM B PEXKUME IOJHOIO CKAHUPOBAHHMS HOHOB B
nuanazoHe M/z ot 34 o 150. 3anepkKy pacTBOPHUTENS 3aaaBajid paBHOW 4,5 MUH.
Temneparypsl untepderica u kBaapymnosis coctapisiin 230 u 150°C, cooTBETCTBEHHO.

Wnentndukarnuio mukoB mpoBoawin mo oubirorekam Wiley 10-if Bepcuu u
NIST11, nonycTuMbIil HUKHUN TIpEAEa T0CTOBEPHOCTU cOCTaBIsLI 85%.

2.4.9 Uzyuenue mponecca Tpanchopmarmu HJIMI™ B TopdsiHOI mouBe

2.4.9.1 Uccnemyembie 00pasIfsl

100,0 r BraxkHOU TOpP(DSIHOW MOYBBI MOMENIATA B OAHKY C TEMHBIM CTEKJIOM
o0beMoM 200 M. 3aTeM B MOATOTOBIEHHYIO ouBy BBoaAuIM 600 mxn HIIMI', nocine
4yero 0aHKy T€pMETHYHO 3aKPhIBAJIA U JIEPIKATU B BRITSKHOM ITKa(y MpU KOMHATHOM
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TEeMIlepaType B XOJ€ BCero JkcrepumeHnTa. [lepumonnyuecku OaHKy OTKpPBIBAIU IS
nepeMenmBanus 1 oT0opa oopasiia s aHaIu3a.

B 2 3akpyuuBatomuecs Buaisl 00bemom 20,0 mut BHOcunu 1,0 T 3arpsisHEHHOTO
topda, 3,0 r Ba(OH)2-8H20. 3atem comepkrmoe BUAJIbI IEPEMEIIUBAIIN, 3aKPhIBAITH
Y TOMEIIAIM Ha TPEN aBTOCaMILIEpa.

2.4.9.2 DkcTpakuys 1 aHaIu3

TOMD npoBOAWIM ABTOMATHYECKH C HCIOJb30BAHUEM JKCTPAKIIMOHHOTO
nokpeitus 85 mxm Kap/ITIMC u3 razoBoii ¢asel Hag oOpas3om B TeueHue 60 MUH B
arurarope, HarperoM A0 40°C. O6pazen nepen TOMD BblAEpKUBAIM HATPETHIM J10
40°C B TeyeHuUE 5 MUH.

JlecopOLnio IPOBOAMIN C HMCIIOJNB30BAHKEM CHCTeMBbI KoHTposs Optic-4 (GL
Sciences BV, Snonusi) ¢ kpuoreHusiM (okycupoBanueM. s KpUOTE€HHOTO
OXJIAXKJIEHUS UCIIOIB30BaH KUJKUH a30T ¢ moaauei yepe3 cocyn CryoTherm Apollo.
[TporpammupoBanu cieayronmm oopasom: ucxoanas temmneparypa 170°C (0,1 mun),
HarpeB 10 250°C (85 muH) co ckopocthio 5°C/c; TemnepaTypa KpuojaoBymku -80°C
(5 mun), Harpe a0 200°C (80 mun) co ckopocthio 20°C/c. Bo nzbexanue neperpysa
KOJIOHKH U 3arpsI3HEHUS] CUCTEMbI BBOJIa 00pasiia UCI0JIb30BAHO JIeJIEHUE MOTOoKa 5: 1,
npoayBKa npokyiaaku 10 Mia/MUH ¥ SKOHOMHUSI Taza-HocuTens 15 mi/muH nocie 1 u 2
MUH Hauajia aHajin3a, COOTBETCTBEHHO.

DKCIEpUMEHT TPOBOAWIM Ha Ta30BOM Xpomarorpade ¢ TaHJIEMHBIM Macc-
CHEKTPOMETPUUYECKUM JETEKTOPOM THNa «TpoiHOH kBaapymnonb» GC-MS-TQ 8040
(Shimadzu, fAnonust) ¢ wucnoigb3oBaHUEM XpomaTorpaduyeckoi kojgonku HP-
INNOWax 0,25 mxm x 0,25 mm x 30 m (Agilent, CIIIA), mpy OCTOSHHOM J1aBJIEHUU
requst yuctoto 6osnee 99,9999% (HUM KM, Poccus) 53,5 klla. B kaudectBe
IPEIKOJIOHKH yCTaHOBIIEHA KojloHKa mpou3BocTBa Restek (CIIA) co cranronapHoi
dazoit Guard Column pmuno#t 0,7 M u BHyTpeHHUM amameTpoM 0,25 MM.
Hcnons3oBana nporpaMma Harpepa neuu ['X: HadanbHas temreparypa 40°C (3 mun),
HarpeB co ckopocthio 2°C/c mo 200°C, mocie dYero sl OYMCTKH KOJOHKH
UCIIOJIb30BaH MOJabeM TemmepaTypbl co ckopocthio 15°C/c no 240°C ¢ BbIAEPKKOM 5
MuH. OOmiee BpeMsi aHanuza coctaBisuio 91 muH. JleTekTUpoBaHUE MPOBOJUIU B
pexume Q3 scan, B auanazone m/z 34-170, ¢ 1 nmo 85 mun ananuza. Bpewms
CKaHUPOBAHUS KakJ0ro MoHa 3aaaBainu paBHbIM 400 mc. TemmnepaTypa HCTOYHHKA
noHoB coctasiisiia 230°C, unrepdeiica — 250°C.

O6paboTKy  MOJYYEHHBIX JaHHBIX MPOBOJUIM C  KCIOJIb30BAaHHEM
nporpammuoro odecneueHust LabSolutions 4.30 (Shimadzu, fAnonwus), Oubanorek
Macc-criekTpoB WION11 u WIONI1R npu MuHMManbsHOM ypOBHE AOCTOBEPHOCTH
unentudukammu 80%.
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3 PE3YJIBTATHI 1 UX OBCYKJIAEHUE

3.1 Pa3paGorka MeTOAMKH OJAHOBPEeMEHHOro ompeaeidenuss  N-
Hutpo3oaumerwiamuia, N,N-gumerniadopmamuana wu  1-merua-1H-1,2 4-
TpHa3oJa ¢ ucnojab3oBanueM MTA-03 B kauecTBe BHYTPEeHHEro CTaHAapTa

MHoxecTBO (akToOpoB, TaKHME€ KAaK KOHLIEHTpAlUs OPraHUYeCKOro YIJepoja,
MEXaHUYECKUN COCTaB, COACPKaHUE BOJIbI, KOHIIEHTPALMS BOAOPACTBOPUMBIX COJIEH,
aKTUBHbIE (DYHKIIMOHANbHBIE TPYNIbl Ha TOBEPXHOCTH 4YACTUI[ BIMAET Ha
s pexruBHOCTS [ITOMD aHanmu3upyembIx BemiecTB U3 mous [76]. BocnpuuMuuBocTh
aHaJIUTa K MOJAOOHOMY MaTpuyHOMY 3(PPEeKTy 3aBUCUT OT €ro CBOMCTB, HauOoliee
BOXHBIMA W3 KOTOPBIX SBISIOTCS: a) TUApoPoOHOCTh, ©O) JeTy4ecTh, B)
KHCIIOTHOCTH/OCHOBHOCTh. Hampumep, yBenuueHHe coAep)KaHus BOJbI B IOYBE
NOBBIMAET 3(PGEKTUBHOCTh W3BICUYCHHS THUAPODOOHBIX COCTUHEHUMN, 3a CUET HX
BBITECHEHUSI BOJIOM U3 MOYB U OOJIBIIEMY CPOJICTBY K 3KCTPAKIIMOHHBIM MOKPBITHUSM,
B TO BpeMs KaK IOJISIPHBIE COCAMHEHUS CWIBHEE YAECPKUBAKOTCS BIAKHONW NOYBOMU
[8,76].

Takum 00pa3oM, KakIblil 00pa3el] MOYBbI XapaKTEPU3YETCs CBOEH COOCTBEHHOMN
KOHCTaHTOM pacIpeielieHUs] MEeX/Ty ITOYBOi U ra3oBoi (azoii (Kns) U, ciieoBaTeNbHoO,
COOCTBEHHBIM K03()(DUITUECHTOM HAKJIOHA KaTHOpoBOYHOTO rpaduka (pucyHok 4). [Tpu
KaJTMOpOBKE BHEITHUM CTAHJAPTOB JIJIsl KAKJIOTO TUIA MTOYBBI HEOOXOAMMO MOJTYUUTh
OTJIETBHBIN KaTMOPOBOUHBIN I'paduK, YTOOBI M30€XKaTh 3aHUKEHUS WU 3aBBIIICHUS
U3MEPEHHBIX KOHIICHTPALIUA.

X . Sal =dy Ca
External standard calibration: a, > a,
o
< | Internal standard calibration:
= — —
o k= da1 /aisl =ay /aisz a. C
2 is1 “is
]
Q.
4
: = k.ca/cis
2
3 a2 Ca
c
o]
o
wv ————
g et
————————————— SISZ dis2 Cis

Concentration (or concentrations ratio)

[Tpumedanue: Sa — OTKIMK aHAIUTA, Sis — OTKIMK BHYTpeHHEro crtaHmapTta, Ca — KOHIIGHTpamus
aHanmuta, Cis — KOHIIGHTpalus BHYTPEHHEro CTaHjaapra, & — Kod((UIMEHT HaKIOHA NpsSMOU
3aBUCHMOCTH OTJIMKA COCIUHEHHUS OT €ro KOHIICHTpaimu, K — Ko3(pQUIMCHT HAKIOHA MPSMOil
3aBUCUMOCTH OTHOLIEHUN OTKJIMKOB aHajguTa K BHYTPEHHEMY CTAaHAAPTYy K OTHOIIEHUIO
KOHLICHTpAlMii aHAJIUTa K BHYTPEHHEMY CTaHJIApTYy.

Pucynox 4 — Nnmroctpanust MmatpudHoro 3¢ ¢dexra Ha rpadukax BHEITHEN U
BHYTPEHHEH cTaHaapTHOH Kanmnoposku [109]
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[TpennouTuTeNbHBIN METO] K KOHTPOJIIO U MUHUMU3ALIUK MaTPpUYHOT 0 3 pexTa
JOJDKEH OBbITh IPOCTBIM, OBICTPBIM, aBTOMATHU3UPYEMBIM, HEIOPOTMM M TpeOOoBaTh
MUHUMAJIbHOE KOJUYECTBO JIOMOJHMUTENBHBIX MaTepHasioB M oOopynoBaHus. Ha
JAHHOM 3Talle HUCCJEJI0BAHMS, PEIIEHO HCCIEA0BATh BO3MOYKHOCTH BHYTPEHHETO
crangapra MTA-d3 k koHTpoIt0 MAaTPUIHOTO 3(PPEeKTa MPHU KOIMISCTBEHHOW OIICHKE
OCHOBHBIX NPoAYyKTOB Tpanchopmanuu HIAMI' B nouse.

3.1.1 U3yuenue maTpuunoro 3¢dexra

Kak nokazanu pe3ysbTaThl 3KCIEPUMEHTA, TUIT U BIAKHOCTb MTOYBBI BIUSAIOT HA
s pextuBHOCTh [ITOMD (pucynok 5). MakcumanbHas 3p(HEKTUBHOCTh IKCTPAKIIMU
aHaMTOB HaOIrOAanack i necka (PUCYHOK SA), a MUHUMAaibHas — JUIsl TOYBHI,
ooraroit rymycom (uepHoseM). [Tonydennsie miomaau nukoB MTA, IM®A n HIIMA
Npy aHajdu3e IecyaHod mouBkl B 16, 10 u 5 pa3 mpeBblIasid TUJIOMIAAM THKOB,
NOJIyYCHHBIE NIPH aHAJU3€ YEPHO3EMa, COOTBETCTBEHHO. Takas pa3HHMIA B
3(p(GEKTUBHOCTH 3KCTPAKIUK aHAIUTOB W3 MOYBBI MOXKET CYIIECTBEHHO CHIXKATh
IPaBUJIBHOCTD UX ONPEJEIICHHS [0 BHEIIHUM CTaHAapTaM.

A 60 I VTA [l DMF [ | NDMA (x0.3) B 30 I VTA [ DMF [ | NDMA (x0.2) 130
X ow A 100 [ 25% o7 10% [ 25%

50 % 25 T 425
S0 20 Ll 2.0
x

B N ©
S °
] <
8 s B
5 30 QE e 11 H 15
o i o
c !i ————————————————————————————————————————————————
% 20 ) 1.0 H10
> (1 1) —
g !
N (
10 ’ 0.5 D H05
K] <
N (
I LYl 0.0 Y] R 1T 0.0
Sand Light loam . Heavy loam Chernozem Sand Light loam Heavy loam Chernozem
Soil type Soil type

[Ipumeuanue: macca moussl 1,0 r; skcrpakiuoHHoe mokpeiTHe 85 MkM Kap/IIJIMC; Bpems
SKCTpakiuu 15 MuH; TemnepaTypa skcTpakiuuu 60°C; KOHIEHTpAMH AaHAJIUTOB U BHYTPEHHETO
crangapra 1,0 mr/kr.

Pucynox 5 — Brnusnaue tumna noussl U BiaxHocTH (0-25%) Ha A — otkiuku MTA,
JIM®A u HIMA; b — cooTHOIIeHHS TUIOIIAIeH MUKOB aHAJIUTOB U BHYTPEHHETO
crangapta (Sa/Swmta-d3) mpu ananuse metogom [ITOMDI-I'X-MC

BuyTtpennuii crangapt MTA-d3 obGecnieunn 3¢ ¢heKTHBHBIH  KOHTPOJb
MatpuuHoro 3¢gdexra npu onpeneneaun MTA, IMDA u HIMA B necuaHbix u
CYTIMHUCTBIX MoYBaxX (pucyHok 5B). [TonmyueHHBIE COOTHONMICHMS TUTOMIAACH TMTUKOB
JIM®PA u MTA-d3 (S73/Ses) mns mecka u CyrIMHKOB coctaBisuim 1,3+£0,3, a s
yepHo3zema - 1,9+0,1. CoorHomenus miomazei mukoB MTA u MTA-d3 (Ssa/Sgs) st
BCceX 00pasioB mouB cocTaBisuio 1,2+0,1, yTo OMM3KO K paHee yCTaHOBJICHHBIM
3HadyeHusM [76]. MTA-d3 nokazan MeHbIyr0 3QPEKTUBHOCTh KOHTPOJIS BIUSHUS
colepKaHMsi opraHuueckoro BemiectBa Ha oTkimk HJIMA. IlomydyeHnHoe
cootHolenue riomaaei mukoB HAMA u MTA-d3 (S74/Ses) 1is mecka u CyTrJIMHKOB
coctaBisio 4,6+0,9, Torna kak Juisi yepHo3emMa — 12+2. 3HAYMTENbHYIO pa3HUILY
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3HAYCHHUIN S74/Sgs MOKHO OOBSICHUTH Pa3HHMIIEH MEXKIYy KOHCTAHTAMHU IHUCCOLMALINN
HJMA (pKys=17,63) u MTA-d3 (pKp = 11,7 gns MTA). B cpaBaernu ¢ MTA HIMA
uMeeT 0oJiee HU3KUI MOTEHIIUANl MPOTOHUPOBAHUSA U MEHEE MOJIBEPKEH aJcopOLuu
yepe3 MOHOOOMEHHBIM MEXaHW3M, KOTOPBIH JOMHHHPYET B IOYBaX C BBICOKHM
COJICp’)KaHUEM OpPraHMYECKOTo BemiecTBa [74]. VBenndeHue 3HadeHUs S73/Sge OBLIO
MEHEE BBIPAXKCHHBIM, YeM S74/Sgs, mockosibky [IM®DA umeer Ooiee HU3KOE 3HAUCHUE
PKb (14,44), uem HIMA.

Taxum 06pazom, MTA-0d3 mo3BossieT KOHTPOIUPOBATh MATPUUHBIN AP PEKT pH
onpeneneann MTA, IM®A u HJ/IMA B mnecyaHblXx M CYINIMHUCTBIX ITOYBAaX C
UCIIOIb30BaHUEM TBepA0ha3HOM MHMKPOIKCTpPAKIUU. [l TMOYB ¢ BBICOKUM
COJICp’)KaHMEM OPraHWYECKOrO0 BEIIECTBA HEOOXOIWMO TIOCTPOSCHHUE OTACIHHOM
KaIMOPOBOYHOM IIPSMOM, B OCOOCHHOCTH JJIsl aHAJTUTOB € 00JIee HU3KUM MOTCHITUATIOM
MPOTOHUPOBAHMUSI.

3.1.2 Ontumuzanus napametpoB [ITOMD

Kak mokazano B mpenpiaymiem pasnene, HIMA u JIM®A ne moryt ObITh
OTIpeNleNIeHbl B YepHO3eMe ¢ ucmonb3oBaHueM MTA-03 B kadecTBe BHYTpPEHHETO
cTaHjapTa. bblio MpUHATO pellieHne pa3aeauTh UCCIIeNyEeMble MOYBbI HAa ABE TPYMIIbI
— IMOYBBI C BHICOKMM/HU3KHUM COJIEp>KaHUEM OpraHu4YecKoro BemiecTsa. [lepsas rpynma
BKJIIOYAJa IMECUaHYH) W CYIJIMHUCTYIO TIOYBBI C COJEPKaHUEM OPraHUuYECKOro
BenecTBa <1%, TOMUHUPYIOIIHUE B MECTaX MaJIeHUsI pakeT-HocuTelei B LienTpansHom
Kazaxcrane. Brtopas rpymnma BkiIroyajga TOJBKO YEPHO3EM C  COJEpKaHUEM
opranudeckoro BemiectBa Oosiee 13%, Takue MOYBBI PACHpPOCTPAHEHBI HA MeECTax
najgeHuss BOMm3u kocmonapoma Ilmecenk (ceBepo-zamaa Poccum). Llenpro manHOrO
sTama pabotr Obula onTuUMU3aIus MapameTrpoB TAOMD (Bpemss u TemIieparypa
AKCTPAKIUU) 7151 TouHOoTO onpeneneHus MTA, IIM®A u HIMA. Ontumu3zanus Obuia
OCHOBaHAa Ha TIOJYYCHHH W CPABHEHUW TAHTEHCOB yrja HAKJIOHA KaJWOPOBOYHOM
npsimori (K) MeTomoM BHYTpPEHHEro CTaHIApTa, IMOCTPOCHHOW C HCITOJIb30BAaHHEM
0JTHO¥M TOoUKH 110 hopmyite (9):

Sis'ma
=2 —a 9
Sa'mis ()

rae kK — cootHomenue 3pGekTUBHOCTEH DKCTPAKIIMU aHAJIWTA U BHYTPCHHETO
cTamapra (W3 CcTaHAapTHOrO o00pasma), a TakkKe TaHIeHC YrJia HaKJIOHA
KauOpoBouHOU mpsimoii (Slope); ma — macca aHanuta B 0Opasile, MTI; Mis — Macca
BHYTPEHHETO CTaHJapTa B 0o0Opasile, Mr; Sa — IUIONIQ/b MUKA aHaluTa, y.e.; Sis —
IUIOIAAb TMKa BHYTPEHHETO CTaHAapTa, y.€.

Jl51s ycTaHOBIJICHHUSI IPABUIIBHOCTHU OIpeIeTIeHHs OB U3MEPEHBI U CPABHEHBI
TAHTEHCHI YTJIa HAKJIIOHA KaTHOPOBOYHOW MPSMOM MPHU Pa3HBIX COOTHOIIECHUSIX Ma/Mis
(1u5).

bruto ycranoBiieHo, 4To lapaMeTpbl TOMD BIUSAIOT HA TOBTOPSIEMOCTH Kpmr 1
knoma. TOMD mipu 60°C B Teuenue 15 MuH oOecrieuria MUHUMATBHBIC PACXOXKICHUS
komr 1 Knoma (10 1 8%, cooTBeTcTBeHHO). Hanbombimme pacxoxacHust Kome 1 Knpma
nostydeHsl mpu TOMD B Teuenue 1 mus npu 80°C (45 u 34%, coorBeTcTBEeHHO). Takoe
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PACXOXKJIECHUE MOXKET OBITh BBHI3BAHO YBEIMYECHHUEM KOHIIEHTPAIIMU BOJbI B Ta30BOM
daze Ham oOpasnom, cHmkamome 3¢dekTuBHOCT, TOKpbiTUS Kap/IIAMC u
YBEJIIMYUBAIONICH KOHKYPCHIIMIO 3a COpPOIIMOHHBIE MecTa. PacxoxknaeHue Kwra
ocTaBasioch HUXeE 4% mnpu Bcex uccienyeMpix napamerpax TOMD.

Ycpennennsie 3aauenus K neppoit rpynmel nous it MTA, IM®A u HIMA
cocrasunu 0,85+0,04, 0,8+0,1, 0,27+0,08, cooTBeTCTBEHHO, IpU ntapameTpax TOMDO
60°C u 15 mun. Habmomaemas crenenp m3BieueHus MTA, IMOA u HIMA B
IICCUYAaHbIX M CYIJIMHHCTBIX IMOYBAaX C HCIOJIb30BAaHHUEM B pacueTax YKa3aHHBIX K
Haxoawiach B nuanaszoHax 91-111, 84-130 u 65-150%, coorBercTBeHHO. [Iupokmii
Jrara3oH HaOmogaeMon crerneHu u3BnedeHuss HJIMA BbI3BaH 3HAUMMOM pa3HUIICH B
HaWJCHHBIX KOHLEHTpanusx B mnecke (65-104%) u cyrmunkax (80-150%). s
NpuONMKeHUsT HaOII0IaeMoOM  cTeneHu  u3BiedeHus onpeacneHus k  100%,
PEKOMEHIyeTCs HMMETh OTJAC/bHBIC KaTuOpPOBOYHBIC MpsIMbie (TAHTCHCHI YTJIOB
HAKJIOHA) JJIs Pa3IUYHBIX THUIMOB TOYB. J(OCTUTHYTHIE Tpenensl OOHAPYKECHUS
(paccuuTaHHBIE C HWCIONB30BaHUEM COOTHOmIeHUs curHan/mym) MTA, MDA u
HIAMA B mecuaHoii mnoyBe U CyrImHKax ¢ BiaaxHocTeio 0-25% mpu
ONTUMU3UPOBAHHBIX  ycloBusix coctaBunu 0,014, 0,012 wu 0,001 wmr/kr,
COOTBETCTBEHHO.

Jns yepnozema skctpakuus npu 80°C B TeueHue 1 MuH obecnedwiia
HauMeHbInee pasianune Komr U Knoma (2 1 4%, cooTrBeTcTBeHHO) (pUcyHOK 6). Tlpn
JAHHBIX TIapaMeTpax AKCTpakiuu ycpernHeHHble Kwura, Komr ¥ Knoma coctaBmim
0,83+0,07, 0,5+0,1, 0,10+0,03, coorBeTcTBeHHO. HabaromaeMas crereHb U3BICUEHHS

MTA, IM®A u HIIMA a1 3Toil KcciaeayeMoi Tpynibl HaX0AWiIach B Juana3oHax
93-118, 72-129 u 62-150%, COOTBETCTBEHHO.

I VTA I DMF [ ] NDMA
50 ~ 50
Humus content < 1% E—

Chernozem

40 - 40
ff 30 - ff 30
[o] [o]
c c
k=] 2
® 20 - ® 20
> =
[} @
(m] [m]

10 - 10

60°C and 1 min 60°C and 15min  80°C and 1 min 60°C and 1 min 60°Cand 15 min  80°C and 1 min
Temperature and time of SPME Temperature and time of SPME

PucyHok 6 — 3aBHCHMOCTb OTKJIOHEHUS K, yCPeTHEHHOTO /ISl BCEX THUIIOB MOYB U
Biiaxxaocty (0-25%) npu pa3HeIX Ma/Mis OT TeMmepaTypbl U Bpemenn TOMD
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3.1.3 Tlpenensl oOHapyx)eHUS pa3pabOTaHHON METOIUKH

Pa3zpaboTanHasi MeTOMKa MO3BOJIUT MPOBOJAUTH IKCIIPECCHBIE U HEJOPOTHE TIO
cebectoumoctu ananmusbl. s ompenenenuss MTA, JIM®A u HIMA B omHOM
o0pa3ie nouBsl oHaA00UTCS MeHee 60 MUH, 0O0JIbIIIAs YACTh U3 KOTOPBIX TPUXOIUTCS
Ha aBTOMAaTU3UPOBAHHYIO MTPOOOINOATOTOBKY U aHanu3 (pucyHok Bl). Pazpaborannas
METOJuKa HE TpeOyeT MPUMEHEHUS TOKCHUYHBIX OPTraHUYECKUX PacCTBOPUTEICH U
COOTBETCTBYET MPUHIIUIAM «3E€JI€HON» aHATUTUYECKON XUMHUH.

[Ipenens oOHapyxenuss npu mnapamerpax TOMD 60°C u 15 MuH cC
UCIIOJIb30BaHUEM 3KCTpakiuoHHOro mokpeiTusd 85 MxM Kap/IIIMC mna MTA,
JIM®A n HJIMA paccuuThIBaIu 1O MOJYYCHHBIM JAHHBIM aHaJIN3a MOYBBI, O0TaToM
OpraHuKoM, HauOoyiee CWIBHO YyJep)KuBaroled aHaiutbl (pucyHok 7). Ilpenemns
oonapyxenuss MTA, IM®A u HIMA coctaBuiu 14, 12 u 1 MKI/KT, a HIDKHHE
TPaHMIIBI OTIPEEISIEMBIX KOHIIeHTparuii — 45, 40 u 3 MKI/KT, COOTBETCTBEHHO, YTO Ha
NopsAIoK HUxke ycraHoBieHHbIX [1J[K nccnenyempix BEeCTB B IOYBE.
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[Tpumeuanue: macca cyxoit mouss! 1,0 r; [ITOMD 15 mun npu 60°C, 85 mxm Kap/IIIMC; Ca=1,0
mr/kr. ['X-MC: xononka HP-Innowax (Agilent, CIIIA) 30 m x 0,25 mm x 0,250 MkM; mporpamMma
HarpeBa: 40°C (5 mun), 5°C/mun no 240°C (10 mun); gerextupoBanue B pexxume SIM; Bpems
CKaHMPOBaHMs OTAENbHOro noHa 200 Mmc.

Pucynok 7 — XpomaTorpamMmma 4epHO3eMa, ¢ KOHIICHTpAIIMEH OpraHnueCcKoro
yriepoaa >13%, 3arpsizsHeHHOTO NpoAykTaMu Tpancpopmaruu HIMI
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3.1.4 Anpobanus pa3paOOTaHHOW METOIUKU

PazpaboTanHass MeToaMKa YCHENHO anmpoOWpoBaHa Ha MOYBEHHBIX O0Opaslax,
OTOOpaHHBIX B paiiOHE aBApUUWHOIO MajeHus pakeTbl-HocuTens «lIpoToH-M» ¢
0JI0OKOM KOcMuYecKux anmnaparoB «IoHacc-M» (myck ocymectsieH 2 urois 2013
rona). Konmentpammmun MTA, IM®A u HJIMA onpenenerst B 19 ob6pasmax
3arps;3HEHHOM 1MouBbl (Tabnuna 12). HaiiieHHbIC KOHIICHTPAIMH OCHOBHOTO MapKepa
3arpsisHeHusi, MTA, B oOpa3siiax Mmo4yBbl, OTOOPAHHBIX Ha CJIAEAYIOIIUN J€Hb IMOCIe
aBapuud M3 IeHTpa BOpoHKH, cocTaBwiu 150-334 wmr/kr. JlaHHble KOHIEHTpAIUU
npesblmaroT B 15-33 pasza pexomennoBanHyto B Kaszaxcrane IIJIK MTA B mouse.
O6napyxenuble KoHIeHTpauu HIMA B o6pa3iax u3 neHTpa BOPOHKU HAXOAWINCH
B quanasone 1,52-17,3 mr/kr, uto npesbimaet [1JIK B 150-1730 pa3. Konuentpamuu
JIM®A naxomuimuch B auama3zoHe 72-152 mr/kr. MakcumanbHbIE KOHIICHTPAIUU
aHAIMTOB HAOIOMar0TCs Ha TIyOune oroopa 10-20 cM, MUHUMAaTBHBIC B BEPXHEM CIIO€
noussl (0-10 cm). Ha rmybuny no 40 cm murpupoBano 6onee 70% anamutoB. [lo
po(UITF0 TTOYBBI HAMOOJIBIITMI MHUTPAIIMOHHBINA 1oKazatens umenr HJIMA (pucyHok
8). Ero KoHIIEHTpalMu paBHOMEPHO pacHpelesIieHbl Ha paccTosHuu 1o 230 M oT
LEHTPa BOPOHKH.

OOpa3upl, ortobpanHsle B 2015 romay, XapakTepusyroTcss Ooriee HHU3KUMH
koHueHTpausimMu MTA, HIMA u [IM®A. Ux HaliieHHbIe KOHIIEHTpAIMU B 00pasiie
U3 IIEHTpa BOPOHKHU COCTABISAIOT 79, 6 1 37 MI/KT, COOTBETCTBEHHO.

1 C MTA, mr/kr 11,7 a55
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Google Earth

Pucynox 8 — Touku oTG0pa mpo6 MOUBKI, 3arpsI3HEHHON PaKETHBIM TOTUTHBOM Ha
ocaoBe HJIMI" (3 utons 2013 r.) u o6Hapyx)eHHbIe KOoHIIeHTparuu MTA, HIIMA u
JIM®DA
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Tabmuna 12 — Xapakrepuctuka Todek orOopa mpod mousbl (46°03'38" cam. u
62°59'43" B.1.) 1 HaliZICHHBIC KOHIICHTPAIIMK OCHOBHBIX MPOAYKTOB TpaHchopmauu

HIAMI
No na Homep Tera Tny6una Ommcae Haiinennsie K;)HLIGHTpaI_II/II/I,
puc. 8 (1 p) oTbopa oToopa, MecTa (TOYKH) 0TOopa .
poObI cM MTA HAMA | IM®OA
- | T-11 0-10 |UenTp BoponKu 15045 |1,52+0,04| 7242
- T-1-2 10-20 |LleHTp BOpOHKH 33442 | 17,3+0,5 | 15245
S-1-3| T-1-3 30-40 |LlenTp BOpOHKH 2371 | 16,5+1,7 | 126+9
S-4 | T-5 g 0-20 |25 m ot nenrpa B C3 Hamp. 33513 | 9,0+0,6 | 130+11
S-5 T-7 N 0-20 |90 m or menrpa B C3 mamp. | 1,68+0,01| 6,5+0,1 | 1,4+0,2
S-6 | T-15 § 0-20 [140 m ot nenrpa B OB nanp. |1,28+0,04| 4,8+0,3 [0,89+0,01
S-7 | T-19 0-20 |130 m or uentpa B CB mamp. | 92+1,8 | 2,7+0,3 | 2,6+0,2
S-8 | T-23 0-20 |230 m ot uentpa B O Hamp. 0,8+0,4 | 5,2+1,2 | 0,6+0,2
S-9 | T-25 0-20 |175 m or uentpa B 103 namp. |0,59+0,02| 2,84+0,1 |0,62+0,01
- T-3 16 m ot nentpa B CB Hamp. 79+6 5,6+0,4 37+2
- T5 25 m ot ienTpa B C3 Hanp. 68+7 4,8+1,5 33+3
- T7 90 M ot uentpas C3 Harmp. 1542 2245 1342
- T9 o 100 m ot uentpa B C3 manp. | 12,8+0,6 | 14,1+0,7 | 7,4+0,5
- T16 § 105 m ot nentpa B OB manp | 4,7+0,2 | 15,2434 | 5,0+0,2
- T17 § 0-20 175 m ot nentpa B OB nanp. | 12,5+0,3 | 25,8+5,5 | 13,0+2,8
- T19 - 130 m ot nentpa B CB Hanp. | 30,5+0,1 | 37,2+0,1 | 18,5+3,0
- T21 105 m ot uentpa B CB Hamp. | 15,7426 | 27,2444 | 11,2+1,4
- T23 230 m ot nenrpa B O Hanp. 4,1+£0,1 | 37,9+7,5 | 11,7+0,2
- T25 175 m ot nenrpa B O3 Hanp. | 30,4+0,1 | 30,0+2,2 | 22,8+1,2

ITpumeuanue: macca mousl 1,00 r; konnenrpamms MTA-d3 2,5 mr/kr; ypaBHoBemuBanue mpu 40°C
B TeueHne 24 u; [ITOMD 15 mun npu 60°C, 85 mxm Kap/ITIMC.

3.1.5 3axmrodeHue Mo pasaeny
Takum oOpa3zom, pa3paboTaHa METOJMKa OJTHOBpEMEHHOTO onpeneneHust MTA,

IM®A u HJIMA B mnouyBax METOAOM

[ITOMD-I'’X-MC. Iloka3aHo,

qTo

ucnoas3oBanue MTA-03 B kadecTBe BHYTPEHHErO CTaHIAPTa MO3BOJSET MOMHMO
MTA onpegenuts MDA u HIAMA. YcranosieHo, uro Hanbomnee Oauskue k 100%
HaOmogaeMble cteneH u3BiaedeHus (MTA: 91-117%, IM®A: 85-123% u HJIMA:
80-120%) obecneunBaer Temmneparypa oskctpakuuu 60°C u Bpems 15 wMuH.
Hocturnyteie mpeaensl obHapyxkenus MTA, IM®A u HJIMA B nouBax mpu
ONTHUMHU3UPOBAHHBIX MapaMeTpax cocTaBisaoT 14, 12 u 1 MKI/Kr, COOTBETCTBEHHO.
PazpabotanHass MeTOAuKa MO3BOJMT MPOBOAUTH JKCIPECCHBIE U HEAOPOTHE 10
ce0eCTOMMOCTH aHaIN3bI.
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3.2 PazpaGoTka MeTOAMKHM MOJYKOJIHYECTBEHHOT0 ONpeeIeHHs JIeTyYnX U
NoJIyJIeTy4ux npoaykros tpancpopmanuu HIAMI' B mouBe ¢ UCno1b30BaHHEM
peajibHBIX 3arpA3HEHHBIX O00pPa3L0B MOYBBI M KUAKOCTHOH IKCTPAKUMHU s
MOCTPOEHH KAJIUOPOBKHU

[Ipenpinymue SKCepUMEHTHl OBUIM COCPEIOTOYEHBI HA TPEX OCHOBHBIX
npoaykrax Tpanchopmaruun HIIMI'. Onnako, B HacTosimiee BpeMs u3BectHo Oosee 80
OPOAYKTOB TpaHcopMmalu (OCHOBHBIE W3 HHX MPEICTaBICHBl HAa PUCYHKE 9 u
tabnune 5). OnpeneneHue BCEX ATUX COEAUHEHUM B TMouBe ¢ nomoinpio [ITOMD
MO>KET OBITh OCIIO’KHEHO U3-3a: @) OTCYTCTBHS U/UIIN BHICOKOW CTOMMOCTH CTaHIapTOB
(4MCTBIX COEMUHEHUM), U, 0) HU3KOM CTAOUILHOCTH aHAJIUTOB M WX JAETrpajallid BO
BpeMsi MPUTOTOBJICHUS CTaHAAPTHBIX OOpa3IOB KOHTPOJS KadecTBa U 0OpaslioB
MOYBBHI.

