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Llens HUP — pa3paboTka METOJIUKH OMpEeNIeHUs] YPOBHS MUTPAIlMHU, BHIPAKEHHOTO B
€IMHUIIAX MacCOBOM KOHIIEHTpPAIlMM, B BO3JIYIIHYIO Cpeny TeKCaMeTHJICHIHaMuHa,
COJepKAIIETOCS B M3JIENUAX U3 MOJIMAMHJIOB, HA OCHOBE NMPHUMEHSEMBIX B MUPOBOH MpPaKTUKE
METOJIOB M METOJUK OMNpPEJEICHUs MacCOBOW KOHILIEHTPALlUM TeKCaMeTWJIeHAMAaMHUHA B
BO3/IYIITHOM cpelie.

[IpoBeneH aHamu3 MEXIYHApOIHOTO OIBITA, HAYYHO-HHPOPMAIIMOHHBIX UCTOYHUKOB H
pPE3YJIbTATOB TEOPETUYCCKMX M IKCIEPUMCHTAIBHBIX HWCCIICJOBAHUA B YacTH TPUMEHSEMBIX
METOJJOB M METOJUK OMNpEelIelIeHUs MacCOBOM KOHIEHTPAllUM TeKCaMeTHJICHAHNAMHHA,
coJlepiKallerocss B M3ACNUSAX W3 TMOJIMAMUIIOB, B BO3IYIIHOW cpene. BpemeHHBIE TpaHUIIBI
aHanmu3upyemoro nepuoaa cocrasmid 40 et (¢ 1984 r. mo 2024 r.).

[TokazaHo, 9TO OCHOBHBIE METOJBI ONpEACICHHUS TeKCaMETWJICHIMaMUHA OCHOBAaHBI Ha
ra3oBoii W  BBICOKOO(P(HEKTUBHON  JKUIKOCTHOM  Xpomarorpaduu ¢  MNPUMEHEHHEM
MacC-CIIEKTPOMETPUIECKOTO JETEKTOpa.

[IpuBeneHo omnucaHue METOAOB TPOOOTOATOTOBKM ISl TPUTOTOBICHHS BO3IYIIHBIX
BBITSDKEK M3 TOBAPOB HAPOJHOTO TOTPEOIICHHUS.

Ha ocHoBaHMM pOBECHHBIX MUCCIEIOBAHUN pa3padOTaH MPOEKT TEXHUYECKOTO 3aJaHUs
Ha pa3pabOTKy METOAMKHU OMPEIEIICHUs TeKCAaMEeTUICHANAMUHA, COIePIKAIIETOCS B U3ACIUIX U3
MOJIMaMUJIOB B BO3AYIIHOMN Cpejie, MPeUI0KEeHO Ui pa3paboTKU METOIUKH HCIOJIb30BaTh METO
BbICOKOA((DEKTUBHON KUAKOCTHOM Xpomarorpaduu ¢ IpuMeHEeHUEeM (PIIFOOPUMETPUUYECKUM WIIN

MacCC-CIICKTPOMETPUICCKUM ACTCKTOPOM.
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BBEJEHUE

['ekcameTHneHIMAMUH — 3TO YHUCTHIA anudaTUUeCKUil AMAMUH, TPEACTAaBISET COOOM
OeCLIBETHBIE KPUCTAJIIBI C XapaKTEPHBIM aMUHHBIM 3aI1aXOM.

BemectBo o6sagaeT ymepeHHONH TOKCHYHOCTBIO, OJITHAKO, KaK U Ipyrie OCHOBHbIE aMUHBI,
OH CIIOCOOEH BBI3bIBATH CHJIBHBIE PA3IPAXKEHUS U 0)KOTU KOXKHU, I€PMATHTBHI.

C oprannyecKMMH 1 HEOPraHWIECKUMHU KHCIOTaMH I'eKCaMeTUIICHJUaMUH 00pa3yeT oy,
KOTOpBIE [IPH HArPEBAHUU C OPraHUYECKUMHU KMCIIOTaMHU MIEPEXOAST B AMU/Ibl COOTBETCTBYIOIIMX
KHCJIOT. DTOT MEPEXOJ UCIIOIB3YETCS ISl MOIYYEHHS HA OCHOBE N'eKCaMETHIICHANAMHUHA IEHHBIX
HOJMMEPHBIX MPOAYKTOB — IOJUAMMJOB (CaMblil paclpOCTPaHEHHbI THUI CHHTETUYECKOI'O
nojuMepa —  HEWIOH-66  (mommamua-66), 1ojgydaeMmblii  NIYTEM  IOJUMKOHACHCALUU
reKcaMeTHJICHAMaMiHa U aJUIIUHOBON KHUCIIOTHI). [[pyrue npuMeHeHus rekcameTuieHanaM1uHa
BKJIIOYAIOT BBICOKOA((EKTUBHBIC MOJIMYPETAHOBbIE KPACKU, OTBEPAMUTENH SMOKCHIHBIX CMOJI,
HeTeXxuMHUYeCcKre 100aBKH, JaKOKpaco4yHble MaTepHuaibl. OH Takke MPUMEHSETCS B KauecTBe
UTHONTOpPA KOPPO3UH M CONEOTIOKEHUH MPH BOAOOUYNCTKE U BOJOIIOATOTOBKE.

[TonnamMua-66 U3BeCTEH CBOEH BHICOKOW MEXaHUUYECKOH IPOYHOCTBIO U KECTKOCTBIO, YTO
JielaeT €ro yCTOMYMBBIM K BBICOKMM Harpy3kam. llonmamun BbIIEpKUBAET BBICOKHE
TeMIIepaTypbl, coxpaHss cBou cBoiicTBa. [lonmmamun-66 obnagaer xopoueil ycTOWYMBOCTBIO K
MHOTMM XMUMHYECKMM BEILECTBAM, BKJIIOYas Macja, pacTBOPUTEIM M MHOTHE BUIbI TOIUIMBA.
OnHako, B CpaBHEHUU C JPYTUMU MMOJUAMUIAMU, TOTHAMUI-66 MOXKET ObITh MEHEE YCTONYUB K
BJIare ¥ UMeeT 0oJiee BBICOKYIO CTOUMOCTb.

JlaHHBIA MaTepuan HCIOJIb3YeTCs B PA3IUYHBIX MPOMBIIUIEHHBIX M MOTPEOUTENbCKUX
oTpacyiiax (aBTOMOOMJIbHAS MPOMBIIUIEHHOCTh — MPH M3TOTOBJIEHUM KOMIIOHEHTOB JIBUTaTels,
KpENEeXHBIX AJIEMEHTOB, Pa3b€MOB U JAPYTUX JI€TaleH; 3J1eKTPOTEXHUYECKasl — IPH MPOU3BO/ICTBE
U30JIATOPOB U KOMIIOHEHTOB, IJle TpeOyeTcs AMIIEKTpUYecKas MPOYHOCTh M YCTOMUMBOCTBH K
BBICOKMM TEMIIEpaTypaM; MAIlUHHAs — IIPU IPOU3BOACTBE MOAIINIIHUKOB, IIECTEPEH U APYTHUX
MEXaHMYECKHUX HarpyKeHHBIX JeTajei; MoTpeOuTenbcKkas — MpH MPOU3BOJCTBE Pa3IMUHBIX
TOBapOB HAPOJIHOTO MOTpedieHus (yIaKoBKa, UTPYIIKH, JE€TKasi IPOMBIIIIEHHOCTh, TOBaphl AJIs
JieTell ¥ OAPOCTKOB U T.11.)).

CyllecTBEHHBIM  HEIOCTAaTKOM IIOJIMMEPOB TIE€KCAaMETWIICHIMAMUHA SBJSETCS  HX
TEPMOOKHUCIIUTENbHAS JAECTPYKUMS TOJ, BO3JCMCTBUEM HarpeBaHWs, BeAyllas K CHUKEHUIO
MPOYHOCTHBIX XApaKTEPUCTHK: TPH BbUICPKUBAaHUM Ha BO3JAyXe IpU TeMIeparype
ot 100 o 200 °C nmpenen npouHoctu cHuxkaercs B 5—10 pas.

YPOBEHb MUTpaLM BPEIHBIX XUMUYECKUX BEIIECTB, B TOM YHUCJIE FEKCAMETHUIIEHIMaM1Ha,

JIOJDKEH COOTBETCTBOBATH TPEOOBAHUSIM TUTHEHUYECKOM O€30TaCHOCTH. Y Ka3aHHOE JIenaeT 0co00



aKTyaJbHOM 3a/ady J1abOpaTOpPHOTO KOHTPOJS YPOBHEW MUTpAllMd MOHOMEpa U3 M3JCIHA U3
IIOJIMAMU/IA B BO3IYILLIHYIO CPENY.

Ilo crenenu BO3AEWCTBHS HA OPraHMU3M 4YEJIOBEKAa I€KCAMETHJIEHIUAMHUH OTHOCHUTCS K
BTOPOMY KJIACCY OIACHOCTUM M €r0 COJEPKaHWE B BO3IYIIHBIX BBITSDKKAX M3 IOJUAMHUIOB
pErIaMeHTUPYETCA PSIOM TEXHUYECKUX persaMeHToB TamoskenHoro Corosa.

BMmecTe ¢ TeMm, mepedHH CTaHIApTOB K TEXHHUYECKUM periameHtaM «O 0e30macHOCTH
yIakoBKW», «O 0€30MacHOCTH MPOAYKIIUH, MPEJHA3HAYCHHON Ui JAeTell U MOAPOCTKOBY», «O
Oe3omacHoCTH uUrpyuiek», «O 0e30MacHOCTH NPOIYKLUMH JIETKOW MPOMBIIUIEHHOCTHY, «O
0€30I1aCHOCTH CPE/ICTB MHANBUIYAIBHOM 3aIuTh», «O 6€30MaCHOCTH MEOEIbHON MPOAYKLIUNY,
«O 6e30macHOCTH 000pyIOBaHUS JJISl IETCKUX UTPOBBIX IUIOIIAJ0K», B KOTOPBIX HOPMHUPYETCS
COJIepKaHUE TEeKCAMETUIICHIMAaMUHA, B HACTOSAILIEE BpPEMs HE COJAEpKaT CTaHIAApTOB HIIU
aTTECTOBAHHBIX METOAMK, IO3BOJSIOLUIMX IPOBECTH MCCIENOBAHUSA IO ONPEACICHUIO YPOBHS
MUTpAallMd B BO3AYIIHYIO Cpely TI€KCaMETWICHINAaMHUHA, COACPXKAILErocs B U3IEIMIX U3
noanaMu0B. Takum 00pazom, B IETSIX MPUMEHEHHS ¥ HCTIOJTHEHHSI TpeO0BaHMIA BBIICYKa3aHHBIX
TEXHUUYECKUX PErJaMEHTOB U JIOCTOBEPHOW OLIEHKHM COOTBETCTBUS OOBEKTOB TEXHHUYECKOI'O
pEryaupoBaHus ABISETCS AKTyaJlbHOW pa3paboTKa METOJUKH OIpEeNesIeHUs] YPOBHS MUTpALUH,
BBIDAXCHHOIO B €IMHULAX  MAacCOBOM  KOHILIEHTpalMM, B  BO3AYIIHYIO  Cpeny
reKCaMEeTHJICHINaMHHA, COACPKALIETOCS B U3ACIINIX U3 MOJIUAMUIOB.

Lenbto mepBoro stama paldOTHl SBISUICA AHAIM3 MEKIYHApOJHOIO OIBbITA, HAYYHO-
UH(POPMALIMOHHBIX HCTOYHUKOB U PE3YJIbTAaTOB TEOPETUYECKMX U HKCIEPUMEHTAIbHBIX
UCCIIEJOBAHMM B YacTM NPHUMEHSAEMBIX METOAOB M METOJUK OIpPEIEICHUS MacCOBOMU
KOHIICHTpAllUl TE€KCAMETWICHIMAaMHHA B BO3JAYIIHOW Cpele, B TOM YHUCJE BBIAEIAEMOrO W3
W3JIeNIMI U3 TTOJIMaMU0B.

3agaun paboThI:

- IOJITOTOBUTh MCTOPUOTrpadHIO MO HCClIeTyeMoi MpobaeMaTuke ONpeaesieHUs] YPOBHS
MUTpAlMY, BBIPA)KEHHOTO B €IMHUIAX MAacCOBOW KOHLIEHTPALlUM, B BO3AYLIHYIO Cpeny
reKCaMETWJICHINaMHHA, COJEPKAIIET0Cs B U3JIEIUAX U3 IOJIMAMHJIOB, HA OCHOBE IIPUMEHSAEMBIX
B MHPOBOH IIPaKTUKE METOJOB W METOAUK OIpPENEICHUs] MacCOBOM KOHIIEHTpaluu
reKcaMeTHJIEHMaMiHa B BO31YILIHOM Cpeae;

- IPOBECTU AHAJIU3 MEXIYHAPOIHBIX CTaHAAPTOB (IIpaBWJI, TUPEKTUB, PEKOMEHIAINN 1
UHBIX JOKYMEHTOB, MPHUHATBIX MEXKIYHApOJHBIMU OpraHU3alusMU [0 CTaHJapTHU3AlMN),
PETHOHANBHBIX JOKYMEHTOB (pErjiaMeHTOB, AUPEKTHUB, PEIIEHUH, CTaHAapTOB, MPAaBMWI M MHBIX
JOKYMEHTOB), a TaKK€ 3aKOHO/ATEIbCTBA HKOHOMHUYECKH pa3BUTHIX rocyaapcts (CIIA,
BenukoOpurtanus, ['epmanus, Kwurtail, fnonus), HaydHO-MH()OPMAIIMOHHBIX HCTOYHHKOB U

PE3YIBTATOB TCOPETUUCCKHUX H OKCIICPUMCHTAJIbHBIX I/ICCJ'IG}IOB&HI/IfI B YaCTU HNPUMCHACMBIX
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METOJIOB M METOAMK OINpPEACIICHUs] MAacCOBOM KOHIIGHTPAllMM, B BO3AYIIHYIO Cpeay
reKCaMeTWJICHIMaMUHA, COJIEpKAIIerocss B HU3ACIUSIX U3 TMOJUAMUJIOB, U PE3YJIbTATOB
TEOPETHUUYECKUX U SKCIIEPUMEHTAJIbHBIX HCCIIEIOBAHUI B YKa3aHHOU 001acTu,

- MOJATOTOBUTH TPOCKT TEXHUYECKOTO 3aJaHus JJIA TPOBEACHUS HCCICIOBAHHHN I10
pa3pabOTKe METOIUKH ONPECICHHUS TeKCAaMETHIICHIMaMUHA B BO3YITHOM Cpejie U3 U3JIeIui u3

noJInaMuJ10B.



1 ®du3uko-xuMH4YeCKHE CBOHCTBA U TOKCHYHOCTEL reKcaMeTHJICHIHAMUHA
FeKcaMeTI/IJICHI[I/IaMI/IH OTHOCHUTCA K HepBI/I‘IHbIM aJII/I(i)aTI/I‘ICCKI/IM aMHHaM. B €ro cocraB

BXOJIAT JB€ aMuHOTrpymbl. CTpoeHHe JaHHOTO BellecTBa 0TOOpaKEHO Ha PUCYHKE 1.

HZN\/\/\/\
NH,

Pucynok 1 — CtpykrypHas popMyia rekcaMeTuiIeHJIaMiHa

['excameTHIICHIMAMUH TIPEJCTABISIET COO0 OeclBeTHBIE OyeCTAIINE KPUCTAIIBI B BUIE
KPYIIHBIX IUIACTUHOK C aMMHAYHBIM 3allaxOM, XapaKTepHBIM ISl NPEJCTABUTENEH BBICIINX
amu(paTHIecKuX aMUHOB. [IBIMHUT Ha BJIIQ&YKHOM BO3/IyXE M BO3TOHSCTCS B BUJIC JIMHHBIX U [1].
CtpykTypa COEAMHEHHUS BKIIOYaeT B ce0s TEeKCAMETHJICHOBBIH (parMeHT ¢ JByMs
aMHUHOTPYIIIIAMHU — B HaYase M B KOHIIE Ienu. ['ekcaMeTHiIinaMiH pacTBOPUM B BOJIE U OOBIYHBIX
OpPraHMYECKHUX PACTBOPUTENSAX, a €ro Mapbl TsDKenee Bo3ayxa. PH3MKO-XMMHYECKHE CBOMCTBA
I'M/JIA npusenensl B Tadbauue 1.

Tabnuna 1 — OU3UKO-XMMHUYECKHE CBOMCTBA reKCaMeTHICH InaMuHa [2]

CucremMaTn4eckoe HAMMEHOBAHHE rekcan-1,6-auaMuH
TpaguimonHoe Ha3BaHUE reKCaMeTHIICHIMaAMIH
MornekysapHas popmysia CeHisN2

MousipHast Mmacca 116,20 r/monb
OTHOCHTENBHAS ITIOTHOCTH (Boja = 1) 0,93

Touka kumneHus 199-205 °C

Touka niaBieHUst 23-42 °C
Temmeparypa BCIIBIIIKA 85 °C

TemnepaTypa caMOBOCIIAMEHEHUS 305 °C

Hasnenue napa (mpu 50 °C) 200 ITa (1,5 MM pT. CT.)

XUMUYEeCKHEe CBOMCTBA TeKCaMEeTWJIEHIUaMUHAa OIpPENEesoTCS TJIAaBHBIM 00pa3oM
HanuuueM amuHorpynn. OHHM  007a7aroT  CcIaOOBBIPAKEHHBIMU  AJIEKTPOHOAKIIENTOPHBIMU
CBOWCTBaMH, B pe3yjbTaTe Yero aToOMbl BOJIOPO/ia T€KCAMETHIIEHOBOTO (pparMeHTa HEaKTHUBHBL
Hcxoas u3 3Toro peakuuu 3aMelieHns B yriepoaHoi uenu s I'MJIA He xapaktepssl. Hannune
HEMOJENCHHBIX JJIEKTPOHHBIX IAap Ha aromMax as3oTa, B CBOK Ouepelb, OOYCIOBIMBAET
c1a000CHOBHBIE CBOICTBa rekcaMeTuiIeHinaMuHa. [lpu B3auMoaeicTBUM ¢ KMCIOTAMU OH JIETKO
o0pa3yeT coiiu, MpeACTaBIAoNe co00i KpUCTAUINYECKHE BEIIeCTBA XOPOILIO PacTBOPUMBIE B

BOJC.



Haunbonee BaxkHON B MPaKTHYECKOM NMPUMEHEHUU siBIsgeTcs coib [ MJIA ¢ agunmuHOBOM
kucnotoit (1/1, Moms/MOIB) — TekcaMeTHIIieHAnaMMOHUH anunuHaT. Ee 00prdHO HasbBatoT Al'-
COJIBIO M MCTIONIB3YIOT JIJIsl TPOM3BO/ICTBA HaitnloHa-6,6 [3]. [Ipeamnonaraemas crpykrypa Al'-conu

IpHUBE/ICHA HA PUCYHKE 2.

® ®
H3N——(CH,)s——NH;

o o
oC (CH,), |c|;o
o)

0]

Pucynok 2 — CtpyktypHas Gopmysa rekcaMeTuiIeHInaMMOHHI aJuIHaTa

['excameTunenmaMuH, Kak U Jpyrue NpeICTaBUTENN KJIacca aMUHbBI BCTYIIAET B PEAKIIMHU
C KapOOHWIBHBIMU COCIUHCHHSIMH C OOpa3oBaHHWEM HENPOYHBIX MUP(HOBBIX OCHOBAaHUH,
KOTOpBIE Jajee MOJBEPraroTCAd THUAPUPOBAHUIO IS TMOJYYCHHS KOHEUYHBIX MpOoAyKToB. [lpu
B3aMMOJICHCTBUH C albJerugaMu 00pa3yroTcsi UMUHBL, a ¢ KeToHaMu — aMufbl. Takke [MJIA
BCTYNIA€T B PEAaKLUU JE3aMHUHUPOBAHMS, OKHUCIICHHS, B3aUMOJICEUCTBYET C HEHACBIIIEHHBIMHU,
TaJIOTCHCOICPIKALIUMH, cepocoaepkamumMu 1 GocdopcoiepkalMe  BeniecTBamu. Bee 3th
peaKIiy MPUMEHSIOTCSI B OPIraHUYECKOM CUHTE3¢ TS MOJMyUCHHS psijia coeanueHui [1].