NN
N N ~ ”\
</ \ HNTN o
@ N=> Q H,N 7 CH,

NupuanH MupasuH 1H-NMupason ®opmamup, 1-Memn-1H-umuaason
(MK)
N CH Q
3
B Ly | }
Nw< ( ~ ( Hac/Nm H,C—
CH, CH o} H,
1-MeTtun-1H-nupason 1-Metun-1H-1,2,4-tpuason N,N-QumeTtnndopmamuma, N-HuTposoaymeTunamuH
(Mn) (MTA) (AM®A) (HAMA)
o\ OI | N=C
i k N N—CH,
N™ H
\ H 3
OUMeTUArnapasoH 1-®opmunn-2,2-guMeTUArnapasmH OVMMeTUNaMUHOALLETOHUTPUA
dypanbaernaa (AMroyp) (dOMT) (AMAAH)

Pucynox 9 — CTpyKTypbl OCHOBHBIX IICJICBBIX JICTYYHX U CPETHEIECTYINX TPOTYKTOB
tpanchopmanmu HIAMI

Jlyis ompesieNieHunst THX COSTUHEHHUH ObLT TIPETOKEH CISTYIOUTHI MTOAXO0/I:

1) BBeIEHHE W3BECTHOIO KOJUYECTBA BHYTPEHHETO CTaHAapTa B >10 ciy4aiHO
BBIOpAaHHBIX 00PA3IOB MOYB;

2) SKCTpakiusi  NpoAykroB  TpaHchopmarmu  HJIMIT  opranudeckum
pPacTBOPUTEIIEM U3 MTOATOTOBJICHHBIX 00PA3II0B MOYB;

3) anamm3 3kcTpakToB Ha [ X-MC;

4) omnpeeeHne ¢ UCIOIh30BaHUEM KaTHOPOBOYHBIX IPapHKOB, TOTYUSCHHBIX
C WCIOJBh30BAaHUEM PACTBOPOB CTAHIAPTOB WJIM COCAMHCHHM, UMEIOIIUX CXOJHYIO
XUMUYECKYIO CTPYKTYPY B OPTAaHHYECKOM PACTBOPHUTEIIE;
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5) aHanu3 paHee BBIOPAaHHBIX O0Opa3lOB IOYB C 3apaHee BHECCHHBIM
BHYTPEHHHUM CTaHAApTOM C ucnolib3oBanuem [ITOMI-I'’X-MC;

6) monmydeHne KamMOpPOBOYHBIX TIpaUKOB 3aBHCHMOCTH COOTHOIICHUUN
MHTEHCUBHOCTEN CUTHAJIOB AHAJIINTA ¥ BHYTPEHHETO cTaHaapra ¢ nomousto [ITOMO-
['X-MC OT KOHILIEHTpaluu aHAJIUTa, ONPENCIICHHOM 3KCTPAKIHUEN pacTBOPUTEIEM U
['X-MC;

7) OIlCHKa NPHUMEPHBIX KOHIICHTpAIlMii MPOAYKTOB TpaHchopMmammu ¢
WCII0JIb30BaHUEM COOTHOIIEHW MHTEHCUBHOCTH aHAJIUTA U BHYTPEHHEr0 CTaHapTa,
u3MepeHHbIXx ¢ nomomplo [ITOMO-I'’X-MC, um nonaydeHHBIX KOPPEISALHOHHBIX
rpauKoB.

[{enpr0 MaHHOTO PKCIIEPUMEHTA OBLIO MPOBEPUTH BO3ZMOXKHOCTH MPUMEHEHUS
MPEAJIOKEHHOTO TOAX0/1a K OIIEHKEe NMPUMEpPHbIX KoHueHtpanui 1,3-numerun-/H-
1,2,4-tpuazona (IMTA), AIMAAH, ®JIMI" u npyrux npoaykToB TpaHchopmaiuu
HJIMI B 00pa3iiax mo4Bsl ¢ UCIOIH30BAHUEM PA3TUYHBIX TAPAMETPOB IKCTPAKIIHH.

JIy1st BBICOKOM HAJIEKHOCTH JIMHUW KOPPETSIUU ObLI0 mpoaHanu3upoBano 10
MOYB B JABYX NapajuieNisiX pa3sHOW MPUPOJIbl, BIAXKHOCTU U C MIUPOKUM JUANIA30HOM
KOHLEHTpauil npoaykToB Tpanchopmanun HJAMI'. UccnepoBanus npoBOgWIM Ha
pealbHBIX U MOJEJBbHBIX OOpasuax. PeanbHble 00pa3lbl MOYB OTOOpAaHBI C MECTa
nageHus: paketel-Hocutens «IIlporon-M» B Llentpansnom Kazaxcrane (KOOpauHaTHI
46°03'36.8" c.m. u 62°59'43.94" B.n.). MopenbHbie 00pa3ipl MOYB 1-5 TOTOBUIH
MyTEM UCKYCCTBEHHOTI'O 3arpsSI3HEHUS MIECKa, JIETKOTO U TSKeIoro cyriauHka. O0pasiibl
8-10 oToOpaHsbI ¢ MUIIEHTpa KpaTtepa BCckope nocie aBapuu, 3 uroinsg 2013. O6pasibl
6-7 otoOpansbl B ceHTs10pe 2014 rona rnocsie npoleaypsl 1eTOKCUKAITIH.

DKCTPaKIKI0 00pa3OB MOYB MPOBOAWIN IABYMSI CIOCOOAMHU, KIACCUYECKUM,
T.€. DKCTPAKUMEW OPraHUYECKHM PACTBOPUTENEM, U C UcHoib30BaHueM TOMO. B
KauecTBE OJKCTpareHTa WCIOJIb30Bald METaHOJ, TaK Kak OH oOecreynBaer
HAauWOOJBIITNE CTENEHW W3BJICUYCHHUS] TPOAYKTOB Tpanchopmanmu HJIMI. TOMD
MPOBOAWIIM MPU pa3HbIX uccieayembix napamerpax: 40°C u 5 mun, 60°C u 1 mus,
60°C u 5 mun, 80°C u 1 muH, a Takxke ¢ no06aBneHueM n30bITKa Bojabl pu 80°C u 5
MUH BoJIokHOM 85 Mkm Kap/TTJIMC.

Jlns pacuera KOHIEHTPALUM, KOHTPOJISI TOTEPh MPU IKCTPAKIIUU METAHOJIOM,
YyBCTBUTEJIBHOCTH JIETEKTOpAa WCIOJIB30BaH METOJ BHYTPEHHETO CTaHJapTa, B
KayecTBe kKoToporo BeicTynan MTA-d3. KanubpoBouyHass 3aBHCHMOCThH CTPOHIIHCH
myTeM MpsIMOTO BBOJIa B ['X METaHOJBHBIX PACTBOPOB MPOJYKTOB TpaHC(opMarmu
(MTA, HAMA,®JIMI", IM®A, IMAAH) ¢ xonueaTpanueii B auanazone 0,10-19,2
mr/i, cogepskamux MTA-03 B koaudectBe 2,26 Mr/i1. MUHUMAaIbHBIA KOI(PPHUITHCHT
JNETEPMHUHAIIMHN TOJYYEHHBIX KaIMOPOBOYHBIX NPsiMbIX cocTaBisl 0,9990 (tabnuia
bl). Jns Bcex wuccrmemayembix mnupaszonoB u JIMTA wncnonb3oBaH TaHIEHC yriia
HaklIoHa, mnoxydeHHbln i1 MTA. HaliieHHble KOHLIEHTpalUW AaHAJIUTOB B
UCCIIeyeMbIX 00pa3Iax Mo4Bkl yKa3aHsl B Tabnumax b2-b7 .

3.2.1 Koppemsanus otHomenuit orkinukoB JIMAAH, HIIMA, IM®A, MTA,
JIMTA u ®JIMI" k MTA-d3

[Tonyuyennsie oTHOmIEHU OTKIUKOB JIMAAH, HIMA, IM®A, MTA, IMTA
u OJIMI' k orkimmky BHyTpenHero crangapra (MTA-d3) koppenupoBamu ¢
KOHIICHTpAIIMEH HSTUX AaHAJUTOB, OMNPEJACICHHOW C TOMOIIBI0  AKCTPAKIIUU
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pactBopureneM (pucyHok 10). CkoppekTupoBaHHbIE KOI(DPUITUEHTHI JeTEPMUHAIIUN
R? (Adj. R?, nomyueHHble Ipu pasHBIX Temreparypax u Bpemenu IITOMD c
UCIIOJIb30BaHUEM BHYTpeHHero crangapta MTA-d3 waxomwiucek B auanazone 0,73-
0,99 (tabnuma 13), a 6e3 ucronb3oBanus BHyTpeHHero cTtanaapTa 0,12-0,99 (tadimma
14).

[Tpu ucnons3oBanun MTA-d3 Bpems u temmneparypa [ITOMD, nobaBieHue
n30bITKA BOJBI HE OKa3alW CYIIECTBEHHOTO BIMSHHSI Ha KO3 QHUIIMCHTHI
JETEPMHUHAITMHN OOBIIMHCTBA KOPPEISITUOHHBIX MPAMBIX 1 OCO TaHTEHCOB YTJIOB UX
naknona. Tomsko a1a JIMAAH Adj. R? causunca ¢ 0,96 mo 0,73 ¢ yBenudeHueM
BpeMeHH [ITOMDO c 1 1o 5 mun ipu 60°C. OCO tanrencos yria HakioHa At HIMA
u OJIMI" ve npesbimanu 10%, mis MTA, IMTA u IM®A — 3% (tabnuna 15).

SPME O 40°C5min O 60°C 1 min 60°C5min X 80°C1min [> 80°C 5 min + 5 mL of water

800, MTA 160, DMTA

Sa/ SMTA—dS

09" 100 200 300 400 500 600 700

C, (mgkg")

C, (mg kg") C, (mg kg”)
800 | FDMH

50 75 100 125 150 175

C, (mg kg")

Pucynok 10 — Koppensiius Mex Ty KOHIIEHTPAIUSIMHU MPOAYKTOB TpaHchopMammun
HIMI B 00pa3iiax mouBsl, ONpeeICHHBIMU C UCIIOIb30BAaHUEM SKCTPAKITUU
pactBopureneM (Ca), ¥ TOTy4eHHBIMHA COOTHOIIIEHUSIMHA OTKIUKOB aHamuToB 1 MTA-
d3 (Sa/Swmra-a3) ¢ ucmons3zoBanuem [ITOMD npu pa3HBIX KOMOWHAIMAX TEMIIEPATYPHI
Y BpEMEHU
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Tabnmuna 13 — TlomydeHHble CKOPPEKTHPOBaHHBIE KOA(DOUIIMEHTH JAETEPMUHAIINH
3aBUCUMOCTH  OTHOILUEHUS
IIOJIyYEHHBIM IIPU pasHbIX TeMmreparype u BpemeHu I[ITOMO, k KoHUIEHTpauuu
aHanuTa, HAWJCHHON C MCIOJB30BaHNUEM JKCTPAKIIMUA PACTBOPUTEIIEM M KaTUOPOBKU
METOJIOM BHYTPEHHETO CTaH1apTa

OTKJINKOB

aHajlutTa K

BHYTPEHHEMY

CTaHJapTYy,

Coenunenue KoadduimenT netepMuHanui ckoppektuposanssiii (Adj. R?) mpu pasHbIx
temneparypax u Bpemenu [ITOMO
80°C 5 muH +
40°C 5 mun 60°C 1 mun 60°C 5 mun 80°C 1 mun
S mJ1 BOABI

JIMAAH 0,8674 0,9591 0,7267 0,9651 0,9124
1-Metun-1H-
UPa30I 0,5526 0,6401 0,6174 0,7424 0,8099
1,3-AumeTwm-
1H-niupazon 0,0642 0,0941 0,0623 0,1187 0,2914
HIMA 0,9558 0,9525 0,8817 0,9341 0,9610
AM®DA 0,9832 0,9784 0,9790 0,9820 0,9900
1,4- Tumert-
1H-tupazon 0,4946 0,4922 0,3621 0,2890 0,2523
1,5- Tumern-
1H-tupazon 0,5202 0,5826 0,5417 0,5699 0,7807
MTA 0,9902 0,9872 0,9896 0,9852 0,9811
AMTA 0,9886 0,9842 0,9882 0,9820 0,9863
OAMI” 0,8813 0,8881 0,8822 0,8683 0,8333

Tabmuua 14 — IlomydeHHblE CKOPPEKTHUPOBAaHHbIE KOA(P(UIMEHTH JAETEePMUHALMU
3aBUCUMOCTH OTKJIMKOB aHAJIMTA, MOJYYEHHBIX MPHU PA3HBIX TEeMIEpPAType U BpEMEHU
[ITOMD, Kk KOHUEHTpallUM aHaJWTa, HAWJECHHOM C HCMHOJIb30BAaHWEM HKCTPaKIUU
pacTBOpHUTENIEM U BHENTHEH KaITMOPOBKHU

Coenunenue KosdduruenT netepMunanuu ckoppektupobansbiii (Adj. R?) mpu pasnbix
temnepatypax u Bpemenu [ITOMD
80°C 5 muH +
40°C 5 mun 60°C 1 mun 60°C 5 mun 80°C 1 mun
5 MJI BOOEI

AMAAH 0,4119 0,6853 0,1200 0,4264 0,9647
1-Metun-1H-
IMPA30J1 0,4481 0,6166 0,5062 0,6693 0,6723
1,3- Tumertn-
1H-nupazon 0,0730 0,1402 0,1087 0,2959 0,1320
HIAMA 0,8362 0,8965 0,7919 0,8279 0,9164
JIM®DA 0,7049 0,7546 0,6129 0,7066 0,7950
1,4-JIlumertwni-
1H-ntupazon -0,0310 0,0294 -0,0249 0,2361 0,0372
1,5-JIlumertwn-
1H-ntupazon 0,4456 0,4565 0,7668 0,6680 0,7656
MTA 0,8587 0,9034 0,7617 0,8322 0,9387
JIMTA 0,9025 0,9148 0,8369 0,8507 0,9508
O AMI! 0,8368 0,8507 0,8247 0,8213 0,6344
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Tabmuna 15 — IlomydeHHbIE TaHTEHCHI yTia HAKJIOHA KOPPEISIMOHHOM MPSIMOM
3aBUCHUMOCTH  OTHOIIECHUSA
IIOJIyYEHHBIM IIpU pa3HbIX TeMmrieparype u BpeMenu [ ITOMD npu ucnons3oBaHun
BHYTpeHHero crangaprta MTA-d3

OTKJINKOB

aHajlutTa K

BHYTPEHHEMY

CTaHJapTY,

Coenunenue TaHreHcsl yria HaKJIOHA KOPPENSALUOHHBIX MPSMBI, MTOJYyYEHHBIX IPU Pa3HBIX
temriepatypax u BpemeHu [ITOMD ¢ 0THOCUTENbHBIM CTaHAAPTHBHIM
otksoHeHueMm (%
40°C 5 wmm | 60°C 1 mum | 60°C Swmm | 80°C 1w | SO <o MHHY
5 MIJI BOOEI
JIMAAH 2,85 (9) 2,63 (5) 0,92 (14) 1,15 (4) 7,80 (7)
1-Metun-1H-
MHAPa30J1 30,71 (20) 21,46 (17) 20,26 (17) 21,86 (13) 18,07 (11)
1,3-lumer-
1H-nmpazon 0,77 (65) 0,63 (57) 0,60 (66) 0,71 (52) 1,63 (33)
HIMA 4,02 (5) 3,05 (5) 1,90 (8) 1,73 (6) 4,16 (5)
JIM®DA 0,41 (3) 0,38 (3) 0,26 (3) 0,28 (3) 0,97 (2)
1,4-Ilumertnii-
1H-nupazon 4,71 (22) 3,05 (22) 3,27 (28) 3,03 (33) 4,75 (36)
1,5-Ilumertmn-
1H-nupazon 1,55 (21) 1,20 (19) 1,35 (20) 1,21 (19) 2,79 (12)
MTA 0,34 (2) 0,34 (3) 0,32 (2) 0,32 (3) 0,57 (3)
JIMTA 0,24 (2) 0,23 (3) 0,25 (2) 0,27 (3) 0,25 (3)
O IMI’ 0,09 (8) 0,09 (8) 0,08 (8) 0,09 (9) 0,06 (10)

Buytpennnii crangapt (MTA-d3) mnpenycmartpuBan ymenbinenue OCO
TAHM€HCOB Yrja HakJIoHa KoppeisuuoHHbIX mpsMbix JIMAAH, HIAMA, JIM®A,
MTA, IMTA u ®IMI" (pucynok 11). [Ipu ucrionb3oBarnu MTA-03 MakcumabHbIC
OCO (%) TanreHcoB yriia HakjgoHa CHU3UIUCH ¢ 51 10 14%. OCO TEeHreHCcoB YrJiioB
Hak0HOB npsimou s HIIMA, IIM®A, MTA u IMTA caunzunucs ¢ 11, 17,12 1 10
1o 8,4, 3 u 3%, COOTBETCTBEHHO.

sPME 225 40°C 5 min 777 60°C 1 min R\ 60°C 5 min [ 80°C 1 min [l 80°C 5 min + 5 mL of water
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Pucynok 11 — 3aBucumocts OCO (%) TaHT€HCOB YTJIOB HAKJIOHA KOPPEIALIMOHHBIX
npsIMbIX, mocTpoeHHbIXx ¢ MTA-d3 u 6e3 Hero
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[ITOMD nipu 60°C B Teuenne 1| MuH ObUTH BEIOPAHBI B KAYECTBE ONMTHMAIBHBIX
YCJIOBUI, KOTOPBIC MOKa3aJii HAaHOOJBIIYI0 MPAaBHIBHOCTH OINpelesieHus (Tabiuia
16). HaOmromaemas crenenp u3BiaeueHus IMAAH, IM®A, HIMA, MTA u JIMTA
HaxoAwjgach B auamnazoHe 53-267%, 4TO mpueMIeMO Ui MOJIyKOJIWYECTBEHHOU
OlleHKM KoHIeHTpauui. Halinennsle konueHTpannun OJIMI" okazannch 3HaUMTENBHO
3aHMXEHBI B MOJIETIbHBIX 00pa3iax (B 2-5 pa3), Ipu 3TOM B pealIbHBIX TpeX 00pa3iax
MOYBHI, TJIe HOMUHAJIbHAS KoHIleHTpanusa OJIMI" naxoawiacek B Auanazone 125-165
MI/MT, HaWJleHHas BapbupoBaiach oT 91 mo 192 mr/kr, mokasbiBas HaOII0IaEMYIO
cTeneHb u3BjedeHus B auanazoHe 19-144%. Ilpoananu3upoBaHHble KaaTuOPOBOYHbBIE
oOpasubl conmepkanu KoHueHtpanuu OJIMI’, HepaBHOMEpPHO pacIpeesieHHbIE IO
JMHEHHOMY JMana3oHy KoHieHTparmii (pucyHok 10). Ilpumensiss mpemiaracMblii
NoAXoa K KamuOpoBKe, abopaTopud HEOOXOJMMO HaKarIuBaTh oOpaslbl ¢
U3BECTHBIMM  KOHLEHTPALUSMU  PAa3IUYHOrO  ypoBHA.  HipkHHMe — rpaHUIIBI
ompenensiemMbix KoHuentpauut JIMAAH, JIM®A, HJIMA, MTA u JMTA
cOoOTBETCTBYIOT 4, 4, 1, 10 u 6 mr/kr (Tabnuna 16).

Tabmuma 16 — Ilapamerpsl pa3pabOTaHHOW METOIUKH MMOJYKOJIMYECTBEHHOTO
onpenaeneHus npoaykroB Tpanchopmauuu HJIMI' B moue metomom [ITOMI-I'X-
MC ¢ ucnonb30BaHUEM pealbHbIX 3arpsI3HCHHBIX 00pPa3IOB MOYBHI M JKUIAKOCTHOMN
AKCTPAKIUU JUIsl TOCTPOCHUS KaTUOPOBKH

Hwxnsas
HaoOmronaemas
N rpaHuna
JIuneiinbIit 2 CTETIEHb
Coenunenne R k OIIpEAEIIAEMBIX
JMarna3oH, MI/Kr U3BJICUEHMS, .
% KOHIEHTpaLuH,
MI/KT
JIMAAH 4-31 0,9591 2,63 70-159 4
JIM®DA 4-577 0,9525 0,38 89-267 4
HIAMA 1-25 0,9784 3,05 53-191 1
MTA 10-592 0,9872 0,34 89-136 10
JIMTA 6-250 0,9842 0,23 75-123 6
OAMI! 3-165 0,8881 0,09 19-144 3
[pumeuanue: IITOMD npu 60°C B Teyenue 1 mun; K — TaHreHc yria HakioHa Tpsamoit, R? —
KO3 QULIMEHT JeTepMHUHALIUY NIPSIMOM.

[Tosry4eHHBIE COOTHOIIEHHSI OTKJIMKOB IIMPA30JI0B U BHYTPEHHETO CTAH1apTa HE
KOPPEIUPOBAIA C UX KOHLEHTPALUSIMHU B IIOYBE, TaK KaK, MO-BUIUMOMY, IapaMETPhI
[ITOMD u 3KCTpakMU pacTBOPUTENEM ObUIM HEAOCTATOYHO ONTUMHU3UPOBAHBI JJIS
oTpesieNieHuUs BCeX aHAJIMTOB, W/WUJIM KOHLEHTPALIUK BO BCEX 00pa3iax He MPeBhIIIAIN
2 mr/kr. Tonbko npu 100aBI€HUH U30BITKA BOJIBI MATPUUHBIA 3P(EKT CHUZUIICA AJIA
1-metun-/H-nmpazona u 1,5-numerun-/H-nupaszona. CKOPpPEKTUpOBaHHBIH R? mx
KoppenauuoHHou npsamoit yenuuuiics ¢ 0,74 u 0,59 no 0,81 u 0,78, COOTBETCTBEHHO.
Hpyrue ananusupyemble BemiectBa (Tabnuna 6) He ObUIM OOHAPYXKEHBI B
OOJIBIIMHCTBE MPOAHAIU3UPOBAHHBIX OOpA3IOB C HCIOJB30BAHUEM DJKCTPAKIUU
pactBoputeneM u/mwiu [ITOMD.
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3.2.2 3akiroueHue 1Mo paseny

B xozae naHHOTO 3Tarna ucciieJOBaHU YCTAaHOBJIEHO, YTO:

— moaydeHHble oTHoueHus otkiukoB JMAAH, HIMA, JIM®A, MTA,
JIMTA u O®JIMI" x MTA-d3 koppenupoBaii ¢ HaWJACHHBIMH KOHIECHTPAIHSIMH
aHAJIUTOB B MpoOax MmouBbl. CKOPPEKTHUPOBAHHBIE KOIDDUITMEHTHI ACTEPMUHALIUU
(Adj. R?) naxoaumucs B quanasone 0,73-0,99;

— BpeMmsa u Temneparypa [ITOMD He BAUsAIM HA KAaY€CTBO KOPPEIALMOHHBIX
npsameix 11 HIMA, IM®A, MTA, IMTA u ®JIMT;

— BHECEHHE U30bITKA BObI YBEITUYUBAIIO pa30pOC JaHHBIX, OJTHAKO MO3BOJIUIIO
KOHTPOJUPOBATh MAaTPUUHbIN 3P peKT npu 3xcTpakuuu 1-metun-1H-nupazona u 1,5-
nuMeTui-1H-nupasona;

— TPEIOKEHHBIH  TMOAXOJ  IO3BOJIAET  OLECHUTh  IPUOJIH3UTEIbHBIC
koHneHTpanuu JJMAAH, HIAMA, IM®A, MTA, IIMTA c ucnons3oBannem MTA-
d3 B KadecTBe BHYTPEHHEr0 CTaHAapTa C HAOJIIOAAEMON CTCICHBIO M3BJICUCHHUS B
nuaria3zoHe 57-267% u HuKHEH rpaHuliel onpeaensieMblx KoHeHTpanuii 1-10 mr/kr.

— TPEMJIOKEHHBIM TMMOJAXOJ MOXKET ObITh PEKOMEHJOBAaH [Jisi OLEHKHU
NPUONU3UTENbHBIX KOHIICHTpAIui HECTAOWIBHBIX MNPOIYKTOB TpaHchOpMalud U
COCIMHEHUW, JUISI KOTOPBIX CTAaHAAPThl HEIOCTYNHBI; TeéM He MeHee, [[TOMD u
HKCTPAKIUSA PACTBOPUTENIEM JOJDKHBI OBITh TIIATEIbHEE ONTUMHU3UPOBAHBI IS
KOJIMYECTBEHHOTO OMPEICICHUS BCEX aHAJIUTOB.
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3.3 PaszpaGorka u anpodauusi MeTOAMKH OINpeAejeHUs TPOIYKTOB
Tpanchopmamun HJIMI' B oOpasuax mouyBbl ¢ HCIOJb30BAHMEM KAJUOPOBKU
METOI0M 100aBOK ¢ 100aBJIeHHEM BHYTPEHHEr 0 CTaHAapTa

Kax Obu10 moka3aHo B MPEABIAYIINX pa3fenax, MaTpUudHbIi 3 (HEKT mpuBOIUT

K CHIDKEHUIO TPABWIBHOCTH OMpeeNieHus MpoaykToB TpaHchopmanuun HJIMI.
[Toaxoa Ha OCHOBE BHYTPEHHET O CTaH1apTa He o0ecrieuynBaeT 3pPeKTUBHOTO KOHTPOJIS
MatpuuHoro 3¢@dexra s omnpeleseHus BCEeX MPOAYKTOB TpaHchopMallud H3-3a
MHOKeCTBa (paKTOPOB, BIHUAIOIIMX HA pPACIpEETICHHE AHAIUTOB MEXAY IMOYBOW U
razoBoi (azoit Hag oOpasmom. KanmbpoBka MeTogoM 100aBOK JOKHA 00ECTICUUTh
JYUYIIUN KOHTPOJIb MaTpu4yHOro sddexra, yeM KaauOpoBKa METOJOM BHYTPEHHEIO
CTaHJapTa, MOCKOJbKY CBOMCTBa JOOABIIEHHBIX AHAJIUTOB AHAJIOTHYHBI CBOMCTBaM
aHAJIMTOB, YXE NPUCYTCTBYrOHMX B oOpasmax [109]. Onmnako s Haiexarei
MPaBUIBHOCTH OJHOTO aHajau3a TpeOyeTcss Ooblliee KOJIMYECTBO KaTMOPOBOYHBIX
oOpasmoB. /[Ji1 MOBBIMIEHUS MPABUIBHOCTH KATHOPOBKY METOJIOM JT00AaBOK MOYKHO
KOMOWHHpOBaTh C BHYTPEHHHM craHmaprom [126,132]. Ilemsro »3Toro srama
ucclenoBanuil 01 BBIOOP Hambosiee 3P(HEeKTUBHOTO METOa KOJTUYECTBEHHOUN OIICHKH
JUISL ONTHMMU3UPOBAHHOTO METOJa, OCHOBaHHOro Ha IITOMD, myrem cpaBHEHMS
pE3yJbTaTOB KOJMYECTBEHHOM OIIEHKH C METOJOM, OCHOBAaHHBIM Ha YCKOPEHHOMU
OKCTPAKIMK pactBoputeieMm [74]. OpHako, BMeCTe C O3TUM OBbUIM H3YYCHBI
BO3MOXXHOCTH TaHJEMHOW MAacCC-CIIEKTPOMETPUU U XUMHUYECKOW HMOHM3ALMM JJIs
MOBBIIIIEHUS YyBCTBUTEIBHOCTH U CEJICKTUBHOCTH METO/IA.

3.3.1 IlpumeHeHue pekMMa MOHUTOPUHTA 3aJJaHHBIX PEAKIMi B TaHIEMHOM
Macc-CIEKTPOMETPUUECKOM JETEKTUPOBAHUU TTPOYKTOB Tpancopmanmu HAMI

OaHUM U3 HEIOCTATKOB MPHU aHAJIM3€ 00Pa310B CO CI0KHON MaTPHUIIEH METOI0M
[ITOMDO-I'X-MC sBnsieTcsi HU3Kas CEJNEKTUBHOCTb W BBICOKHM YPOBEHb IIyma
XpoMaTorpaMM JUIS HEKOTOpBIX M/z. Hampumep, xpomarorpamma, MOJydeHHAs MPH
aHaJIu3€ IOYBBI, C BBICOKUM cojiepxkaHueM rymyca merogom I[ITOMDI-I'X-MC B
peKHUMe CKaHUPOBaHUSA 110 M/Z 83, cooTBeTcTByOmEMy MTA (pasnmen 3.1.3, pucyHoK
7), conepxuT cBbilie 10 TUKOB B OTpE3KE XpoMaTrorpaMmsbl, paBHOM 1 mMuH. Takum
00pa3oM BBICOKAa BEpPOSITHOCTb HAJIOXKEHUS MMUKA aHAIWTA U MHKA MaTPUIbL, YTO
MPUBOJUT K YBEIWYEHUIO TUIOIIAM MHUKA OCHOBHOTO MOHA, CHUXAas MPaBWIbHOCTh
METO/1a.

[IpenmMy1iecTBOM TaHIAEMHOM MacC-CIHEKTPOMETPUU B PEKUME MOHHTOPUHTA
MHO>KECTBEHHBIX PEAKIUI SBISETCS BO3MOXKHOCThH BbIOOpa Haubosee crienuuuHbIX
peakiuii, aKTUBHPOBAHHBIX coyJapeHusiMu (pucyHok 12). 3a cyer 3TOro
YyBCTBUTENBHOCTh, CEJIEKTHUBHOCTh W IMPABUIBHOCTH METOJA MOTYT CYIIECTBEHHO
YIIYyUYLIUTHCS.

Uuctpymenranbubie  npenensl  oOHapyxkenHus [X-MC ¢ uonuzanuei
AJIEKTPOHAMU U TMOCIEAYIOIIUM JETEKTUPOBAHUEM B PEXUME MOHUTOPUHTA
BbIOpaHHBIX MOHOB (SIM) ocHOBHBIX mpoaykToB Tpanchopmammu HIMI HaxonsTcs
Ha ypoBHE 4-25 nr (Tabnuia 17), 9To COOTBETCTBYET JUTEPATYPHBIM JTaHHBIM [9,28].
3a cyeT NpUMEHEHHUs TaHAEMHON Macc-CIIEKTPOMETPUM BO3MOXKHO JOCTUTHYTh OoJiee
Huskue npenens (0,3-2,2 nr) [133].
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1-Metunn-1H-1,2,4-Tpnason 1-®opmun-2,2-4UMeTUATMAPasUH

OTHOCUTENbHAA MHTEHCUBHOCTD, %
OTHOCUTENbHAA MHTEHCUMBHOCTD, %

JHeprusa BTOpUYHOM dparmeHTauumm, aB SHeprusa BTOpUUYHOW dparmeHTaumm, 3B

—=—-506.00>44.10 —®—59.00>30.10
—e—383.00>56.10 —8—83.00>28.10

Pucynox 1 — [Ipumep noiaydeHHbIX rpauKOB 3aBUCUMOCTH MHTEHCUBHOCTH CUTHAJA
OT BEJIMYUHBI SHEPTUH BTOPUYHOU (PparMeHTaluu

Tabmuna 17 — JlocTHrHYTBIE TIpEAeibl OOHAPYIKEHUS MacC-CIEKTPOMETPHUECKOTO
JIeTeKTopa ¢ noHu3aImen snekrponamu (pazaen 2.2.1, 'X-MC 6890N/5975C)

Bpewms [Ipenen [Ipenen [Ipenen
OcHoB-
Coenunenue Hoit m/z | CKAHMPOBAHMS, OOHaAPYKCHHS onpeieNeHus OoOHapy)EHUS
MC MC (SIM), oir | MC (SIM), it | MC/MC, r [133]

JIMAAH 83 200 5 16 -
HIMA 74 200 4 13 0,3
JIM®DA 74 200 15 50 0,9
MTA 83 200 5 15 0,4

MTA-d3 86 200 14 46 -
O IMIT 59 200 23 78 2,2

JocturnyThle WHCTpYMEHTalIbHbIe Tpenensl oOHapyxkeHus ['X-MC/MC c
MOHM3AlMeN DJIEKTPOHAMH OCHOBHBIX NPOAYKTOB Tpancpopmanuu HJIMI mnpwu
YCJIOBHH BBOJIa IPOOKI MpH JeieHUur ToToka 2:1 Haxoasrcs B auanazone 0,1-268 nr
(rabymmia 18). Ilpemensr oOHApY>keHUS HWXKE | TT JOCTUTHYTHI JUIsl OOJIBITUHCTBA
aHanmuToB (coenuHeHus 1-14 u 25 u3 Tabaunbl 18). JIOMOJIHUTEILHO CHU3UTD MPEICIIbI
OoOHapy>KeHHsI BO3MOXKHO 3a CYET ONTUMHU3ALMU [apaMeTpoB BBoAa oOpasiia,
HaIlpuMep, UCKIIOUYEHUEM JICJICHHsS] MOTOKAa W BBOJOM oOOpasiia MpU MOBBIIICHHOM
JABJICHUH. Y IIy4IIuTh (popMy razoxpomaTtorpaduueckux MUKOB U CY3UTh HIUPUHY Ha
MOJIYBBICOTE MPU HCIOJIB30BAaHUU peXMMa BBOAa oOpasia 0e3 JejeHus IMOTOoKa
BO3MOJKHO, IPUMEHSIST KpHOreHHoe (oKycupoBaHue [8].

Boicokue mpenenbl OOHapy»eHUsT NUPa30JioB U MMHUJA30J0B (8-76 mr)
OOBSICHUMBI TE€M, YTO TOJIyYEHHBbIE TMHUKH WUMEJU JIOCTAaTOYHO OOJBIIOE 3HAYCHHE
HIMPUHBI THMKAa Ha MoiyBbicoTe (pucyHok 13). BeposTHO, wucnonab3yemas
xpomarorpaduueckas koronka HP-INNOWax (0,25 mm x 30 M ¢ TOAIMHON MIIEHKH
0,25 MKM) HE TOAXOAMUT Ui pa3/ieICHUs] UMU1a30J10B U NMUPa30i0B. [IpuBeneHHbIC
npeeabl OOHApYyKEHUs JaHHBIX coeauHeHud (Tabnuma 18) JAOCTHTHYTHI ¢
ucnosibzoBanueM Kook HP-INNOWax (0,25 mxm x 0,25 mMm x 30 M) 1 TporpamMMBI
necop6ruu: HavansHas 170°C, HarpeB co ckopoctbio 15°C mo 300°C ¢ BeIaEpKKOM 5
MUH.
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Hnst nerextupoBanusi dopmamuna, N-metmndopmamuga (MDA), a Taxxke
®JIMI', obnamaromuMu HanOoJIee HHTCHCUBHBIMUA HOHAMH B MacC-CIIEKTpe ¢ M/z 45,
59 u 59 wHeoOxomum Oosee «MarKuil» TAOD woHM3anmu. C  HCIIOIB30BAaHUEM

AIIEKTPOHHON MOHHW3ALMU JOCTUTHYTHI Mpeaesbl oOHapy)eHus aerekropa 268, 11 u
39 nr, COOTBETCTBEHHO.

35 -

30 -

’ 25
25 9

15,2 15,4 15,6 15,8 16,0 18;

20 -
3 19 20 24
» 21
15 | 1 11 12 17\N’/\ 22 \[Jdt
, 5 Mlm
23
w0} 13;14 ‘ M 23
25 30

WHTeHcuBHOCTb, y.e. x10°

35 40

T T 1
10 15— 30 35 40

5r1
(AT O —

Bpemsa, muH

[Ipumeuanue: BBoAMMBIN 00beM 1,0 MKII; HeneHre moToka 2:1; mporpamMma aecopOIuu: HadaabHas
170°C, narpes co ckopoctbio 15°C mo 300°C ¢ Beiaepkkoi 5 muH; kosionka HP-INNOWAX (0,25
MKM X 0,25 MM x 30 M); mporpamMma TepMocTaTa KOJOHOK: HadajabHas temneparypa 40°C (5 muH),
Harpes co ckopocTbio 5°C/c 1o 230°C; nactpoiika MC/MC cornacHo Tabauue 18.