Haubonee 3HAYMMBIM CBOMCTBOM Te€KCaMETHJICHAMAMHMHA SBJISETCS €ro CIOCOOHOCTh
BCTYMAaTh B peakIMH C KapOOHOBBIMHU KHCIOTaMH C OOpa3oBaHHEM MOIUAMUAOB (PUCYHOK 3).
OnHUM W3 BOKHEHIIMX TMPEICTABUTENICH NAHHOW TPYIIBI COSAWHCHHN SIBJISICTCS HAWIOH-6,0,

KOTOPBIH MMOy4aroT KOHACHCAI[MEH aIUITHHOBOM KMCIOTHI M TeKcaMeTuIeH namuHa [ 3]:

H
Ho /\/\/\/NL
N nH
(0]

PI/IcyHOK 3 Peaxkius B3auMoaelicTBus TeKCaMeTHICHIUaMUHA C Kap60HOBBIMI/I KHUCJI0TaMH1

[Tporecc MONMMKOHACHCAIIMN OCYLIECTBISIETCS B HECKOJBKO cTaiauii. [lepBas BKiIroYaeT B
ce0s cMemmMBaHWE MOHOMEPOB TIpH TOBBIMIEHHBIX Temmeparypax (200-280 °C). 3arem
NPOUCXOIUT HENOCPEJCTBEHHO B3aMMOJICHCTBHE BEIECTB ¢ 00pa3oBaHMEM aMHUJHBIX CBS3EH.

Taxxe B mponecce BhIACIISICTCS BOAA, KOTOPYIO YAAJIAKOT Ha TpeTLefI cTaguun It 3(1)(1)6KTI/IBHOFO
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HOBBIIIEHUS BBIXOJa UTOTOBOIO MPOAYKTA. ['0TOBBIN NOIMaMu]] epepadbaThiBalOT B HUTH IyTEM
skcTpy3un. Ilpomecc Bxirowaer B cebst NpoAaBIMBaHHE MOJIMMEpa uepe3 (uibepy A
(bopMHpOBaHUS BOJIOKOH M TEPMHUYECKYIO 00pAOOTKY JUTS YIYUIICHHS NX MEXaHUYECKUX CBOWCTB.
[Ipy mnonMKOHAEHCAMM TeKCaMEeTWIEHIMaMUHA C Ce0ALMHOBOM KHUCIOTOHW IOJIy4aroT
HainoH-6,10.

Hanuuue nuHENHON M KPUCTAJUIMYECKON CTPYKTYpP IPUBOJAAT K BBICOKOM NPOYHOCTH U
KECTKOCTH TOJMMEpa, a CIOCOOHOCTh aMHUIHBIX TIPYII OOpa30BBIBATH BOJOPOIHBIE CBSI3U C
COCEJHUMHU MOJIEKYJaMU YCWIMBACT B3aUMOJCHCTBUE MEXAY LEMSMM H, Kak CIEICTBUE,
yJIydIIaeT MEXaHMYeCKHEe CBOWCTBA. biiaroapsi TakuM yHUKaJIBHBIM XapaKTEPUCTHKAaM MaTepHrall
U3 HaillloHa-6,6 MMeeT MWMPOKUM cnekTp npumeHeHus [4]. Ero umcnonp3yloT B TEKCTUIbHOM
IPOMBIIIJIEHHOCTH ISl U3TOTOBJIEHUS! BOJIOKOH IIPU IPOU3BOJICTBE OJEXK[Ibl, @ TAK)KE TKaHEH,
o01aaroIuX BBICOKOW NMPOYHOCTHIO U YCTOMUMBOCTBIO K BO3JACHCTBUSAM OKpPY)KAIOLIEH cpeibl
(orHectoiikas crenojexaa). Yacto HMCMIONB3YIOT Uil HM3TOTOBJIEHUS KOBpOB. [lommamuiHas
TEKCTUJIbHAsI HUTh HaWOOJIe€ WIMPOKO HCHOJB3YeTCS JJIsi M3TOTOBJIEHMS 4YyJIOUYHO-HOCOUHBIX
U3JIeNnii, a TaKKe OETHEBBIX U IUIAThEBBIX TKaHEeH. HekoTopeie METUITMHCKIE H3/IEITHS, TAKHE KaK
XUPYpPrUYecKHe LIBbI, KaTE€TepPbl U MPOTE3bl, TAKKE MOI'YT ObITh M3TOTOBJIEHBI U3 HAMJIOHOBBIX
MaTEepUasoB.

B aBTOMOOMJIBHOM TPOMBIIITIEHHOCTH JaHHBIN MOJMMEP HUCIOJIb3YIOT JJIsl IPOU3BOJICTBA
pa3nuuHbIX JeTaned (YIJIOTHUTENIM, T[aHEIH, DJeMEHTbl KperuieHus). Ero cBero- u
TEPMOCTOMKOCTB JAETat0T €ro Haubosee MoIXOASIIUM BEIOOPOM Ui pabOThI B dKECTKHUX YCIOBHUSX.
Takxke HaXOOUT NPUMEHEHUE B BOCHHOM INPOMBIIUIEHHOCTU JUISl M3TOTOBJIEHMS MapalloTOB,
OpoHexusneToB U muH [4]. lupoko npuMeHseTcs: B IPOU3BOJICTBE PyUeK Il HHCTPYMEHTOB U
JIPYruX KOMIIOHEHTOB, KOTOpBIE TPEeOYIOT MPOYHOCTH M JierkocTH. Kpome Toro, HaitnoH-6,6
ABIIIETCS JUAJIEKTPUKOM M UCIIOJIB3YETCS KaK KOMIIOHEHT OCHOBBI MOJMAMMIHBIX SMaJbJIaKOB,
00pa3yIoIIMX MEXaHWYECKU IMPOYHBIE 3JIACTHUHBIE SMaJIeBble HM3OJSIHMOHHBIX TOKPBITUS Ha
npoBojax [3].

BropeiM 1o  3HAUMMOCTM  HANpaBJI€HUEM  TPOMBILUIEHHOH  mepepaboTKu
reKCaMeTWJICHIMaMUHA SIBIISIETCS CHHTE3 IOJMYPETAaHOB. BbICOKas MeXaHMUecKas MPOYHOCTb,
XUMHUYECKass CTOMKOCTh M TEPMOCTAOMIIBHOCTH MO3BOJIAIOT HCIONB30BaTh UX IS MOJTYYECHUs
CUHTETHUYECKUX BOJIOKOH, IJIACTMACC, KJIEEB, IUIEHOK U MOKPBITHIA.

[lepen mnpou3BOACTBOM MOJIMYPETAHOB T'€KCAaMETHJIEHIUAMHUH MepepadbaThIBalOT B
reKCaMeTHIIEHAMNU30I[HaHaT C MOMOIIbIO (pOCTeHupOoBaHMs. B MPOMBIIIIEHHOCTH paclpoCTpaHeH
XKHUJKO(pa3HBIA Tporecc (OCTeHUPOBAHUS COJH, OOpasylomielcss MpH JAEHCTBHM JIBYOKHCH

yriieposia Ha rekcametrieHmaMut [5]. TIporecc ocyIecTBIsIFOT B HECKOJIBKO CTaTHIA.
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Cuavana npu HarpeBanmu 10 80-90°C B pacTBOp TeKcaMeTWJICHAAMHUHA TIPH
nepeMeNINBaHuK BBOJISAT TBEPAYIO JIBYOKHCH yriepojaa. B pesynbTaTe rexkcaMeTusieHIuaMuH
abcopbupyer CO2 C oOpazoBaHueM cou (PUCYHOK 4):

_ H H -
00C——N——(CH,)s——N——C00
2 H,N

(CH2)6_NH2 + 2C02 —

+ +
H3N (CH2)6_NH3

Pucynok 4 — O6pa3zoBanue conu rekcameTmieHauamuaa ¢ CO2

3aTem B oxnaxaeHHyto npumepHo 10 0 °C moaydeHHy0 CyCIeH3UI0 mojarT ¢ocreH. B

pe3ynbTaTe 00pa3yeTcs: XJIOpaHTUuaApUA (PUCYHOK 5):

_ H H -
00C——N——(CHy)s——N——C00
+ 2COCl, —® CICOHN——(CH,)s—NH, * HCI + 2CO,

+ +
H3N (CH2)6_NH3

Pucynok 5 — Peakuusi B3auMOJeHCTBHSI COIM F'eKCaMETHUIICHAMAMHUHA ¢ ()OCTEHOM ¢
o0pa3oBaHHEM XJIOPAHTUAPUTA

docreHrpoBaHue MPOIOIKAIOT, MOCTENEHHO MOBbIMas TeMieparypy no 150-160 °C, no

MOJTyYEHUs IPO3PAYHOT0 PaCTBOpPA TeKCaMeTHIICHANU301IMaHaTa (PUCYHOK 6):

CICOHN——(CH,)s—NH, * HC1 + COCl, —® OCN——(CH,);——NCO + 4HCI

Pucynok 6 — [Tony4yeHne rekcaMeTHICHIMU30IMaHaTa o Peakiuu (OCTeHUPOBAHHUS TIPH
temneparype 150-160 °C

JUia nanpHENNIero NoIy4eHNs OJIMyPETAaHOBBIX MATEPUAJIOB FEKCAaMETHIICHIUN30IIMaHAaT
JIOJKeH 00J1a1aTh UCKIIOUYUTEIbHO BBICOKOM CTENEHbI0 YUCTOTHl. OHa JOCTHraeTcsi OYMCTKON
TEXHUYECKOTO ITPOTYKTa MHOTOKPATHON BAKYYMHOM IIEPETOHKOM.

[Tonmumepu3auio OCYIIECTBISIIOT CIEAYIOUMM crocoOoM. JIMM30IMaHaT M TJIMKOJIb,
B3STHIE B MOJIBHOM coOoTHomeHuu 1 : 1, 3arpyxaror B peakrop u HarpeBatroT a0 200 °C mns
roMoreHusanuu cmecH. [lomyueHHsli paciiaB MoinypeTraHa BbIIABIMBAIOT U3 PEaKTOpa B BHUJIE
JICHTBI, IIETUHBI I MOHOBOJIOKHA.

HauOonpiiee NpOMBIIIJIEHHOE 3HAY€HHWE M3 IOJUYPETAHOB, W3TOTOBJICHHBIX W3
reKcaMeTHIIEHANNU30I[MaHaTa, HMMeeT ero mnoiumep ¢ OyranauoioM-1,4. Takoe BOJOKHO
WCIOJIB3YIOT JJI U3TOTOBJIEHUS! (DUIBTPOBAIBHBIX M 3AIIUTHBIX TKaHEW, MPUBOJIHBIX PEMHEN U

KaHaTOB (PUCYHOK 7):
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Pucynox 7 — Peakius B3auMOAEHCTBUS reKcaMeTUIICHIUM301Manara ¢ Oyranauonom-1,4

IToMrMO IPOM3BO/ICTBA [TOJUAMMJIOB U NTOJINYPETAHOB MeKCAMETUIIEHIMAMUH IPUMEHSIOT
B KauecTBE AMUHHOIO OTBEPAMTENs SMOKCHIHBIX CMOJ, YTO OO0ecleyuBaeT yIydllleHHEe HUX
(U3HKO-XUMHUYECKUX CBOUCTB [6]. Tarxke MCHONB3YIOT ISl BYJIKAHU3AIMU KaydyKOB, CHHTE3a
MOHOOOMEHHBIX CMOJI, MHTMOMpPOBAHUS KOPPO3UM, OUYUCTKU Ta30BbIX CMECEH OT JBYOKHUCHU
YIJIEPOJIa, U3TOTOBJICHUS MOKPBITHIA JJIsl BO3AYIIHBIX GUIBTPOB [1].

Cy1ecTByeT HECKOJIBKO METOJIOB MOJTy4eHHsI rekcaMeTwiieHanamuHa. [1o onnoMmy U3 Hux
€ro IMoJiyyaroT W3 aJMIMHOBON KHMCIOTBI, KOTOPYIO, B CBOIO OYepe/ib, MOIYy4alOT OKHUCICHUEM
nuKiorekcana (pucyHok 8) [8]. CMech napoB aTuNMUHOBOM KUCIOTHI M aMMHUAKa MPOITYCKAIOT HaJl
JNETUIPATUPYIOMMM  KaTtamuzaropoM  mpu  temmeparype  300-375°. OOpaszyromuiics
QIUIOJMHUTPWII  3aTe€M TUAPUPYIOT JI0 T[OJIyuyeHHs TrekcameTwieHauamusa. IIponecc
OCYILECTBIIIIOT Ha KOOAJIbTOBOM MWJIM MEIHOM KaTanu3aTope mnpu naasieHuun 60-65 MIla u

temneparype 100-135 °C. CenexkruBHOCTb mporiecca 90-95% [8]:

(0]
Z"
HO OH+ INH, —> //\/\/
NF
6}
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N

Pucynok 8 — Ilonyyenue rekcaMeTHIICHANaAMUHA U3 aIAITMHOBON KHCJIOTHI

OCHOBHBIM TMOOOYHBIM OPOAYKTOM ABJACTCA IOUUMHH, 06p33y}0H_II/II‘/’IC$I B PE3YyJIbTATC

HETOJIHOTO THAPUPOBAHUS aIUIIOJUHUTPUIIA (PUCYHOK 9):



N
& +2H, __g /\/\/\/NH
s HN
NF

Pucynox 9 — O6pa3oBanue moOOYHOTO MPOIYKTA IIPH MOTYyUYEHUH FeKCAMETHIICHIMaMUHA U3
AIUIIUHOBOM KUCJIOTHI

Takoit cmoco06 mody4deHHs TeKCaMeTWJICHIMAaMUHA IIHPOKO MPHUMEHSETCS B
MPOMBIIIJIEHHOCTH, HO HEOOXOJUMOCTh MCHOJIb30BaHUS NE(UIMTHOTO apOMaTHUYECKOTIO ChIPbs
(aIUMMHOBYIO KHMCJIOTY MOJYYaroT UCXOs U3 OeH3osa U (eHosa) SBUINCh MPUYUHON TTOMCKOB
OoJiee JEMIEBBIX CIOCOOOB CHHTE3a aJMIIOHUTPHUIIA Ha OCHOBE 0OoJiee JOCTYMHOro Chipbs [1].
OnpeneneHHbI UHTEPEC NPEACTABJIAIOT CXEMbI MOJIY4YEHHUS aJUIIOHUTPUIA, OCHOBAHHBIE Ha
nepepaboTke HUTPUIIA AKPUIIOBOM KHCIIOTHI.

AKpWIOHUTPWI, IOJYYEHHBIM M3 IPONWIEHA, pPacTBOPSIETCS B BOJHOM pPacTBOPE
TETPAdTUIIAMMOHUK-/-TONYyOJICY/IbpOoHATA B dBIeKTpoiuTHUeckod BanHe [8]. Jumepusanus
OCYIIECTBIISIETCS. B pe3ylbTare MPOTEKAaHUS BOCCTAHOBUTENBHBIX pEaKIHi Ha KaToJe

(pucynok 10):

2 /\ +NH;; +O, (Bi, P, Mo) 2/\ +OH +2e )
> X, N& %N

N

Pucynok 10 — [Tonyuenue agunoHUTpHIIa U3 aKpUIOHUTPHIIA B pe3yJIbTaTe MPOTEKAHUs
BOCCTAaHOBUTEJbHBIX pEaKluii Ha KaToe

ITosry4eHHBIN aIUIOHUTPHII THAPUPYIOT 10 T€KCAaMETUIICHINaMUHA.

CymecTByeT TpeXCTaAUMHBIA MpOLECC IOJYyYEHUs TE€KCAMETUJICHIMAMUHA Yepe3
POMEKYTOUHOE OOpa3zoBaHue Trekcanauona-1,6 [8]. CHavama IUKIOTEKCaH OKHCISIOT TPU
150 °C u naBnenunu 3,3 MIla juis mosrydeHust CMECH aIMITMHOBOM U THPOKCHKAIIPOHOBOW KHCIIOT.
Hanee 3Ty cMmech 3TepUPUUUPYIOT MpeIBapUTENbHO MOJyUYEeHHBIM rekcanaunosoM. Ha Bropoit
CTaJUM MPOBOJAT TMAPOreHONIN3 3(upa ¢ MolydeHHEeM TeKcaHauona-1,6, KOTophlil MOABEpraT
ourctke. Ha TpeTheii crainu 1noj aMUHUPYIOT aMmMuakoM Ha katanuzarope Ni Penes pu 150 °C
u 23,0 MIla. I'ekcamermnenauamMus mnony4aoT ¢ BeixoaoM 90 %. [1oO6ouyHBIME TpoAyKTaMu
ABIIIOTCS TeKCaMeTUJIEHUMHMH M 6-amuHorekcaH. HepoctaTkamu gaHHOTrO croco0a MoJydeHus

SIBIIIFOTCS. MHOIOCTAUMHOCTD M HU3K0€ Ka4eCTBO oGpaayromeroca aMHuHa.

14



lexkcameTuneHaAMaMMH MOXHO TakKe MOJy4aTb U3 XJOPUCTOrO BHHMIA, U3
aKpWJIOHUTpUIa dyepe3 1,2-munuaHonukioOyTaH, OJHAKO OHHM Malo pPacHpOCTPaHEHBI U
OCHOBHBIM CITOCOOOM IPOU3BOJICTBA OCTACTCS THAPUPOBAHUE AUITOAUHUTPHUIIA.

I'exkcameTuneHAMaMUH OTHOCUTCS K AaMHUHOCOEIUHEHHSIM >KUPHOTO psna. YMepeHHO
TOKCHYEH, OJIHAKO, KaK U JAPYrue OCHOBHBIE aMUHBI OH CIIOCOOEH BBI3BIBATH 0KOT'H U CHUJIbHBIC
paszipakeHus: KOXH (IepMaTUThl). YCTOWYMB Ha Bo3ayxe. lIpu momajgaHuu B riia3a BHI3BIBAET
cepbesHble oBpekaeHus. O01anaeT KyMyIsITUBHBIMHA CBOMCTBAMH.

JlnaMHH OTHOCHUTCSI K BBICOKOTOKCHUYHBIM IPOAYKTaM. B Buze mapoB (B KOHIIEHTpAIHIX
ceoime 1 wMr/m®) BBI3BIBA€T M3MEHEHHS B cOCTaBe NepHpepuueckoil KpoBH (YMEHbIICHHE
COJIep’KaHusl reMOIVIOOMHA, YHMClla APUTPOLIUTOB, JIEHKOLUTOB), CHU)KEHUE YPOBHSI KpPOBSHOTO
JIaBJICHUS, HApYyIICHHE MPOHMUIAEMOCTH cocyaoB. OOnamaer pe3Ko BBIPAKEHHBIM MECTHBIM
NeiCTBUEM, MPOSIBISIIOIIMMCA B BUAE CYXOro WM BJIaXHOTro Hekposa. [lomamanue B riasza
BBI3bIBACT CEpbE3HbIC MOBpeXkAcHUs. [IpoHHMKaeT B OpraHu3M dYepe3 OpraHbl JAbIXaHUS U
HETIOBPEXKICHHYIO KOXKY [9].

Tokcuueckoe neiicTBHE y OelbIX KpHIC NMPOTEKAaeT IpH Babxamumu 0,2-2,5 mr/am® —
pa3apakeHHUe BEPXHHUX MAbIXaTEeIbHBIX MYyTEH M IJa3, HUCTOLIECHUE, YMEHBIICHUE COJEp>KaHus
reMOIJIOOMHA U YUCIIa SPUTPOLUTOB. Y paboTaloMX ¢ reKCaMeTHICHIUaMUHOM HaOII0Jat0TCs
CABUTH CO CTOPOHBI KpPOBU' a TaKXe HAPYLIEHUS COCYAUCTO-BEr€TaTUBHOM pEryJsLUu.
[TopaxkeHust KOXXM HacTymajaud depe3 2 WIM 3 HeJeIu I[ocjie Havajna pabdoTbl ¢
rekcametmieHanamuaoM. [10]

BoznelicTBue napoB rekcaMeTHIEHAMaMiHa B IPOU3BOICTBEHHBIX YCIOBUAX HA YEJIOBEKA
BO3MOXKHO TIpU OTlepanusix, TpeOyromMX HarpeBaHUs WK epeMENINBaHUs BOJHBIX PACTBOPOB.