Pucynox 13 — Xpomarorpamma, mosrydeHHasi Ipy aHaIu3e paboyero pacTBopa
AHAJIMTOB B AIIETOHUTPHIIC C KOHIIEHTparuen 1 mMr/a
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Tabmuna 18 — Ilporpamma MC/MC neTrekTHpoBaHUS C AJIEKTPOHHOW MOHM3AIMEd B PEKMME MOHUTOPHHTAa MHOMXECTBEHHBIX
peaKImii ¢ pacCCUYMTAHHBIMHU TIPEACIIaMi OOHAPYKEHUS JETEKTOpa

Ne Hon- [Ipenen
Non- OHeprus Oneprust | CooTHoLIE
Bpewms Hon- . | TIPOIYKT, . oOHapyxe
RT, POAYKT, M/Z| BTOPUYHOM BTOPUYHOM HHUE
Coenunenue CKaHHPOB | TIPEIIIECTBE m/z HUSA
MUH (konmmuecTtBe | (hparmeHTall dbparmMeHTar] | HHTCHCUBH
aHWs, MC | HHHUK, M/Z - (kadecTBeH . JETeKTOpa
HHBIIN) uu, 3B . uu, 3B ocTei
HBIH) , TIT
1 2 3 4 5 6 7 8 9 10 11
1| g4 |L14A Terpaverni-2- 200 116,0 72.1 7 44,1 9 61 0,8
TETpa3eH
2 | 11,1 |Tlupuaun 200 79,0 52,1 17 50,1 25 12 0,1
3 | 12,0 |Tlmpasun 200 80,0 53,0 12 26,0 20 43 0,2
4 | 13,6 |2-Metwimupa3ua 200 94,0 67,0 12 26,0 24 26 0,2
5 | 14,5 |3-Metumupuaua 200 93,0 66,1 13 40,1 23 57 0,4
6 | 15,4 |N-HurpozogumermiaMux 200 74,0 441 7 42,1 19 45 0,7
7 | 15,4 |25-/lnmeTunnupasuH 200 108,0 42,0 18 81,1 10 62 0,3
8 | 15,6 |2,6-/lumeTrinupasud 200 108,0 42,0 18 81,1 10 73 0,4
9 | 15,8 |N,N-/Iumeruindopmamu 200 73,0 441 9 58,1 9 33 0,2
10 | 16,2 |2,3-JIlumeTunnupasux 200 108,0 67,0 12 26,0 10 30 0,2
11 | 17,8 |2,3,5-Tpumernnnupasux 200 122,0 42,0 18 81,1 10 53 0,3
12 19,8 2,3,5,6- 200 136,0 54,0 18 39,1 26 66 0,3
TerpameTmimupasuy
13 | gp g |L-Memmn-11-1,2,4- 200 83,0 56,1 9 28,1 19 26 05
TPHUA30JI
141 9o g |L-Tpuneiitepomerin-IH- | 54, 86,0 50,1 9 30,1 19 21 0,9
1,2,4-tpuazon
15 | 23,7 |N-Metundopmamus 200 59,0 30,1 9 28,1 27 4 11,2
16| 539 |L-Popym-2,2- 200 59,0 441 11 30,1 7 51 39,0
JTMMETHITHIPA3HH
17 | 25,8 |1-Metun-1H-umunazon 200 82,0 55,1 9 421 17 73,9 13,7
18 | 97,5 |Mmmernarnapason 2- 200 138,0 95,2 17 81,1 13 53,3 6,3
bypanpaeruia




[Tponomxkenue Tadauibl 18

1 2 3 4 5 6 7 8 9 10 11
19 | 27,5 |Dopmamun 200 45,0 29,1 17 41,0 27 14 267,9
20 | 28,2 |1H-ITupason 200 68,0 41,1 13 28,1 19 34 10,6
21| 28,9 |3-Metun-1H-nupason 200 82,0 55,1 11 53,1 17 48 8,3
22 | 29,9 |3,5-/Ilumerniamnmpason 200 96,0 54,1 19 41,1 25 71 13,5
23 | 36,0 |2-Otun-1H-nmumazon 200 95,0 42,1 17 54,1 17 14 76,5
24 | 37,2 |1H-Umupason 200 68,0 41,1 17 28,1 17 15 9,0
25| 39,3 |1H-1,2,4-Tpuazon 200 69,0 42,1 9 28,1 23 8 0,8

[Ipumeuanue: sHeprus anekTpoHoB 70 3B; Temneparypa ncrounrnka nonos 230°C, untepdeiica 250°C; BropuuHas dparmentamnus apronom (200
klla); 3aiep>kka pacTBOPUTEIIS 8 MUH.
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3.3.2 IlpumeHeHne XUMHYECKOW MOHU3AIMH VISl TIOCTEAYIOIIETO TaHIEMHOTO
MacC-CIEKTPOMETPUUECKOTO JIETEKTUPOBAHUSA MPOAYKTOB TpaHchopmarmu HJIMI

3.3.2.1 Bribop raza-pearenra

B pe3ynbTare moayueHHBIX JaHHBIX Hanbosee 3¢ (HEeKTUBHBIM ra30M-peareHToM
sBisieTcss MeTaH (pucyHok 14). [IporonmpoBanHast Mojekyna gopmamuaa [M+H]"
(m/z 46), nonydyeHHas B pe3yJbTaTe pPEaKIUHM C HOHOM-PEAarcHTOM MeTaHa
uHTeHCcHBHee MoHa (opmamuaa [M+NH4]" (m/z 63), o6pa3oBaHHOIrO B pe3yibTare
peaklMu C MOHOM-peareHToM ammuaka B 35 pa3. IIpoTOHMpOBaHHBIE MOJIEKYJIbI
HIMA, JM®A, MDA u OJIMI (m/z 75, 74, 60 u 89), moiydeHHbIe NpHU
UCIIOJb30BaHUU METaHa MHTEHCHBHee moHOoB [M+NH4]™ (m/z 92, 91, 77, 106) B 2-5
pa3. Monekyna ®JIMI" npu ucnosb30BaHUM aMMHaKa B 4 pa3a UHTCHCUBHEE 00pa3yeT
NPOTOHUPOBaHHYIO MoJiekysny (M/z 89), wem wmon [M+NH4]*. Jlns ocraibHBIX
aHAJIUTOB H3MEHEHHE Ta3a-pearecHTa HE TMOBJIUSJIO0 HAa WHTEHCUBHOCTh ITUKOB
OCHOBHBIX HMOHOB. Takum oOpazom, IjIs JadbHEHUIICH ONTHMH3AMNN XUMHYECKOM
MOHM3AIIMY BRIOPAH METAH B KAUECTBE Tra3a-pearcHTa.
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[Ipumedanue: koHeHTpanuu aHaauToB 100 Mr/n; BBoauMbiit 00bem 1,0 MKIT; nenenne motoka 2:1;
napiieHue raza-pearenta 250 klla; HanpsikeHne Ha UICTOUHMKE HOHOB 70 B; TemmnepaTypbl HCTOYHUKA
noHoB u uHTepdeiica 200 u 250°C, COOTBETCTBEHHO.

Pucynox 14 — Ilonydennsie macc-ciekTpsl popmamuna, HIMA, MOA, ®IMI" npu
UCIIOJIb30BaHUM METaHA M aMMHUAKa B KAYECTBE raza-peareHra 1 XuMHYEeCKON
MOHU3AIUU

3.3.2.2 BnusiHue 1aBJ€HUS Ta3a-peareHTa Ha MHTEHCUBHOCTh CUTHAJIA

C yBennuenueMm nasnenus merana co 100 mo 200 xIla Bo3pacraror miomanu
NUKOB Bcex aHaimuToB (pucyHok 15). Coemunenus 2,3,5-TpUMETHINHUPA3HH
(coemunenue 11 Ha pucynke 15), 2,3,5,6-terpamernnnupasut (12), popmamuasr (15,
18), ®AMI (16), umunazonsr (17, 23, 24), mupazosns (20, 21, 22) u 1H-1,2,4-Tpuazon
(25) yBennuunm oTkiIuku B 1,5-2 pa3a. [lanpHelimee yBenndenue aasienus ¢ 200 no
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250 xIla mpuBeno K BO3pacTaHUIO OTKJIMKOB B cpeaHeM Ha 20%. Haumenbiiee
YBEIMYCHHE OTKJIMKAa HAOMIOMaeTcs s JUMETWITHApa3oHa 2-pypanbaeruaa
(coenuuenue 19 Ha pucyHnke 15), Ui KOTOPOro JaJbHEUIICe YBEIHMUCHUE JTABJICHUS
raza-pearenra 110 250 klla ne okazano ¢ ¢ekra. Takum 06pa3oM, MPUHATO PEIICHHE
WCII0JIb30BaTh JaBlieHUE ra3a-peareura pasaoe 250 klla.

077100 Y 150 [ 200 [ 250 «a CH

VHTeHcuBHOCTD, y.e. x107°

CoepuHeHmne
[Ipumeuanue: koHUeHTpauus padodero pactsopa 100 mr/m; BBogumblii 00bem 1,0 MKI; neneHue
noToka 2:1; ra3-peareHT MeTaH; HalpsHKeHHE Ha UCTOYHMKE HOHOB 70 B; TeMmeparypbl HCTOUYHUKA
noHoB u untepdeiica 200 u 250°C, cOOTBETCTBEHHO; HyMepalusl COeJMHEHuI cornacHo Tadnuue 19.

PI/ICYHOK 15 — Bausuue JaBJICHU ra3a-pcarciTa Ha MHTCHCUBHOCTb CUI'HAJIa
OCHOBHOI'O MOHA aHaJIUTa

3.3.2.3 BrusHue TemrmepaTypbl UCTOYHHKA UOHOB HAa OTHOIICHHE CUTHAJIA K
yMmy

TemnepaTypa HMCTOYHHMKA HMOHOB BJIMSET Ha CTENEHb (parMeHTAIMH Tra3a-
peareHTa u COOTHOIIEHHE OCHOBHBIX HOHOB-peareHToB. [Ipu Temneparype nCTOUHMKA
noHoB 250°C He oOHapyxxenbl nuku 1H-nupazona, 3-merun-1H-nupaszona u 3,5-
JTUMETWINHNPA30Jla, TaK Kak, I[O-BUJMMOMY, IpU JaHHOW Temmeparype Ooree
WHTCHCUBHO TPOUCXOIUT oOpasoBanue moHoB [M+CoHs]" ¢ m/z 97, 111 u 125,
COOTBETCTBEHHO. [Ipu BBICOKMX TemrepaTrypax HCTOYHHKA HOHOB BO3MOKHA
yacTU4YHas (pparMeHTanus MOJIEKYJ aHAIUTa.

CHuxeHue TeMIepaTtypbl MCTOYHHMKA HOHOB IMPHUBEJIO K YBEJIWYEHHIO
MHTEHCUBHOCTH CHUTHaja MPOJYKT-UOHOB C COXPAHEHHWEM HHU3KOrO0 YpOBHS ILIyma
(pucyHOK 16) i BceX TETEKTUPYEMbIX peakiuid. Takum o0pa3om, s AadbHEHIITHX
HKCIIEPUMEHTOB BbIOpaHa TeMIiepaTypa ucrounnka noHos 150°C.
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[Ipumeuanue: koHUEHTpaLus padodero pactsopa 1 Mr/i; BBoauMblIil 00beM 1,0 MKJI; iesieHue MoToka
2:1; raz-pearent Mmetan (250 xlIla); nanpsbkenue Ha uctouHuke uoHOB 70 B; Temmeparypa
untepgeiica 250°C; BropuuHas (parmenrauus aproHom (200 xIla); Hymepanusi coenvHEeHUN U

nporpamMmma JCTCKTUPOBAHUA B PCKUME MOHUTOPUHI'da MHOKCCTBCHHBIX peaKI.IHfI, COoriaCHO Ta6J'II/II_[e
19.

Pucynok 16 — Biusinue Temnepatypbl HICTOYHHKA HOHOB Ha OTHOIIICHUE
CUTHaja K IIyMy

3.3.2.4 BriusHue HanpspKeHUs Ha MCTOYHHMKE MOHOB Ha OTHOIIEHHE CUTHala K
Iymy

HamnpsbkeHne Ha MCTOYHMKE HOHOB IO-Pa3HOMY BIIMSAET HA HHTEHCUBHOCTD
MPOIYKT-UOHOB HCCeyeMbIX BerlecTB (pucyHok 17). [lngs M®A (coenunenue 15 Ha
pucynke 17), ®AMI (16), dopmamuga (18), 1H-mupasoma (20), 3-merwmn-1H-
nupazona (21), 3,5-mumerunmupazona (22) u 1H-1,2,4-tpuazona (25) nambonee
MHTEHCHUBHBIC MUKH MOJy4YeHbl Tpu 3Hepruu 3ekTponoB 30 »B. Ilnomanu nukos
MPOJTYKT-UOHOB MPEBBINIAECT OTKIMUKH, NOJyYEHHbIE NpH ucnoib3oBanuu 70 3B, B 1,5-
7 pa3. Camxenue 3Heprum ¢ 70 1o 30 3B npuBeno Kk HE3HAYUTENBHOMY YMEHBIIEHUIO
IIomaaed nukoB coeauHeHuit 2-14, 19, 24. CymecTBEeHHOE CHUXXEHUE ITHMKOB
HaOmonanock Tosbko juisi TMT (ma 40%), ckopee BCEro CBSI3aHHOE C BBICOKOM
PEaKIMOHHON CIOCOOHOCTHIO aHAIUTA.

Taxum oOpazom, sHeprus 1ekTpoHoB 30 5B BriOpaHa B KauecTBE ONTUMAIBHOM,
TaK KakK MO3BOJIMJIA CYHIECTBEHHO CHU3UTD Mpe/ebl 0OHAPYKEHHUS MUPA30JI0B, TOTAa
KaK JUIs OCTaJbHBIX aHAJIMTOB JaHHBIM MapaMeTp HE OKa3bIBaeT CYIECTBEHHOIO
BIIMSHUS HA OTHOILIEHUE CUTHANA K IIyMYy.

80
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AATATAATATATAVAYAY:

avaAvaAvaTaY. |

( x10) CoepvHeHve ( x10) ( x10)

[Ipumeuanue: KoHLEHTpauus paboyero pactsopa 1 Mr/i; BBoauMblil 00bem 1,0 MKIT; iesieHne MoToka
2:1; ra3-pearent metas (250 xlla); TemnepaTypsl ucTOUHHMKAa HOHOB M MHTepdeiica 150 u 250°C,
COOTBETCTBEHHO; BTOpHuYHas (parmenrauus aproHom (200 xlla); Hymepanusi coelvHEHUN U
IporpaMma JIeTeKTUPOBAHHUS B PEKUME MOHUTOPHHIAa MHOYKECTBEHHBIX PEAKIIMIA, COTIacHO TaluLe
19.

Pucynoxk 17 — Bausinue HanpspKeHUs] HA ICTOYHUKE HOHOB Ha OTHOIICHHE
CUTHaJa K IIyMy

3.3.3 Omnpenenenue npeaenoB oOHaApYyKeHUs MeTOoIUuKH Ha ocHoBe [ITOMD-
['X-MC/MC B pexxriMe MOHUTOPHHTa MHOXKECTBEHHBIX PEAKIIUHN MOCIE XUMHUIECKON
MOHU3AIUU

[Ipenen oOHapyx eHHs AETEKTOpa ONpeAeIIsiIN IyTeM BBO1a pabodyero pacTBopa
C KOHIIEHTpauuen | Mr/a ¢ ucnosib30BaHUEM ONTUMU3UPOBAHHOW Tporpammsl ['X-
MC/MC (pucynok 18). JlocTurHyTsie mpejenbl 0OHapy>KeHUs JeTekTopa (Tadiauia
19) nns  OoNBPIIMHCTBA AaHAJIWTOB OBUIM HE3HAUWTENBHO BHINIE, YEeM MpHU
UCIOJIb30BAaHUU JJIEKTPOHHOM HoHu3auuu (Tabnuua 18). OnHako, XUMHYECKas
MOHM3ALMU TO3BOJISIET JOCTUTHYTH Mpefenbl oOHapykeHus Qopmamuna, MDA u
OJIMI’, xapakTepuzyroniecsi HeOONbIIUMU OCHOBHBIMU MOHAMH B MaccC-CIEKTpE C
m/z 45, 59 u 59 a.em. ¢ 268 go 21 nr, ¢ 11,2 no 2,7 ir u ¢ 39 mo 1,7 mr,
COOTBETCTBEHHO.

OO0muii mpenen oOOHApPY)KEHUS METOAMKH C ucnoib3oBaHueM [ITOMD
OTIPEACIISIIN 10 MAaKCUMAJIbHOMY TMOJIyY€HHOMY 3HAUEHUIO Mpeena oOHapyKEHHs U3
TpeX MPOAHATM3UPOBAHHBIX TMOYB (Cyxasi TecyaHas, TSDKENbI CYTJIMHOK C
BIaXHOCTHIO 20% 1 TopdsiHas mousa). [Ipenen oOnapysxenus He Haitnen s 1,1,4,4-
TeTpaMeTUI-2-TeTpa3eH, KOTOPBIM, MO-BUIUMOMY, IOJABEPraeTcsi pas3IoKEeHHUIO B
nmpoliecce ypaBHOBEIIMBaHMS o0pa3noB mnocie 3arpsisHenust (1 cyrku). Ilpenensr
oOHapyxeHust TpoaykToB TpaHchopmanuu HJMI' ¢ wucnons3oBaHnem MeTonaa
[MTOMD-I'X-MC/MC ¢ xumMudeckoid MOHU3AIMENH C 00pa30BaHUEM IOJOKUTEIHHO
3apSOKEHHBIX HOHOB M B PEKMME MOHUTOPUHIAa MHOXKECTBEHHBIX —PEaKIM
BapbUPYIOTCS B 3aBUCHMOCTH OT THITa IOYBBI U BiIaxXHOCTH (Tabiuia 20).
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[ITOMD npu 40°C B Teuenue 60 mun nokpeitrem 85 mxkm Kap/ITJIMC nocnie
nob6asku B oopaser; Ba(OH).8H20 no3Bossier o0HapyxuBath koHueHTpauun HIIMA,
JIM®A u MTA Ha ypoBHE 1, 2 1 5 MKI/KT B IOYBaxX C BRICOKHM COJIEpKAaHUEM TyMyca,
u Ha ypoHe 0,3, 0,6 u 1,2 MKI/KT B mecyaHbIX mo4Bax. JIOCTUTHYTBIC TpEEibI
0OHapy>KEeHUsI Ha TOPSJOK MPEBBIIAIOT 3HAUCHUS 111 METOJUKHN Ha ocHOBE [ITOMD-

I'X-MC (tabauma 17).

4 - 6 9
16
o sl 2 o8| 1314 93
> 15
g 5t
- 17
£ 24
11
1 3 45 10] 12 18: 20
19y 21
1 | 25
o U L S e
20 24 28 32 36 40 44 48 52 56
Bpemsa, MuH

[Tpumeuanue: BBOgUMBINA 00beM 1

,0 MKJT; eneHue nmoToka 2:1; mporpaMmma aecopOmuu: HavaabHas

170°C, 3atem HarpeB co ckopoctbio 15°C g0 300°C c Beiaepxkkoit 5 mun; komonka HP-INNOWAX
(0,25 MM x 0,25 mm x 60 M); mporpamma TepmocTata KoyioHOK: 40°C (5 MuH), 3aTe€M HaArpeB co
ckopocthio 5°C/mun no 250°C (10 mun); Hactpoitka MC/MC u o0o3HaueHHE MUKOB COTJIACHO

tabnure 19.

Pucynok 18 — Xpomarorpamma, moxydeHHas Py aHaTu3e pabodero pacTBopa
aHAJIMTOB B alIETOHUTpPUIIE ¢ KOHUEeHTpanuei 1 mr/n metogom I'’X-MC/MC
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Tabmuna 19 — Ilporpamma MC/MC neTeKTUpOBaHHUS C XUMHUYECKOM
peaKImii ¢ pacCCUYMTAHHBIMHU TIPEACIIaMi OOHAPYKEHUS JETEKTOpa

I/IOHI/IBaHI/Ieﬁ B PCKHNMC MOHUTOPHHI'A MHOXCCTBCHHBIX

Hon- OHeprus Hon- Oneprus | CoorHouue Hpenen
Bpewms Non- . | TpOmyKT, . oOHapyxe
RT, HOPOJIYKT, M/Z| BTOPUYHOM BTOPUYHOU HUE
Ne Coenunenue CKaHUPOB | TPEKypcop, m/z HUS
MUH (kommuecTBe | (pparMeHTaIl (dparmeHTal] | ”HTEHCUBH
aHMs, MC m/z B (KayecTBEH N JIETEKTOpa
HHBI) nu, 5B . nn, B ocTel
HBI1) , TIT
1 2 3 4 5 6 7 8 9 10 11
1| 19,9 |LLAA Tetpaveri-2- 300 116,0 72,0 7 44,0 11 69 23,5
TeTpa3eH
2 | 22,2 |Tlupuaun 300 80,0 53,0 19 27,0 25 37 14
3 | 23,3 |[Iupa3un 300 81,0 54,0 15 28,0 23 68 49
4 | 25,2 |2-Metwimupasud 300 95,0 68,0 15 54,0 15 94 7,7
5 | 26,2 |3-MeTunnupuauH 300 94,0 41,0 23 78,0 15 74 4.8
6 | 26,9 |N-HurpozogumermiamMux 150 75,0 43,0 15 58,0 9 35 1,1
7 | 27,0 |2,5-IumeTunmnupasua 150 109,0 41,0 21 82,0 13 36 3,5
8 | 27,2 |2,6-[IlumeTHnnMpasiH 150 109,0 41,0 19 68,0 15 34 3,1
9 | 27,4 |N,N-IumeTtnndopmamu 150 74,0 66,0 11 31,0 15 38 1,1
10 | 27,9 |2,3-/IumeTmimupa3uH 300 109,0 68,0 15 42,0 23 97 52
11| 29,6 |2,3,5-Tpumerunnupasux 300 123,0 42,0 19 55,0 19 78 47
12 | 31,7 |2,3,5,6-Terpamerminupasux 300 137,0 55,0 19 42.0 19 64 6,1
13| 34,9 |1-Metun-1H-1,2,4-tpua3zon 150 84,0 57,0 15 42.0 23 31 3,7
14 | 34,8 |1 Tpuacirepomerit-1H- 150 87,0 60,0 15 46,0 19 20 2,2
1,2,4-tpuazon
15| 36,5 |N-Metundopmamun 150 60,0 42,0 11 32,0 9 60 2,7
16| 36,7 | Popumr-22- 150 89,0 45,0 9 71,0 5 18 1,7
JTUMETHIITHIPA3UH
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[Tpomomxenue Tadauiel 19

1 2 3 4 5 6 7 8 9 10 11
17 | 37,7 |1-Metun-1H-umunaszon 300 83,0 42,0 15 28,0 19 42 5,7
18 | 40,1 |dopmamun 150 46,0 29,0 19 44,0 35 13 20,6
19 | 40,2 |PMMCTIITHAPA3OH 2- 150 138,0 95,0 15 81,0 15 55 34,5
dbypanbaeruaa
20 | 40,8 |1H-TIupazon 300 69,0 42,0 15 28,0 21 19 20,9
21| 41,5 |3-Metun-1H-nupazon 300 83,0 42,0 15 56,0 11 40 17,3
22 | 42,4 |3,5-IlumeTnnnupason 300 97,0 56,0 11 28,0 15 96 17,2
23 | 48,6 |2-Dtun-1H-umunaszon 300 97,0 82,0 19 69,0 11 24 2,7
24 | 50,5 |1H-Umupgason 300 69,0 42,0 15 28,0 27 7 7,5
25| 54,5 |1H-1,2,4-Tpua3zon 300 70,0 43,0 15 28,0 23 16 48,6
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Tabmuna 1 — [Ipegenst 06Hapy)eHUS TPOIYKTOB TpaHCHOpPMAIMU B TIOYBAX PA3HOTO
THUTIA U BIIQXKHOCTH C UCTIOJIB30BaHUEM pa3paboTaHHOM MeToanKH Ha ocHOBE [I TOMD-

I'X-MC/MC
. =
— — g =~
» Sl dg] 28| €8 2| EZ 8
o sc| o Bl EE|EE| =i B
= z ~E5|s:5 22| SE| gg| 58| ¢
5} o | o ) = = 2 5 - o .
S o SO =G = S| & "o | XE < o <
* = o > O xS I SX | @ x> =}
v 3 sS85 ZE|BER| EQ|EFE| ©&
~ 8 FEelFEE 8§88 B | AR |FEHE| =&
O 88| 95/ 85| g | 8| g¢g| 2¢
= = 3) )
q:)( g{ = ﬁ N = A = é’; =
1 2 3 4 5 6 7 8 9
19,9 | 1144 Terpamernn-2- 08 | 235 | wa | wa | wa | wx | wa
TeTpa3eH
22,2 |Ilupuann 0,1 1.4 0,1 0,2 0,3 0,3 1,0
23,3 | ITupaszun 0,2 49 0,2 0,5 0,8 0,8 2,7
25,2 | 2-Metunnupasuf 0,2 7,7 0,4 0,6 0,8 0,8 2,7
26,2 | 3-MetunnupuuH 0,4 4.8 0,3 0,2 0,1 0,3 1,0
26,9 | N-HurposzonumeTmiraMux 0,7 1,1 0,3 0,6 1,0 1,0 3,3
27,0 | 2,5-lnmeTunmupas s 0,3 3,5 0,3 0,6 0,3 0,6 2,0
27,2 | 2,6-JluMeTHIIIMpa3iH 0,4 3,1 0,3 0,4 0,3 0,4 1,3
27,4 |N,N-JInmetnndopmamu 0,2 1,1 0,6 1,0 1,6 1,6 53
27,9 | 2,3-JluMeTHIIMpa3iH 0,2 5,2 0,3 0,4 0,4 0,4 1,3
29,6 | 2,3,5-TpumeTnnnupasux 0,3 47 0,6 1,0 0,6 1,0 3,3
31,7 2,3,5,6- 0,3 6,1 1,4 3,2 0,9 3,2 10,7
TerpameTmimupasug
34,9 | L-Merun-11-1,2,4- 05 | 37 | 12 | 27 | 49 | 49 | 163
TPHA30JI
34,8 |7 Tpuneiiteponerii-IH- | g9 | 5o | o4 | 29 | 64 | 64 | 213
1,2,4-tpuazon
36,5 | N-Metundhopmamu g 11,2 2,7 19 53 5,2 53 17,7
36,7 |1~ Popum-2,2- 39,0 17 | 80 | 69,8 | 752 | 752 | 250,7
JUMETHITHAPA3HH
37,7 | 1-Metun-1H-umunazon 13,7 5,7 8,3 55 21,0 21,0 70,0
40,1 | ®opmamu 267,9 20,6 358 | 51,1 479 51,1 170,3
40,2 | HAMETHITUDA30K 2- 6,3 34,5 |150,0 | 200,0 | 190,0 | 200,0 | 666,7
dbypanpaeruga
40,8 | 1H-TTupazon 10,6 20,9 27,5 | 150,0 | 183,3 | 183,3 611,0
41,5 | 3-Metun-1H-ntupazon 8,3 17,3 16,0 81,1 98,4 98,4 328,0
42,4 | 3,5-lumeTrimupaszon 13,5 17,2 21,2 70,3 | 218,8 218,8 729,3
48,6 | 2-Otuin-1H-umunazon 76,5 2,7 12,5 17,3 65,4 65,4 218,0
50,5 | 1H-Umugazon 9,0 7.5 215 | 425 | 1464 | 1464 488,0
54,5 |1H-1,2,4-Tpuasoin 0,8 48,6 | 109,4 | >500,0|>500,0 | >500,0 | >1666,7

[Ipumeuanue: v/ — HeT nanubiX; XM — xumudeckas nonnzarus; OV — aIeKTpoHHAss HOHU3AITHSL.
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3.3.4 Anamu3 topdsHO mouBbl, 3arpssHenHod HJIMI' ¢ ucnonb3oBanuem
ONTUMHU3UPOBAHHBIX METOJ0B MAaCC-CIIEKTPOMETPUUECKOTO JETEKTUPOBAHNUS

lBa ontumumsupoBaHHbiXx Meroga [ITOMI-I'X-MC/MC B  pexume
MOHUTOPUHIAa MHOKECTBEHHBIX peakiui Cc A) 3JIeKTpOHHOM uHoHu3anuend u b)
XUMUYECKOM HOHHM3AIMENd C 00pa3oBaHUEM IIOJOKHMTEIBHO 3apsSHKEHHBIX HOHOB
YCIEUIHO anpoOupoBaHbl Ha UCKYycCTBEeHHO 3arpsizneHHor HAMI™ topdsHoii mouse
(pucyHok 19). Haiinennsie konnenrpamuu MTA Ha 30 u 45-¢ CyTKH COOTBETCTBYET
11,5 u 8,8 mr/kr.

Mupasunn HOAMA MTA

x1,000) 10,000) 100,000)
A 180.00>53.00 ) [74.00>44.10 © 83.00556.10
1.25]

1H-Mupason

1,000)
45680054110 O
: Y
1.004 1.00
1.00] 404

0.751 0.757 3.5

0.75

¥ 3.0
0.501 0.50 0.50]

2.5

0.257 0.25; 0.25]

2.0q

T T e T — \/ T
12.00 12.25 15.25 15.50 22.50 22.75 23.00 28‘.00 28125 2850
1,000) x10,000) x10,000) x100
1.00481.00>54.00 2 5.00>43.00 © 84.00>57.00 [92] 69.00>42.00 o
4.0q 4.5]

0.751 5.01 301 4.0

MHTEHCUMBHOCTD, y.e.

0.501 2.0] 3.5

2.5
3.0

0.25] 1.0

2.5

T T : —— — — et
23.25 2350 23.75 27.00 27.25 34.75 35.00 35.25 40.75 41.00 41.25
Bpema, muH

[Ipumeuanue: obpaser] mouBbl, HICKyccTBeHHO 3arpsisHeHHbId HJIMI (mynkT 2.4.9.1); Buans 20 mu;
macca obpasna 1,0 r; mobaska 3,0 r Ba(OH)2:8H20; IITOMD nokpsituem 85 mxm Kap/IIIMC B
teuenue 40 mun npu 60°C.

Pucynoxk 19 — XpomMarorpaMMsl 0 OTAENIBHBIM NIEpeXoam, ModyueHHas Mpu
ananuze TopdsiHoit moussl Ha A) 30 u b) 45 cytku nocie BHecenust HIAMI ¢
ucnosibzoBanueM TOMOI-I'X-MC/MC B pexxuMe MOHUTOPUHTAa MHOKECTBEHHBIX
peakiuii ¢ A) 3JIeKTPOHHOM HOHM3aIMeN U b) XuMuueckoi HOHU3aIMEeH ¢
o0pa30BaHHEM IOJIOKHUTEIBHO 3apsSKEHHBIX HOHOB

3.3.5 Buusnue no6asku Ba(OH)2:8H20 Ha 3 pexTuBHOCTD SKCTpaKuu

[lo pesynbraram aHanu3a 3arps3HEHHOTO miecka MerogoM I[ITOMD-T'X-
MC/MC B pexnMe CKaHHpPOBaHUS Ha TPEThEM KBaJpymoje oOHapyxeHo 46
a30TOCOJIepKalUX  coenuHeHud  (tabmuma 21). Hawubonbinee  KOJIMYECTBO
ONPEICIICHHBIX COSUHEHUM MPUXOIUTCS Ha 00pa3el] MoUBhI ¢ I00aBKOM THAPOKCHUIA
Ooapust (37), 3arem ooOpazenr 0e3 pobaBok (30). Ilpu noGaBke BOJBI YHUCIIO
00HapPY>KEHHBIX COCAMHEHUN COCTABUIIO 22.

HobaBka Ba(OH)2:8H2O He oxa3zana 3HauuTenbHbIH 3((EeKT Ha mnpupoct
WHTEHCUBHOCTEN OTKIMKOB OCHOBHBIX MpoAykToB Tpancpopmauuu HIAMI (pucyHok
20). Jlna nupasuna, JIMAAH, 1-metun-/H-nupazona, HIMA, JIM®A, nanpotus,
Ha0II0/1a710Ch CHIDKeHUE OTKIMKOB B 0,6-0,8 pas. Tonbko mis 1,4-nmumeTnnnupasona
u S-metunuzokcaszona ¢ godaskoit Ba(OH)2:8H20O otknuku Bo3pociu B 3 u 8 pas,
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coorBerctBeHHO.  Onmnako, pno6aBka Ba(OH)2-8H>O mno3Bommina oOHApYXKUTH
HanOOJIbIIIEE KOJIMYECTBO POYKTOB Tpanchopmaruu HIAMI .

Brecenne n30bITKa BOJBI B 00pas3Ibl B IMEJIOM OKa3aia HeraTUBHBIN d(DQeKT Ha
YyBCTBUTEIHHOCTh METOAMKUA. HamOomblliee CHIKEHHE OTKIMKOB HAONIOAAIOCH Y
JIM®A, MTA, 4,5-nurunpo-3,5,5-tpumetni- / H-nupasona, IIona u MMKOB KOTOPBIX
cam3wiuch B 72, 12 u 11 pa3, coorBeTcTBEHHO. OTKIMKH OCTaJbHBIX AHAIUTOB
CHUBWJIMCH B cpeiHeM B 5 pa3. [lonoxuTtensHblil 3¢ pexT nodaBka Bobl OKa3ana Ha |-
MeTUJI-2-aMmuHO-1H-umMuazom, 111 KOTOPOro OTKIMK BEIPOC B 5 pas.

ITony4yeHHbIE JaHHBIE 10 KAYECTBEHHOMY aHaJIN3y M10YB, 3arpsA3HeHHbIx HJIMI',
COOTBETCTBYIOT paHee MPOBEICHHBIX UccienoBaHusIM [32]. B nanHOM 00pasiie moYBbI
JTOMUHUPOBANK Takue NpoaykTel TpaHchopmanuu HIAMI kak MTA, JIM®A, 4,5-
auruapo-3,5,5-rpumerui-  H-nupaszon, IMAAH u HIIMA (tabawuma 21).

Tabmuna 21 — UnentudunupoBanubie mpoaykTel Tpanchopmaruu HJIMI B mecke ¢
MecTa aBapuiHOro majaeHus pakerbl-Hocutens «lIlporton-M» 2013 r (kocmoapom
baiikonyp, Ka3axcran)

JloGaBka
Q| Q.
RT, Coemmente CAS No. OCHOBHBIE HOHBI, M/Z % % §
MUH (MHTEHCUBHOCTb, %) e
T| T =
S| o
o at
1 2 3 4 5|6 7
3,36 | 1-(JlumeTunaMuHo)-2-npomnaHnoH 15364-56-4 58(100); 42(21) +
4,06 | lumetmnruapason aneranpaeruga| 07422-90-4 86(100); 44(51) + +
6,26 | 2-ITponanon-1-amMmuHO 00078-96-6 30 (100); 31(16) +
9,1 [1,1,4,4-TerpameTni-2-TeTpaseH 06130-87-6 116 (100); 43 (58) +
11,7 |45 Anrnapo-2. 4-maverun-1H- 10930 610 | 55 (100); 83 (86) ¥
HUMHIa30J1
13,6 |[Tupasun 00290-37-9 80 (100); 53 (45) + | + +
4,5- lurunpo-4,5-numernn-1H- .
14,6 28019-94-5 83 (100); 98 (47) +
THPa30JI
15,4 | JumeTnnaMuHOAIE TOHUTPIIT 00926-64-7 83(100); 84(59) + | + +
15,8 | 1-Metun-1H-nmpazon 00930-36-9 82(100); 81(46) + | + +
19,0 | 4,5- IumeTun-1H-umugazon 02302-39-8 96 (100); 95 (94) + | +
19,8 | N-HutpozoaumMeTHIaMuH 00062-75-9 74(100); 42(37) + | + +
20,3 |N,N-IumeTtmidopmamu 00068-12-2 73 (100); 44 (89) + | + +
21,7 |Ilupazomn, 1,4-numern- 01072-68-0 95 (100); 96 (93) + | + +
22,0 | N,N-IumeTramanaMu,1 01467-79-4 69 (1000; 70 (56) + +
23,9 | 1,5-Iumetnn-1H-iupazon 00694-31-5 96 (100); 95 (59) +
24,9 |N,N-InmeTnmaneTamMmu 00127-19-5 44 (100); 87 (66) + | +
26,2 | 3-([AumeTrnamuHo )-tiporanutpui | 01738-25-6 58 (100); 42 (20) + | +
27,6 |N,N-/IumeTunmponaHaMug 00758-96-3 101 (100); 72 (87) + | +
28,3 |1,1,3,3-TerpamMeTHIIMOUNBIHA 00632-22-4 72 (100); 116 (30) + | +
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[Tpomomxenue Tadauis! 21

1 2 3 4 51| 6
29,5|1-Merun-1,3-nmuasunan-2,4-muon | 00696-11-7 | 128 (100); 42 (70) +
32,7|1,2,4-Tpuasun 00290-38-0 | 28 (100); 26 (65) +
33,5| - Auamitio-6-metokci- 73318-76-0 | 140 (100); 43 (41) | + | +

NMPUMUIUH
33,8 |N-MeTua-N-HuTpoMeTaHaMHUH 04164-28-7 42 (100); 43 (75) + +
34,3| 4> lmmanuno-2- 23899-73-2 | 126 (100); 56 (32) .
TUAPOKCHITMPUMHUIUH
36,2 |1-MeTun-1H-1,2,4-tpuasosn 06086-21-1 83 (100); 28 (57) + +
37,3|3,5-Aumernn-1H-1,2 4-tpuazon 07343-34-2 97 (100); 56 (42) + +
37,9| 4O runpo-3,5,5-tpuvetnn-1H-| \aq75 65 7 | 97 (100):56 (42) | + | +
MPa30Jl
39,5 | 1-DTUHUI-2-TUPPOTHIUHOH 00088-12-0 | 56 (100); 111 (50) +
39,7 [N-MeTundopmamug 00123-39-7 59 (100); 30 (54) + +
40,2 | 1-Dopmui-2,2- TMME THIITHIPa3HH - 59 (100); 88 (10) + +
41,1|5-MeTuim3okcas3on 05765-44-6 43 (100); 83 (71) + +
41,5|1-Metnn-1H-umugaszon 00616-47-7 82 (1000; 42 (24) +
121983-36- _
41,91,5-JIlumenta-nupas3oi-4-aMuH 5 111 (100); 42 (54) +
43,1 |Tupunasuu 0002?)9'80' 80 (100); 51 (41) +
I'ekcarunpo-2,3-qumetwn-6H-
43,2 |mupazoo [1,2-a] [1,2,4,5] 70517-50-9 | 44 (100); 42 (84)
TETPa3vH
45,2 | 1-MeTunuMu1a30/Iu IuH-2-0H 00694-32-6 | 100 (100); 42 (87)
46,3 | By TniiaMUHOAIE TOHUTPHIT 03010-04-6 69 (100); 42 (54) + +
48,4 | Dopmamug 00075-12-7 45 (99); 29 (34) + |+
4,7| Lo Tveri-3 d-utavit-1H- - 76560 67,1 | 56 (100); 126 (99) | +
IHPa3oJl
49,1 | 1H-TTupazon 00288-13-1 | 68 (100); 42 (39) + |+
46,3 | By TniiaMHUHOAIIC TOHU TP 03010-04-6 69 (100); 42 (54) + +
49,4 | 2-MeTuiiokcas3on 01120-64-5 55 (100); 85 (48) + +
56,7 |1H-1,2,4-Tpuason 00288-88-0 | 69 (100); 42 (63) +
57,6 | 1-Metun-2-amuno-1H-umnnazon | 06646-51-1 | 97 9100); 96 (72) + |+
63,6 |2 AMuHO-4-MeTHIMMPPOI-3- | 59146 60.0 | 120 (100); 121 (97) | + | +
KapOOHUTPHI
64,2 | 3-MeTniGeH301aMUH 00108-44-1 | 106 (100); 107 (95) | + +
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[Ipumeuanue: necuanas nousa maccoii 1,0 r; Buansl 20 mi; macca Ba(OH)2:8H20 0,5 1; 06beM BObI
1,0 mut; mpennkyOanus 5 mus npu 40°C; TOMD 60 mun npu 40°C; nokpsitre 85 mxm Kap/ITAMC;
necopouus: 170°C (0,1 muH), 3aTeM HarpeB co ckopocThio 5°C/c 1o 250°C (85 MuH), KpUOIOBYIIIKA
-80°C (5 muH), 3aTeM HarpeB co ckopocThio 20°C/c 1o 200°C ¢ mocneayromieit BIASPKKOM 0 KOHIIA
aHaju3a; nejeHue noroka S:1.