[IpodeccuonanbHoe Bo3AeicTBHE MOTYT OBITH 4Yepe3 BJbIXaHUE (BBICOKOCKOPOCTHBIE
olepalru, TeHEpUPYIOIINE B MEPBYIO OUEpelb a3PO30JIM) U Yepe3 KOXKHbIA KOHTAKT Ha pabounx
MECTax, TJ€ MPOU3BOAUTCA WIM HCIOJIB3YETCS N€KCaMETHUJIEHIUaMUH. XHMHUYECKOE BEILIECTBO
ABJIIETCS YMEPEHO TOKCUYHBIM IIPU OOJIBIIMHCTBE yTel BBeAeHUs. [Ipu nepopaibHOM BBeieHNE
JIeTANbHBIE 03B 151 KpbIC BapbupytoTCs OT 750 10 1500 Mr/kr. Bo3MoxkeH OTTEK Mpu MoMalaHuu
Ha KOy ¢ 00pa30BaHMEM MHOTOUYHUCIIEHHBIX ITy3bIPHKOB MU BOJIJBIPEN € JaTbHEHIITUM HEKPO3OM.
Taxoke HaOMIOIaeTCs CHIIBHOE pa3paXKeHUe I71a3 ¢ MePexo/I0M B KOHBIOHKTUBUT ITOCIIE KOHTAKTa
¢ rekcameTuieHauaMmuaoM [11].

B pab6ore Pakurckoro B. H. (2012) u ap. yCTaHOBIIEHO ajlJIepTrHU3UpYIOIIEe IEUCTBUE
XUMHUYECKHX IPUMECEH, MUTPUPYIOLIMX B OKPYKAIOLIYI0 CpPEAYy H3 IOJIMMEPCOAEPKAIINX
MaTepHasoB, Harpumep, nuoyTundTanar, JTUOKTHII(TaNar, AMUXJIOPXHUJIPHH,
reKcaMeTHieHAuaMuH. J[aHHbIe COETUHEHHS MPH WHTAISLIUOHHOM BO3JIEHCTBUU OKa3bIBAIOT

cnalplii ceHcnOmm3npyoonwii a3gpdext va opranmsm [12].
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B wuccnenoBanmsix WM. M. Tpaxtenbepra u B. A. Terumawmna (2003) moka3aHo, 4YTO
BO3/ICUCTBUE reKCaMETUIICHIUAMUHA IPUBOIUT K CHIDKEHHIO aKTUBHOCTH TKAHEBOTO JIBIXAHUS U
OJTHOBPEMEHHOMY YCHJICHHIO aHa3POOHOT0 TIIMKOJIN3a B MHOKAp/Ie, CHIDKEHUIO SHEPTeTUYECKOT0
MOTEHITMANIA CEPACYHON MBI, yMeHbIIeHHI0 ypoBHS AT®, otHomeHuss ATO/AID u
sHepreTudeckoro 3apsaa [13].

[To xuMHUYECKON CTPYKTYpE TeKCaMEeTHIICHANAaMUH OJIM30K K TAKUM si7[aM, KaK MyTPeCuH
U Ka/IaBEpHH, 00Pa3yIOIIUMCS TIPY THUEHUH O€JIKOB. M3 0myOIMKOBAaHHBIX JAHHBIX CIEIYET, YTO
reKcaMeTWIeHAUaMUH o0nagaeT oOLMUM pPe30pOTHBHBIM JECHCTBUEM, COMPOBOXKIAIOLIIMMCS
HapyLICHUEM IPOHMIIAEMOCTH MEJIKUX KPOBEHOCHBIX COCYJOB, NOHM)XEHHEM apTepHaIbHOIO
JIaBJICHUS], ©3MEHEHUEM MOP(}OIIOTuu KPOBU, AUCTPOPUUIESCKUMH U AETCHEPATUBHBIMU CABUTAMH
BO BHYTPEHHHX OpraHax (II€4eHH, JIETKUX, [TOYKaX, CelIe3eHKEe, TOJIOBHOM MO3Ty | 1p.). Kpome
TOr0, TeKCAaMETUJICH/IMaMHMH OKa3blBaeT YTHeTarollee JeiCTBHE Ha LEHTPAIbHYIO HEPBHYIO
cucremy [14].

[Ipu BIBIXaHWM TEKCAMETWJICHIMAMUH BBI3BIBAET CHJIBHBIC TOJIOBHBIE Ooiu. B Maibix
KOHIICHTPALUSIX ITO BEMIECTBO MOXKET CEHCHOMIM3UPOBATH OPTraHU3M YYBCTBUTEIBHBIX JIOACH U
BbI3BaTh JIEPMATUTHI U SK3EMBI.

B ocHoBe MexaHuM3Ma TOKCHMYECKOrOo JCWCTBUS TIeKCaMETWICHJUaMHUHA JICKUT
CIOCOOHOCTh MOHO- M JINaMHUHOB OCBOOOKIATh CBS3aHHBIM TMCTAMUH, 3 BO3MOXKHO, U JIpyrue
OMOJIOTHYECKH aKTUBHBIC BEILIECTBA.

B pat6ote [14] mis usydenus pedaekTopHOro AeHCTBUS Ha (PYHKIIHOHAIBHOE COCTOSTHHE
LEHTPaJIbHOW  HEPBHOW  CHUCTEMBI  TMOPOTOBBIX U TOAMOPOTOBBIX  KOHIEHTpauui
reKcaMeTHIICHANaMUHa T10 3aIaxy MPUMEHSITH METOJ OTIPE/ICTICHHS CBETOBOW YYBCTBUTEIHLHOCTH
IJ1a3a B YCIOBHAX aJanTauy K TeMHOTe. HaOoieHnst mpoBOIMITN 110 METOIMKE Ha aJalITOMETPE
«AJIM» ¢ mpuBneuenuem 3 uccienyeMbix B Bo3pacte 22—26 net. Ilopor n3aMeHeHus: cBETOBOMI
qyBCTBUTEILHOCTH I7a3a y Hanbojee UyBCTBUTEIBHBIX JIHI HAX0AUICA Ha ypoBHe 0,0027 mr/m®

[Ipenenbuo gonyctumas konuentpauus (ITJ1K) rekcamerunenuaMuHa cocTaBisieT:

- B atMocdepHoM Bozayxe ITJIK MakcuMmanbHO pa3oBas — 1 MKI/M®, KIacc ONacHOCTH —
2 (BbIcokoomacHoe) [15];

- B BO3/IyXe paboueii 30mbI ITJJK MakcumanbHO pasosas — 0,1 Mr/m®, kinacc omacHocTd — 1
(BelecTBO upe3BbIUaitHo omacHoe) [15];

- B BO3IYIIHOM cpene u3 ymakoBku — 0,001 mr/m°, kimace omacHocTtn — 2; [16];

- B BO3AYIIHBIX Cpelax W3 MPOAYKIUH, MPEJHA3HAYEHHON Ui JeTell U MOAPOCTKOB U
urpymek — 0,001 mr/m® [17, 18].

- B BO3IYIIHOH cpejie u3 IMPOAYKINH Jerkoit mpomernnierroctd — 0,001 mr/me [19];

- B BO3JAYIIHOM CPEE U3 CPEACTB MHIAUBUAYATIbHOM 3amuTsl — 0,001 Mr/m° [20];
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- B BO3JIYIITHOM cpejie U3 MebenbHoi mpoxykimu — 0,001 mr/v® [21];
- B BO3/YIIHOH cpejie u3 000pyNOBaHUs JIs JETCKUX MTPOBHIX Miomanok — 0,001 mr/m®

[22].
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2 Cnoco0bl NPHUrOTOBJICHHUSI BO3AYIIHBIX BBITSKEK M3 TOBAPOB HAPOJAHOIO
norpedJieHus s oNpeae/ieHus MUTPAllUM FeKcaMeTHJIeHIHaMIHA

IIpn aHanu3e wMUrpanuu BpEAHBIX BEIIECTB B BO3AYIIHYIO CpeAy IPOBEICHHE
IpOOOIOATrOTOBKHU SBJISETCA OJAHUM U3 OCHOBHBIX ()aKTOPOB, KOTOPBIE BIMSIOT HA MOIPEIIHOCTh
U JIOCTOBEPHOCTh MOJTY4YEHHBIX PE3YyIbTaTOB.

[Tpo6onoaroroBka npoxaykmuu Ha cootBerctBue TP TC 005/2011 «O 6e3onmacHocTH
YIIaKOBKH» MPOBOJUTCS B COOTBETCTBHH C [23].

B cootBerctBum ¢ [Ipunoxerarem 1 TP TC 005/2011 uccienmoBanre MUTPAlMA BPEIHBIX
BEILIECTB B BO3IYLIHYIO MOJEIIBHYIO CPey IPOBOJATCS B OTHOILIEHUH IPOAYKIUH C BIAXXHOCTBIO
menee 15 %.

Cornacuo [23] oOpasipl mocyabl, Tapsl W T.J. MOIOT C IOMOIIBIO MapjH TEILIOH
BOJIONIPOBOHOI, a 3aTeM TUCTUIUIMPOBAHHOMN BOJIOM. [Ipy NpUTroTOBIEHUN BO3IYIIIHBIX BBITSKEK
yIIaKOBOUHbIE MaTepuaibl, MpeJHa3HAuYCHHblE I 3aTapUBaHUs IMMIIEBBIX HPOAYKTOB,
MOMEIIAIOT B CTEKJISIHHYI0 €MKOCTh (9KCHUKATOp), MMEIOLIYIO0 JIBE€ OTBOAHBIE TPYOKH, OJHY —
JOXOJISIIYIO J0 JIHA, BTOPYIO — OKaHYMBAIOLIYIOCS 101 MPOOKOMN € TAKUM PAacyeToM, YTOOBI IpHU
B3SITUM NPOObI MPOTATMBAEMBIM BO3AYX HPOXOAMI uepe3 BCIO eMKocTb. OTBOAHBIE TPYOKH
3aKphIBaIOT 3ariyikaMu. CooTHoLIeHne o011Iel MI0IIa 1 BCeX MOBEPXHOCTEN 00pa3ia yakoBKI
K (paKTHYECKOH BMECTHMOCTH KCHKATOPa JOJDKHO COCTaBIATH 1 cM?: 2,5 cm®. Jljis MCHBITaHKS
UCIIOJIB3YIOT JIBE MapaJljiesIbHbIE POObI YIIaKOBKH, KOTOPbIE IOMEILIEHBI B Pa3HbIE IKCUKATOPBI.