Pucynox 20 — Bnusinue no6asku Ba(OH)2-8H20 Ha 3¢ (hekTHBHOCTB 3KCTpaKIUK
npoaykToB Tpancopmanuu HIMI 13 necuanoi mouBsl MpU aHAIU3E METOJIOM
HNTOMDI-I'X-MC/MC

3.3.6 Ontumuzanusi BpeMEHU ypaBHOBEIIMBAHUS

Kak Obu10 Moka3zano B pabote [79], mouBbl JOKHBI OBITh JODKHBIM 00pa3oM
YpaBHOBEIIICHBI TIOCJIE BHECEHMs] B HUX CTaHIAapTOB. MojenbHbIe 00pa3iibl MOYBHI,
3arpsisHeHHbie MTA TpeOyroT ypaBHoBemuBaHust npu 60-80°C B Teuenue 5-6 4 [79].
Opnnako, npyrue mponyktel TtpaHchopmaruun HJIIMIT Moryr ObITb MeHee
cTtabuibHbIMU, yeM MTA, a upe3mepHbIil HarpeB MOXKET MPUBECTH K UX Pa3NI0KEHUIO
U MOOOYHBIM IpoIleccaM, YTO MPUBEAET K CHUKEHUIO MPABWIBHOCTH OMPEACIICHHUS.
[lens MaHHOrO 3KCIEPUMEHTA COCTOSIIa B TOM, YTOOBI ONTHUMHU3UPOBATH BpEMS
YpaBHOBEIIMBAHUS JIJIs1 BOCEMHA/ILIATH OCHOBHBIX IPOAYKTOB TpaHchopmarmu HIMI
npu 40°C, 4ro sBIsSETCS MaKCUMaJdbHOM TeMmepaTypod arMoc(epHOro BO3ayxa B
30HaX TAJECHUS OTACISIIOIMXCS 4YacTedl pakeT-Hocutened B LlenTpanbHOM
Kazaxcrane.

Bo Bcem u3yueHHOM HWHTEpBaJie BPEMEHH YypaBHOBEUIMBAHUs HaOJ01aJIOCh
CHIDKEHUE OTKIIMKOB 2,3-IUMETWINUpa3uHa, 2,3,5-TpuMeruinupasuna, 1-merun-1H-
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MMHJIa30J1a U JUMETHITHIPA30H-2-Pypanabiaeruaa, 94To MOXKET OBITh BBI3BAaHO HX
Jerpajganue uiM HeoOpatuMmoin ajacopOumeit vactumamu mnouBel. [locme 4,5 d
YpaBHOBENIMBAHUSI OTKIUKH OOJBIIMHCTBA aHAJTUTOB CTAOWIIM3UPOBAIUCH IJISI IBYX
ucciexyembix oopasios, ux OCO Obutn Huke 5% (Tadbnuua 22). bonee Beicokne OCO
(5-10%) ObLIM TIONTYYeHBI IS 2,5- ¥ 2,6-TUMETHIITUPA3UHOB, 3,5-TUMETHIIITAPa30J1a
u 1H-1,2,4-tpua3ona, SKCTparupyemblXx U3 TSKEIOM CYTJIMHUCTOM TMOYBBI C
BinaxkHocTbio 10%; u s N-metundopmamuna u 1H-1,2,4-tpuazona U3 moyBbl ¢
BJIIAXKHOCTBIO 35%. JlanpHeliee ypaBHOBEMIMBAaHWE MO3BOJWIO CHU3UTH OCO 1o
<5% nns 2,5-gumerunnupasuna u 1H-1,2,4-tpuazona. OTHOIIEHHE OTKJIMKA aHATIUTA
K BHYTpEHHEeMY CTaHAapTy (Sa/Sis) cTaOMIU3MpPyeTCs ¢ TOHM JKe CKOPOCTBIO, YTO H
OTKJIMKU OOJIbITUHCTBA aHAIUTOB.

Takum 06pazoM, 5 4 ObUTH BEIOpAHBI B KAU€CTBE ONTUMATHLHOTO MUHUMAJIBHOTO
PEKOMEHYEMOT0 BPEMEHHU ypaBHOBEIIMBaHUs 00pa3lioB NouBbl. boiiee nnurenbHOE
BpeMsl ypaBHOBELIMBaHUS (<24 4) MOXKHO HCIIOJIb30BaTh 0€3 3HAUUTENIBHOW MOTEpH
IPaBUIHLHOCTH.

Tabnuma 22 — YpaBHoBemmBanue npoAyktoB Tpancopmaruu HJIMI' B cyxoii u
BJIaKHOU nouBe npu 40°C

OCO cpenneit miomaay nuka, %
P TC ¢ Braxnoctsio 10% TCe BJ;?;(I){OCTHO
45-12 4 13,5-24 4 45-9y
S4 S4/Sac S4 S4/Sac S4 S4/Sac
[Tupuaua 0,5 0,3 0,4 0,4 0,7 0,7
[Tupazun 0,8 0,2 0,4 0,4 1,2 0,9
2-Merwinupasux 0,9 0,8 1,4 11 1,3 1,2
3-Metunmupuana H/0 0,8 1,6
N-HuTpo3oaumeTniaMut 0,5 0,6 0,7 0,4 19 1,2
2,5-JlumeTuImupa3suH 51 49 1,4 1,4 0,6 1,3
2,6- lumeTrimupasud 9,9 9,6 9,5 9,8 2,4 2,6
N,N-Tumetundopmamua 4.2 3,8 2,4 2,6 2,7 2,9
2,3-IlnMeTmInumpa3uH H/0 CHuxeHne OTKIMKOB
2,3,5-TpumeTmimupasux CHMKeHHe OTKIMKOB CHukeHne OTKIMKOB
1-Metun-1H-1,2,4-tpuazon 1,4 0,9 1,1 1,0 3,0 2,0
N-Metundopmamua 1,9 19 1,3 1,3 6,5 6,8
1-Metun- 1 H-umuaasoin H/0 CHIKEHHE OTKJIMKOB
JlaveTnnrunpason 2- CHMKEHNE OTKINKOB CHMKEHME OTKINKOB
dbypanpaeruaa
1H-ITupazon 1,3 0,7 0,8 0,9 0,5 1,0
3-Metwi-1H-nupazon 2,6 2,1 1,3 0,9 1,0 2,0
3,5-JIlumMeTummpaso 51 45 2,9 2,7 1,4 2,3
1H-1,2 4-Tpuazon 8,0 10,7 3,7 3,7 6,2 6,4
[Tpumeuanue: OCO — oTHOCUTENBHOE CTaHAApTHOE OTKIOHEHUE; TC — TSXKeNblil CyTIIMHOK; SA —
CpeJTHSIS TUTOIIA T KA aHATTUTA; SBC — CPEIHSS TUTOIIA b ITMKA BHYTPEHHETO CTaHAapTa, H/O — He
OoOHapYKEHHUSI.
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3.3.7 Ilpumenenue pa3pabOTaHHOW METOJMKH W CpPaBHEHHE C METOJIUKOH,
OCHOBAHHOM HAa YCKOPEHHOW 3KCTPAKLIMHU PACTBOPUTEIIEM

Kak Ob110 moka3aHo B MpeAbIAYLIEM pa3jieie, MaTpHUUHbIi () PeKT TpuBOAUT K
CHW)KEHHUIO TMPABUJIBHOCTH OIpEAeNeHus] NpoAykToB Tpancopmanun HJIMI'.
BcenienctBre MHOTHX (paKTOPOB, BIUSIOIIUX HA YPABHOBEIIMBAHUE CTAHIAPTOB MEXKTY
MOYBOM U ra3oBoi (a3oil Haa HEW, METO ] BHYTPEHHETO CTaHJapTa HE 00eCreuynBaeT
3¢ (PeKTUBHBIA KOHTPOJIb MaTpUUHOro 3¢ dexTa ans ompenesaceHus: Bcex MpOAYKTOB
Tpancopmanmu. Metoa 100aBOK JdokKeH obOecneduBarth Oosee A(DQPEKTUBHBIN
KOHTPOJIb MaTpU4HOTO 3¢ (deKTa, yeM METOJl BHYTPEHHEro CTaHJapTa, MOTOMY YTO
CBOMCTBa BHOCHMBIX CTaHIapTOB AHAJIOTMYHBI CBONCTBAM aHAJMTOB, VXK€
NPUCYTCTBYIOIUX B uccieayemMoM obpasue [109]. Opnako, mns obecrnedeHus
JIOCTAaTOYHOW MPaBUIBHOCTH U MPEIU3MOHHOCTH aHalM3a OAHOM MpoObI TpedyeTcs
00JIBIIIOE YUCIIO KaTMOPOBOUHBIX 00pa3loB. s MOBBIIIEHHS MPaBUIBHOCTH METO]
N00aBOK MOJKET OBITH COBMEIIEH C METOJOM BHYTpeHHero craHmapra [126,132].
[lenpr0 MaHHOTO H3Tama MCCICAOBAHUS SBISUICA BbIOOp Hambosee 3(PGheKTUBHOIO
cnocoba KanuOpOBKHM JII ONTUMHU3UPOBAHHON Meroauku Ha ocHoBe I[ITOMD,
CpaBHEHUEM C pe3yJibTaTaMHd KOJMYECTBEHHOM OLEHKH, IMOJYYEHHBIMU C
UCIOJIb30BAaHUEM BEPUPHUIIMPOBAHHOIO MOIX0/a HA OCHOBE YCKOPEHHOM 3KCTpaKUUU
pactBopuTeneM [74].

[lectp 006pa3ioB MOYBHI, OTOOPAHHON C MECTa aBapUHHOTO NMAJACHUS PAKEThI-
Hocurensa «IIporon» (2013), pacnonoxenHoro no koopauHatam 46°03'36,8" c.ui. u
62°59'43.9" B.n. ObUIM TPOAHAIM3UPOBaHBI ¢ wHcnosib3oBanueM [ X-MC/MC B
couetanuu ¢ TOMD npu ontumusupoBaHHbIXx ycioBusx (40°C m 60 MuH) u
YCKOPEHHOM JKcTpakmued pactBoputeiaem [74]. Jnsg mOpeaoTBpalieHHS MOTEPH
TEPMHUYECKH HECTAOWJIbHBIX aHAIUTOB, HO MPU STOM ISl JOCTHXKEHUS TPUEMIIEMbIX
OTKJIMKOB OBUTM HWCIOJIb30BaHBI OOJiee HHU3Kasl TeMIlepaTypa W JJIUTEILHOE BpeMs
[ITO®MD (B cpaBHEHHH C BEIMYMHAMH, ONTUMHU3UPOBAHHBIMU JISI TPEX aHAIUTOB).
[Tpumep xpomarorpamm oOpasiia MOYBHI, MOJYYCHHBIX C HCHOJb3oBaHWEM [ X-
MC/MC ¢ XxuMHYEeCKOM HOHM3aAIMed C 00pa30BAaHUEM TMOJIOKUTEIBbHBIX MOJEKYJ
IpEJCTaBJICH Ha pucyHke 21.

Onpenenenne HIMA, IM®A, N-metunpopmamuna, popmamuaa, 3-MeTui-
1H-nmupazona u 1H-nupazona ¢ ucnoiab30BaHUEM METOAMKU HAa ocHoBe [ITOMD u
MeTo/la 100aBOK IMOKa3ajd0 HU3KYI0 MPAaBWIBHOCTH pe3yibTaToB, Bbicokue OCO u
OTpHULIATEIbHbIE TAHT€HCHI YIJIOB HAKJIOHA KaJTUOPOBOYHOW MPSMOM ISl HEKOTOPBIX
oOpasnoB. OTpuniateabHble TAHTCHCHl YTJIOB HAKJIOHA KAJIMOPOBOYHOM MPSIMOiA, TO-
BUJIMMOMY, MOTYT OBIThb BBI3BaHbl HEMOJHBIM YPABHOBEIIMBAHUEM BBEJICHHBIX
craHgapToB u BbicokuMH mokasarensmMu OCO. CoBmenieHue meToaa J00aBOK ¢
METOJIOM BHYTPEHHETO CTaHJapTa MO3BOJUIO JOCTUYD OONBIIEH MPEIU3UOHHOCTH U
IPAaBUIBHOCTY ONPE/EICHHUS A1 YIIOMSHYTBIX aHAIUTOB. R? KanmuOpoBOUHOI PAMOit
HAMA nis o6pasua 1 ysenuuen ¢ 0,4601 no 0,9921; IM®A — ¢ 0,2333 g0 0,9532;
N-metundopmamumaa — ot 0,9170 mo 0,9968; dopmammma — ot 0,9352 10 0,9911; u 1H-
nupaszona — ot 0,9593 no 0,9976.
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HUTPO30AMMETWIAMUH, 6 — 25-numerwnnupasus, 7 — 2,6-mumerwimupasuH, 8 — N,N-

numetundopmamun, 9 — 2,3-numerwinupasus, 10 — 2,3,5-tpumernnmnupasun, 11 — 1-metmn-1H-
1,2,4-tpuazon, 11* — l-tpuneitrepomernn-1H-1,2,4-tpuazon, 12 — N-merundopmamun, 13 — 1-
bopmmi-2,2-mumerwnruapasu, 14 —  1-metun-1H-umupazon, 15 —  dopmamua, 16 —
auMeTwiIruapason 2-ypansneruga, 17 — 1H-nmpason, 18 — 3-merwn-1H-nmpazon, 19 — 3,5-
numetui-1H-mmupason, 20 — 2-3tun-1H-umumazon, 21 — 1H-umunazon, 22 — 1H-1,2,4-tpuazo:n.

Pucynok 21 — Xpomartorpamma o0pasiia mouBbl, 3arpsi3HEHHON OCHOBHBIMU
npoaykramu Tpanchopmanuu HIMI', nonydennas ¢ ucnonbszoBanueM [[TOMOI-T'X-
MC/MC

KammbpoBka meToioM 100aBOK obecreunsia O0JbIITYI0 MPaBUIBHOCTh U OoJiee
Huzkue OCO TanreHca yriia HakiioHa npsmout st @JIMIT, 3,5-qumerunmnupasona, 2-
atun- 1 H-umunasona, /H-umunazona, /H-1,2,4-tpuazosna, TUpa3uHOB M IMHPHUINHOB
(Bcero 11 meTaboIMTOB), BEPOATHO, MOTOMY, YTO HCIOJIb3yEMbI BHYTPEHHUM
CTaHJapT HE MOAXOAUT Mg ux ompeaeneHus. OgHako, mpejiaraemMasi METOAUKa U
coOpaHHBIC TaHHBIE TIO3BOJISIFOT UCTIOJIB30BaTh 00a Mo1xo/1a (MeTo T J00aBOK U METOJ
BHYTPEHHETO CTaHJapTa) oJHOBpeMeHHO. KanmnbpoBouHbie Tpaduku 7151 U3y4eHHBIX
NMUPA3WHOB M MHUPUIUHOB OBUTM JUHEHHBIMH B Juarna3oHe KoHieHtparuit 0,5-2,5
Mr/Kr. [lanpHeilliee yBeIMYEHUE KOHIICHTpAIMM CTAHAAPTOB HE MPUBOJIUT K
0’KMIa€MbIM OTKJIUKaM.

HaiieHHble KOHIIEHTpAllUM AHAJIMWTOB, TOJYYEHHBIE C HCIOJh30BAaHUEM
METO/1a, OCHOBAHHOTO Ha YCKOPEHHOW AKCTPAKIIUU PACTBOPHUTENIEM, ObLITH MPUHSITHI 32
uctuHHbple 3HaueHusa. MTA, JIM®DA u HJIMA Obuin oOHapyXkeHbl BO BCEX
UCCJIeIOBaHHBIX oO0Opa3nax (tabmuma 23). WX KOHIEHTpanuu BapbUPOBAIKCH B
mramazonax 15-190, 13-125 u 2-9 wmr/kr, coorBercTBeHHO. C HMCIIOJIB30BaHUEM
3HAUYCHUN KaJTMOPOBOYHOMN MPSMOM, TOCTPOSHHON METO/IOM BHYTPEHHETO CTaHIapTa,
HaOmogaeMas ctereHb u3pnedenus HJIMA naxomaunack B quanaszone 43-113%, Torna
KaK IMPY COBMEIICHUH MTOX0I0B JJIs1 KamuOpoBku — 33-125%. Habmomaemast cTerneHp
u3BieueHuss MTA u JIM®PA meronukoil, ocHoBaHHOW Ha [ITOMD ¢ BHyTpeHHUM
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crangaptoMm, coctaBmwia 84-153% wu 67-101%, coorBercTBeHHO. B oTiamumu oT
YCKOPEHHOM 3KCTPAKLUK pacTBOpUTENIEM, B pe3yibTare TOMD n3BiIeKkaroTcs TOJIbBKO
HECBSI3aHHBIC AHAJIUTBI, TAKUM O0pa30M CTENEHb HW3BJICUYCHUS HIKE. DKCTPAKIUS
OpraHUYECKUM PACTBOPUTENIEM MO3BOJISET U3BJICKATh aHAJIUTHI, CUJILHO CBS3aHHBIE C
MATpHUIIEN, OJTHAKO PE3yJbTaThl, MOJYYEHHbIE C Hcnoib30BaHueM [ITOMD, moryr
OBITh BXKHBI JJIsI OLIEHKU PEAIbHOM TOKCUYHOCTH, KOTOpasi B OOJBIIMHCTBE CIIy4acB
BbI3BaHa CBOOOIHBIMU aHAJIUTAMH.

3.3.8 3akiroueHue no pasjaeiny

Takum oOpa3om, B pe3yibTaTe AAHHOTO 3Tara MCCIEIOBAHUNA YCTaHOBJIEHO,
4TO:

— UCIOJb30BaHUE TAHJAEMHOTO MAaCC-CIIEKTPOMETPUUECKOTO JETEKTUPOBAHUS
B PEXKMME MOHUTOPHUHIa MHOKECTBEHHBIX PEAKIMI MO3BOJSET HA MOPSAJOK CHU3UTH
npenens 00HAPYKEHUS MPOAYKTOB TpaHC(POpMaIlK B CPABHEHUU C KBAJAPYIOJIbHBIM
Macc-CIEKTPOMETPOM;

— ONTUMHU3UPOBAHHBIE MapamMeTpbl XUMHUYECKOW HMOHM3AIUU MOJEKYJ s
MOCJIETYIOIIET0 TaHIEMHOTO MACC-CIIEKTPOMETPUUECKOTO JETEKTUPOBAHUS OCHOBHBIX
npoaykToB Tpanchopmanuu HJAMI' (raz-pearent metan, naBieHue raza-pearenra 250
klla, Temneparypa ucrounnka noHoB 150°C, sneprus snekrponoB 30 »B) mo3Bosser
3¢ (HEKTUBHO MUHUMU3UPOBATH BIMSHUE MATPHUIIBI.

— nob6aBka Ba(OH)2'8H20 B mouBy He oOka3zana 3HAYUTENbHBIA d(PPEeKT Ha
MPUPOCT UHTEHCUBHOCTEW OTKJIIMKOB OCHOBHBIX TIPOAYKTOB TpaHchopmarmu HIMI' .
Bnecenune u30bITKa BOABI B OOpa3libl B LEJIOM OKa3ajga HEraTuBHbBIA 3(QexT Ha
npenenasl 00HapyKEHUSI METOIUKHY.

— ONTUMaJbHOEC MHUHHMMAJIbHOE PEKOMEHJyeMOE€ BpeMs YypaBHOBEUIMBAHUS
00pa3ioB MOuBHI Mocie BHeceHus ctangapToB npu 40°C cocraBisier 5 4. bosee
JUTMTEIFHOE BpeMsl ypaBHOBemMBaHUSA (<24 d4) MOXHO HCIOJB30BaTh 0e€3
3HAYUTEIBHON NOTEPU MPABUIBHOCTH.

— COBMEIICHHE MeToJ1a T00aBOK ¢ MeToA0M BHYTpeHHero cranaapra (MTA-
d3) mo3BoiHIIO JOCTHYB OOJIbIIEH MPaBUILHOCTH onpeaeiacHus Lt HIMA, IM®DA,
N-metundopmamuaa, dhopmamuaa, 3-metmwin-1H-nupazona u 1H-nupazona HIIMA,
JIM®A, N-metundopmamuaa, popmamuaa, 3-metwi-1H-nupasona u 1H-nupasona B
CPaBHEHUU C METOJIOM J100aBOK 0e3 100aBIeHNsI BHYTPEHHETO CTaHapTa.

— wMeroguka Ha ocHOBe [ITOMD-I'’X-MC crnocobHa omnpeaensaTh TOIbKO
HECBS3aHHBIE «CBOOOIHBIEY MPOAYKTHI TpaHncpopmanuu HIMI B mouse.
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Tabnuna 23 — HaliieHHbIe KOHIIEHTPAIIMK UCCIIeAyEeMbIX MPOoayKToB Tpanchopmarmn HIMI B mouBe (MI/KT) ¢ UCIIOJIb30BAaHUEM
PaA3TUYHBIX TTOJIXO/I0OB K SKCTPAKINH C mocaeayomum ananu3oM Ha [ X-MC/MC

A Tun MeTon O6pa3zen
HamT OKCTPAaKIHMH |  KanuOGpOBKH 1 2 3 4 5 6
1 2 3 4 5 6 7 8 9
[Mupuaun TOMD M/ H/0 0,13+0,06 H/0 0,17+0,07 H/0 H/0
YOP Buerr. crt. H/0 H/0 H/0 H/0 H/0 H/o
- TOMD M/ H/0 0,25+0,05 0,14+0,04 0,21+0,03 0,11+0,05 0,16+0,05
Hpa3suH
P VOP Buem. crT. H/0 H/0 H/0 H/0 H/0 H/0
TOMD M/ H/0 0,13+0,05 H/O 0,15+0,05 H/0 H/O
1-MeTtunnupasux
YOP Brermr. crT. /o /o H/0 H/o H/o /o
TOMD M/I + BuyT. cT. H/0 0,18+0,05 0,54+0,01 0,24+0,05 0,28+0,01 0,35+0,02
3-MeTwimupuanH
YOP Baem. cr. H/0 H/0 H/0 H/0 H/0 H/o
TOMD M1 + BuyT. cT. 2,9+0.4 1,3+0,2 3,6+0,5 3,1+0,1 4,5+0,3 4,5+0,3
N-HuTpo3oaumeTriiaMuH BayT. cT. 3,9+0,1 1,1+0,1 3,5+0,1 3,440,3 2,6£0,4 2,7+0,1
VOP Buem. crT. 8,7£1,0 2,0+0,4 4,7+1,3 3,0+0,3 5,7£2.4 3,6+1,3
TOMD MJI + BHyT. cT. H/0 0,12+0,04 H/0 0,08+0,03 H/0 H/O
2,5-JlumetTnimpasuH
VOP Buem. crT. H/0 H/0 H/0 H/0 H/0 H/0
TOMD MJI + BHyT. cT. H/O 0,10+0,05 H/O 0,11+0,05 H/0 H/0
2,6- lumeTunnupasud
VOP Buem. crT. H/0 H/0 H/0 H/0 H/0 H/0
TOMD MJI + BHyT. cT. 114+1 94412 12+£19 9+2 5542 18,0+0,1
N,N-/Tumernndopmamun Bayr. crt. 126+8 10249 14+1 2342 38+2 16=+1
VOP Buem. crT. 125+1 90+8 13£3 1542 45428 16+£6
TOMD M/1 H/0 /0| 0,025+0,004 0,12+0,06 H/0 H/O
2,3-JlumeTunnupasuH
VOP Buer. cT. H/0 H/0 H/0 H/0 H/0 H/0
TOMD M H/O H/0 H/o| 0,047+0,003 H/0 H/O
2,3,5-Tpumerunnupazux
VOP Buem. crT. H/0 H/0 H/0 H/0 H/0 H/O
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[Tpomomxenue TadauIb! 23

1 2 3 4 5 6 7 8 9
TOMD H3or. paso. 172+12 192+16 10,2+0,1 19,5+0,1 37,4+0,3 13,3+0,2
1-Metun-1H-1,2,4-tpuazon
YOP Buer. cr. 186,8+0,2 186+30 1543 20,5+0,2 56+38 16+4
N-M TOMD M/I + BHyT. cT. 113+4 16+1 1,8+0,1 H/o H/o /o
CTHIpOpPMAMHIA V3P Brerr. cT. 731 3046 1,740, 1 2,040,8 4+1 1,7+0,8
1-dopmuin-2,2- TOMD M/1 184+13 1341 H/0 H/0 H/0 H/0
JAUMETUITUIPA3UH YOP Buem. cr. 232+3 36+5 H/0 H/0 H/0 H/O
TOMD M/I + Buyr. cT. 10+1 7,8+0,8 H/0 H/0 H/0 0,40+0,02
1-Metun-1H-umunazon
YOP Buerm. cr. 4,3+0,3 2,8+0,2 H/0 H/0 H/0 H/0
TOMD MJI + BHyT. cT. 3,5+0,1 5,2+0,8 H/0 H/0 H/0 H/O
dopmamu
YOP Brem. crT. 21,0+0,1 19,7+£3,4 H/O H/O H/0 H/0
TOMD M/1 1242 1,8+0,4 H/0 H/0 H/0 H/0
1H-ITupazon
YOP Buem. cT. 2,3+0,3 H/0 H/0 H/0 H/0 H/O
TOMD M/I + BayT. cT. 1,8+0,3 1,0+0,1 H/0 H/O H/0 H/O
3-Metun-1H-nmpazon
YOP Brerm. cr. H/0 H/0 H/0 H/0 H/0 H/0
35-1 TOMD M H/0 H/0 H/0 H/0 H/0 H/0
o HMCTITIHpasor YOP Brem. cr. H/0 H/O H/0 H/O H/0 H/O
TOMD M/] H/0 H/0 H/0 H/0 H/0 H/0
2-Otun-1H-umunazon
YOP Buem. cr. 1,3+0,9 3,2+0,6 H/0 H/0 H/0 H/O
TOMD M/ 9+2 H/O H/0 H/0 H/O H/0
1H-NUmunaszon
YOP Brerm. cr. 68+16 68+22 H/0 H/0 H/0 H/0
TOMD M 1245 9+3 / / / /
1H-1,2,4-Tpuazon a o o o o
YOP Brerr. crT. 40,9+0,3 17+1 H/o H/o H/o H/o

[Mpumeuanne: TOMD — TBeprodazHast MUKpoIKcTpakius; ¥YIP — yckopeHHast skcTpakius pacrBopureneM; M/l — meron no6asok; Buem. Cr. —
KaJauMOpOBKa METO/IOM BHEIIHEro cTanapra; BuyT. CT. — kanuGpoBka METOIOM BHELIHET0 cTaHaapTa; M30T. pa30. — MeTO1 M30TOMHOr0 pa30aBiIeHuUs.
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3.4 PazpaGoTrka MeTOOMKH oOmpeaeleHHs] NPOAYKTOB TpaHchopManuu
HIAMI' B o6pa3uax BoJAbl U BOJAHBIX 3KCTPAKTOB M3 MOYBbI C UCIOJIb30BAHUEM
KAJMOPOBKH METOA0M BHEIIHEro CTaHAapTa

3.4.1 Onrumuzanus temneparypsl [ITOMD

YBenmnuenne temneparypsl skcTpakuuu ¢ 30 1o 85°C npuBOINT K YBEIMYEHUIO
B 4,4,4,5,9,7 u 4,2 paza mnomasnei nukoB MTA, ®JIMI', 1-metun-1H-umnnazona u
1H-nupa3ona, coorBeTcTBEHHO (pUCYHOK 22). Hambosiee MHTEHCHUBHBIE OTKJIMKH
JIM®A, dpopmamuaa nadmoganucs npu 70°C, HIMA — mpu 50°C. YBenuuenue
TeMIEpaTypbl SKCTPAKIMU TPUBOAWIO K CHWKEHUIO oTkinka [IMAAH. Takum
oOpazomM, Temneparypa skctpakiuu 50-70°C sBiseTcss ONTUMABHOM JIs1 IKCTPaKIUU
BCEX aHAIUTOB. boyiee BbICOKasg TemmepaTypa MOMHMO HETaTUBHOIO BIIMSHUSA Ha
3¢ (HEKTUBHOCTH BOJIOKHA, MOKET MOTEHIIMAIBHO TPUBOAUTD K paspymenuto HIMI u
ero HecTaOWIIBHBIX MPOIYKTOB TpaHchopmarmu B mpobax. OmHako, TemrepaTypa
OKCTPAKIIMK MOXKET OBITh YBEJIMYEHA B CiIydasX €CJIH HCCIeayeMble 00pasiibl
3arpsi3HEHBI B TEUEHHE JOJITOTO BPEMEHH, & TAK)KE €CJIM B IPUOPUTETE MEHEE JIETYUHE
AHAJIUTBI.
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[Tpumeuanue: o6beM mpo6sr 8,0 mut, Buansl 20 mi; macca NaCl 2,8 r; npenHkyOauus 5 MUH Tpu
uccieayeMmon temmeparype; Bpems TOMD 5 mun; nepemenuBanne 250 06/MUH; TOKPHITHE 85 MKM
Kap/TIJIMC; monenbHbie 00pa3iibl A ¢ KOHIEHTpaIusIMu aHamuToB 3-7, 9-13 (tabmura 5) — 3000
MKT/11 ¥ iupaszuna (2) — 500 Mxr/m.

Pucynox 22 — Bausiaue temneparypst Ha d3dpextuBHOCTS [ITOMD npoaykTos
Tpanchopmanu HIIMI

3.4.2 Ontumuzanus Bpemenu [ITOMD

J1y1st GONIBIIMHCTBA aHAJIMTOB YBEJIUYEHHE BpeMeHH dKcTpakiuu ¢ 10 1o 60 mun
MPUBOIWIIO K 2-3-KpaTHOMY YBEJIMYCHHIO OTKINKOB (pucyHok 23). Jnsgs MTA u 1H-
Upa30Jia OTKJIMKY YBEIIMUMINCH B 3,4 1 3,2 pa3a. YBeIHUCHUE OTKINKOB (hOopMaMmIa
HaXOJWJOCh B JHAaNa3oHE CTaHAAPTHBIX OTKIOHeHuM. Ilmomans nuka JIMAAH
YMEHBIIAIACH C TECYEHUEM BPEMEHH: OTHOUIEHUE CUTHAN/IIIYM YMeHbIInoch ¢ 20:1 Ha
10 mun sTana skctpakiuu A0 S:1 Ha 30 MUH 3Tana 3KCTpaKIuu, HanboJee BEPOSITHO
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u3-3a €ro pas3joKeHus wik TpaHchopmarnuu. Takum o00pa3omM, OBLJIO TPHUHSTO
pemenue yopats [IMAAH u3 pazpabaTeiBaeMOro nojaxojaa u3-3a ero CymecTBEHHOTO
OTJINYHSL OT IPYTHUX AHAJIUTOB.

Kak BugHOo m3 pucynka 23, ysenmuenune BpemeHn IITOMDO no 60 mun
MO3BOJISIET 3HAUYUTEIBHO YBETUYUTH 3PPEKTUBHOCTh IKCTPAKIINH, OJTHAKO, IPH ITOM
YBEJIMYMBAECTCS U BpeMs, HEOOXOJIMMOE Ha aHaiau3a oJHoro obpasua. Ilpumenenue
aBTOCaMIUIepa TMO3BOJSET HaKJIaAblBaTh aHAIW3 O00pa3loB, TakuM 00pa3oM,
aBTOCAMILIEp HAYWHAET HOBBIM LUKII SKCTPAKINH, HE NoXkuaasch okoHdanus [ X-MC
aHanu3za. [Ipu BemmonHeHnu [ITOMD BpydHyO TakKe MPUCTYNUTh K CIECIYIOLIEMY
oOpasily BO3MOkHO, He noxkuaasich konna ['X-MC ananuza. Tak, Ay mnoarotToBku 1
oOpasia Heo6X0uMO 5 MHUH MpenHKyOanuu, 60 MUH SKCTPAKIUHU, 5 MUH J1eCOpOILINH,
10 MUH DOCT-KOHOIMUMOHHUpPOBaHWS  BoyiokHa [ITOMD. Ilpu BpemeHu
XpoMaTorpaduyecKoro pasieieHus 72 MUH C MOCIEAYIOMNUM OXJIaKICHHUEM CUCTEMBI
(oxkomo 10 MuH), TOKpBITHE Oy/IeT TOTOBO K BBOAY B HCHAPUTETh YPaBHOBEIICHHON
cuctembl ' X-MC. B cyTku MOTyT OBITH pOaHATM3UPOBAHBI OKOJIO 18 00pasmoB.
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[Mpumedanue: o3epHast Boja; oobeM npoosl 8,0 mut, Buansl 20 mur; macca NaCl 2,8 r; remmneparypa
arutatopa 70°C; npeunkyoarus (5 mun) u [ITOMD (5 mun) npu nepememuBannu (250 06/MuH);

nokpeiTie 85 MkMm Kap/TIJIMC; monensHbie 00pasubl b ¢ koHueHTpauusmu aHamutoB 7,9-11
(tabmura 5) — 1000 mkr/i u 2,4-6,13 — 500 MKkr/m.

Pucynok 23 — Bnusaue Bpemenu Boiepxkku odpasma npu 70°C Ha OTKIHK
npoayKToB TpancGopmauuu HIMI

3.4.3 Bausinue napametpoB [ITOMD Ha npaBUIBHOCTH ONPECICHUS

Haumensine oTHocuTenbHBIEC cTaHAapTHEIE oTKIOHeHU (OCO) Habm01amuch
npu Ttemneparype oskctpakuuu 85°C um  cocraBunm mMeHee 18% s Beex
aHanu3upyeMmbix BenlecTB (pucyHok 24). Ilpm 85°C wmakcumanseie OCO
Haomoaanuch i1 OAMI u MDA, muaumanbasie (3%) — ans HIAMA u 1-metuin-
1H-umupazona. Ilpu 30°C makcumanbable OCO OTKIMKOB, HaOMtOJaeMble IS
OJIMI', MTA u ¢popmamuna, coctasisiin 50, 48 u 32%, coorBerctBeHHo. [Ipu 50°C
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OCO orkiukoB He npesbimanu 20% s BCceX aHAIUTOB, 3a MCKIIOYEHUEM
dbopmammua.

YBennuenue BpeMeHHu dKCTpakuuu ¢ 10 1o 60 MMH IPUBOAMIO K CHUKEHUIO
OCO otknukoB ¢ 8-30% no 3-18%. YBennueHue BpeMEHU 3KCTPAKIUU B OCHOBHOM
noBys10 Ha OCO oTtxinkoB JIM®PA n HIIMA, KOoTOpble CHU3WINCH B JEBATH U CEMb
pa3, coorBercTtBeHHO. s DOIMIT u 1-merwn-1H-umunazona OCO OTKIMKOB
cam3uanck ¢ 20 1o 18 u 16%, cooTBETCTBEHHO.

Takum o6pazom, TOMD npu 50°C B TeueHue 60 MuUH 0OecrieynBaeT HAUITyIlIee
COYETaHHWE MPABWILHOCTA U YyBCTBUTEIBHOCTHU JJIi KOJIMYECTBEHHOTO OIPEICIICHUS
npoaykToB Tpanchopmaiiuu HJIMI™ B mpo6ax BOIBI.

Analytes 1 2 @3 @ 4 05 0 6 7 8 9

60 - . 351
A 5 min B 70°C
7 6 8 30 ¢ g
0§, 05 A ,
8 25+
40 - 8
S S0l o
S30f 8 o o6
2 7 L5t ° 7
L4 2
20- ® o7 2 8
6 | 3 10 ns
([ o a
10 - L4 5L ( [ ]
4 ® o o
0 1 1 o 1 1 1 ] 0 1 ] 1 1 1 1
30 40 50 60 70 80 90 10 20 30 40 50 60
Temperature of SPME (°C) Time of SPME (min)

[Ipumeuanune: 1 — nupasun; 2 — l-metun-1H-nupazon; 3 — N-wutpozoaumernnamus; 4 — N,N-
numetundopmamun; S — 1-metun-1H-1,2,4-tpuazoin; 6 — 1-bopmmi-2,2-qumerunruapasus; 7 — 1-
meTmi-1H-umunazon; 8 — dopmamun; 9 — 1H-mupaszoun.

Pucynok 24 — Bausinue temnepatrypsl U BpEMEHHU SKCTPAKIIMKU HA OTHOCUTEIIbHbIE
CTaHAAapTHBIE OTKJIIOHEHHUS OTKIUMKOB MPOAYyKTOB TpaHchopmanuu HIAMI

3.4.4 [Ipenenbl oOOHAPYKEHUS U ONIPEICTICHNUS, TUHEHHOCTh U MPABUILHOCTh

JIuHEeHHOCTh KaTMOPOBOYHBIX TMPSIMBIX, TOJYYEHHBIX METOJIOM BHEIIHETO
CTaHJApTa C WCHOJIb30BAHUEM JHCTUIUIMPOBAHHOM U 03€pHOM BOAbI coctaBmia 0,85-
0,99 u 0,35-0,99, coorBercTBeHHO (Tabmuma 24). KoaddunmueHts nerepMuHaIAN
>0,99 wnaOmopanuch M nupaszuHa, 1-mertwn-/H-nupazona, HIAMA u MTA.
KanuOpoBouyHbIE PSIMBIE, TOTYYEHHBIE C UCITOJIB30BAHUEM AUCTUIITIMPOBAHHON BOJBI
st OJIMIT m popmamuia XapakTepU30BaIMCh HHM3KOM JHHEHHOCTHIO (<0,90).
Herextupyembie M/z ®AMIT u dpopmamuga umeroT Hu3kue 3HaueHus (59 u 45 la,
COOTBETCTBEHHO), MPU KOTOPHIX HAOIIOAAETCS BBICOKMH YPOBEHb 0a30BOM JUMHUU U
MaTPUYHOTO 1IyMa (pUCYHOK 25). Iyt 3TUX aHAJIUTOB JMHEHHOCTh KalTMOPOBOUHBIX
MPSIMBIX, TIOCTPOCHHBIX Ha 00pa3iax 03epHOM BoJbI, cCHU3MIUCH 10 0,7336 u 0,7392,
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coorsercTBeHHo. Hamxymmas muneinocts (R? = 0,3499) mabmomanace aus 1H-
nupa3oa.

Paznmuuus Mexay TaHTeHCaMU YTIIOB HAKJIOHA TIPSIMOU JIJIsT JUCTHUILTUPOBAHHOM
Y 03€pHOM BOJIbI BapbUpoBaIuch oT 5 10 21%. Hanmenbias pazHuia HaOmoaa1ach
st nupasuna (5%), 1-metun-1H-nupazona (7%) u AM®A (8%), nanbonpias — s
1-metun-/H-umunazona (21%) u ®AMI (16%). Hecmotpss Ha BhIcOKHE OCO,
HaOmoaemsle uist 1H-nupazona u popmamuia, ux KanuOpoBOUHbIE TPAQUKH UMEIOT
OJIMHAKOBBIC TAHTEHCHI YTJIOB HAKJIOHA AJIs1 000MX THUIIOB KAIIMOPOBOYHBIX 00pa3IIoB -
15 u 12%, COOTBETCTBEHHO.

[Ipenensl oOHapykeHus sl aHaIUTOB, oOecreunBarommx OCO TaHTEHCOB
yTJia HaKJIoHa psiMoit MeHee 15%, ObuTH pacCUMTaHbl 17151 KaTMOPOBOYHBIX 00pPa3IIoB,
INPUTOTOBJICHHBIX C  KCIOJB30BAHMEM  O3€pHOM BOABI C  HAWMEHBIIUMU
KOHIIGHTpAIUsIMUA aHAMUTOB. JIJIsi JIpyrux aHaJuTOB WCIHOJb30BAIUCH JIaHHBIE,
MOJIyYCHHBIC 711 00pa3I[0B HA OCHOBE AUCTHILTUPOBAHHOW BOABI. /{151 GombIInHCTBA
aHAJIMTOB TIPECIIbl OOHAPY>KEeHUs cocTaBuiau MeHee 1 Mkr/i. [Ipenensr oOHapyKeHus
OJMI" u popmamua coctaBuiau 68 u 10 MKI/1, COOTBETCTBEHHO.

Takum o00pa3om, pa3pabotaHHas wmeroauka Ha ocHoBe [ITOMI-I'X-MC
o0ecreynBaeT OJHOBPEMEHHOE ONpPEAENCHUE IIEeCTH OCHOBHBIX IPOAYKTOB
tpanchopmanuu HAMI (nmupazuna, 1-metun-1H-nupazona, HAMA, IM®A, MTA u
1-metun-1H-uMna3ona) B BOjE C UCMOIb30BaHUEM KAaTUOPOBKU METOJIOM BHEITHETO
CTaHJapTa C MPaBUIBHOCTBIO 75-125%. OmnpeneneHre OCTalnbHBIX TPEX AHAIMTOB
npeiaraeMbiM noaxoaom (1-dbopmun-2,2-qumerunruapasuna, Gopmamuga u 1H-
nupa3oyiia) He oOecreurBaeT HEOOXOJUMON MPaBWIBHOCTH H3-3a MaTPUYHBIX
s dekToB.
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[Tpumeuanue: oobem obpasua 8,0 mia; m(NaCl) = 2,8 r; temneparypa skctpakuuu 50°C; Bpems
skcTpakuuu 60 muH, nokpeitue 85 MM Kap/IIZIMC; Bpemst aecopOuuu 5 MHH; TemIeparypa
necoporum 240°C; xomonka DB-WAXetr 60 m x 0,25 mm x 0,25 MKM; mporpamMMa Harpepa
tepmocTaTa koloHoK: 40°C (5 mun) no 240°C (10 mun) ipu ckopocTt Harpesa 5°C/MuH.

Pucynox 25 — Xpomarorpamma o0pasiia 03epHOM BO/bI, HCKYCCTBEHHO
3arpsi3HeHHOU mpotykramu Tpanchopmanuu HIIMI Ha ypoBHE HUKHUX MPEIEIOB
OmpeneNseMbIX KOHIIEHTpanui, noixydeHHas Ha ' X-MC ¢ 31ekTpoHHON nOHU3anuen
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Tabnuua 24 — Ilpenensl 0OHApYKEHUS U ONPeeNeHus, TUHEHHOCTh M TPaBUIILHOCTD
Meroguku Ha ocHoBe [TTOMD-I'X-MC

JIunennplit B OB
CoenvHeHre | IUAama3oH, a A 2 a 2 1O, " TIKO, O?O’
MK/ (0CO. %) R (0CO, %) R MKI/1 | Mkr/n | %
[Tupazun 0,5-75 55273 (1) | 0,9998 | 51670(1) | 0,9971 | 0,01 | 0,03 7
IMerwi-IH- 6 5 69 | 101855 (2) | 0,9985 [112504 (5)| 0,9894 | 0,005 | 0,01 | °
HPA30J1
HAMA 1-150 6710 (1) |0,9998 | 5445(2) | 0,9915 | 0,05 | 0,15 4
JIMOA 1-150 1231 (8) [0,9702 | 1113 (13) | 0,9269 | 0,05 | 0,15 5
MTA 1-150 681(4) [0,9915| 572(2) | 0,9977 | 0,3 0,9 34
o IMIC 70-900 11(18) |0,8536 | 9(27) 0,7336 68 206 9
IMerw-dR--\ g 150 | 315(4) | 09936 | 231(3) | 09971 | 05 | 13 | *
UMHIA30
dopmamug 50-700 29 (15) |0,8969 | 34(26) | 0,7392 10 30 55
1H-ITupazon 2-200 2670 (9) 10,9628 | 3301 (61) | 0,3499 | 0,03 | 0,08 | 77
[Ipumeuanue: a — TaHreHC yria HakjiIoHa KanuOpoBouHoil mpsamoit; [10 — mpenen oOHapyxeHuUs,
3,3-Co/curnan/mym; IIKO — npenen onpeaenenus, 10-Co/curnan/mym; OCO — oTHOCUTENBHOE
cTangapTHoe oTkIoHeHue; JIB — nuctuiumpoBannas Boja; OB — o3epHas Boja.

3.4.5 TloBblieHWE NPAaBUIBHOCTH METOJa U TPEICIOB OOHApYXKEHHS C
VICIIOJIb30BAHUEM TaHJEMHON MacC-CIIEKTPOMETPUH C XUMUYECKOW HOHU3AIUEN

Kak Obputo moka3aHo B MpeAblaylIeM pas3zelie, KOJWYECTBEHHAas OLEHKa
HECKOJIBKMX aHAINTOB ¢ noMouplo ['X-MC orpanndeHa HHU3KOW NHPaBUIBHOCTHIO,
NPELU3NOHHOCTBI0 M JIMHEWHOCTHIO. Llenp 3TOro skcrnepuMeHTa cocTosjia B TOM,
yTOOBl ~ MPOBEPUTH, MOXET JHU 0oJiee CEJIEKTUBHOE TaHJIEMHOE  Macc-
CHEKTPOMETPUUYECKOE OOHAPY’>KEHHUE C MOJIOKUTEIbHOW XMMHYECKOM HOHHM3auuen
o0ecrneyuTh Jydliee KOJUYECTBEHHOE OIpeesieHHe MNPOAYKTOB TpaHCHOpMALMU
HJMI' ¢ wucnonb3oBanuem [ITOMD. MzeectHo [84], uTo MsArkas XuMHUYECKas
MOHM3AIMS 00€CTICUNBACT 3HAYUTENBHBIA MPUPOCT YYBCTBUTEIHHOCTH JIJIS1 aHAIMTOB,
KOTOPBIC XapaKTEPU3YIOTCS HU3KMMU M/Z Tipu WoHHM3aMu 3JekTpoHamu. CHUCOK
aHaMUTOB ObUT pactmuped a0 13 coenuHeHuil. HoBble aHAMUTBHI MMEIOT CXOXKYIO
JETY4eCTh M TOJSIPHOCT W MOTYT OBITh 3(PPEKTUBHO TPOAHATUZUPOBAHBI C
UCIIOJIb30BaHUEM ONTUMHU3UPOBAHHBIX TAPAMETPOB METOA.

XvuMuueckass WOHM3AIMs TO3BOJWIA CHU3UTH TIPENETIbl  OOHApYKEHUS
dbopmamunia u GIMI" o 1 mxr/n, MTA u 1-metun-1H-umunazona no 0,05 u 0,1
MKTI/JI, COOTBETCTBeHHO (Tabmuna 25). Kospduuuentsr nerepmunamuu (R?) u OCO
TAHT'€HCOB YIJIa HAKJIOHA MPSAMOM AJi OOJIBIIMHCTBA AaHAJIMTOB OKA3JIMCh Jy4lle IpH
MCIOJIb30BAaHUU XMMUYECKOW MOHU3AMU (Ta0aua 25) o CpaBHEHUIO € 3JIEKTPOHHOM
noHm3anuei (Tadauia 24), ocooenno mas popmamuaa (15% ¢ U, 7% ¢ ITXU) u 1H-
npasoiia (9% c DU, 1% c I[1XU). [Ipeaenst oOHapyKeHUsT OOJIBIIMHCTBA AHATUTOB B
peKUME MOHUTOPUHTa MHOXKECTBEHHBIX PEAKIUH BBIIIE, YEM B PEKUME MOHUTOPUHTA
OTJIETTLHO BBHIOPAHHBIX MOHOB (Tabnuia 25), naHHbIi 3PHEKT MOXKET ObITh OOBICHEH
noTepeili HMOHOB B  syedike coyaapeHus. OOHAKO, PEXKUM MOHUTOPHUHIA
MHOXECTBEHHBIX PEAKIIUI MOKET ObITh UCTIOIB30BaH JIJIsl MOBBIIICHUS CEIEKTUBHOCTH
IIPY aHAJIN3€E CIIOKHBIX 00Pa3IloB.
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Tabnuna 25 — [Ipenenst 0OHApYKEHUS U ONPEIEICHHS, THHEHHOCTh M MPABMWIIBHOCTD MoaxoAa Ha ocHOBe [ITOMOI-I'X-MC/MC

I'X-TIXN-MC/MC (Q1 SIM) I'X-IIXU-MC/MC (MRM)
CoenHeHme HHaJ;:;)erflﬁz/Mﬂ JuctrimupoBanHas BoJa JuctrimupoBanHasi BoJia
a R2 I1O, MKr/1 HKO, a R? 11O, Mxr/n HKO,
MKT/JI MKT/TI
[Tupuaun 0,06-7,5 3202 (7) 0,9873 0,001 0,002 351,0 (5) 0,9915 0,01 0,02
[Tupazun 0,3-75 339 (8) 0,9722 0,03 0,07 100,0 (2) 0,9981 0,09 0,26
HJIMA 0,3-75 102,7 (9) 0,9688 0,07 0,22 102,4 (3) 0,9963 0,08 0,25
JIMDA 0,3-75 26,9 (20) 0,8584 0,08 0,20 27,5 (26) 0,7830 0,02 0,05
MTA 0,6-750 7,48 (9) 0,9628 0,05 0,14 2,06 (10) 0,9481 0,14 0,41
N-Metundopmamua 0,6-750 4,25 (14) 0,9296 0,03 0,09 0,92 (28) 0,7152 0,14 0,41
OJIMIU 30-3000 - - - - 0,33 (11) 0,9548 0,9 2,8
1-Metnin-1H-umnnason 15-1500 8,07 (5) 0,9935 0,09 0,27 1,42 (3) 0,9952 3 10
dopmamMu 30-3000 59,3 (7) 0,9914 0,13 0,40 3,00 (2) 0,9981 0,8 2,4
JAMI"®dyp 30-7500 1283 (2) 0,9981 0,01 0,03 81,0 (6) 0,9813 0,5 15
1H-ITupazon 3-750 24,0 (1) 0,9995 0,14 0,42 3,85 (1) 0,9993 1,2 3,5
3-Metui-1H-niupazon 3-750 44,4 (2) 0,9981 0,09 0,26 4,43 (1) 0,9994 1,6 50
3,5-JImmeTmin-1H-ntupaszon 6-1500 68,3 (3) 0,9974 0,05 0,16 4,75 (1) 0,9996 1,6 4,7
[Ipumevanue: a — TaHTEHC yrila HakKJIOHa KanuOpoBouHOU mpsimoit; [IMI'@yp — mumernnruapason ¢ypanpiaeruaa; [10 — npenen oGHapyKeHHS;
ITKO — npenen onpeneneHus; OCO — oTHOCHTENBbHOE CTaHAapTHOE OTKIoHEeHHE; [ITXW — xuMuueckast HOHU3aIUs ¢ 00pa30BaHUEM ITOJI0KUTEITLHO
3apspKEHHBIX HOHOB; MRM — MOHHTOpUHT MHOXecTBeHHBIX peakiwii; Q1 SIM — MOHUTOPUHT BEIOPAaHHOTO MOHA Ha MEPBOM KBAIPYTIOJIE.
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3.4.6 Ilpumenenue pa3pabOTaHHON METOJIMKH JJIsl aHATIN3a PEAIbHBIX 00pa3IoB

Pa3zpabortannas metonuka, ocHoBanHas Ha [ITOMI-I'X-MC, Obuta mpumeHeHa
JUIsL aHanu3a Tpex npo0d cHera, oroOpaHHbix 3 gekabps 2015 roga Ha
xene3HojopoxkHo cranuuu  Toperam (Keibuiopaunckass obnacts, Kazaxcran;
reorpadudeckue koopauHaTel: 45°39°10.4” c.mr., 63°19°11.9" B.1.), pacmooKeHHOM
BJIOJIb MAPILIPYTa TPAHCIIOPTUPOBKU PAKETHOTO TOILIMBA HA KOCMOJIpoM baiikonyp. B
KaueCcTBE KOHTPOJIbHOTO o0pasiia Obuta 0ToOpaHa mpobda cHera B HEMOCPEACTBEHHOM
OJIM30CTH OT JKEJIE3HOAOPOKHOIO MOJOTHA, HA YJAJE€HUU S5 KM K BOCTOKY OT
XKese3HoiopoxkHor craniuu Topetam (N 45°39°58.3” B.1., E 63°22°48.0”B.1.), BHE
MapuipyTa TPAHCIOPTUPOBKH pakeTHOro TorumBa. [IpoaykTsl Tpancpopmanuu
HJIMI' ne Oblim oOOHapyXeHbl B aHAJIM3UPYEMBIX o0pasliax, 4YTO, BEPOSTHO,
00yCJIOBIIEHO WX KOHILIEHTpAIMSIMU, HAXOALIMMUCA HUXKE Tpenesa oOHapy>KeHUs
pa3paboTaHHOW METOIUKH.

3.4.7 3akitoueHue 1o paszeny

Takum 06pazom, pazpaboTana HOBasi MPOCTasi U ABTOMATU3UPOBAHHAS METOTUKA
YyBCTBUTEJIILHOTO OIpPEJEICHUsS OCHOBHBIX MPOIYKTOB TpaHC(OpMalu PaKeTHOTO
torimBa Ha ocHoBe HJIMI' B BOJHBIX 00pa3iiax C HCMOJb30BaHUEM Mapoda3zHoi
TBepAodaznoit Mukposkcrpakuuu U ['X-MC. Haubiciasi mpenu3HOHHOCTh OAX0AA
ObLIa MoTyueHa npu tremmnepatype sxctpakiuu 50°C u Bpemenu 60 MuH. BeiOpanHbie
ycinoBuss TOMD obecrnieunBatoT HauOOJbIINE OTKIMKK OOJBIIMHCTBA IMPOAYKTOB
TpaHchopmanuu. [IpaBunbHOCTD onpenenaeHus nupasunHa, 1-metmin-1H-nupaszona, N-
Hutpo3zogumerusiamua, N,N-numermndpopmamuna, 1-mermin-1H-1,2,4-tpuazona u 1-
MeTui-1H-uMua3ona B BOAHBIX oOpasmax BapbHUpoBajach B auamnazone 75-125%.
[Ipenen neTeKTUPOBAHUS JAHHBIX AHAJIUTOB HAXOJIUTCS HA YPOBHE HUKE MKI/J.

Omnpenenenue popmamuaa u 1H-nupaszona ¢ npuemsIeMoil MPaBUIBHOCTHIO
(HaOsromaeMast creneHb u3BiiedeHus B quana3zoHe 70-130%) u 9yBCTBUTEIBHOCTHIO
(arKe 1 MKT/IT) CTaio BO3MOYKHO C UCIIOJIh30BaHUEM 00JIee CEIEKTUBHOTO TAHIEMHOTO
MaccC-CIEeKTPOMETPUYECKOTO  JIETEKTUPOBAHUS C XMMHUYECKOW HOHM3ALUEH C
00pa30BaHUEM TMOJOXKUTEIBHO 3apsiKEHHbIM HMOHOB. CHHUCOK COEIUHEHHMN ObLI
pacumper 10 13 (nupuavH, IUMETUIATHAPA3OH 2-Qypanpaeruaa, 3-meTwi-1H-
nupazon u 3,5-numetun-1H-nupaszon). JlaHHas MeToguka HE TOAXOIUT JJIs
onpeeneHus TMMETUIIAMUHOAETOHUTPUIIA U3-3a €r0 HU3KOM CTaOMIIBHOCTHU B BOJIE B
npouecce dkcTpakiuu. Onpenenenue OJIMIT Taxke XxapakTepru30BaJIOCh BHICOKUMHU
npejaenamMu 0OHapyKEeHUsI, HU3KOW MPaBUILHOCTHIO U BOCITPOU3BOIUMOCTHIO.

B cpaBHeHuum ¢ gApyrumMum  MeToAuMKamHu, OCHOBaHHbIMM Ha ['X-MC,
npeajaraemMasi METOJMKa TMpoIlle, aBTOMAaTHU3Upyemas, W OOECIedYrBaeT HU3KHE
npenensl 00HapyxeHus. K ToMy jxe MeToarKa onTUMHU3UpPOBaHa Jijisi 00JIBIIOro KpyTra
aHAJINTOB, KOTOPHIM B OyaylmieM MOXET OBbITb pAcCIIUPpeH C TMOKYIKOU
cepTU(UIIMPOBAHHBIX CTAaHAAPTOB. MeTonnKa MOXKET OBITh PEKOMEHJIOBAaHA IS
OIIEHKM KadyecTBa BOJbl HA TEPPUTOPUSIX, MOABEPKEHHBIX PAKETHO-KOCMHUYECKOMN
NEATEIbHOCTH U JIPYTUX CBSI3AHHBIX UCCIIECIOBAHUSIX.
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3.5 Upentnduxkanuss npoaykroB tpanchpopmamuu HIAMI B TOopdsiHOM
Mo4Be C NPUMEHEHUEM ra30BOM XPOMATOMACC-CIIEKTPOMETPUHU U TBepao(pa3Hoi
MHUKPOIKCTPAKINH

3.5.1 Bmusaue no6aBku Ba(OH)2'8H20 Ha 3¢ (heKTUBHOCTh 3IKCTPAKIUH
npoaykToB Tpanchopmanuu HJIMI™ u3 TopdsiaOl moussr metogom [ITTOMD.

Panee B pabote [133] ycranosieno, uro nobaska Ba(OH)2-8H20O mo3Boser
nocturath 100% wu3BIEYEHHS MPOAYKTOB TpaHCPOpPMALUU TPH HKCTPAKIHUU
alleTOHUTPUIIOM MO aBlieHUEM. YBelnyeHue 3p(HEKTUBHOCTH IKCTPAKLIUU aBTOPbI
OOBSICHSIIOT TIEPEX0JIOM CBSI3aHHBIX aHAJTUTOB B CBOOOHYIO JIJIsl SKCTPAKIUU (popMy.

[Tpu ananuze 3arpsi3HEHHON TOP(MSIHON MOYBBI, OTOOPAHHOM ¢ MecTa MaJeHuUs
nepBoii ctynenn PH Iuxion (kocmonpom Ilnecenk, Poccus) ¢ ucmosib3oBaHueM
[ITOMD Bcero obHapyxkeHo 13 aszoTocopepxkamux coeauHeHui (Tadmuia 26).
[IpuHaaIeKHOCTh HEKOTOPBIX paHEE HEU3BECTHBIX COCIMHEHUHN K YMCIY MPOAYKTOB
tpanchopmarmn HJIMI' cyaunmmu 1o pesynbTaTaM aHaIW30B HE3arpsS3HEHHOM
TopdsHOM mouBsI (pa3aen 3.5.2, Tabnwuia 27), oToOOpaHHON BOJIM3K PAOHOB MaACHUS.
beuto yureHo, uTto pgaHHble (DOHOBBIE OO0pa3lbl MOTJIM 3arpsS3HUTHCS MaJbIMU
KOHLEHTpalusaMu nOpoAykToB TpaHchopmaruun HJMI' npu TtpaHcnopTHpoBKe B
nabopatoputo. IIpy HaX0XKAEHUH UHTEPECYIOIIEr0 KOMIIOHEHTA B X0JIOCTOM 00pas3ie
TOp(sHOIM MOYBHI U B HCCIIEyeMOM oOpa3slie CpaBHUBAIKCH IUIONIAAN NUKOB. Eciu
Pa3HOCTh JIOCTUTAJla HECKOJIbKUX MOPSIKOB, COCAMHEHHE CUHUTAIA MPOLYKTOM
Tpanchopmarmu HIMI .

JloGaBka ruspokcuaa Gapus MoBIUsAiIa HA YyBCTBUTEILHOCTh MeToga TOMD-
['X-MC/MC gans ananu3a TOpGhSHOW TOYBBI, TaK IO pe3yjibTaTaM aHaju3a
obOHapyxeHo 7 npoayktoB Tpanchopmamnmu HJIMI, ¢ no6askoii Boasl — 10 (Tabnmia
26). I1pu anaau3e o6pas3ioB 6e3 100aBOK 0OHAPYKEHO BCEro 4 COeIUHEHUS.

B xozme »skcmepuMeHTa OMpOOOBAaHO H3KCTPAKIIMOHHOE TMOKPBITHE 65 MKM
[TAMC/IBb nipu Tex xe mapametpax sxctpakimu (40°C u 60 mun). JlaHHOE BOJIOKHO
MeHee 2(G(EKTUBHO TpHU OKCTPAKIUM MpoAaykToB TpaHchopmarmmu HIAMID wu3
TOPQSHON TIOYBBI, TAK KaK ObLTO 0OHAPYKEHO Bcero 3 mpoaykra (tadbmuia 26).

Takum 00pa3oM, pelieHO HCIMOJIb30BaTh J00aBKY THUIAPOKCUIA Oapus s
aHaiM3a TOpP(SIHOW TMOYBBI, a TAaKXKE COCPEAOTOUYMUTHCS HA HU3YYEHUH JIETYYHX
OPTraHUYECKUX COCIMHEHUN (DOHOBBIX 00pa3IoB TOP(PSHON MOUYBHI M ONTUMHU3ALNHU
napametpoB [ITOMD.
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Tabnmuna 26 — UnentudunupoBanusie TpoaykTel Tpanchopmanuu HIAMI B TopdsiHol mouBe, 0ToOpaHHON ¢ MecTa MajeHus
nepBoM cTyneHnu pakeTtel-Hocutens «{uknon» (kocmonpom Ineceuk, Poccust)

NMHIa30J1

No 151:1'-1; Coenunenue CAS No. XapaktepHbie M/z HOEZZOK Ba(OH): Bf(B(());Igz *Ba(OH)2
1 (371 N-nenTunmuauna-meranamua | 10599-75-4 | 42 (100); 57 (79); 70 (20); 41 (15) + +
2 |5,05 Henbra-1-nupponun 5724-81-2 | 67 (100); 39 (65); 41 (63); 40 (58) +
3 |407 |Aumeruruipason 7422-90-4 | 86(100); 44(51); 42(48); 85(34) +
aleTaIbICT U1
4 16,11 N-Tentunmuaua-merniamua | 6898-71-1 | 57 (100); 42 (65); 70 (29); 27 (15) + +
5 11,91 | lupuaun 110-86-1 79 (100); 52 (56); 51 (22); 50 (13)
6 | 13,79 | 2-Metwi-nupuann 109-06-8 93 9100); 66 (52); 92 (29); 65 (21) + + +
7 11543 | lumernnamuHoaneToHuTpua | 926-64-7 83(100); 84(59) 58(51); 42(51) + + +
8 |15,65 | 2,6-JIuMeTriI-nupHInH 108-48-5 107 (100); 106 (27); 66 (23); 39 (19) + + +
9 11591 | 1-Merwmi-1H-ttupasosn 930-36-9 82(100); 81(46); 54(22); 42(13) + + +
10 | 17,06 | 2,5-Oumernn-1H-tmmpposn 625-84-3 94 (100); 95 (58); 80 (17); 93 (15) +
11 | 32,69 | 1H-IIuppon 109-97-7 67 (100); 39 (68); 41 (63); 40 (54) + +
12 1 3435 |45 /mamuno-2- 23899-73-2 | 126 (100); 56 (32): 27 (23); 28 (19) "
THAPOKCHITMPHMHUIUH
13 5778 | L-Merun-2-amuno-1H- 6646-51-1 | 97 (100): 96 (72); 42 (58); 55 (38) "

[Tpumeuanue: * - TOMD nposeneHo ¢ ucnois3oBanueM BosiokHa 65 MM [IIMC/IBb (axcTpakuust 60 mun npu 40°C, npenHkyo6anust 5 MuH)
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3.5.2 Unentuduxamus neTyuynx nOpoaykToB Tpanchopmammu HJMI B
TopdsHbix TouBax MetogoM [ITOMD-T'X-MC

Topdsinas mouBa 6orata OpraHMYECKUMH COSTUHEHHUSIMH, BKIIIOYasi TyMHHOBBIC
KHUCIIOTHI, (PYITLBOKHUCIIOTHI, IMTHUH U JIpyrue. B cocTaB ryMUHOBBIX BEIIECTB MOYBBI
BXOJISIT a30TOCOACPIKAIIME COSTMHEHUE TaKUe KaK MUPPOJIbI, IMHUIa3051bI, TUPA30IIBL,
MUPUINHBI, TMHUPUMHIAHBI, TMHPA3UHBI, WHAOJBI, a30TOCOJEPKAIINE MPOU3BOIHBIC
OeH3ouia, anudaruyeckue aMUHBI, aIKWIHUTPUIIBI, TEPIeHbl U Ap. [134], koropkie
MOTYT JKCTParupoBaThCS OSKCTPAKIMOHHBIM TOKPBITUEM BMECTE C LEJIEBBIMU
aHaJIMTaMH, CO3/1aBasi MaTPUIHBIC TTOMEXH.

[Tony4yeHHble NaHHBIE KAYECTBEHHOTO aHajin3a (POHOBBIX 00pa3IoB TOPhSIHOU
nouBbl U cdarayma (O0OJOTHOE pacTeHHEe, MOX, M3 KOTOporo obpasyercs Topd) c
ucnonb3oBanueM [ITOMD-I'X-MC cornacyrotes ¢ mutepatypabivu [135] (Tabmuia
27). Ilpaktruecku Bo Bcex (POHOBBIX 00Opa3iiax 0OHapyKEHbI UH0JI, TUPHUINUH U €To 4
MPOU3BOAHBIX, |-meTmii-1H-nuppoi, w3 KOTOpeIX HamboJIee MHTCHCUBHBIM CUTHAI
npUHAIIERKAT UHA0TY. Takke HACHTUPUIIUPOBAHBI 5 COSAMHEHUN, TPUHAIIICKAIIIIX
K Kjaccy —amudaruyeckux — aMuHOB. Bce  oOHapy)XeHHbIE  COCAMHEHUS
IPEINONIOKUTEIHHO 00pa3yroTCsl B TIOYBE 3a CYET Jerpafalii MUKPOOPTaHHU3MOB,
XUTHHA U pacTeHuid. TeM He MeHee U3BECTHO, YTO MHUPA30JIbI, IUPPOIIBI, MTUPHUINHBI,
UMUJIA30J1bI SIBJISIFOTCS TAK)KE OCHOBHBIMU NpoaykTamu Tpanchopmaruu HJAMI kak B
nouse [32], Tak u B Boje [136].

Tabnuma 27 — Jlery4re a30TOCOIepIKaIINe COSTUHEHUS He3arpSI3HEHHBIX IPOAYKTaMU
tpanchopmanmu HIMI topdsiabix mous u carayma merogom [ITOMI-I'X-MC/MC

RT, ITnomane nuka, y.e., x10°
MHH Coepunenne CAS No. Charaym | Don 1 | Don 2 | Don 3| Do 4
1 2 3 4 5 6 7 8
1,7 |N-MerunensraHaMuH 43729-97-1 H/0 H/0 H/0 H/0 39,5
1,8 |N-ByruiuauHmeTaHaMuH 6898-69-7 H/0 0,4 H/0 H/0 H/0
2,4 |N-IlentmnuauHMeTaHaMUH 10599-75-4 H/0 H/0 H/0 H/0 0,4
3,0 |N-T'enrunuauHMeTaHaMuH 6898-71-1 H/0 8,5 H/0 H/0 H/0
4,6 |1-ITupponun 5724-81-2 H/0 4,3 H/0 H/0 H/0
5,7 |IlpomanuTpun 107-12-0 H/0 H/0 H/0 H/0 0,9
9,4 |1-Metun-1H-ttuppon 96-54-8 0,4 17,9 | 27,5 H/0 23,1
11,8 |Iupugun 110-86-1 5,2 30,4 | 18,7 H/0 17,4
13,0 |I'enTasuTpua 629-08-3 H/0 H/0 H/0 H/0 2,9
13,6 |2-Metunmupuanx 109-06-8 2,1 13,6 H/0 H/0 14,5
13,8 |Ilupasun 290-37-9 H/0 H/0 H/0 H/0 4,7
18,4 |3-MeTtunmupuanH 108-99-6 H/0 8,9 H/0 H/0 H/0
20,6 |DtuimmpasuH 13925-00-3 H/0 H/0O H/0 59 H/0
23,1 | 3-Drunmmupuaua 13925-00-3 29 9,8 H/0 H/0 19,4
29,0 | 2-TIponmunmupuauH 109-06-8 2,7 H/0O H/0 H/0O H/0
31,3 |\ (Pemmmerien)- 622297 | mo | 493 | wo | wo | 662
MEeTaHAMWH

32,4 |(1H)-TTuppon 109-97-7 H/0 28,3 | w/o H/0O 31,3
34,8 |3-Metun-1H-muppon 616-43-3 H/0 10,1 H/0 H/0 H/0
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[Tponomxkenue Tabauipl 27

1 2 3 4 &) 6 7 8

35,9 | O AMIHAPOS,S-AUMETIIA- | 105551 095 | 17,1 | wo | mo | wo | wo
n30nponmIHanH-1H-tupaszon

56,4 |bensozuon 95-16-9 H/0 w/o | 10,7 | #©/o 4,6

79,9 |HUnpon 120-72-9 75,9 v/o | 27,9 | 54,7 | 1557
[Ipumeuanue: H/0 — He OOHapYXEHBI. Y CJIOBUS aHainM3a: BHaybl 20 MiI; Macca cyxoro obpasma 0,5
r; nobaska 3,0 r Ba(OH)2:8H20 u 100 Mk Boasl; TOMD Bonoknom 85 mxm Kap/ITIMC u3
ra3oBo# (a3sl Haj oOpasnoM B TeueHue 30 mun npu 80°C.