Iloce COOTBETCTBYIOIIEH S3KCHO3MLIMM OTKPBIBAIOT 3arilylIKM U 4YEpe3 €MKOCTb C
00pa3loM NPOTATHBAIOT BO3AYyX. BO3IylIHBIE BBITSKKH MPOIYCKAIOT Yepe3 MOTJIOTUTEIbHBIN
pacTBOop WM 4epe3 (GWIBTP B 3aBUCHMOCTH OT aHaJu3upyeMoro BemiectBa. KosmuecTBo
IPOTSTUBAEMOTO BO3AyXa ODKHO OBITh B 3 pa3a Oombine (pakTHIEeCKOH BMECTHUMOCTH
HKCUKATOPA.

ITpo6onoaroroBka npoxykuuu Ha cootBerctBue TP TC 007/2011 «O GezomacHocTH
IPOAYKIMH, TpeAHa3HaueHHOU ais neteit u noapoctkoB» U TP TC 008/2011 «O 6e3omacHocTu
UTPYILEK» MPOBOIUTCS corliacHo [24, 25].

HccnenoBanne MHUIrpaldi BpEOHBIX XHUMHUECKHMX BELIECTB B BO3AYIIHYIO Cpeay
MPOBOJUTCS B CTATUYECKOM MJIH, ITPU HEOOXOAUMOCTH, TUHAMUYECKOM PEXKHUME.

[Tpu u3y4eHnn MUTpaIMY BPEIHBIX XHMAYECKUX BEIIECTB B BO3AYIIHYIO CPEIly U3 UTP U
UTpYIIEK, MacT AJs JIENKH, KPacoK, MPUHAIIC)KHOCTEN KaHLEISIPCKUX WM IIKOJIbHbBIX, U3l
rajJlaHTepeMHbIX, U3/1eIMHA CAaHUTAPHO-TUTHEHHYECKUX U3 MOJIMMEPHBIX MaTepHajioB, U3 PE3UHBI
(dopMOBBIX WM HE(POPMOBBIX I yXoJa 3a ACTBMH M JPYI'MX AaHAJOTMYHBl HW3JENUH, B
CTaTHMUYECKOM PEKUME HCCIIeyeMbIil 00pa3el] MOMEIIaloT B TIATEILHO BEIMBIThIE T€PMETUYECKU

3aKpbIThIE EMKOCTH (IKCUKATOp), BBIIEP)KUBAIOT B HUX B TeueHUe 24 4acoB IpH TemIlepaType
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37 °C. IIpu oT60pe mpob Bo3ayxa yepe3 MOTIOTUTENN MPOTATHBAIOT TPEXKPATHBIN 00BEM BO3ayXa
HKCHKATOPA, COAEprKaIIero oopasel.

CootHomieHne Beca oOpasna K 00bEMY BO3AYIIHOH Cpelbl AKCHKATOpa COCTABISET
100 : 1 r/m°. Eci oOpasel He MOMeIaeTcss B KaMepy-TepMOCTAT HIIH SKCHKATOp, JOMYCKAeTCs
pa3bopka ero Ha COCTaBHbIE YacTW (M3 MATKOHAOMBHOW WIPYIIKU BBIICNAETCA DJIEMEHT C
HAMOJIHUTENIEM NpU ero Hajauuuu). [lapamienbHO TOTOBUTCS «xoJjocTas mpoba»: oTrOupaercs
npoba BO3Iyxa Ha COJEpKAaHHWE TOTO K€ BPEJAHOTO XMMHUYECKOTO BEIIECTBA M3 HIECHTHYHON
FepMETUYECKH 3aKPBITON €MKOCTH, B KOTOpPOM OTCYTCTBYeT oOpaszel. Bozayminbsie mpoObl,
MOJIyYeHHBIE KaK B OCHOBHOM, TaK M B KOHTPOJIbHOM OIbITaX, UCCIEAYIOT B HJIECHTHYHBIX
YCIIOBHSX.

HccnenoBanre MuUrpanyy BpPEeIHBIX XMMHYECKHX BEIIECTB U3 00pas3IoB B BO3AYIIHYIO
MOJICJIbHYIO Cpely B JIUHAMHYECKOM pEXHMMEe MpOBOASAT B Kamepe-tepmocrate. Kamepa-
TEPMOCTAT TIIATEIbHO MOETCS, BBITUpAETCS J0CyXa, 3aTeM B KaMepy IOJaeTcs B TeueHUe
30 munHyT BO31yX. /)11 MPOBEPKU YMCTOTHI KAMEPHI-TEPMOCTATA TPOBOIUTCS KOHTPOIBHBIH OIIBIT.

B kamepy momemaroT wucciemyeMmblii oOpasern, ycTaHaBimuBarT Temmeparypy 37 °C,
BOo3yxo00MeH 0,5 o0bEM/4ac W BBIIEPKUBAIOT 00pasell MpH JaHHBIX YCIOBUSX B TEUCHHE
24 yacoB. CooTHolleHHe Beca oOpasla K 00BbEMY BO3AYIIHOH Cpelbl Kamephl COCTaBISET
100:1 r/m® Cxopocts M Bpems oTOOpa HpU HCCIENOBAHMH B JIUHAMHYECKOM DEXHMME
ONpeAeNseTC KOHKPETHOM METOJIMKOM, COTJIACHO KOTOPOW OMNpEenesieTCs JaHHOE JIETydee
BEIIIECTBO.

OmnpeneneHne MUTPAIUK BPEJHBIX XMMUYECKUX BELIECTB U3 U3/IaHUH Y4eOHBIX, KHI)KHBIX
U JKypHAITBHBIX, OYMa)KHO-OCIIOBBIX M3JIENUN JUIsl JeTel cTapiie TpeX JIET OCYIIECTBISETCS B
BO3AYIIHYIO MOJIEBbHYIO cpeay. [IpoGonoaroToBka 00pas3oB U3JI0KEHa BBIIIIE.

[Ipy M3ydeHUM MHrpaluu BPEIHBIX XUMHMUYECKHX BELIECTB B BO3IYIIHYIO MOJEIbHYIO
cpeay M3 00pa3lOB KOJIICOK M BEJIOCHUIIEAOB JIETCKUX, HE KOHTAKTUPYIOIIUX C KOXXHBIMHU
MOKPOBAaMH, MCCIIEIOBAHUS IPOBOIAT COTIACHO TpeOoBaHusM [24 1. 4.6].

[Ipo6onoaroroska mnpoxyknuun Ha coorBerctBue TP TC 017/2011«O 6e3omacHocTH
HPOYKIIMH JIETKOH MPOMBIIIJICHHOCTHY ITPOBOJUTCS B COOTBETCTBHH ¢ [26].

Iepen ncnbpiTaHUsIMU 00PA31IbI OAEHKABI U IPUHAISIKHOCTEH K 01€%kK 1€, MPOYMX TOTOBBIX
TEeKCTHJILHBIX W3IIeNnH, 00yBH, TOpTQenei, paHleB W PIOK3aKOB YYCHHYECKHX IS JeTed
BBIJICP)KUBAIOT B JIA0OPATOPHBIX YCIOBUAX 24 daca [24 n. 4.6]. V3genus m marepwaibl Uis
HOBOPOXKJIEHHBIX W JIeTel 10 OJHOro roja, a TakXe MEepBOro cjos MOoJyuIekar 00s3aTeIbHON
npeBapuUTebHON CTHpPKE 0€3 MOIOIIMX CpelICcTB. M3aenune moMemiamT B TIIATEIbHO BBIMBITHIE
TePMETHYECKH 3aKpBITBIE €MKOCTH (PKCHKATOPBI WM KaMephbl) TMPH COOTHOIICHUH TUIOIIAIIH

HCCleMyeMoro obpasna K o0beMy HCIONb3yeMoil emkocTH 1 M2/M° (¢ yueToM JBYX
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noBepxHocTel). O0BeM OTOOpPAaHHOTO BO3JyXa COCTaBIsACT TPEXKpPaTHBIM 00BEM BO3AyXa
AKCUKATOPHI. 13 HIIEHTUYHOM TepMETHIECKH 3aKPBITON EMKOCTH, B KOTOPOM OTCYTCTBYET 00pa3el]
orOupaerca «xoinocrasi npoda». Bozaymneie npoObl, MOTy4YeHHBIE KaK B OCHOBHOM, TaK M B
«XOJIOCTOM OIIBITEY, UCCIEAYIOT B UACHTUYHBIX YCIOBUSIX.

[Ipy rurueHnYeckoi OIeHKE TKaHEW, oaexAbl (3-ro cios) U O0yBH aHAIU3UPYETCS
BO3/ylIIHAs cpefa:

U3JeMsl TOMELAOT B TIIATEIBHO BBIMBITBIE TE€PMETHUYECKH 3aKPBITIE EMKOCTH
(9KCHKATOpBl WJIM KaMmepbl) MPH COOTHOUICHWM IUIOLIAJM HCCIeayeMoro obpasua K oobeMy
HCHonb3yeMoii éMkocTH 1 M%/M° (C yueToM IBYX MOBEpPXHOCTei) — JUIs BEpXHEH OmeKIbl,
0,4 M?/M* (¢ ydeToM ABYX IIOBEPXHOCTE) 11 IOPTHEPHOM U INTOPHBIX TKAHEH, BBIIEP/KUBAIOT B
teyeHue 24 uvacoB mnpu Temmneparype 37 °C (ocHOBHOM ombIT). [l omnpeneiaeHusl CTENEHU
MUTpAIMU JIETy4ero BEIIeCTBAa MapajUIeNIbHO TMPOBOJAT OINPEACNICHUE «XOJOCTOW MPOOBD)
(KOHTPOJIBHBIN OIBIT):

orOupaercs mpoda BO3ayxa Ha COIepIKaHUe TOTO )K€ JIETY4ero BEeIIecTBa U3 HACHTUIHON
FEPMETUYECKH 3aKpPBITOM EMKOCTH, B KOTOPOM OTCYTCTBYET oOpaseu. Bo3zaymiHbie mpoOsl,
MOJIy4YE€HHBIE KaK B OCHOBHOM, TaK M KOHTPOJIHHOM OIBITAX, UCCIECAYIOT B UICHTUYHBIX YCIOBUSIX.