3.5.3 Ontumuzanus napamerpoB [ITM®D s uaeHTUGUKAINKN TPOITYKTOB
tpanchopmannu HIMI' B Topdsnoii mouse

Panee ycTaHOBIEHO, 4YTO C BO3PACTAHMEM BIAXKHOCTH M COAEPIKAHUS
OpraHMYECKOro BemiecTBa B TouBe 3¢ ¢ekTuBHOCTL [ITOMD cHuxkaercs [76].
Topdsinas 60710THaAs MOYBA XapaKTEPU3yeTCSd BHICOKMMHU MOKA3aTEIsIMU BIAXKHOCTU U
CPOJCTBOM K HcCCIeayeMbIM aHanuTaMm. [Ipeaplaymiuii 3KCIIEpUMEHT MoKa3aj, 4TO
onTUMalibHble mMapameTpsl TOMD nas 3KCTpakuMM MOPOAYKTOB TpaHchopManuuu
HJAMI u3 necka ManosGpeKTUBHBI 1J1s aHaIKu3a TOPGSHON MOYBBI C UCIIOIH30BAHUEM
[ITO®MD (tabiua 26).

bt mcrpoOoBaHbl pa3NWyHbie KOMOWHAIMKM BPEMEHHM U TeMIIepaTyphbl
[NTOMD (5, 15, 30 u 60 mun npu 60, 80 u 100°C). Brnusnue TemmepaTypsl
OKCTPAKIUM Ha KOJUYECTBO HUACHTHU(DHUIIMPOBAHHBIX IMPOAYKTOB TpaHcopMauu
HAMI cna6o BeipaxeHo (pucyHok 26). Hauboinbmee konudecTBo coequHeHui (15)
obHapykeHo npu ucnoyib3oBanuu TOMD mpu 80°C B TeueHue 30 MUH, HAUMEHbBIIICE
— nipu ucnioib3oBanuu TOMD nipu 60°C B TedeHue 5 MuH (pUCyHOK 26).

13
12
11
10 10 10 10 10
8

Pucynok 26 — Bnusinue Temnepatypbl 1 BpeMEHH 3KCTPAKIIUU Ha KOTUYECTBO
UACHTUPUIMPOBAHHBIX TPOAYyKTOB TpancGopmauuu HAMI B TopdsHoit nouse
MeTogoM ITTOMDO-I' X-MC/MC

KonmyecTso naeHTMGUUMPOBAHHbIX MPOAYKTOB
TpaHchopmauumn HOAMI
[oe]
T

60°C 1 60 MuH
60°C 1 30 MWH
60°C 1 15 muH
60°C 1 5 MuH
80°C 1 60 muH
80°C 1 30 muH
80°C 1 15 muH
80°Cu 5 muH
100°C 1 60 muH
100°C 1 30 muH
100°C 1 15 muH
100°Cwn 5 muH
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C yBenMYeHHEM BPEMEHH SKCTPAKIMH IOBBILIEHUE TEMIIEPATypbl IPUBOJIUT K
CHHKCHHUIO OTKIMKOB HEKOTOpPHIX MpoaykToB tpaHchopmarmu HIMI wu3-3a
BO3MOXXHOTO XHMHUYECKOTO B3aUMOJICHCTBHUS B TPOIIECCE IKCTPAKIMH (PHCYHOK 27).
Takum o00pa3oMm, NPHUHATO PpEUIEHUWE OCTaBUTh paHEEe ONTUMHU3HPOBAHHBIE JUIS
necyanblx W CyrmMHUCTBIX TouB 40°C wm 60 MuH ama u3ydeHus Mporecca
TpancopManuu rentuiaa B Top@sHON mouBe ¢ ucnoiab3oBanueM [ITOMD, Tak kak
HarpeB nouBbl Oosiee 40°C manodd(HEKTUBEH U MOXKET NPHUBECTH K MCKAKEHHBIM
JAQHHBIM.
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Pucynox 27 — Bnusitaue Temneparypst 1 Bpemenu [ITOMD npoaykTos
tparchopmarnmu HJIMI™ u3 TopdstHOIM MOYBBI HA UX OTKJIMKH
3.5.4 Bausame wucxomHoil konueHtpaumu HJIMIT wa mpomecc ero
TpaHC(HOpPMALIMH B TOYBAX
HAMI o6nagaeT BBICOKOM peakIMOHHON CIIOCOOHOCTBIO M 110 CBOEH MPHUPO/IC
SBJISIETCSI CUJIbHBIM BoccTaHoBUTeNeM. Taioke HIIMI siBnsiercst ciiabbiM OCHOBaHHEM,
umeet pK 7,35. B o61iem nipeacrapiiennu mporiecc Tpancopmariuu HIIMI nporekaet
B HECKOJIBKO MOCJICI0BATENIbHBIX 3TanoB [26]. [TepBas cTamus TpanchopMaiiuu Uaer ¢
00pa3oBaHMEM HU3KOMOJIEKYJISIPHBIX TTPOU3BOIHBIX. Jlajmee mpoucxoauT XUMUIECKOe
B3aMMOJICCTBHE TMPOIYKTOB MepBoro »Tama TpaHchopmanuu ¢ camum HJIMI'.
Koneunass cragus TtpaHchopmanuu mpeicTaBiIsieT Cco00W  B3aUMOJCHCTBUE
TUMETUITHIPA30HOB (hopMasbieTHAa U alleTalbJAeTH/Ia, a TAKKEe TPUMETUIIAMUHA C
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HU3KOMOJICKYJISIpHBIMU pon3BogabiMU HJIIMIT ¢ oGpa3zoBanuem 1-merwmi-/H-1,2,4-
Tpuasona, 1-metun-/H-nupa3zona, IMMETUIAMUHOALETOHUTPUIIA.

HIMI' crocoGeH mpuHUMATh y4acTHE B Pa3MYHBIX XUMHUYECKHX PEaKLHUsX,
MO3TOMY TIPOIIECCH €ro TpaHChOpMalMu B pEalTbHBIX O0BEKTaX, Kak MPaBUIIoO,
MPOTEKAIOT MO BECbMA CIOKHBIM MEXaHU3MaM. YCTAaHOBJIEHO, YTO HAa XOJ
tpancopmanmun HJIMI' oOka3pIBatOT BIMSHUE XHUMHUYECKHH COCTAaB MAaTpPHIIHI,
KOHIIEHTPAIIMM TEPEXOJHbIX META/VIOB, KOHIIEHTpPAllMM KHUCJIOpOJa W JAPYTUX
okucautenen. [Ipu BozaelcTBUM cnaObIX OKUCIHUTENEH 00pa3yrOTCsl COECIMHEHUS C
OoJbIIIeld MOJICKYJISIPHOM Maccoi, cojepkalire a3oT B CBS3aHHOM COCTOSIHUH, MPU
TepmudeckoM paszioxkenud HJIMIT oOpa3yroTcsi B OCHOBHOM HHU3KOMOJIEKYJISIPHBIE
npoaykThl. Llenpio gaHHOro 3Tama paboThl ObUIO YCTAHOBUTH BIHMSHUE HMCXOJIHOU
koHneHTparuu HAMI™ Ha mporecc ero Tpancdopmanuu B TophsHOM MMOYBE.

bonpmras gacte coenuHEHHI, OOHApYKEHHBIX paHEE MpHU TpaHcPopMauu
HIAMI' B nabopaTopHBIX YCIOBHSX, ObUTH HaWJACHBI HA MECTaX MPOJIMBA PAKETHOTO
TorutuBa [8].

[Io pe3ynpTaram KadyeCTBEHHOTO aHajIW3a MOJEIBHOW TOYBBI, 3arpsi3HEHHOU
HAMI', metonom IITOMD-I'X-MC obHapykeHO cBbIlIe 23 coequHeHuM (Tadnuia
28). Bo Bcex oOpasmax MOYBBI OOHAPYKEHBI JUMETHITHAPA30H (POpMATBICTHA,
auMmeTunaneTonuTpui, 1-metun-1H-upazon, HIAMA, IM®A u MTA. B o6pa3uax
nous, B KoTopble BHOcUIU Ha 1,0 r Biaaxunou nouBbl 10 mxn HJAMI oOGHapyxeHbI
nupa3oyibl, HWMUJA30Jbl, TeTpazonbl, Tpuazuubl, @OJMI, 2-dypanbnerua
TUMETWITUapa3oHa. B nmaHHO# rpyrine mouB oOHapy>KeHO OoJbliiee KOJIMYECTBO
KOHEUHBIX TpoaykToB TpaHchopmammu HJIMI', yem B TpyIie mouB ¢ OOJIBIICH
KOHIeHTpanuen BBeneHHoro HJIMI'. Bo Bcex mouBax MOCHEOHEW TPYIIIbl IPU
uaeHTuGuKanuu ObLT 00OHAPYIKEH ellle He MOJHOCThI0 MpopearupoBapiuit HIAMI, a
TaKXKe AUMETWIAMUH, TPUMETHITHApasuH, 2-3Twi-1,1-mumerunruapazud, TMT u
JAMI'AA. Ha ceapMoii ieHb 3arpsi3HEHUsI B MOYBax e npoiecc okucieHus HJIMI
KHCIIOPOZIOM BO37yXa ¢ oOpa3oBaHMEM AWMETHIIaMHHA, TI0 ypaBHeHuio (9) [4]. B
pe3yJibTaTe B3aUMOJICUCTBHUS  MOJYYEHHBIX TMPOJYKTOB PEAKIUM WA  HUX
MOCJICTYIOIIETO OKUCIICHHS 00pa3oBbiBaCh N-HUTpo3oaumetminamud (10) u 1,1,4,4-
TeTpameTui-2-terpaseH (11).

(CH3)2N—NH2 + O2 — (CH3)2NH + HNO2 9)
(CHs)2NH + HNO2 — (CHs)2N-N =0 + H20 (10)
2(CH3)2N—NH2 + O2 — (CH3)2N—N=N-N(CHzs)2 + 2H20 (11)
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Tabnuna 28 — Pe3ynpTaThl KaueCTBEHHOTO aHalW3a MCKYCCTBEHHO 3arpsi3HEHHBIX
HIAMI' o6pa3ioB TopdsiHOit mouBbl (ApxaHrenbckas obnactb, Poccus) meromom
[MTOMDI-I'X-MC

RT, 10 mxax HIAMI 50 mxn HAMI

Coenurenne CASNo. | e [T |2 | 13 |14 | 100 | 2 | 113 | 114
N.N- 75-50-3 4,86 + |+ |+ | 4+
IUMETWIMETWIAMUAH
Tpumerniaruapasut 1741-01-1 8,28 + + + +
2-omun-1,1- 29559-82-8 | 8,93 sl ]
JUMETHIIAAPA3HH
JdumeTunruapa3zon 2035-89-4 10,88 | + + + + + + + +
dbopmanbaeruaa
1,1-JlumeTunruapasux 57-14-7 11,57 + + + +
JAunmeTunruapa3on 7429-90-4 13,17 + + + + + +
areTaibIeruaa
1,1,4,4-TerpameTui-2- 6130-87-6 | 18.76 + + + + +
TETpa3eH
[Tupazun 290-37-9 22,28 + +
JIuMeTHIIale TOHUTPILT 926-64-7 23,08 | + + + + + + + +
1-Metun-1H-nupazon 930-36-9 2345 | + + + + + + + +
MeTwrimupasus 109-08-0 2408 | + + + +

1,3-Iumermin-1H- 694-48-4 24,95 | + +

+
+

Mpaszol

N- 62-75-0 | 2565 | + | + | + | + |+ | + | + | +
HurposomumeTnnamun

N,N- 68-12-2 26,15 | + + + + + + + +
Jumerundopmamua

1,4-Numernn-1H- 1072-68-0 |2673| + | + | + | +

Upaszon

1,5- TummeTnn-1H- 694-31-5 2772 | + + + +

Upaszon

2-Metnn-2H-terpaszon | 16681-78-0 | 28,06 | + +

1.2, 4-Tpnasun 200-38-0 |3165| + | + | +

N-Merma-N- 4164-28-7 3214 | + | + | + | +

HI/ITpOMeTaHaMI/IH

IMetmi-iH-124- 1 goge-a1-1 3201 + | + | + | + | + | + | + | +
TpI/IaBOJ'I

1-opan-2,2- 3208-49-5 |3468| + | + | + | +

HHM@TI/IHFI/IHpa?)I/IH

1-Memu-1H- 616-47-7 | 35,55 T

nMHUAa30J1

2-@ypansaerun 14064-21-2 | 37,73 + |+

I[I/IMCTI/IJIFI/IIIpa30Ha

[Tpumeuanue: IITOMD Bonoknom 85 Mxm Kap/IIJIMC, npeunkybauus npu 40°C 15 mun,
[ITOMD npu 40°C 15 mun; npu I'X kononka DB-WAXetr 60 m x 0,25 mm x 0,50 mxm, renmit 1
MJI/MUH, TepMocTaT KoJoHOK: 40°C (5 mun), HarpeB 10°C/mun 10 240°C (10 mun). O6pasisr: [11-
4 (paznen 2.4.7.1).
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3.5.5 [Ipomecc tpanchopmarun HIAMI' B TopdsiHoit mouse

st uccnenoBanus mnporecca tpanchopmaruu HIAMI ucnonbs3oBaHbl paHee
ontuMuzupoBanubie napameTpsl [ITOMD (40°C u 60 mwun). Jjis MOBBIICHUS
3P (PEKTUBHOCTH SKCTpaKkIuu B oOpa3ipl BHocwiM u30biTok Ba(OH)2-8H2O (3:1).
[ToryyeHHBIE WHTEHCUBHOCTH MUKOB 00pPa30BaBIIMXCS MPOIYKTOB TpaHchopManuu
HAMI cpaBHUBaNKCh C JaHHBIMU aHalM3a (OHOBOIrO 00pa3ia TOP(SHOM MOUBHI.

Ha cnenyrommii aens nocne BHecenuss HJIMI™ B TopdsiHyro mo4BYy pOHU30IILIO
oOpa3oBaHHe psga HPOU3BOIHBIX JAMMETHITHApa3oHa (pucyHok 28), Haumbosee
WHTCHCUBHBIMU M3 KOTOPBIX SIBJSUIUCH  JUMETWJITUIPA3OHBI  dTAHIUANIA U
dbopmanpaeruaa, oJlHaKko Mo ucreyeHue 3-4-x aHeH IKCIepuMeHTa UX UHTEHCUBHOCTH
pe3ko cHu3mwinch. Ha 15-e cyTku skcnepuMeHTa Iolaad MMKOB JAaHHBIX aHAJUTOB
YMEHBIIUIUCH B 4317 1 265 pa3 nmo CpaBHEHHUIO C JaHHBIMH, MTOJTYYEHHBIMU BO 2-€
CyTKH, COOTBETCTBEHHO. [l OCTalnbHBIX MPOU3BOJAHBIX JIUMETHUITHAPA30HA
CHUKEHUE OTKJIMKA MPOUCXOMIO MOCTENEHHO, TUIOMIAIA ITMKOB YMEHBIITIINCH B 2-6
pa3. Ha 15-e cyTku Haubosee mpeBaMpyONUMU TPOU3BOAHBIMU TUMETHITHIPA30HA
SIBJISUTUCH TUMETWITHIPA30HbI alleTaaberua, NeHTaabaeruaa u Oyranais.

Bricokoe copepkaHue MPOU3BOJAHBIX TUMETHITHIPA30HA MOXKHO OOBSICHUTH
B3aUMOJEHUCTBUEM NpOAyKTOB pacnaga HJIMI' ¢ nmosmmcaxapmgamMu M IOYBEHHO-
JIUTIATHOM COCTABJISIONICH, KOTOpasi BKIIOYACT B ce0sl aJIKeHbI, aJIkaHbl, IPUCTEHBI,
KUPHBIC KUCJIOTHI, KETOHBI ¥ criupThI [137].

BonbmMHCTBO HAWJEHHBIX COEAMHEHUM OTCYTCTBOBAjIO B (POHOBOM 0Opasiie
topbsHor mouBbl (Tabmuma 27). Ilpu anHamuze ¢GoHOBOro oOpasia BBICOKOM
WHTEHCUBHOCThIO  obOnamanu  N-NeHTWIMIMHMETaHaMHWH, TUPUAMH U 3-
METHWINHUPUJIAH, a TaKxke |-meTui-2-amuHo-1H-umuaazon u ungon. [locne BBeneHus
HJAMI' OTKIMKY JaHHBIX COEIMHEHUN OCTABAIIMCH PABHBIMU OTKJIMKaM, I1OJYYEHHBIM
npu ananuse ponoBoro obpasna. N-DeHunmeTnIeHMETaHAMUH Tak)Ke OOHAPYKEH B
HE3arpsI3HEHHOM MOYBE, OJTHAKO OTKJIMK aHaJMTa nociie BBeaeHuss HJAMI yBennuniics
B 6 pas.

- OumetunrugpasoH 2-gpypanvgervaa ( 138) , x0,7
- AumeTunruapasoH 4-rentaHoHa ( 44)
- AumeTunrnapasoH neHtanbaernga ( 44)

- ‘B InmeTunrugpasoH renraHana( 86) , x2 -

®

A
- -W- [umeTunruapasoH auetanbgernga ( 86) . x0,1
<

<

- @ [InmeTunrungpasoH 2-nponaroHa ( 100) , x1,5

- A - InmMeTUNTVAPa30H ByTaHans ( 44)

- 'W- - InmeTnnrnapasoH nponaHansa (- 44)

- 4 QumetunruapasoH 2-vetunnponaHans ( 43) , x0,9

18

16

T T
R
| 3

14 - OumetunrugpasoH popmanbaersga ( 72) , x0,01
- [AvmeTunrunapasoH ataHavans ( 44) , x0,01
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Pucynox 28 — JlunamMuka OTKJIMKA TPOU3BOIHBIX TUMETHITHAPA30HA U3 TOPSIHOMN
HOYBBI IIPU aHaam3e MeTogoM TOMDI-I'X-MC/MC
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I[ToMuMO TIPOU3BOJHBIX JAUMETWITHAPA30HA JIOMUHUPOBAIM  Pa3JIUYHbIC
MIAPPOJIBI, TUPA30JIbI U UMU1A30b1. 2,5-Jlumerwii-1/ H-nuppoi u 2,3,4,5-TeTpaMeTui-
1H-tuppon oOHapyKeHbI pu aHanu3e (OHOBOTO 00pa3iia, OJHAKO TIOMAIN MTHKOB
JAHHBIX AHAJINUTOB, IMOJYYEHHbIC MPU AHAIM3€ HA BTOpPbIE CYTKHU IOCJE BBEICHUS
HAMI npesbiianu GoHOBEIEC B 4 1 25 pa3, COOTBETCTBEHHO (PUCYHOK 29).

A - -B- 45 lurnapo-3-meTun-1H-nupason ( 83) 5 - -® - 1-Metun-TH-nvppon ( 81)
- -®- 4,5-urnapo-1,5-anmetun-1H-nupason (- 83) - -@- 2,4-inmetun-1H-nuppon ( 94) , x0,2
- -A - 4,5-1urnapo-4,5-aumeTun-1H-nupason ( 83) 20 - - -A - 2,5-Aumetun-1H-nuppon ( 94) , x0,1
20r - -¥- 3-Metun-1H-nnpason ( 82) , x0,04 - -¥- 2,3,4-TpumeTtun-1H-nnppon ( 108) , x0,25
?"o 18 |k - -®- 1,3-fumetn-1H-nmpason ( 96) , x0,25 #o 18 | - -®- 1,2,5-Tpumetnn-TH-nvppon ( 108) , 0,5
: - 4 - 3,5-Auvetun-1H-nupason-1-kapbokemanamug (- 95) : - 4 - 2,3,4,5-rerpamerun-1H-nuppon ( 122)
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Pucynox 29 — Jlunamuika oTKJIMKa IPOU3BOAHBIX A) nupasoia u b) nuppona u3
TopdsiHOM MouBKI npu aHaiau3e MeroaoM [ITOMDO-T'X-MC/MC

OTknuKu TaKUX COCJMHECHM, KakK 1,1,2-TpumMeTunaruapasuHa,
MeTuJlaMuHoarieToHuTpmwna, 1,1,4,4-rerpameTii-2-TeTpa3eHa, JUMETWIHAHAMU/IA,
numetunamuia, JIMAAH u N-stununed-N'-guMmerwnruapaznHa Ha MNPOTSHKEHUU
AKCIEpPUMEHTA MOCTeneHHO cHMkanuch (pucyHok 30). Ha 4, 15, 30 u 7-e cytku
KOHIIEHTpaliuid B To4Be 1,1,2-TpuMeTUNTHApa3uHa, METHJIAMHUHOAIIETOHUTPUIIA,
1,1,4,4-teTpameTni-2-TeTpa3eHa u ITUMETHUJIIMaHaAMUIa, COOTBETCTBEHHO,
CTAaHOBWINCH HUXKE Tpejena oOHapykeHus Mmetoja. [lonydeHHble MIonaan MUKOB
numetuiamuia, IMAAH u N-stununen-N'-nqumerunruapaszuna Ha 15-e cyTku nocine
BBeseHuss HJIMIT mo cpaBHeHuto co 2-mu yMmeHbliwiuch B 4, 9 u 1,5 pa3sa,
COOTBETCTBEHHO.

Otxiukn MTA, HIMA u 2-metun-2H-teTpa3oiia MOCTENEHHO YBEINYNBAINCH
nocine BBeneHuss HJIMI'. Ilo cpaBHEHHIO CO BTOpPbIMHM CyTKamH Ha 15-€ cyTku
MOJTy4YE€HHBIE TJIONIAIMA MMKOB BO3POCIHU B 2, 3 U 5 pa3, COOTBETCTBEHHO.
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- -B- 1,1,2-TpumetmarugpasuH ( 59) , x 103 - -B - Tekcanutpun ( 41) , x5

- -@- [lumeTunamuvH ( 44) - -@ - N-HutpozogumeTtnnamvH ( 74)

- -A- 1,1,4,4-TerpameTnn-2-TetpaseH ( 116) , x3 - -A - N-3Tunngen-N'-gumetunrugpasv ( 44) |, x0,1

200 - - W - [InmetunamuHoaueToHutpua ( 83) , x10 160 - - -W- 2-Metun-2H-tetpason ( 56) , x4
n - -®- [umetunumarHamug ( 69) , x300 5 - -®- 1-Metun-1H-1,2,4-tpuaszon ( 83) , x3
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Pucynoxk 30 — JluHamuka OTKJIMKa OCHOBHBIX POAyKTOB Tpanchopmanuu HAMI B
TopdsHOM mouBe npu ananuze metogoM [ITOMI-I'X-MC/MC

B pe3ynbTaTe nmoydeHHBIX JaHHBIX, B TOp(sHOM mouBe, 3arps3uennon HJMI
¢ ucnons3oBanreM Metoaa [ITOMI-I'’X-MC/MC obHapyxkeHo cBbitie 40 MpoayKTOB
tpanchopmarmun HJIMI' (tabnuma 29). YcraHOBIEHO, YTO MPEBATUPYIOIIUMHU
metabonmutamu  HJMIT B TopdsiHON  mouBe  SIBISIOTCS ~ MPOU3BOIHBIC
JUMETWITHIpa30oHa, MUpas3olia, muppoiia, a takxe aqumerwiamud, MTA u HJIMA.
TopdsiHas moyBa SBISETCSA CIOXKHBIM OOBEKTOM [UISl aHAIM3a C HUCIIOJIb30BAaHUEM
[ITOMD, Tak Kak HMMEET B CBOEM COCTAaBE MHOMXECTBO JIETyYMX MEIIAIIIUX
KOMIIOHEHTOB, TaKMX KAaK aJIkaHbl, CIUPTHI, KETOHBI. TaKXe yCTaHOBJIEHO, 4YTO
MAPUJIVMH U €T0 IPOU3BOJHBIE B JOCTATOYHBIX KOJWUYECTBAX MOTYT IPUCYTCTBOBATH B
TopdsIHOM MOYBE, HE MOJIBEPKEHHON BIMsiHUIO TTposuBoB H/IMI'.
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Tabmuna 29 — Jleryuue nponyktel Tpanchopmanuu HIMI', nnentudunmupoBanusie B TopdsHoi mouse merogom TOMDI-IX-
MC/MCmna?2,3,4,5,6,7,15u 30-e cyrku nocie BHecenunss HIAMI

RT OCHOBHBIEC HOHBI, [Tnomanp nuka, y.e. x 10
- CoenuHeHue CASNo. |m/z (OTHOCI/ITGJIBI:aﬁ Do 5 3 4 5 5 7 15 30
MHTEHCUBHOCTbD, %)

1 2 3 4 5 6 7 8 9 10 11 12 13
1,6 |N,N-JIlumeTunMeTraHaMuH 00075-50-3 |58 (100); 59 (68) v/o| 8,82| 8,38/ 8,17| 6,69| 8,61| 937| 242 +
1,7 |N-MerunensranaMuH 43729-97-1 |42 (100); 57 (33) H/o| 7,94| 758| 6,23| 6,34| 11,30| 3,83| 3,99 +
2,4 |1,12-Tpumerniruapasut 01741-01-1 |59 (100); 74 (61) w/o| 1,62 0,82 H/O H/0O H/O H/0O H/0 H/O
2,9 |AMMCTILITHpasO 02035-89-4 |72 (100);42 (98) | mio| 02| %071 3987| 14.35| 12,11| 9,63] 6.26]  +

dhopmanpaeruaa 03 8
3,1 |MeTriaMHUHOAIICTOHUTPHII 05616-32-0 |69 (100); 42 (62) w/o| 4,34 151| 050| 0,41 0,75/ 0,59 H/0 H/0
3,2 | Aumerunruapason-2-npornanon |13483-31-3 | 100 (100); 44 (67) w/o| 4,83| 3,90| 2,81 1,38 1,25/ 1,05/ 1,16 +
3,3 |1-/lumerunamuno-2-nponanon |15364-56-4 |58 (100); 42 (21) w/o| 4,56| 4,88| 1,36| 1,36| 3,00 0,99, 0,50 +
3,6 |N-IlenTunuauHMeTaHAMUH 10599-75-4 |42 (100); 57 (79) 25| 1,28 1,72 142, 2,00| 6,64 3,28| 2,61 +
4.0 JlumeTunaruapasox 07422-90-4 |86 (100): 44(91) o 358,9| 241,4| 264,3| 104,9| 105,9| 111,7| 131,6 +

areTaabIeruia 1 0 9 5 6 5 9
5,1 |N-Drummentunmuaunamerrnamus | 18641-74-2 |70 (100); 85 (92) w/o| 0,31 0,58| 0,81 1,16| 2,12\ 1,48| 0,74 +
5,6 |Jumerunruapason npomanans |07422-93-7 |44 (100); 100 (72) v/o| 15,16| 11,45| 9,33| 4,15| 5,21| 6,88 4,90 +
5,9 |/MMCTIIIIAPA3OH 2- 13063-57-5 |43 (100); 44 (95) wo| 19.00| 1276| 6,00 527| 822| 610 326  +

METHIIITPOIIAHAIIS

] 1315,| 1105, 973,7| 951,7| 1315,| 1291,| 302,8

6,7 |JlumeTunaMuH 00124-40-3 |44 (100); 45 (63) H/0 49 79 0 5 58 31 5 +
8,0 if};i‘f;mpo':g'“‘em“{“' 01911-30-4 |83 (100); 84 (87) wo| 1726/ 1,00| 048/ 053 852| 335 129 +
8,7 | lumerunruapason OyTaHas 10424-98-3 |44 (100); 85 (79) v/o| 14,29| 14,38| 15,21 7,89 7,08, 9,55| 10,29 +
8,9 [1,1,4,4-Terpamerun-2-terpasen |06130-87-6 |116 (100); 43 (58) H/O 597’3 227’2 57,31| 11,88| 7,73| 3,17| 1,42 H/O
9,8 [1-Metua-1H-iuppon 00096-54-8 |81 (100); 80 (73) w/o| 1,22| 1,67| 3,98| 4,15| 11,85| 12,68| 14,82 +
10,2 |3-MeTunanoKkconumnepasuH - 85 (100); 44 (95) w/o| 15,33| 17,67| 21,99| 10,19| 12,51| 13,31| 18,78 +
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[Tpomomxenue Tadauie! 29

1 2 3 4 5 6 7 8 9 10 [ 11 [ 12 | 13
4,5- lurunpo-1,5-numerun-1 H- )
1L | o 5775-96-2 |83 (100); 42 (72) wo| 9,79| 11,64| 533| 2,87| 431| 3,07 2,03 +
12,0 |Mupuun 110-86-1 79 (100); 52 (56) 980 519| 599] 554| 6,08] 16,35] 14,41] 14,20 +
12,4 | NAmvenmammmovermen-: 99 (100); 44 (55) wo| 687| 587| 956 477| 350 233 515  +
13,4 |2,4-lumernn-1 H-nuppon 625-82-1 94 (100); 95 (65) wo| 2,94] 543] 10,13] 11,54 45,89| 33,74| 35,36 +
13,7 |/NMETHITIApaSOl 14090-57-4 |44 (100); 86 (84) wo| 77,54| 89,01| 86,51| 48,44| 48,41| 57,26| 35,74|  +
IICHTaHAJIbACT N 1a
14,5 ifl;iizmpo""5‘I‘HMGT““'1H‘ 28019-94-5 |83 (100); 98 (47) wo| 595 357| 142| 526/ 203| 705 118 +
15,3 | JlumMeTHIaMHHOAIIE TOHU TP 926-64-7 83 (100); 84 (56) 1,70 105'(15 72,78| 13,53| 27,54| 98,46| 37,45| 11,72 +
15,8 |3-Meru-/H-nmpason 1453-58-3 |82 (100); 81 (71) n/o| 59,80| 78,33| 83,36| 98,90 398’8 288'2 139’; +
16,8 |2,5-umernn-1H-nuppon 625-84-3 94 (100); 95 (58) 3,06 11,73] 16,53 29,20] 32,32] 71,58| 84,78] 68,48 +
18,4 |3-Mernnnupuaun 108-99-6 93 (100); 66 (39) 2,19] 1,20] 1,35] 1,32] 143] 2,80] 247] 311 +
18,4 |T'excanuTpui 628-73-9 41 (100); 54 (82) H/O H/O v/o| 5,43| 7,06| 15,08| 11,89| 15,08 +
18,9 |1,3-lumernn-/H-nnpason 694-48-4 96 (100); 95 (94) n/o| 13,35] 12,49] 12,53] 13,31] 49,14| 40,70] 33,89 +
19,8 |N-HurpozogumeTniamMmux 62-75-9 74 (100); 42 (51) v/o| 14,48 11,50| 9,10 9,71| 42,07| 44,11| 47,55 +
N-Drumnaen-N'- _ 380,6| 480,9| 585,9| 340,0| 160,3| 220,7| 2754
19,5 JTUMETUITHIPA3HH i 44 (100); 86 (65) H/o 5 0 1 2 5 8 6 *
21,5 | 3> Amvennr-Lmipason-d- g5y 4.5 o5 (100); 96 (93) wo| 244 372| 370 555| 1520| 12.89| 1206  +
KapOOKCHTUAMH]T
21,9 | lumeTunupuanaMu/ 1467-79-4 69 (100); 70 (56) v/o| 3,35| 3,06/ 0,70 H/O H/0 H/O H/0 H/0
22,4 |2,34-Tpumetwn-1H-mppon  |3855-78-5 108 (100); 109 (64) | w/o| 5,73] 10,95| 15,38] 20,34| 27,09| 33,44| 16,80 +
22,9 | N N-Amveri-L,3- 111-33-1 |58 (100); 85 (60) wo| 28,83) 9,35 292| 1,03 236/ 126 000  +
INponaHauaMHrH
24,6 |1,2,5-Tpumerwn-/H-uppon | 930-87-0 108 (100); 109 (29) | w/o| 2,44| 372| 3,70| 555| 15,20] 12,89| 12,06 +
25,3 | 2-Metun-2H-tetpason 16681-78-0 |28 (100); 56 (48) wo| 3,31] 348 595 6,54| 26,14| 23,.83] 17,28 +
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[Tpomomxenue Tadauisl 29

1 2 3 4 5 6 7 8 9 | 10 | 11 | 12 | 13

25,8 | Ilumermnruapa3on rentananst  |67660-53-1 |86 (100); 44 (89) v/o| 45,20| 65,40| 97,23| 55,48| 11,37| 17,90| 27,00 +

28,9 | Iumernnruapason remranans® |67660-53-1 |86 (100); 44 (89) wo| 185 2,85 382] 2,31] 052] 058 1,06 +

30,0 |2,3,4,5-retpamernn-1H-iuppon |1003-90-3  |122 (100); 123 (58) | 0,08] 1,99 3,68| 577 535 3,71 4,81 3,40 +

31,4 |N-OenunMeTuiIeHMETaHAMUE | 622-29-7 118 (100); 119 (53) 5,50| 37,06| 64,66 29,82| 54,08| 35,15| 37,56| 14,82 +

359 |1-Memmi-1H-1,2,4-tprason | 6086-21-1 |83 (100): 56 (40) wo| 34,95| 34,27| 36,50| 39,93 143’8 113"7‘ 7856  +

39,0 |1 2mr-1,2-mrnapo-2-meti- | 125 (100); 115 (93) | wmlo| 2.62| 2.00| 1.85| 1,02| 052| 084 068 +
3H-nupposn-3-on

40,2 | Aumermnruapason 4-renranona |14090-58-5 |44 (100); 45 (95) v/o| 3,63| 3,69| 2,33| 2,32/ 1,41| 156/ 1,40 +

47,4 |METHITUIDA30R 2- 14064-21-2 | 138 (100); 95 (31) wo| 539 349| 3,68 1,17| 015 0,10 0,28 +
dypanpaeruaa

49.6 | Jumerwirnapason stamgmans | 26757-28-8 |44 (100): 42 (41) H/o 651'2 493’2 280’2 2856/ 000 000 109  +

575 |1 Memui-2-amuo-1H- 6646-51-1 |97 (100); 96 (72) 6,88| 896| 588 528| 425/ 252| 046| 6,88 +
AMHUIa30J1

80,0 | 1H-Munon 120-72-9 117 (100); 90 (37) | 7,10| 6,18 7,07| 382] 085/ 154 530 7,10 +

[Ipumeuanue: H/0 — He 0OHAPYKEHO; * — COEAMHEHNE UMEET CX0XKUN Macc-CIEeKTp, OIHAKO OTJIMYAETCS BpeMs yAepKUBaHuUs, HE0OOX0aMa
JIOTIOJTHATETbHAS HIICHTU(UKANNA. Y CITIOBUS aHamn3a: Buaisl 20 M1, Macca odpasinia 1,0 r; nodarka 3,0 r Ba(OH)2:8H20; IITOMD nokpeiTiem 85
MkM Kap/ITJIMC B teuenune 40 mun npu 60°C; nporpamma ecopbuuu: ucxoanas temneparypa 170°C (0,1 Mmun), 3aTem HarpeB co CKOPOCTHIO
5°C/c o 250°C (85 mun); kpuosoBymka -80°C (5 MuH), 3ateM HarpeB co ckopocThio 20°C/c mo 200°C ¢ mocaeayromniei BeIISPKKOH 10 KOHIIA
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3.5.6 3akmroueHue 1Mo pasueny

Taxum o6pa3om, B JaHHOM pa3jiesie MOKa3aHo, YTo:

— nob6aBka Ba(OH)2:8H20  mno3Bosnsier  oOHapyXuBaTh  HauOoOJbIlEe
KOJIMYECTBO MpoaykToB TpaHchopmauuu HJIMI' B mouBe mpu aHanuze MeTOAOM
[MTOMD-I'X-MC/MC B pexxume AETEKTUPOBAHUS HA TPETHEM KBaJIPyIIOJIE;

— mpeBanupytomumu Metabonutamu HIMIT B TopdsiHO# MouBe SBISIOTCS
MIPOU3BOJIHBIE AUMETUITHAPA30HA, TUPa30a, MUppoIa, a Takxke aumetuinamMud, MTA
u HIAMA;

— TopdsHas ToYBa SBIAETCA CIOXHBIM OOBEKTOM JJId aHaiu3a ¢
ucrnonb3oBanueM [ITOMD, Tak kak MMEET B CBOEM COCTABE MHOXKECTBO JIETy4MX
MEIIAIMNX KOMIIOHEHTOB, TAKMX KaK AJIKAHbI, CIUPTHI, KETOHBI,

— TUPUOUH U €ro NPOM3BOJHBIE B JIOCTATOYHBIX KOJIMYECTBAX MOTYT
MIPUCYTCTBOBATh B TOP(SHOM MOYBE, HE MOABEPKEHHON BIUSHUIO MpouBoB HJIMI;

— HCIIOJIb30BAHME  HarpeBa  TOP(SHOW  MOYBBI  JJIi  IOBBILICHUS
3¢ (EeKTUBHOCTH SKCTPAKIUH, a TAK)KE YCKOPEHMSI ITPOLIecca ypaBHOBEUINBAHUS [1OCIIE
BHECEHHS] BHYTPEHHET0 CTaHAapTa B 00pa3ell He peKOMEHIYETCsl, TaK KaK 3TO MOKET
OPUBECTH K HCKAKEHHBIM JaHHBIM (Pa3jlOKEHHIO HECTAaOWJIbHBIX IPOJYKTOB
TpaHC(hOpMAIIMU, PA3TIOKCHHIO OPraHWYECKOTO BEIeCTBa MOYBHI). OmnTUManbHOE
Bpemsi u temneparypa [IT®OMD npoaykros Ttpanchopmanuun HIAMI u3 TopdsHoi
mouBsl — 60 MuH u 40°C, COOTBETCTBEHHO.
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3AK/IIOYEHUE

[lo pe3ynbraTam aucCepTAIMOHHON pabOThI CAEIaHbI CIEIYIOIINE OCHOBHBIC
BBIBO/IbI:

KosnmdecTBEeHHBIN aHAIN3:

— MTA-d3 no3BossteT 3P PeKTHBHO KOHTPOIHPOBATh MATPUUHBINA dPPEKT 151
oaHoBpemeHnHoro omnpenenenuss HJIMA, JIM®A u MTA B mnoyBax ¢ HHU3ZKUM
COJIEp’)KaHUEM OPraHMYECKOTO BellecTBa ¢ ucnoiab3oBaHueMm [ITOMD npu 60°C B
TeueHne 15 MuH. /{18 mOYB C BBICOKMM COAEPKAHUEM OPraHMYECKOTO BEIIECTBA
HEO0OXOIMMO TOCTPOCHHUE OTMEIHHON KaTIMOPOBOYHOUM MPSIMOM, B OCOOCHHOCTH IS
aHAJIUTOB C HU3KUM MOTEHIIMAJIOM MPOTOHUPOBAHUS.