[IpoGonoarotoBka mpoaykiuu Ha coorBerctBue TP TC 019/2011 «O 6e3omacHocTH
CPEJ/ICTB MHAMBUAYAJIbHOM 3alIUTHD) IPOBOAUTCS coryiacHo [27].

B coorBerctBum ¢ [27] wuccienyembie 00pasiibl MPOU3BOACTBEHHOW M CIICIHAIBLHOMN
OJIeX/IbI (XJI0MIaTOOYMaXKHOM, TbHSHOM, MIEPCTIHON, CAHTETUYECKOH | T.1.), B 3aBUCUMOCTH OT
Ha3HAYeHUs M 3AIIUTHOM CHOCOOHOCTH MaTephalioB OOpaslibl 3aKIabIBAIOTCS B IKCHUKATOPHI
o6beMOM He MeHee 4 TUTPOB B cooTHomenun 10 cm? obpasma x 1 am® emkocTu. 3a maomans
MOBEPXHOCTH 00pa3lia CYUTAIOT CYMMAapHYIO IUIONIAb OOEUX CTOPOH TMOBEPXHOCTHU OOpaslia.
Hccnenyemble 00pa3iibl BEIIEPKUBAIOT B TEUCHHE 3 CYTOK IIPU KOMHATHOM TemIeparype Uil npu
37°C — 24 wyaca. Bo3ayx u3 53KcCHKaropa aclupHUpylOT CO CKOPOCTbIO, OOYCIOBICHHOMN
METOJMKaMU HUCTBITaHui. OO0beM OTOOPAaHHOTO BO3AyXa MOJDKEH OBITh PAaBEH TPEXKPATHOMY
0o0Bpemy skcukatopa. OnpeneneHre MUTpali Kaxa0ro BELIECTBA MPH OJMHAKOBBIX YCIOBMSIX
cienyeT MpOBOAUTH ABaXAbl. OJHOBPEMEHHO C OIBITHBIMM 3KCHUKATOPaMH YCTaHABIIMBAIOT
KOHTPOJIbHBIE, BBIIEPKUBAEMbIE ITPU YKa3aHHBIX BBIIIE YCIOBUAX IKCIIEPUMEHTA.

HccnenoBanue cTeneHn MUTpali TOKCHYECKHUX BEUIECTB B BO31YyX MOXHO MPOBOJUTH B
KIMMaTHIeCKHX Kamepax, ¢ o0beMoM pabouero mpoctparcTsa ot 0,01 g0 1 M. KoHcTpykims
KaMephbl T0JDKHA 00ecTIeYrBaTh TePMETUYHOCTh, AaBTOMAaTHUECKOE PETYIHMPOBAHNE TEMIIEPATYPHI.
B pabouem obbeme kamepbl BO BpeMs MPOBEACHUS HCCIEIOBAHUN JOJDKHBI MOAIEPKUBATHCS
CIIeyIOIINE TapaMeTphl: TeMieparypa Bosayxa — 37 °C, Bo3ayxooOMmeH — 1 oObeM B dac.

Hccnenyemblii oO6paseln; MOMENAIOT B KIMMAaTUYECKYI0 KaMepy UM KOHAWLHUOHUPYIOT HE MEHee
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4 4YacoB MpH YKa3aHHBIX BhIINIE YCIOBUSX. COOTHOIICHHE IUIOMIAIN TOBEPXHOCTH O0pasla K
paGodyemy oOBbeMy Kamephl JOMKHO cocTaBnsath 10 cm? ma 1 am°. OTGop mpob6 Bo3myxa Ha
UCCIIelyeMble COeMHEHHs U3 pabodero o0bemMa KaMepbl MPOBOAUTCS Yepe3 4 yaca ¢ MOMEHTa
CTa0WIIN3alMU TApaMETPOB BO3/IyXa B KaMepe acHUPAIMOHHBIM YCTPOMCTBOM B COOTBETCTBUU C
TpeOOBAaHUSMHU METOJIMK HW3MEPEHUs] TI0 OIPEICIICHUIO aHaJIM3UpyeMbIX BemecTB. O0beM
0TOOpPaHHOTO BO3yXa HE JOJDKEH MpEeBbIMaTh pabouero oovema kamepsl. [lepen nmomemennem
o0Opa3ia B Kamepy, HPOBOJSAT KOHTPOJIbHBIM OTOOpP BO3AyXa HAa HCIBITYEMbIH IOKa3aTelb
(KOHTPOJILHBIH OIIBIT).

ITpo6onoaroroska npoaykiuu Ha cootBerctBue TP TC 025/2012 «O 6e3omacHOCTH
MeOeTbHOM MPOYKIIMK» TPOBOIUTCS cortacHo [28].

UccnenoBanne wmwurpanuu JIOC mnpoBoauTcss B 3aMKHYTOM O0bEME BO3JyXa
UCTIBITATEIPHOM KaMepbl NMPHU CICAYIOMUX (HanOoJIee TUIUYHBIX) YCIOBHUSX OSKCIUTyaTalluu:
temrepatypa Bo3ayxa — (23,0+0,5) °C, otHOcuTenbHas BiaaxHOCTh Bo3ayxa — (50 =+ 3) %,
ckopocth Bo3ayxooomena — (1,00 +0,05) 1/4. HachllieHHOCTh YCTaHABIMBACTCS B 3aBUCUMOCTH
OT 3KCIUTyaTalluy ¥ BUJA U3JCIHUS: KOPITyCHAs: MeOElIb, CTOJIbI, KPOBATH IIUTOBOM KOHCTPYKIIUU —
(1,00 £ 0,05) M%*M3, Mebenp s CHIEHMS M JIEKAHMS, KPOBATH C MATKHMH CIIMHKAMH U
anementamu — (0,300 =+ 0,015) M?*M3, HanoneHsle 1 creHoBBIe manenn — (0,40 + 0,02) m%/m3,

OT60p Mpod MPOBOIAT METOAOM IEPHOIUUECKOIO aKTUBHOT'O O0TOOpa Mpod (MpOKAYKH)
BO3AyXa M3 paboyero oObEMa HCIBITATCILHOW Kamepbl B TOMIOTUTEIBHBIC TMPHOOPHI,
CoJIepKaIife TMOTJIOTUTEIBHBIM PacTBOp, C TMOcienyromeid o0pabOTKOM B COOTBETCTBHH C
METOJIMKOMN UCIBITAHUI Ha UCCIEAYEMbIE MTOKA3aTEH.

[Ipu moaroToBKE K MCHBITAHUSAM 00paslbl U3JENui (Jerarneil) MeOenn pacriakoBBIBAIOT,
py HEOOXOAUMOCTH COOHMparoT (MOHTHPYIOT) COTJIACHO MpUJIaraeéMoil K HUM WHCTPYKIUH, a
MOBEPXHOCTH TINATEIHHO OYHIIAIOT 00 TyBOM H/WJIH CYXOH IETKOH (KPOMKH M TEXHOJIOTHIECKUE
OTBEPCTUSl HE TEPMETU3UPYIOT, a UMEKIytocs (QYypHUTYpY coxpaHstoT). OOpasubl u3aenuit
JIOJIKHBI OBITH BBIACPIKAHBI MIEPE UCIIBITAHUEM B IOMEIIEHUH ¢ TEMIIEPATypPOil U OTHOCUTEIHHON
BJIQXKHOCTBIO BO3/1yXa, COOTBETCTBYIOIIMMU MPUHSATHIM TP UCIIBITAHUHU B KaMepe, HE MEHEE TPeX
CYTOK.

OOpa3ipl KAJKUX U TEPMOIUIACTHYHBIX IMOJIMMEPHBIX MaTepualioB (KIeH, CBs3yrolee)
CMEIIMBAIOT C OTBEPAUTENIEM M MPOYMMHU KOMIIOHEHTAaMH 10 PEKOMEHIYEMOH perentype.
HanocsT Ha MeTannuyeckue IUTACTUHBI U OTBEPKAAIOT MO PEKOMEHJOBAHHBIM PEXKHMAM.
Pa3zMepbl m1acTUHBI TOHDKHBI COOTBETCTBOBATH HACKHIIIICHHOCTH. J|eHh HaHECEHUs] MaTepuaa Ha
TUTACTHHBI CYUTACTCS THEM €TI0 H3TOTOBJICHUSI.

OO0pa31pl HAMOJIBHBIX U CTEHOBBIX MAaHENEH MpU HEOOXOUMOCTH OTOUPAIOT U3 CEPEAUHBI

navyku (pyjloHa) ¢ ATUHOW, COOTBETCTBYIOIIEH pabodemy oO0beMy KaMepbl M BBIOpaHHOMY
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3HA4YEHUIO HachllleHHOCTH. [lepen ncnbITanneM NOBEpXHOCTH 00pa31[0B MATEPUATIOB OUHULIAOTCS
C 00IyBOM W/WIHM CyXOW IIETKOH (053b10) M TPOBOAMUTCA KOHIWIMOHHPOBAHHE B TEUCHUE
7—15 nHeit mpu KOMHATHBIX (J1aOOPAaTOPHBIX) ycioBUsAX. Jlo MpoOBENeHHUS UCTBITAHUN KPOMKH
0o0pa3loB MaTepuajoB YaCTUYHO T'€PMETU3MPYIOT, 3aKJIeHBas MeTaulMyeckod ¢oabroil c
CHWJIMKAaTHBIM WM TOJMYPETaHOBBIM KieeM (camokiesiasicst jeHra). [Ipu 3ToM oTHoleHue
JUIMHBI OTKPBITHIX (HE TepMETH3UPOBAHHBIX) KPOMOK K IUIOIIAAH MOBEPXHOCTH IIJIACTEH JOIKHO
coctapiath (1,5 +0,075) m/M%. OGopoTHBIE (HE JHIEBble) TIOBEPXHOCTH 0OPA3L0B HAMOIbHBIX
HOKPBITUH U CTEHOBBIX NaHEJIEH repMeTU3UPYIOT: COSAMHSAIOT 00pa3lbl APYr € IPYroM 3THUMHU
IOBEPXHOCTAMU M TE€PMETU3UPYIOT KPOMKU MM IOJHOCTBIO T'€PMETU3UPYIOT OOOPOTHBIE
MOBEPXHOCTH M KPOMKH METAJUTMYECKOH (POTBTOM.