— Iloaxon, ocHOBaHHBIM Ha COBMEIIEHHMU METOJa 100AaBOK UM BHYTPEHHETO
cTaHjapTa odbeceunBarOT TouHoe oHOBpeMeHHoe onpeaenenne HIMA, [IM®A, N-
MeTuipopMamuia, GopMamuia, 3-mMeTWiInHpuauHa, l-metwn-1H-umupazona u 3-
Metui-1H-nupa3zona B mouBe ¢ wucnoib3oBaHueM I[ITOMDI. JIpyrue npoayKThl
TpancopManii MOTYyT ObITh KOJWYECTBEHHO OILICHEHBI C MCIIOJIb30BaHUEM METOJa
no6aBok 0e3 yuera oTkiarkoB MTA-d3.

— Okctpakmus npoayktoB Tpanchopmanuu HJMI w3 npod Boasl ¢
WCIIOJIb30BAaHUEM TTOKPBITUS HA OCHOBE 85 MkM KapOokcena/momuaumMeTuiIcuiIokcana
npu 50°C B Teuenne 60 MuH oOecrieynBaeT HAMIYYIIIee COUCTaHUE YYBCTBUTEIIBHOCTH
U TPaBWIBHOCTU. TaHJEMHOE MacC-CIIEKTPOMETPUYECKOE OOHApyXKEHUE C
MOJOXXUTEIIbHOM ~ XMMHYECKOM  HMOHM3alMEld  MNOBBIIAECT  MPABUJIBHOCTH U
CEJIEKTUBHOCTh MeTojla. KanumOpoBka MO BHEIMIHEMY CTaHAapTy oOecreuynBaeT
MpUEMJIEMYIO TPABUIBHOCTh M MOET OBITh HUCIOJIb30BaHA ISl KOJIUYECTBEHHOU
orieHku. [[ns yydmieit mpaBUILHOCTH CJIEAYET MCIOJIb30BaTh KaJTUOPOBKY METOAOM
n00aBOK, KOTOpasi, OJTHAKO, YCIOXKHSIET aHAJIU3.

[TonykonruecTBEHHBIN aHAIN3 JJIS OLIEHKU MTPUOIN3UTEIIBHBIX KOHIICHTPAIUH:

— PeanbHbIC 3arps3HEHHBIC TPOOBI U SKCTPAKIIHS PACTBOPUTEIIEM MOTYT OBITh
WCITOJIb30BaHBI ISl KAIMOPOBKY I101X0/1a, OCHOBaHHOTO Ha TA®MD 13 ra3oBoii (a3sl
HaJ 00pa3iioM. COOTHOIIIEHHE OTKIMKOB aHAJIUTA U BHYTPEHHETO CTaHAApTa JAOJAKHO
WCIIOJI30BAThCSI B KaUECTBE AHAIIMTUYECKOTO CHTHAJA JUIsi OOJBINEH MPaBUILHOCTH
KAIUOPOBOYHBIX TpaUKOB M pe3yJbTatoB aHanu3a. CoelUHEHUS, IS KOTOPBIX
CTaHJIapThl HEJOCTYIIHBI, MOTYT OBITh ONpPEJIETEHbI TOJIYKOJINYECTBEHHO B 00pa3iax
MOYBLI C KCIOJIb30BaHHEM TpadUKOB Ji aHAJUTOB CO CXOXKEW XUMHUYECKOU
CTPYKTYpPOH.

KauecTBeHHbIl aHamu3 TOpPSHON MTOYBHI:

— TUPUOUH U €ro NPOM3BOJHBIE B JIOCTATOYHBIX KOJIMYECTBAX MOTYT
NPUCYTCTBOBATH B TOP(SHOM MOYBE, HE TTOIBEP>KEHHOM BiusiHUIO MposinBoB HJIMI';

— nobaBka Ba(OH)2:8H20  mo3Bomsier  oOHapyXuBaTh  HauOoOJbIlEe
KOJIM4YECTBO MpoAyKToB TpaHcopmauuu HJIMI' B TOpdsaHON mouBe npu aHamuze
MerogoM TOMD-I'X-MC/MC B pexuMe JeTEeKTUPOBAHUS HA TPEThEM KBAAPYIIOJIE;

— WUCIOJb30BaHWE  HarpeBa  TOPGSHOWM  TMOYBBI  JJIE  TOBBIIICHUS
3 (PEKTUBHOCTHU IKCTPAKIINH, a TAK)KE YCKOPEHHUS MPOIecca ypaBHOBEITMBAHUS TIOCIIE
BHECEHHUS BHYTPEHHETO CTaHAapTa B 00pasel] He PeKOMEHAYETCs, TaK KaK 3TO MOXKET
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OPUBECTH K HCKAXEHHBIM JAaHHBIM (Pa3lokKEHUI0 HECTAaOWIbHBIX MPOAYKTOB
TpaHcopmaluy, pPas3IoKEHUIO OPraHUYEeCKOro BellecTBa IMO4YBbl). OnTHMaiIbHOE
Bpems u Temneparypa [ITOMD npoaykroB Tpanchopmannu HIMI' u3 topdsaoi
nmoussl — 60 muH u 40°C;

— npeBanupytroumu Merabonuramu HJIMIT B TopdsiHOM mouBe SIBASIOTCA
IIPOU3BOJIHBIE JUMETHITHAPA30HA, TUPa30ja, MUppoa, a Takke aumerniaaMud, MTA
u HIIMA.

Pa3zpaboTanHbie METOJIMKN UMEIOT OYEBUJIHBIE TTPEUMYIIIECTBA TIEpEl IPYTUMHU
JOCTYITHBIMU METOAMKAMU M MOTYT OBITb PEKOMEHJIOBAHbI JUIsl TPUMEHEHUS B
IIPOrpaMMax 3KOJIOTMYECKOI0 MOHUTOPHUHTIA ACATEIBHOCTH KOCMOApOMa ballkoHyp H
IPYTUX KOCMOJIPOMOB II0 BCEMY MUPY, UCIIOJIB3YIOIIMX PAKETHOE TOILUIMBO HA OCHOBE
runpasuHa. Ilpenensr oOHapyXkeHHUs pa3pabOTaHHBIX METOAMK KOJIMYECTBEHHOTO
aHaJM3a B OCHOBHOM HaXOJSTCS HA YPOBHE MKI/KT WM MKT/JI (ppb), 4TO MO3BOJISET
aHAJIM3UPOBATH CJIEAOBBIE KOHLEHTpAMH 3arpssHuTenci. [lomydeHHble pe3ynbTaThl
Takke BaXHbI 17151 Teopun [IITOMD, nockonbKy pazpadOTaHHbIE TOAXObI MOTYT OBITh
VCIIOJIb30BaHBI IS ONIPEACIICHUS APYTUX CIOKHBIX AHAJIUTOB B ITIOYBE U BOJIE.

Pa3paboTanHple METONMKM MOTYT OBITh BHEIPEHBI B J1IA0OpaTOpUH C
¢bynkuuonupytomen  cucremoir  I'X-MC  w/mmu  I'’X-MC/MC B HayuHo-
UCCIENOBATENbCKUX LeisX. [IpM  HaauuMum M30TONHOMEYEHHBIX BHYTPEHHUX
CTaHJAAPTOB TOYHOCTh METOJMK MOKET OBbITh YJydllleHa, a KpPYyT ONpeaeisieMbIX
aHanutoB yBenumueH. B arrecroBanubix no ['OCT ISO/IEC 17025-2019
1abopaTopusX I BHYTPEHHETO MOJb30BaHMS MpeijlaraéMble METOIUKUA MOTYT OBITh
B3STHl 32 OCHOBY JUIsl pa3pabOTKU CTaHIAAPTHBIX OMNEPALMOHHBIX MPOLEIYp C
MOCJICYIOIIEH BHY TPUIA00pATOPHON BaIUaAINCH.

Ha tepputopun PecnyOmuku Kaszaxcran mns ananm3a oOpasiioB C IIENBIO
OLICHKM HX IapaMETPOB C YCTAHOBJIEHHOW TOYHOCTBIO, JUOO IS HU3MEPEHHH, K
KOTOPBIM YCTaHOBJIEHbl METPOJIOTMYECKHE TpeOOBAaHMS B MEPEUYHSAX H3MEPEHHUI,
OTHOCSIIIUXCSI K TOCYJapCTBEHHOMY PETYJIMPOBAHUIO, U HOPMATUBHBIX IPABOBBIX
aKTax, METOJMKA JIOJKHA OBITh aTTECTOBAaHA B KAay€CTBE METOJMKH BBINOJHEHUS
MU3MEPEHUH C IOCIEAYIOICH PErHCTpalye B PeecTpe roCyIapCTBEHHOU CHUCTEMBI
oOecrieueHus eAMHCTBA U3MepeHuil, cornacHo [Ipukazy MuHucTpa 1o MHBECTUIUSAM
u pasButuio PecnyOnmuku Kazaxcran ot 27 paexadps 2018 roma Ne 932 «O6
yTrBepxacHun [IpaBuin pa3paboTKH, METPOJIOTUYECKON aTTEeCTal[MH, YTBEPKIECHUS U
pEerUCTpallud B PEECTpe TOCYAApCTBEHHOM CHUCTEMBbl OOecleueHusi €AMHCTBA
W3MEPEHUN METOIMK BBIMIOJTHEHUS U3MEPEHUN U pe(PepEeHTHBIX METOAUK BHITIOTHEHUS
U3MEPEHUN W OKa3aHus TroCyAapCTBEHHOM yciyru '"Peructpauus B peecTpe
['ocynapcTtBenHoil cuctembl usMmepeHud PecnyOnuku KazaxctaH MeTOguKH
BBITIOJTHEHUS U3MEPEHUH, pa3pab0TaHHOW U aTTecTOBaHHOM B cTpaHax CoapyxecTBa
HesaBucumeix ['ocymapcts'».

PMI' 61-2010 «Iloka3arenn TOYHOCTH, MPABUIBHOCTH, NPEUU3NOHHOCTH
METOJIMK KOJUYECTBEHHOT0 XMUMHUYECKOTO aHainu3a. MeToibl OLEHKH» Tpedyer
NOJATOTOBKH PsAJIa UAESHTUYHBIX MPOO MaTepHaa Jijisl UCTIOIb30BaHUS B SKCIIEPUMEHTE.
[TouBa, SIBNISASICH FETEPOr€HHBIM 0OBEKTOM aHATN3a HE MOXKET 00ECTIEUUTh TPeOyeMyIo
OJTHOPOAHOCTb, YTO SIBJISETCA BAXKHBIM HCTOYHUKOM paCXOXIEHUH. [[ns oueHku
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TOYHOCTH (IIPABUJIBHOCTH U NPELM3NOHHOCTH) METOJIUKH PEKOMEHYETCSI CIEA0BATh
['OCT P UCO 5725-5-2002 «ToyHOCTh (IPaBUIBHOCTh U MPEIIU3HOHHOCTh) METO/IOB
U pe3yJIbTaTOB U3MepeHuid. HacTpb 5. AJIbTepHATUBHBIE METOJIbI U3MEPEHUI.

[Iponyktel Tpancopmauuu HJIMI', BHOcHMBIE B KOHTPOJIbHBIE OOpa3Libl,
JIOJDKHBI  00MafaTh XMMHYECKOM CTaOMIBHOCTBIO, a CIOcoObl XpaHeHHS U
TPAaHCHOPTUPOBKU OOPA3LUOB JOJKHBI MCKIIOYATh HArpeB, MOIMAJaHUuE COJIHEYHOIO
CBETA U UCIIAPEHUE JIETYYUX AHAIUTOB JIJI1 MUHUMU3ALUN PACXOKICHUIN pe3yJIbTaTOB
U3MEpPEHUN B MEKIIa00PATOPHBIX UCCIIEAOBAHMSIX.

119



CIIMCOK NCITOJIb30BAHHBIX UICTOYHHUKOB

1 Environment and development Nexus in Kazakhstan. A series of UNDP
publication in Kazakhstan, #UNDPKAZ 06. — Almaty: “LEM Printhouse”, 2004.

2 DKOJIOTMYECKHE NPOOJIEeMbl U PUCKUA BO3JECUCTBUI PAKETHO-KOCMHUYECKOM
TEXHUKUA Ha OKpYXaroImryto npupoanyio cpeny / [lox pen. B.B. Anymkuna u C.H.
Koznora. — M.: «Arkun», 2000. — 640 c.

3 Bcemupnas sHnukinoneaus kocmonaBTuku / Ilox pea. FO.H. Konrera. — M.
«Boennsiit napaa», 2002. — 502 c.

4 CyinmenbOaeB b.T., Makcun JI.I', KymuxoB C.A. Dxosorudeckas
0€30MacHOCTh JSKCIUTyaTallud PAKETHO-KOCMUYECKUX KOMIUIeKkcoB. — M.: U3a-Bo
MAWN, 1997. - C. 44.

5 Bopoxeiikun A.Il., KacumoB H.C., Koponesa T.B., Ilpockypsaxos HO.B.
DKOJIOrO-TUTMEHUYECKasl CUTyallus B palloHaxX MaJIeHHUsl MEepBOM U BTOPOU CTYIEHU
pakeT-HOcutene Ha Tepputopuun Pecnyonuku Kazaxcran // Bectauk Kapl'V. Cepus
xumudeckas. — 2001, — Ne 1(21). — C. 82-83.

6 Camosckuit A.Il., Onpkun C.E., Panyta B.®. u 1p. OcoO0eHHOCTH MOBEICHUS
renTuia B palloHaX MaJeHUusl OTICISIOMMXCS YacTe pakeT-HocuTenei // Xumus B
uHTepecax ycrornuuBoro pazputus. — 2001. — No 6.

7 Koroleva T. V., Semenkov I.N., Sharapova A. V., Krechetov P.P., Lednev
S.A. Ecological consequences of space rocket accidents in Kazakhstan between 1999
and 2018 // Environmental Pollution. — 2021. — Vol. 268. — ID 115711.

8 Kenessov B.N., Koziel J. a., Grotenhuis T., Carlsen L. Screening of
transformation products in soils contaminated with unsymmetrical dimethylhydrazine
using headspace SPME and GC-MS // Analytica Chimica Acta. — 2010. — Vol. 674, Is.
1. - P. 32-309.

9 KopomeBa T.B. JlangmadTHO-TEOXMMHYECKUN aHaIU3  3arpsi3HCHUS
HECUMMETPUYHBIM JTUMETUIITUIPA3UHOM pANMOHOB TMAJACHUNA MEPBBIX CTYINEHEN
kocmuueckux paket (Llenrpansubiii Kasaxcran) / ABroped. Auicc. Ha COMCKaHUE Y.
CTeleHu K.I.H. — Mocksa, 1995. — C. 22.

10 Nauryzbaev M.K., Batyrbekova S.Y., Tassibekov K.S., Kenessov B.N.,
Vorozheikin A., Proskuryakov Y.V. Ecological problems of central asia resulting from
space rocket debris // History and Society in Central and Inner Asia Toronto Studies in
Central and Inner Asia, Ne7 Asian Institute, University of Toronto, Toronto. — 2005. —
P. 327-349.

11 KacumoB H.C., I'pebentox B.b., Koponera T.B., Ilpockypsikor [O.B.
[ToBeaeHme pakeTHOTO TOTUTMBA B TOYBE, Boie U pacTeHusx // [louBoBenenue. — 1994,
—Ne 9. - C. 110-120.

12 BateipOekoBa C.E. DKOJIOTUYECKOE COCTOSIHUE TEPPUTOPHUIA,
MTOJIBEP/KEHHBIX HETaTUBHOMY BO3JICMCTBUI0 PAKETHO-KOCMHUYECKOW IEATEIBHOCTH

120



kocmoapoma «baiikonyp» // Jluccepramusi Ha COMCKAHUE yUYEHOM CTETEHU TOKTOpa
XuMUu4Yeckux Hayk. — Anmatsl, 2008. — C. 528.

13 HUcnwiTatensHble W pakeTHble NONMMroHel // Okpyxaromas cpena u
ycroiunBoe pa3utue Kazaxcrana. Cep. nyOmukauum [IPOOH Kaszaxcras.
NeUNDPKAZ 06. — Anmartsr, 2004. — C. 161-167.

14 Koroleva T. V., Krechetov P.P., Semenkov I.N., Sharapova A. V., Lednev
S.A., Karpachevskiy A.M., Kondratyev A.D., Kasimov N.S. The environmental
impact of space transport // Transportation Research Part D: Transport and
Environment. —2018. — Vol. 58. — P. 54-609.

15 Lednev S.A., Koroleva T. V., Semenkov I.N., Klink G. V., Krechetov P.P.,
Sharapova A. V., Karpachevskiy A.M. The natural regeneration of desert ecosystem
vegetation at the 2013 crash site of a Proton-M launch vehicle, Republic of Kazakhstan
// Ecological Indicators. —2019. — Vol. 101, Is. August 2018. — P. 603-613.

16 3amyckm cnyTHHKOB (KocMmmueckmx ammapatoB) B 2013 romy. — URL:
http://mapgroup.com.ua/kosmicheskie-apparaty/zapuski-sputnikov/zapuski-putnikov-
v-2013-godu.

17 YepunouBanoBa A. «IIpoton-M» B3opBaics npu 3amycke. — 2007. — URL:
https://www.gazeta.ru/social/2007/09/06/2131513.html.

18 BaiimyxamberoB K.K. I'mruenndeckass xapakTepucTUKa paiioHa MaICHHS
BTOpOM CTylleHUu pakeTroHocurenss «lIpoToH-M» W 310pOBbE IIPOKUBAIOLIETO
Hacenenus // Hayka u 3apaBooxpanenue. — 2010. — Ne 6. — C. 84-86.

19 Ortuer o0 Hay4HO-HCCleNOBaTeNbCKOU paboTe «OlleHKa YCTOWYUBOCTU
INPUPOJHBIX SKOCUCTEM, MOJBEPKEHHBIX BO3JCUCTBUIO PAKETHO-KOCMHUUYECKOMN
NEeATENbHOCTH. DKCIEPUMEHTAIbHBIE HCCIEJOBAaHUS MO OOOCHOBAHUIO NpPENEIbHO-
JOTYCTUMON KOHIIEHTpAIlMU TOKCHUYHBIX KOMIIOHEHTOB pPAaKETHOTO TOIUIMBA U
MPOAYKTOB HX XHMHUYECKOU Tpanchopmanmu (dacte 2). HHBEHT. HOMED:
0213PK00173, per. nomep: 0108PK00173. PecnyOnukaHckoe ToCyJIapCTBEHHOE
npennpusitue «Hayuno-uccrnenoBatenbckuii eHTp «Fappim-Oxonorusy (PI'TI « HULL
«Fappi-Okonorusi»). PykoBoaurens npoekra: Kyobaros K. — Anmarsr, 2012.

20 Kazaxcran u Poccus JOroBOPWIHMCH YMEHBIIUTh KOJMYECTBO ITYCKOB
«[Iporona» ¢ baiikonypa g0 2016 . — 2014. — URL.: http://www.zakon.kz/4670335-
kazakhstan-i-rossija-dogovorilis.html.

21 Tlanox K.K., Cemenuno E.I'. MoTopHbI€, peakTUBHBIE U PaKETHBIE TOTLIUBA.
— M.: I'ocronrexuszaar, 1962. — C. 633.

22 TacubexoB X.C., Opazbaes A.E., bareipbexkoBa C.E., AGpamoB A.C.
Hekotopble  3aKOHOMEpHOCTH  Mpolecca  JECTPYKIUM  HECUMMETPHUYHOTO
JTUMETWITHIpa3iHa B OCHOBHBIX THUIAX MOYB PallOHOB MaJEHUS MEPBBIX CTYNEHEH
paket-Hocuteneit “IIporon” // Bectnuk KazHY. Cepust xumuueckas. — 2005. — Ne 4. —
C. 191-195.

23 AmumkanoBa M.b., [locxkan I'.H., Kenecor b.H., bareipbekoBa C.E.,
Haypriz6aes M.K. HUzydyenue nporeccoB tpanchopmaruu 1,1-gumeTunruapasuta B

121



Bojic B mpucyTcTBUU KaTrnoHoB xene3a (l11), mequ (1) u mapranmna (1) // BectHuk
Ka3zHY. Cepus xumnueckas. — 2014. — Ne 2. — P. 41-44,

24 TacubexoB X.C. 3aKOHOMEPHOCTH MHIpAllUd  HECHUMMETPUYHOTO
nuMmeTwiruapazuia B nouBax llentpanbHoro Kaszaxcrana // ucceprauus Ha
COMCKaHME YUYEHOM CTENEeHU KaHIu1aTa XMMUYEeCKUX HayK. — AnMatsl, 2006.

25 Kosyakov D.S., Ul’yanovskii N. V., Pikovskoi L.I., Kenessov B., Bakaikina
N.V., Zhubatov Z., Lebedev A.T. Effects of oxidant and catalyst on the transformation
products of rocket fuel 1,1-dimethylhydrazine in water and soil // Chemosphere. —
2019. — Vol.228. — P.335-344.

26 AnumvkanoBa M.b. IlpoaykTel Tpanchopmanmu 1,1-muMeTmiruapasuia u
UX OINpelereHre XpoMaTrorpaUuecKuMi METOJAMM @ JHCCEepTalus Ha COMCKAaHHE
YYEHOM CTENEHM KaHAuJaTa XUMHUYECKMX HaykK. Kazaxckuil HaluoHaIbHbIN
yHUBEpCUTET nMeHH anb-Dapabu. — Anmarsl, Kazaxcran, 2009.

27 Ul’yanovskii N.V., Kosyakov D.S., Pikovskoi LI, Khabarov Y.G.
Characterisation of oxidation products of 1,1-dimethylhydrazine by high-resolution
orbitrap mass spectrometry // Chemosphere. — 2017. — Vol. 74. — P.66-75.

28 bypsk A.K., Tarayposa O.I'., YnesnoB A.B. HccinenoBanue npoaykToB
TpaHC(i)OpMaHI/II/I HCCUMMCTPHUYHOTO AJUMCTUITHAPA3WHA HAa MOICJIbHBIX COp6eHTaX
METOJIOM Tra3zoxpomarorpaduu/macc-ciekTpoMerpun //  Macc-cieKTpoMeTpus. —
2004. — No2. — P. 147-152,

29 Smolenkov A.D., Rodin LLA., Shpak A.V., Shpigun O.A. 1-Formyl-2,2-
dimethylhydrazine as a new decomposition product of 1,1-dimethylhydrazine //
International Journal of Environmental Analytical Chemistry. — 2007. — Vol. 87, Is. 5.
— P. 351-3509.

30 Rodin ILA., Moskvin D.N., Smolenkov A.D., Shpigun O.A. Transformations
of asymmetric dimethylhydrazine in soils // Russian Journal of Physical Chemistry A.
—2008. - Vol. 82, Is. 6. — P. 911-915.

31 KenecoB b.H. Mnentudukanus nerydux NPOAYKTOB TpaHCHOpMAIIHH
HCCUMMCTPHUYIHOTI'O AUMCTHIITHUAPA3HHA B II04YBAX MCTOJ0M napO(I)asHoro HN3BJICUCHUSA
B CcoueTaHuu c Xxpomaro-macc-cnekrpomerpueit // N3Bectuss HAH PK. Cepus
xumuueckas. — 2008. — Ne 5. — C.48-53.

32 Kenessov B., Alimzhanova M., Sailaukhanuly Y., Baimatova N., Abilev M.,
Batyrbekova S., Carlsen L., Tulegenov A., Nauryzbayev M. Transformation products
of 1,1-dimethylhydrazine and their distribution in soils of fall places of rocket carriers
in Central Kazakhstan // Science of The Total Environment. — 2012. — Vol. 427-428. —
P. 78-85.

33 Popov M.S., Kosyakov D.S., Ul’yanovskii N.V. Analysis of nitrogen-
containing rocket fuel transformation products in loamy soil by thermal desorption gas
chromatography-tandem mass spectrometry // Journal of Separation Science. - 2024. —
Vol.47, Is. 16. — ID €2400383.

122



34 Torabi Angaji M., Ghiaee R. Decontamination of unsymmetrical
dimethylhydrazine waste water by hydrodynamic cavitation-induced advanced Fenton
process // Ultrasonics Sonochemistry. — 2015. — Vol. 23. — P. 257-265.

35 U.S. Environmental Protection Agency. Health and Environmental Effects
Profile for 1,1-Dimethylhydrazine. EPA/600/x-84/134. Environmental Criteria and
Assessment Office, Office of Health and Environmental Assessment, Office of
Research and Development, Ci.

36 Toxicological Profile for Hydrazines // Agency for Toxic Substances and
Disease Registry (ATSDR). — Department of Health and Human Services, Atlanta,
U.S.: Public Health Service, 1997.

37 O toxcuuynoctu rentuna / [lox pen. Aryxunckoro JI.C. — Mocksa, 2014.

38 Brubaker K.L., Stetter J., Demirgian J.C. et al. Products of the neutralization
of hydrazine fuels with hypochlorite // The 1985 JANNAF Safety and Environmental
Protection Subcommittee Meeting. — Argonne, IL: Argonne National Laboratory,
1985.

39 Mitch W.A., Sharp J.O., Rhodes Trussel R. et al. N-Nitrosodimethylamine
(NDMA) as a drinking water contaminant: A review // Environ. Eng. Sci. — 2003. —
Vol. 20, Is. 5. — P. 389-404.

40 Ilpuka3 MunucTpa 3npaBooxpaneHus Pecryommku Kazaxcran ot 2 aBrycra
2022 roma Ne KP JICM-70 “O6 yrtBepxaeHuu [UrueHnueckux HOPMATHUBOB K
aTMOC(EpHOMY BO3JyXy B TOPOJCKHX U CEIbCKHUX HACEJICHHBIX ITyHKTax, Ha
TEPPUTOPUSX MPOMBIIUICHHBIX OpraHu3alui’ . 3aperucTpupoBaH B MHUHHCTEPCTBE
roctuiun Peciyonuku Kazaxcran 3 aBrycra 2022 roga Ne 29011.

41 Kwuraes FO.I1., By3sikun b.U. I'mapaszonsl. Hayka. — Mocksa, 1974. — 416 c.

42 Carlsen L., Kenessov B.N., Batyrbekova S.Y. A QSAR/QSTR study on the
environmental health impact by the rocket fuel 1,1-dimethyl hydrazine and its
transformation products // Environ. Health Insights. — 2008. — Vol. 1. — P. 11-20.

43 Tynynos I[1.E. Xumuueckue npeBpanieHust TMMETUITHIpa3uHa B aTMocdepe
BO3/lyXa U WICHTH(PUKAINS UX TPOAYKTOB // 3arps3HeHne aTMOC(EPhI U MOYBBI. — M..:
I'mppom. —1991. — P. 87-101.

44 Bbypsx A.K. u ap. OnpeneneHue npou3BOAHBIX TUIpa3Ha U MPOTYKTOB UX
TpaHcopMalMi B OOBEKTaX MHUHEPATBLHOTO MPOMCXOXKACHHs // Te3uchl JOKIaa0B
MEXTYHApOHOTO CUMIIO3UyMa «XpoMaTtorpadusi ¥ Macc-CIIeKTPOMETPHS B aHATIU3E
00BEKTOB OKpy>karorieit cpeasn»y. — Cankt-Ilerepoypr, 1994. — C. 132-133.

45 Tony6 C.JI. u ap. Macc-cieKTpoMeTpusi IpU aHAJIN3€ HECUMMETPUYHOTO
JTUMETHITUIpa3iHa U MIPOIyKTOB €ro TpaHC(hOpMaIlii Ha MOBEPXHOCTH IPUPOIHOTO
muHepana mynruta // |1 Beepoccuiickas kondepenuus “AHanuTHdecKue npuoopsl”.
— Cankrt-IletepOypr: KOPOHA npunt, 2005. — C. 63-64.

46 OTtyeT 0 HAyYHO-HUCCIIeNOBaTEIbCKON padboTe «Co3nanune cuctemMbl (PU3UKO-
XUMHYECKOU AUArHOCTUKKU COJCPIKAHHA KOMIIOHCHTOB PAKCTHOTO TOILUIMBA U
MPOJYKTOB UX TMpEBpaIieHusi B 00beKTaxX OKpy:karomieil cpeanl. M3yuenue ¢puznko-

123



XUMHUYECKUX OCHOB TOBEJACHUS KOMIIOHEHTOB >XHIKOIO PAKETHOrO TOIUIMBA B
pPa3IMUHBIX 00BEKTAaX OKpyxarmie cpeas». MuBent. Homep: 0206PK01079, per.
Homep: 0105PK00166. Llentp dus.-xum. meto. ananusza npu KasHY. PykoBoaurens
npoekta: M.K.Haypniz6aes.

47 Carlsen L., Kenessov B.N., Batyrbekova S.Y. A QSAR/QSTR study on the
human health impact of the rocket fuel 1,1-dimethyl hydrazine and its transformation
products. Multicriteria hazard ranking based on partial order methodologies // Environ.
Toxicol. Pharmacol. — 2009. — Vol. 27. — P. 415-423.

48 Kymmea B.C., T'opmkxoBa P.b. CnpaBoYHMK 1O TOKCHUKOJOTHH H
ruruennyeckuM HopMatubam (I1IK) moTeHIanibHO OMacHBIX XUMUYECKHUX BEIIECTB.
— M3aAT. Mockaa, 1999. — C. 195-202.

49 TH. 2.1.5.1315-03. IlIpenensHo pomyctumble KoHueHTparuu (I11K)
XUMUYECKUX BEIIECTB B BOJIE BOJOEMHBIX OOBEKTOB XO3AMCTBEHHO-IIUTHEBOTO
KyJIbTYpPHO-OBITOBOTO BOJIONOJIb30BaHMs. — MockBa: Mun3apas Poccun, 2003.

50 TH. 2.1.6.2309-07. OpueHTupoBOYHbIE O€30MaCHBIE YPOBHU BO3JEHCTBHUS
(OBYB) 3zarpssmstonux B arMocepHOM BO3AyXe HACEIEHHBIX MecT. — M.:
Poccuiickuii perucTp MmoTeHUUAIbHO OMACHBIX XMMHUYECKUX Y ONACHBIX BEIIECTB. —
129 c.

51 I'H. 2.2.5.1313-03. Ilpenensno pgomyctumbie KoHueHTparuu (I11K)
XUMUYECKUX BEIIECTB B BO3ayXe padoueil 30Hbl. — M.: U3a-Bo crangapros, 2003. —
125 c.

52 Ul’yanovskii N.V., Lakhmanov D.E., Pikovskoi I.I. et al. Migration and
transformation of 1,1-dimethylhydrazine in peat bog soil of rocket stage fall site in
Russian North // Sci. Total Environ. — 2020. — Vol. 726. — P. 138483.

53 OpazbaeB A.E., TacubexoB X.C., HaiimanoBaa XK., Hayprizbaes M.K.
Yucnennele  pacyer  murpanuu  1-metwin-/H-1,2,4-tpuazoma  //  BecTHuk
HanmonansHol akagemun Hayk PecrryOnmku Kaszaxcran. — 2008. — Ne 2. — C. 47-80.

54 Hu C., Zhang Y., Zhou Y. et al. Unsymmetrical dimethylhydrazine and
related compounds in the environment: Recent updates on pretreatment, analysis, and
removal techniques // J. Hazard. Mater. — 2022. — VVol. 432. — P. 128708.

55 Ilarent Poccwuiickoit denepannu Ne 2174553, Cnoco6 OuoaecTpyKuuu
TenTuiIa — HECCUMMETPUUHOTO quMeTmiruapasuna. Omyos. 10.10.2001.

56 PJI 52.18.579-97 Metoauueckue YKa3aHHS. Konuenrtpanus
HECUMMETPUYHOTO JUMETWITHApPA3WHA B TpoOaxX TMMOBEPXHOCTHONW TPYHTOBOM,
MUTHEBOM BOJABI U MOYBBI. METOAMKA BBIMOJHEHUS] U3MEPEHHN METOJOM XpOMaTo-
macc-cnekrpomeTpun. — HITO «Taiidyn», 1995.

57 AouneB M.b., KenecoB b.H., batsip6ekoBa C. ['azoxpomartorpaduyeckoe
onpenaenenue 1,l-numeTunruapasuHa B 00pasiiax BOAbI METOJIOM TBepaop¢ha3HOi
MUKpOIKCTpakiuu ¢ AepuBaTtuzanueii / Bectauk KasHY. Cepus xummuaeckas. — 2014,
Ne 3. - C. 91-102.

124



58 MBU Ne 4-02. Meroauka BBIIOTHCHUS W3MEPEHUH  MacCOBOM
KOHICHTPpAIN TCTPAMCTUIITCTPA3CHA B 06pa3uax BOJ METOA0OB HOHHOM
xpoMarorpaduu ¢ aMIepoMeTpUIECKUM JieTekTrupoBanueM. — M., 2002.

59 MBU Ne 2-02. Meroauka BBITIOJHEHUS HW3MEPEHUN MacCOBOM J0JU
terpametrriiterpazeHa (TMT) B oOpasmax 1Moy MeToJ0M MOHHOW XpomaTorpaduu c
aMIIEpOMETPUYECKUM AeTeKTUpOoBaHuEM. — M., 2009.

60 US EPA Method 521 (rev. 1.0). Determination of nitrosamines in drinking
water by solid phase extraction and capillary column and solid phase extraction and
capillary column gas chromatography. — Cincinnati, Ohio, USA, 2004.

61 MBU Ne 3-02. Meroauka BBITIOJTHEHUS HW3MEPEHUHW  MacCOBOMU
KOHIOCHTPAOIUM HUTPO30JUMCTUIIAMHUHA B 06pa3uax IIPUPOJHBIX BOA MCETOAOM
oOpaieHHO-(pa3zoBoM xpomarorpaduu co CIeKTpopoTOMETpUUECCKUM
nerektTupopanueM. — M., 2002.

62 Zhang G.Y. et al. GC/MS determination of N-nitrosodimethylamine in waste
water containing 1,1-dimethylhydrazine (in Chinese) // Phys. Test. Chem. Anal. —
2008. —Vol. 44. - P. 11-12.

63 Zhang J. Investigations into the occurrence, formation and fate of N-
nitrosodimethylamine (NDMA) in Air and Water: A dissertation presented in partial
fulfilment of the requirements for the degree Doctor of Philosophy. Arizona State
University, 2016.

64 Grebel J.E., Young C.C., Suffet I.H. (Mel). Solid-phase microextraction of
N-nitrosamines // J. Chromatogr. A. — 2006. — Vol. 1117, Is. 1. - P. 11-18.

65 Llop A., Borrull F., Pocurull E. Fully automated determination of N-
nitrosamines in environmental waters by headspace solid-phase microextraction
followed by GC-MS-MS // J. Sep. Sci. — 2010. — Vol. 33, Is. 23-24. — P. 3692-3700.

66 KenecoB b.H. Wcmomp3oBanue TBepaoda3sHO MHUKPOIKCTPAKIINKM B
Ka4uECTBC HpO6OHOI[FOTOBKI/I AJs1 OIIPEACIICHUS N-HI/ITpOSOI[I/IMeTI/IJIaMI/IHa B BOJC,
3arpsi3HEHHOU B pe3yJIbTaTe MPOJIUBOB T'HIPA3UHOBOTO PAKETHOTO TOIUTMBA // BecTHUK
KaszHY. Cepus xumuueckas. — 2009. — Ne 2. — C. 92-97.

67 Orazbayeva D., Kenessov B., Psillakis E. et al. Determination of
transformation products of unsymmetrical dimethylhydrazine in water using vacuum-
assisted headspace solid-phase microextraction // J. Chromatogr. A. — 2018. — Vol.
1555. — P. 30-36.

68 Ul’yanovskii N.V., Kosyakov D.S., Pokryshkin S.A., Bogolitsyn K.G.
Determination of 1,1-dimethylhydrazine transformation products by gas
chromatography — tandem mass spectrometry // Journal of Analytical Chemistry. —
2015. — Vol. 70. — P. 1553-1560.

69 Smolenkov A.D. et al. Effect of sample preparation conditions on the
determination of the total concentrations of unsymmetrical dimethylhydrazine in soils
//'J. Anal. Chem. —2012. — Vol. 67, Is. 1. — P. 6-13.

125



70 MBU Ne 1-02. Meroauka BBHIOTHEHUS HM3MEPEHUH MAaCCOBOW JOJHU
Hutpo3zogumeruiamuHa (HIAMA) B oOpasmax mouB MeToJOM oOpalieHHO-(Ha30BOM
xpoMarorpaduu co CieKTpoPoTOMETPUIECKUM AeTeKTupoBaHueM. — M.: 2002.

71 Kenessov B., Batyrbekova S., Nauryzbayev M. et al. GC-MS Determination
of 1-methyl-1H-1,2,4-triazole in soils affected by rocket fuel spills in central
Kazakhstan // Chromatographia. — 2008. — Vol. 67, Ne 5. — P. 421-424.

72 Smirnov R.S., Rodin 1., Smolenkov A. et al. Determination of the products
of the transformation of unsymmetrical dimethylhydrazine in soils using
chromatography/mass spectrometry // J. Anal. Chem. — 2010. — Vol. 65, Ne 12. — P.
1266-1272.

73 Kosyakov D.S., Ul’yanovskii N., Pokryshkin S. et al. Rapid determination
of 1,1-dimethylhydrazine transformation products in soil by accelerated solvent
extraction coupled with gas chromatography—tandem mass spectrometry // Int. J.
Environ. Anal. Chem. —2015. — Vol. 95, Is. 14. — P. 1321-1337.

74 Zhubatov Z.K., Kenessov B., Bakaikina N. et al. Fast Determination of 1-
methyl-1H-1,2,4-triazole in soils contaminated by rocket fuel using solvent extraction,
isotope dilution and GC-MS // Chromatographia. — 2016. — Vol. 79, Is. 7-8. — P. 491
499,

75 Yegemova S., Bakaikina N., Kenessov B. et al. Determination of 1-methyl-
1H-1,2,4-triazole in soils contaminated by rocket fuel using solid-phase
microextraction, isotope dilution and gas chromatography—mass spectrometry //
Talanta. — 2015. — Vol. 143. — P. 226-233.

76 KenecoB b.H. u np. Onpenenenue 1-metun-/H-1,2,4-tpuazona B BojE
METOJIOM BBICOKO3()(PEKTUBHOM >KMJIKOCTHOM XpOMATOrpauu ¢ TUOJHO-MATPUUHBIM
nerexktupoBanueM // Bectnuk KasHY. Cepust xumuueckas. — 2008. — Ne 2. — C. 184—
190.

77 Rodin LA., Anan’eva 1.A., Smolenkov A.D. et al. Determination of the
products of the oxidative transformation of unsymmetrical dimethylhydrazine in soils
by liquid chromatography/mass spectrometry // J. Anal. Chem. — 2010. — Vol. 65, Is.
13. - P. 1405-1410.

78 Kosyakov D.S., Ul’yanovskii N., Bogolitsyn K. et al. Simultaneous
determination of 1,1-dimethylhydrazine and products of its oxidative transformations
by liquid chromatography—tandem mass spectrometry // Int. J. Environ. Anal. Chem. —
2014. —Vol. 94, Is. 12. — P. 1254-1263.

79 Zhakupbekova A., Baimatova N., Psillakis E. et al. Quantification of trace
transformation products of rocket fuel unsymmetrical dimethylhydrazine in sand using
vacuume-assisted headspace solid-phase microextraction // Environ. Sci. Pollut. Res. —
2022. —Vol. 29, Is. 22. — P. 33645-33656.

80 Eproxwun E.E., Conomun B.A., JlanynoB B.B., llykepman B.I'. [Tatent Ne
8455 PK. Cnoco6 ompexeneHuss ruapasuHa, 1,l-aumeTwnruapasuHa U

126



HUTpo3oauMeTwiamuHa. Jlata mogaum 3asBku 19.02.1998 r. bromnerens Nel2 ot
17.12.2002

81 ITonomapenko C.A. OMHOBpeMEHHOE OIpe/ielieHHe HEKOTOPBIX THAPA3NHOB
u  N-HUTpO30JMMETUJIAMUHA MOH-TIAPHOM Xpomatorpaduei: auccepTaius
kaauaata xumudeckux Hayk : 02.00.02 / ITonomapenko Cepreii AnekcaHIApOBHUY,
[Mecto 3amutsl: Mock. roc. yH-T uMm. M.B. JlomonocoBa. Xum. ¢ak.]. — Mocksa,
2009. — 153 c.: mn. PI'b OJ1, 61 09-2/254 — Mocksa, 2009.

82 Bakaikina N.V. et al. Quantification of transformation products of
unsymmetrical dimethylhydrazine in water using SPME and GC-MS //
Chromatographia. Springer Berlin Heidelberg, — 2017. — Vol. 80, Is. 6. — P. 931-940.

83 Bakaikina N.V. et al. Quantification of transformation products of rocket
fuel unsymmetrical dimethylhydrazine in soils using SPME and GC-MS // Talanta. —
2018. — Vol. 184. — P. 332-337.

84 Kenecos b.H. Cuctema aHanuTH4ecKoro KOHTPOIsi 00bEKTOB OKPY KatoIIei
cpeabl Ha MeCTax IMPOJIMBOB THAPA3MHOBBIX pakeTHbIX ToruB // BectHuk KazHY.
Cepus xummuueckas. — Ne 3. — C. 403-406.

85 Kenecos b.H., bakaiikuna H.B., bumarant6eroBa A.O. Bo3M0XHOCTH 10
CHMXCHHNIO IIpcacjioB 06Hapy>KCHH}I METOAHUK OIIPCACIICHUA IMPpOAYKTOB
TpaHC(OpMALIMK HECUMMETPUYHOIO JAUMETHWITHAPAa3UHA B OOBEKTAX OKPYKAIOIIEH
cpennt // Bectuk KazHY. Cepus xumnueckas. — 2015. — Ne 4(80). — C. 50-58.

86 Tang B., Isacsson U. Analysis of mono- and polycyclic aromatic
hydrocarbons using solid-phase microextraction: state-of-the-art // Energy & Fuels. —
2008. — Vol. 22, Is. 3. — P. 1425-1438.

87 Arthur C.L., Pawliszyn J. Solid phase microextraction with thermal
desorption using fused silica optical fibers // Anal. Chem. — 1990. — Vol. 62, Is. 19. —
P. 2145-2148.

88 Kenessov B. et al. Modeling solid-phase microextraction of volatile organic
compounds by porous coatings using finite element analysis // Anal. Chim. Acta. —
2019. — Vol. 1076. — P. 73-81.

89 Aulakh J.S. et al. A review on solid phase micro extraction - High
performance liquid chromatography (SPME-HPLC) analysis of pesticides // Crit. Rev.
Anal. Chem. —2005. — Vol. 35, Is. 1. — P. 71-85.

90 De Pasquale C. et al. Use of SPME extraction to determine
organophosphorus pesticides adsorption phenomena in water and soil matrices //
International Journal of Environmental Analytical Chemistry. —2005. — Vol. 85, Is. 15.
—P.1101-1115.

91 Durovic R.D. et al. Effects of soil composition on solid phase
microextraction determination of triazine and organophosphorus pesticides // J.
Environ. Sci. Heal. Part B. — 2012. — Vol. 47, Is. 9. — P. 851-857.

127



92 Doong R.A., Liao P.L. Determination of organochlorine pesticides and their
metabolites in soil samples using headspace solid-phase microextraction. // J.
Chromatogr. A. — 2001. — Vol. 918, Is. 1. — P. 177-188.

93 Hernandez F. et al. Use of solid-phase microextraction for the quantitative
determination of herbicides in soil and water samples // Anal. Chem. — 2000. — Vol.
72.—P. 2313-2322.

94 Mohammadi A., Ameli A., Alizadeh N. Headspace solid-phase
microextraction using a dodecylsulfate-doped polypyrrole film coupled to ion mobility
spectrometry for the simultaneous determination of atrazine and ametryn in soil and
water samples // Talanta. — 2009. — Vol. 78, Is. 3. — P. 1107-1114.

95 Wang Y. et al. Quantitative determination of 16 polycyclic aromatic
hydrocarbons in soil samples using solid-phase microextraction // J. Sep. Sci. — 2009.
—Vol. 32, Is. 22. — P. 3951-3957.

96 Guo J., Jiang R., Pawliszyn J. Determination of polycyclic aromatic
hydrocarbons in solid matrices using automated cold fiber headspace solid phase
microextraction technique // J. Chromatogr. A. — 2013. — Vol. 1307. — P. 66-72.

97 Doong R., Chang S., Sun Y. Solid-phase microextraction and headspace
solid-phase microextraction for the determination of high molecular-weight polycyclic
aromatic hydrocarbons in water and soil samples // J. Chromatogr. Sci. — 2000. — Vol.
38, Is. 12. — P. 528-534.

98 Conde F.J. et al. Study of the interactions between phenolic compounds and
micellar media using micellar solid-phase microextraction/gas chromatography // J.
Chromatogr. A. — 2005. — Vol. 1099, Is. 1-2. — P. 64-74.

99 Conder J.M. et al. Recommendations for the assessment of TNT toxicity in
sediment // Environ. Toxicol. Chem. — 2004. — Vol. 23, Is. 1. — P. 141-149.

100 Ezquerro O. et al. Determination of benzene, toluene, ethylbenzene and
xylenes in soils by multiple headspace solid-phase microextraction // J. Chromatogr.
A.-2004.—-Vol. 1035, Is. 1. — P. 17-22.

101 Dungan R.S. Headspace solid-phase microextraction (HS-SPME) for the
determination of benzene, toluene, ethylbenzene, and xylenes (BTEX) in Foundry
molding sand // Analytical Letters. — 2005. — Vol. 38, Is. 14. — P. 2393-2405.

102 Baciocchi R. et al. Fast determination of phenols in contaminated soils // J.
Chromatogr. A. — 2001. — Vol. 911, Is. 1. — P. 135-141.

103 Durovi¢ R.D. et al. Headspace solid phase microextraction method for
determination of triazine and organophosphorus pesticides in soil // J. Environ. Sci.
Health. B. — 2010. — Vol. 45, Is. 7. — P. 626-632.

104 Pawliszyn J. Handbook of Solid Phase Microextraction. — Elsevier, 2012.

105 Llompart M., Li K., Fingas M. Headspace solid phase microextraction
(HSSPME) for the determination of volatile and semivolatile pollutants in soils //
Talanta. — 1999. — Vol. 48, Is. 2. — P. 451-459.

128



106 Higashikawa F.S. et al. Matrix effect on the performance of headspace solid
phase microextraction method for the analysis of target volatile organic compounds
(VOCs) in environmental samples // Chemosphere. —2013. —Vol. 93, Is. 10. - P. 2311
2318.

107 Magdi Selim H. Transport & fate of chemicals in soils: Principles &
applications. — CRC Press, 2014.

108 Kenessov B., Koziel J., Bakaikina N.V., Orazbayeva D. Perspectives and
challenges of on-site quantification of organic pollutants in soils using solid-phase
microextraction // TrAC Trends Anal. Chem. — 2016. — Vol. 85. - P. 111-122.

109 CoxomoBa T.A., Tpodumo C.fI. CopOumMoHHBIE CBOWCTBA TIOYB.
Ancop6rusi. Katnonnsiii oOMeH: yueOHOe MocoOHue MO HEKOTOPHIM IiaBaM XHUMHU
nous. — Tyna: I'pud u K, 2009.

110 World reference base for soil resources 2006. A framework for
international classification, correlation and communication. — World Soil Resources
Reports No. 103. FAO, Rome, 2006.

111 Durovic R.D., Umiljendi¢ J.S.G, Radmanovic S. et al. Solid phase
microextraction as an efficient method for characterization of the interaction of
pesticides with different soil types // J. Braz. Chem. Soc. — Vol. 21. — P. 985-994,

112 Zhakupbekova A., Baimatova N., Kenessov B. A critical review of
vacuume-assisted headspace solid-phase microextraction for environmental analysis //
Trends Environ. Anal. Chem. — 2019. — Vol. 22. — P. e00065.

113 Beltran J., Lopez F.J., Hernandez F. Solid-phase microextraction in
pesticide residue analysis // J. Chromatogr. A. — 2000. — Vol. 885. — P. 389-404.

114 Chang S.-M., Doong R.-A. Concentration and fate of persistent
organochlorine pesticides in estuarine sediments using headspace solid-phase
microextraction // Chemosphere. — 2006. — Vol. 62, Is. 11. — P. 1869-1878.

115 Zygmunt  B., Namiesnik J.  Solid-phase  microextraction-gas
chromatographic determination of volatile monoaromatic hydrocarbons in soil //
Fresenius. J. Anal. Chem. — 2001. — Vol. 370, Is. 8. — P. 1096—1099.

116 Chalabiani A., Abbas Matin A., Farhadi K. Zeolite-SiC in PVC matrix as a
new SPME fiber for gas chromatographic determination of BTEX in water and soil
samples // J. Chinese Chem. Soc. — 2012. — Vol. 59, Is. 9. — P. 1080-1085.

117 Herbert P., Silva A.L., Joao M.J. et al. Determination of semi-volatile
priority pollutants in landfill leachates and sediments using microwave-assisted
headspace solid-phase microextraction // Anal. Bioanal. Chem. — 2006. — Vol. 386, Ne
3. —P. 324-331.

118 Wei M., Jen J. Determination of chlorophenols in soil samples by
microwave-assisted extraction coupled to headspace solid-phase microextraction and
gas chromatography—electron-capture detection // J. Chromatogr. A. — 2003. — Vol.
1012, Ne 2. — P. 111-118.

129



119 Wu S.-F., Ding W.-H. Fast determination of synthetic polycyclic musks in
sewage sludge and sediments by microwave-assisted headspace solid-phase
microextraction and gas chromatography—mass spectrometry // J. Chromatogr. A. —
2010. — Vol. 1217, 1s. 17. — P. 2776-2781.

120 Boyaci E. et al. Sample preparation with solid phase microextraction and
exhaustive extraction approaches: Comparison for challenging cases // Analytica
Chimica Acta. — 2015. — Vol. 873. — P. 14-30.

121 Yiantzi E., Kalogerakis N., Psillakis E. Vacuum-assisted headspace solid
phase microextraction of polycyclic aromatic hydrocarbons in solid samples //
Analytica Chimica Acta. — 2015. — Vol. 890. — P. 108-116.

122 Psillakis E., Yiantzi E., Sanchez-Prado L., Kalogerakis N. Vacuum-assisted
headspace solid phase microextraction: Improved extraction of semivolatiles by non-
equilibrium headspace sampling under reduced pressure conditions // Analytica
Chimica Acta. — 2012. — Vol. 742. — P. 30-36.

123 Psillakis E., Yiantzi E., Kalogerakis N. Downsizing vacuum-assisted
headspace solid phase microextraction // Journal of Chromatography A. —2013. — Vol.
1300. - P. 119-126.

124 Ghiasvand A.R., Hajipour S., Heidari N. Cooling-assisted microextraction:
Comparison of techniques and applications // TrAC Trends Anal. Chem. —2016. — Vol.
77.—P. 54-65.

125 Yang L., Mester Z., Sturgeon R.E. Improvement in measurement precision
with SPME by use of isotope dilution mass spectrometry and its application to the
determination of tributyltin in sediment using SPME GC-ICP-MS // J. Anal. At.
Spectrom. — 2002. — Vol. 17, Ne 8. — P. 944-949.

126 Peruga A., Beltran J., Lopez F., Hernandez F. Determination of
methylisothiocyanate in soil and water by HS-SPME followed by GC-MS-MS with a
triple quadrupole // Analytical and Bioanalytical Chemistry. —2014. — Vol. 406, Is. 22.
—P. 5271-5282.

127 Atkinson M.R., Polya J.B. Triazoles. Part Il. N-Substitution of Some 1,2,4-
Triazoles // Journal of the Chemical Society. — 1954. — Vol. 1. — P. 141-145.

128 Publication A. 1,2,4-Triazole // Organic Syntheses. — 1960. — Vol. 40, Is.
September. — P. 99.

129 US EPA. [2025]. Estimation Programs Interface SuiteTM for Microsoft®
Windows, v 4.11]. United States Environmental Protection Agency, Washington, DC,
USA.

130 Xwumwnueckas pedeparuBnas ciayxk6a (anri. Chemical Abstracts Service,
CAS) [Electronic resource]. — 2025. URL.: https://www.cas.org/.

131 Orazbayeva D., Kenessov B., Koziel J.A. et al. Quantification of BTEX in
Soil by Headspace SPME-GC-MS using combined standard addition and internal
standard calibration // Chromatographia. — 2017. — Vol. 80, Is. 8. — P. 1249-1256.

130



132 Vawesuaosckuit H.B., Kocskos JI.C., ITokpeimkun C.A., boromumnsm K.I'.
Onpenenenue mpoaykToB TpaHchopMammu 1,1-muMeTwiruapasuHa MeETOJAOM
TaHJEMHOM ra30BOM XpomaTtoMacc-criekTpomerpun / Macc-criekrpometpusi. — 2014.
—T. 11, Ne 3. — C. 155-162.

133 Schulten R., Schnitzer M. The chemistry of soil organic nitrogen: a review
/[ Agriculture. — 1998. — Vol. 26, Is. 1. — P. 1-15.

134 Schulten H.R., Sorge-Lewin C., Schnitzer M. Structure of “unknown” soil
nitrogen investigated by analytical pyrolysis // Biology and Fertility of Soils. — 1997.
—Vol. 24, Is. 3. — P. 249-254.

135 Abilev M., Kenessov B., Batyrbekova S., Grotenhuis T. Chemical
oxidation of unsymmetrical dimethylhydrazine transformation products in water //
Chem. Bull. Kazakh Natl. Univ. —2015. — Ne 1. — P. 20-209.

136 Vancampenhout K., Wouters K., De Vos B. et al. Differences in chemical
composition of soil organic matter in natural ecosystems from different climatic
regions - A pyrolysis-GC/MS study // Soil Biology and Biochemistry. — 2009. — Vol.
41, Is. 3. — P. 568-579.

137 Burns D.T., Danzer K., Townshend A. Use of the term "recovery" and
"apparent recovery" in analytical procedures (IUPAC Recommendations 2002) // Pure
and Applied Chemistry. — 2002. — Vol. 74, Is. 11. — P. 2201-2205.

131



IMPUJIOKEHUE A

K nurepatypHomy 0030py

Tabmuuna Al —  TOKCHUKOJOTMYECKHME  CBOWCTBA  HEKOTOPBIX  MPOJYKTOB
tpanchopmanmu HJIMIT

DKcrepuMeHTaIbHbIe! IIpencka3aHHbIe’

[IpoxykT Tpancdopmanuu CAS No JIs0 JIs0 Kiacc
HAMI " | Opranmswm | (mepopaiibHo), | (IepopasibHO), | TOKCHYHOCTH
MT/KT MT/KT (ot 1 10 6)

1,1,4,4- 6130-87-6 | Mpimib 1500 1500 4
TerpameTmiireTpaszex
[Tupugun 110-86-1 Kpsica 866 1500 4
[Tupazun 290-37-9 Mpiib >2000 1020 4
ﬁ;lMCTHJI&MHHO&HCTOHI/ITp 926-64-7 Kprica 50 50 2
1-Metun-1H-ntupazon 930-36-9 H/1 H/1 310 4
N-HutpozonumerniamMmun | 62-75-9 MpImib 20 26 2
N,N-umernndopmamuy | 68-12-2 MBplI111b 3950 2000 4
1-Metun-1H-1,2,4-tpuazon |6086-21-1 | Kpeica 1015 1350 4
N-Metundopmamug 123-39-7 | Mpimb 2300 2000 4
1-dopmmi-2,2- 3298-49-5 Mpiiib 239 118 3
JMMETWITHIPA3HH
1-Metun-1H-umunazon 616-47-7 MBpiiib 1400 1400 4
dopmamu 75-12-7 Kpsica 5325 2450 5
Jumerunruapason 2- 14064-21- H/1 H/1 172 3
dbypaspreruga 2
1H-TIupazon 288-13-1 Kpsica 1010 409 4
3-Metun-1H-nupazon 1453-58-3| Kperica 710 240 3
3,5-Anmerwmin-/ H-mpazon  |67-51-6 Mpiip 409 1060 4
2,5-lumeTnimnupasux 123-32-0 Kpgica 1020 1020 4
2,6-JlumeTunnupasux 108-50-9 Kpsica 880 880 4
2,3-JlumeTmnupasux 5910-89-4| Kpsica 613 613 4
2.3,5-TpiMeTHpasuH 14667-55- Kpsica 806 806 4
1H-1,2,4-Tpuazon 288-88-0 | Kpomuk 1600 1350 4
2-MeTtmimupasiH 109-08-0 | Kpeica 1800 1800 4
3-MeTwimupuauH 108-99-6 Kpsica 400 400 4
2-Otmi-1H-umunason 1072-62-4 | Kprica 1500 600 4
1H-Nmugazon 288-32-4 | Kprica 220 220 3

[pumeuanue:

H/I — HET JaHHBIX.

— Ilonyneranbnas no3a (JI[s0) BemecTBa, ycTaHOBIIEHHAsl SKCIEPUMEHTAIBHO
[HalizeHBI B 6a3e MAHHBIX XHMMHUYECKHX COeIMHEHHI M cMeceil PubChem]. 2 — JIJIso BemiecTsa,
MPHUHATOrO TPBI3YHAMM, PacCUMTaHHas C Hcmoib3oBanueM moaenu ProTox 3.0 [Drwal M.N.,
Banerjee P., Dunkel M., et al. ProTox: a web server for the in silico prediction of rodent oral toxicity
/I Nucleic Acids Res. — 2014. — 1s.42(Web Server issue):W53-8. DOI: 10.1093/nar/gku401].
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MNPUJIOKEHUE b
K pesynbpTaTam u o0cyxaeHuro

Tabmuua bl — Ilapamerpsl TpagyHpOBOYHBIX MPSIMBIX, [OJIYYEHHBIX IpH
WCIIOJIb30BaHUM METOJA BHYTPEHHETO CTaHAApTa W HMCIIOJIB30BAHHBIX I pacyeTa
KOHLEHTpaluil npoaykToB Tpanchopmanuu HIAMI' B 06pa3nax noussl

CrangapTHas
[uanazon Koaddumment Tanrenc omnOKa
N CranpaprtHas
CoenuHeHue | KOHIEHTpAlMi, | JI€TePMUHAIUU 2 yria TaHI'€HCA
5 omunbka R
MI/JT (R9) HaAKJIOHA yria
HaKJIOHA
MTA 0,11-11,20 0,9999 0,0283 1,115 0,005
HAMA 0,19-19,20 0,9999 0,0441 0,945 0,004
OAMIT 0,18-18,20 0,9999 0,0270 0,744 0,003
JIAM®DA 0,10-9,50 0,9990 0,0640 0,930 0,013
JIMAAH 0,17-17,00 0,9998 0,0669 1,131 0,008
Tabmuma b2 — Konmentpammmm HJIMA B oOpasmax moOuBBI, HaWJACHHBIE C

WCIIOJIb30BAHUEM JKCTpakiuu pactBopurenemM u [ITOMD ¢ wucnonp3zoBaHueM
BHYTpeHHero crangapta MTA-d3 B aAByx maparuiesnsix

HaiinenHnast KOHIIEHTpAIKs B TIOYBE, MI/KT
No DKcTpakuus [ITOMD npu pa3HbIX TeMIlepaTypax U BpeMEHU
pactBoputre- | 40°C Swmun | 60°C 1 mun | 60°C 5Swmun | 80°C 1 mun | 80°C 5 mun +
JIEM 5 MJI BOOEI
1 0,77 <IIKO <IIKO <IIKO <[IKO <[TIKO
1,10 0,76 0,58 0,81 0,42 0,82
5 1,46 1,73 2,0 2,0 2,3 1,26
1,44 1,70 1,91 2,6 2,1 1,26
3 1,33 3,1 1,41 3,3 1,69 1,56
1,18 2,9 2,2 3,3 2,9 1,30
4 1,58 1,51 2,1 2,1 2,1 1,03
1,73 1,57 1,75 2,1 2,1 1,03
5 1,39 3,4 2,5 3,2 2,9 1,19
1,40 1,87 2,3 2,8 1,81 1,19
6 6,5 10,3 12,3 14,7 13,7 6,3
6,3 11,1 11,0 18,8 13,5 3,7
7 8,5 12,4 13,0 11,0 9,1 2,9
7,5 11,5 11,2 11,8 10,8 3,5
8 0,72 <ITKO <ITKO <ITIKO <ITIKO <[IKO
0,77 <I[IKO <I[IKO <I[IKO <[IKO <I[TIKO
9 25 22 22 22 23 26
21 22 21 20 22 22
10 24 21 22 20 19,2 23
20 21 20 19,2 20 24

[Tpumeuanue: <[IKO — Huxe npenena onpeacaeHus: METOIUKH.
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Tabmuua b3 — Kounentpamuu JM®A B oOpasmax TOYBHI,
UCIIOJIb30BAaHUEM JKCTpakuuu pactBoputereM u I[ITOMD ¢ wucnoiab3oBaHUEM
BHYTpeHHero crangapta MTA-d3 B aAByx maparuiesnsix

HallJleHHEBIE C

Haiinennast KOHIIEHTpAIKs B TIOYBE, MI/KT

No DKCTpaKIUs [ITOMD npu pa3HbIX TeMIepaTypax U BpeMEHU
pacTBopHTe: 40°C 5Smuu | 60°C 1 mua | 60°C Smuna | 80°C 1 muH 80°C 5 wmm +
JIEM 5 MII BOJEI
1 21 42 45 55 48 24
26 45 44 50 42 26
5 4,7 11,9 12,0 20 13,4 45
4,6 12,1 11,2 14,7 12,3 6,1
3 44 13,2 10,5 15,3 14,8 4,0
3,8 <JIKO <IIKO <JIKO <[IKO <IIKO
4 4,9 8,8 10,1 11,9 115 5,2
3,7 <I1IKO <I1IKO <I1IKO <[1IKO <[1IKO
5 4,2 12,4 11,3 14,2 18,2 3,3
4,2 7,9 10,7 14,1 20,2 41
6 8,2 11,1 12,3 15,0 13,3 7,0
7,9 115 11,9 16,8 13,5 4,6
7 8,9 16,9 15,9 18,2 14,4 5,8
9,2 15,9 14,7 18,7 16,1 55
8 189 240 260 270 240 171
176 240 250 240 230 135
9 580 520 510 530 550 560
490 520 510 500 520 500
10 470 430 430 420 390 450
370 430 420 410 410 450

[Tpumeuanue: <[IKO — Huxe npenena onpeacieHus METOIUKH.
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Tabmnma b4

Konnentpauu MTA B o0pasmax MOYBHI,
UCIIOJIb30BAaHUEM JKCTpakuuu pactBoputereM u I[ITOMD ¢ wucnoiab3oBaHUEM
BHYTpeHHero crangapta MTA-d3 B aAByx maparuiesnsix

HalJleHHBIE C

Haiinennast KOHIIEHTpAIKS B ITOYBE, MT/KT

No DKCTpaKIUs [ITOMD npu pa3HbIX TeMIepaTypax U BpeMEHH
pacTBopHTe: 40°C 5Smuu | 60°C 1 mua | 60°C Smuna | 80°C 1 muH 80°C 5 wmm +
JIEM 5 MII BOJEI
1 51 61 65 64 67 44
65 69 70 60 58 48
5 44 55 56 58 63 38
42 56 54 59 63 39
3 49 56 57 61 66 38
44 55 56 63 74 38
4 54 59 73 68 81 47
50 64 63 75 90 45
5 50 63 63 69 71 42
50 58 62 68 74 42
6 9,5 12,2 12,4 13,0 13,1 7,2
11,3 12,6 12,5 13,2 13,4 7,1
7 14,1 18,0 17,9 18,9 18,4 10,8
14,2 18,2 17,7 19,0 19,4 10,8
8 310 290 300 300 300 230
290 300 310 290 300 220
9 590 550 530 550 560 590
510 530 530 560 550 540
10 450 420 430 410 380 450
350 420 430 390 400 440
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Tabmuuna bS5 — Konmnentpammu JMTA B o0pasmax MOYBHI,
UCIIOJIb30BAaHUEM JKCTpakiuu pactBoputeneM u IITOMD ¢ wucnosib30BaHUEM
BHYTpeHHero crangapta MTA-d3 B aAByx maparuiesnsix

HalJeHHBIE C

Haiinennast KOHIIEHTpAIKs B TIOYBE, MI/KT

No DKCTpaKIUs [ITOMD npu pa3HbIX TeMIepaTypax U BpeMEHU
pacTBopHTe: 40°C 5Smuu | 60°C 1 mua | 60°C Smuna | 80°C 1 muH 80°C 5 wun +
JIeEM 5 MII BOJEI
1 14,6 9,3 10,9 13,9 15,2 14,7
18,9 10,9 15,2 13,3 12,3 17,4
9 55 <I1IKO <I1IKO <I1IKO <[1IKO <[1IKO
5,8 <IIKO <IIKO <JIKO <[IKO <IIKO
3 2,5 <IIKO <IIKO <[IKO <[IKO <IIKO
4,1 <JIKO <IIKO <JIKO <[IKO <IIKO
4 3,9 <IIKO <[IKO <IIKO <[IKO <IIKO
4.4 <I1IKO <I1IKO <I1IKO <[1IKO <[1IKO
5 2,2 <IIKO <IIKO <IIKO <IIKO <IIKO
2,3 <IIKO <IIKO <[IKO <[IKO <IIKO
6 3,8 <IIKO <IIKO <JIKO <[IKO <IIKO
5,2 <IIKO <IIKO <IIKO <IIKO <IIKO
7 3,3 <I1IKO <I1IKO <I1IKO <[1IKO <[1IKO
3,9 <IIKO <[IKO <IIKO <[IKO <IIKO
8 96 104 105 111 111 69
89 105 109 109 113 80
9 250 230 220 230 230 240
210 230 230 220 230 220
10 166 152 156 159,3 1412 171
128 152 156 149,5 154 163

[Tpumeuanue: <[IKO — Huxe npenena onpeacieHus METOIUKH.
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Tabmuma b6 — KonmeaTtpamuu OJMIT B o0pa3nax ImOYBBI, HaWJACHHBIC C
UCIIOJIb30BAaHUEM JKCTpakuuu pactBoputereM u I[ITOMD ¢ wucnoiab3oBaHUEM
BHYTpeHHero crangapta MTA-d3 B aAByx maparuiesnsix

Haiinennast KOHIIEHTpAIKs B TIOYBE, MI/KT
No DKCTpaKIUs [ITOMD npu pa3HbIX TeMIepaTypax U BpeMEHH
pacTBopHTe: 40°C 5Smuu | 60°C 1 mua | 60°C Smuna | 80°C 1 muH 80°C 5 wmm +
JIEM 5 MII BOJEI
1 7,1 1,23 1,71 2,8 2,7 4,3
6,9 1,62 3,2 2,6 2,2 4,8
9 21 6,1 5,2 7,4 6,1 33
20 6,5 51 7,6 5,8 16,8
3 19,6 4,6 7,6 9,5 13,3 29
23 5,6 6,2 8,8 2,9 37
4 28 54 5,2 7,6 41 23
19,2 6,8 51 8,2 10,0 27
5 18,8 3,8 7,7 7,1 2,4 21
19,1 4,5 5,5 6,8 1,34 15,1
< TIKO < IIKO < IIKO < IIKO <IIKO <IIKO
6 < IIKO < IIKO < IIKO < IIKO < IIKO < IIKO
<IIKO < IIKO < IIKO < IIKO < IIKO <IIKO
" <1Ko <TIKO <TIKO <TIKO <TIKO <TIKO
8 137 156 156 163 162 105
125 168 160 161 162 230
9 152 190 191 188 199 188
132 190 190 192 191 164
10 144 96 95 96 89 101
165 96 99 91 92 85

[Ipumeuanue: < [IKO — HMKe npezena onpeneneHus METOAUKH.
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Tabmmma b7 — Konmenrtpanmuun JIMAAH B o00pa3nax IOYBBI, HaWJACHHBIC C
UCIIOJIb30BAaHUEM JKCTpakiuu pactBoputeneM u IITOMD ¢ wucnosib30BaHUEM
BHYTpeHHero crangapta MTA-d3 B aAByx maparuiesnsix

Haiinennast KOHIIEHTpAIKs B TIOYBE, MI/KT

Ne OKCTpaKIus [ITO®MD npu pa3HbIX TeMIepaTypax U BpEMEHU
pacTBopHTe: 40°C 5Smuu | 60°C 1 mua | 60°C Smuna | 80°C 1 muH 80°C 5 wmm +
JIEM 5 MII BOJEI
1 9,7 12,5 12,6 21 12,6 2,4
12,0 15,1 12,0 19,7 114 3,0
5 4,3 9,8 6,9 16,9 5,7 1,35
4,7 10,0 7,1 16,0 49 1,35
2,1 <[IKO <IIKO <IIKO <IIKO <IIKO
3 1,83 <JIKO <JIKO <JIKO <IIKO <IIKO
3,8 <[IKO <IIKO <IIKO <IIKO <IIKO
4 2,9 <IIKO <IIKO <IIKO <IIKO <[IKO
1,97 <I1IKO <I1IKO <I1IKO <I1IKO <IIKO
> 21 <IIKO <IIKO <IIKO <IIKO <IIKO
1,98 <JIKO <JIKO <JIKO <IIKO <IIKO
6 3.0 <IIKO <IIKO <IIKO <IIKO <IIKO
7 1,56 0,0164 0,025 0,062 0,047 0,026
2,2 0,0123 0,035 0,057 0,069 0,107
8 9,9 55 6,9 7,3 11,6 11,2
9,4 5,8 8,6 55 8,8 7,3
9 31 27 28 27 31 38
27 27 29 24 27 28
10 23 21 20 16,7 19,1 21
16,6 21 20 16,2 194 20

[Tpumeuanue: < ITKO — Huxe nipenena onpenaesieHus METOIUKHY.
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INPUJIOKEHUE B

1 - OT60p npobbi v B3BeWMBaHWE B BUanax (1,0 r noussl) 4 —TOM3 (15 muH npn 602C) 5 - AHanms metogom MX-MC

2 - 3arpszHeHune pactBopom MTA-d3 ¢ U3BECTHOI KOHUeHTpauumei

L&

3 — YpasHoBelwumBaHue npobbl

*  BO BpPeMA TPAHCMOPTUPOBKN Keiver/ms t
nan ro
* ycKopeHHoe (Harpes npu 802C B TeyeHue 5 u)
Kis/soi ‘ 6 — O6paboTka faHHbIX W BblAada pesysbTaTa
JocTonHcTBa:
* DKCNpeccHoCTb S
MNpocToTa _ a
* [lewesu3sHa Ca =KX CMTA-d3 X S
MTA-d3

Mpepenbl KOAMYECTBEHHOrO onpeAe/ieHUA:
MTA - 45 mkr/kr; AM®A- 40 mKkr/kr; HAMA - 3 MKr/kr

Pucynok B1 — CxeMa npoOonoAroTOBKM 1 aHaJIn3a 00pa31i0B MOYBHI C
HCITOJIb30BaHUEM pa3paboTaHHON MeTouku Ha ocHOBE [ITOMDO-I'X-MC ms
oaHoBpeMeHHoro onpeaenenus MTA, IM®A u HIMA
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