[Tpo6onoaroroBka npoxayknuu Ha cootBerctBue TP TC 042/2017 «O 6e3omacHOCTH

000pyI0BaHuUs IS AETCKUX UTPOBBIX IUIOIIAI0K» IPOBOAUTCS coryacHo [24 . 3.3.2].

22



3 UcTopuorpadus no ucciaeayemoii npodjemMaTuke onpenaejeHusi ypOBHsI MUTPaIUH,
BbIPAKEHHOT0 B  e€IMHULIAX MAacCOBOil KOHUEHTpPaUMH, B BO3AYUIHYI cpeay
reKcaMeTWJIEHAHAMMHA, CO/iep:Kallerocss B M3AeJUAX H3 MOJHMAMHMI0B, HAa OCHOBe
NpUMeHsieMbIX B MHPOBOH TNPaKTHKe MeTOA0B M MeTOIMK OIpelejeHHus MaccoBOM
KOHIIEHTPALMU FeKcaMeTWIeHIMaMUHA B BO3IYIIHOI cpeje

OnHako CymecTBYeT WENbIi PSSl METOIUK OIpEesIeHHs] MacCOBOM KOHICHTPAIUU
rekcameTwieHauaMuHa B Bo3ayxe [29-31], koTropble MOTYT CTaTh OCHOBOM JUIsl pa3padOTKU
METOJMKH OIpEeSICHHs] YPOBHEH MUTpAIMK TeKCaMETUIICHIMAMUHA, COACPIKAIETOCS U3IETHIX
U3 TIOJIMAMUJIOB, B BO3YIIHYIO CPEAy.

I'OCT P HCO 17734-2-2009 [29] ycraHaBauMBaeT METOA  ONPEACICHHUS
reKcaMeTHJIEHMaMiHa M0 UX MPOU3BOJHBIM C HCIOJb30BaHUEM nu-H-OytunamuHa ([IBA) B
KayecTBE peareHra W JepUBaTH3alMU C JTUIXJIoppopmuaroM. MeToa ycTaHABIMBAET
onpeneneHue 1,6-rekcameTuieHAMaMUHa B BO3IyX€e pabouelt 30HbI B ra3000pa3HOM COCTOSIHUU B
BHUJIe TBepAbIX yacTull. [Ipeen oOHapy)eHUs It aMHHOB cocTaBiisieT 0kojio 50 ¢mois (10-15).
[Tpo6bl OTOMparOT MyTeM MNPOMyCKaHHs W3BECTHOTO OOBbEMa BO3JyXa 4epe3 MUHHUATIOPHBII
umnumkep ¢ 10 mu pactBopa IIBA B Tomyone konuneHTpanuedr 0,01 Moib/i, 32 KOTOPBIM
pacrionio)keH QUIBTP W3 CTEKIOBOJOKHA. [locme orbopa K pacTBopam Mpo0 100aBISIOT
NeUTepupoBaHHbIE ATUIXJIOp(OpMHATHBIE TPOM3BOAHBIE aMUHOB U JIBA-TpOW3BOJHBIC
M30I[MaHATOB (KCIIOJIb3yeMble B KaueCTBE BHYTpPEHHEro crangapra). [IpoObl aHanMM3UpPYIOT
METOJIOM >KUIKOCTHOU xpomaTtorpaduu (JKX) c obpamieHHoi (a3oi ¢ UCIIONb30BAaHUEM Macc-
crekTpoMerpuueckoro gerekropa c¢ anekrpocupeeM (DCII-MC) B pexume peructpanuu
HOJIOKHUTEIBHO  3apsDKEHHBIX HMOHOB. KomMdecTBEHHOE OmpeJesieHHe MPOBOAAT IyTeM
peructpanuu u30paHHbIX HOHOB. KonnuecTBeHHOE OIpe/iesieHNe U Ka4YeCTBEHHbIE OLEHKH MOTYT
ObITh BbINIOJNIHEHBI MeTogamu KX ¢ Y®-gerexktopom. [l KOJIMYECTBEHHOTO ONpEesIeHUs
JETyYuX COCNWHEHHWHA MOKET OBITh HCIONB30BaH Tra30XpoOMaTorpapuuecKuii TEPMOMOHHBINA
nerekrop (TUJ]). Toxcuunbsle pacTtBoputTenu (3TUAXIOpPOopMUaT, OE3BOAHBIN 3TaHON),
TPYAHOJOCTYIIHOCTh pePEepEeHTHhIX COEAMHEHUI, MHOTrOCTyleHuYaTass M pecypco3aTpaTHas
npoienypa oOpabOTKM W TMOJATOTOBKH TPOO 3HAYUTENHHO YCIOXKHSIOT peai3alliio JTaHHON
METOMKH Ha TIPaKTHKE.

MeTox  KOJOPUMETPUYECKOTO  ONpEAeiCHUsT TeKCaMEeTHJICHIMaMHHAa B  BO3JyXe
npezcrasieH B MY 1656-77 [30]. CoritacHO METOIUYECKUM yKa3aHHUSIM OTPEICICHIEe OCHOBAHO
Ha O0Opa30BaHHE OKpAIIEeHHOrO0 B JKeAThI 1BeT mpoaykra (1,6-0uc-(2,4-nuHuUTpOdSHM)
AMHHOTEKCaH) pEeakKIuu TeKCaMeTHIIeHAnaMuHa ¢ 2,4-TUHATPO(TOp- WM  XJIOPOESH30JI0M.
UyBCTBUTENLHOCTH MeToa cocTapiser 0,5 mr/m®. OT60p mpob BO3IyXa co CKOPOCTHIO 2 JI/MHUH,

OCYHICCTBJIACTCA YCPE3 ABa IMOTTIOTHTCIBHBIX an/I60pa C HOpI/ICTOI‘;I HHaCTHHKOﬁ, HaIIOJIHCHHBIC
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3cem® nuctuumpoBanHoi Bobl. st onpenenenus 0,5 TTJIK moctaTouno otéupars 15 1 Bo3myxa.
KonuuecTBeHHOE ompeneneHUe COAEpKaHMSI  BELIECTBA IMPOBOJAT IMYTEM  CpPaBHEHUs
MHTCHCUBHOCTH 00pa30BaBIICHCS OKPAcKH CO CIIEKTPOM LIBETOBOM miKanbl. HemocraTku
METOJMKH 3aKJIIOYAIOTCA B TOM, YTO BH3YaJbHBIM METOJl ONpeAesieHUs] CyObEeKTHBEH, TaK Kak
CpPaBHEHHME WHTEHCUBHOCTU OKpAIlIMBAHUS PAcCTBOpa MPOBOJAT HEBOOPYKEHHBIM TIJ1a30M, YTO U
00BSICHSIET HEBBICOKYIO UYBCTBUTEJIBHOCTh METO/IA

B merogmueckux ykaszanus MY 4481-87 mpencraBiieH xpomaTorpaduueckuii MeTo.
W3MEPEHHS KOHIICHTpAIMid TI'eKCaMEeTHJICHIWaMHUHAa B BO3ayxe paboueir 30HBI [31]. Meton
OCHOBaH Ha HMCIOJB30BaHUE Ta30KUJIKOCTHOW Xpomarorpaduu C MIaMEHHO-MOHU3ALHOHHBIM
nerektupoBanuem (IIM). JlnamazoH wu3smepsieMbix KOHIEHTpamuss B Bosayxe ot 0,05 mo
0,5 mr/m*. OT60p TIPO6 MPOBOAUTCS HA (BUILTPHI «CUHSA TeHTa» 06pabotannsie 0,01H pactBopom
CEpHOI KUCIOTHI, ¢ 00beMHBIM pacxonoM Bo3ayxa 10 m/mun. Jus 0,5 IIJIK cnexyer orOupats
100 11 Bo3ayxa. PUIBTPEI C OTOGPAHHOI TPO6OIT 06PaGATEIBAIOT 1 cM® AUCTHITMPOBAHHOK BOIBI
B OIOKCE M 4Yepe3 5 MHUHYT 2 MKJ MOJyYEeHHOTO PacTBOpa BBOIAT B UCIAPHUTEIh Xpomarorpada.
KonuuecTBeHHOE ompezeneHue MpoBOJAT MO TpaayUpoBOUYHOMY rpaduxy. Taxxke B JaHHOM
METOJUYECKOM YKa3aHHUE OMHCAH METOJ KOJMYECTBEHHOTO OIpe/IeJIeHHs TeKCaMeTHUIeHIMaMHa
TOHKOCIIOMHON Xpomarorpadueii. MeToag OCHOBaH Ha XpomaTtorpaduyuecKkoM BBIICICHUU
reKCaMeTHIICHANaMiUHa B TOHKOM CJIO€ COpOEHTa «CHIIy(QOH» C MOCIETYIOIUM TMPOSBICHHEM
xpomatorpamMm 0,2% pacTBOpOM HMHIMApPUHA B 3TUJIOBOM crnupte npu temmneparype 110 °C.
JInama3oH u3MepseMbIX KOHIIEHTpaIuii B Bosayxe oT 0,05 o0 1,5 mr/m®. O160p mpo6 nposoautes
C KOHIIEHTPUPOBAaHUEM Ha (DUIBTPHI «CUHsAA NeHTay, oOpaboTanubie 0,01H pacTtBOpoM cepHoi
KHUCIIOTBI ¢ 00beMHBIM pacxofoM Bozayxa 10 n/mun. [ns usmepenus 0,5 IIJIK neobxoaumo
otobpatk 60 1 Bo3ayxa. KomuuecTBeHHOE ompesiesieHue B Mpode MPOBOJAT IMyTEM U3MEPEHHS
TUTONIA/IN TISITEH MPOObI U CTAaHAAPTOB C MOMOIIBIO TUIAHUMETpa U AeHcuTomeTpa. Hegoctatkom
JAHHOTO CIoco0a OIpeeseHHs SIBISIETCS €r0 TPYAOEMKOCTh IJii PYTUHHOTO aHajiu3a, a Takke
METO/1bI yIIOMAHYThIE B MY 4481-87 sBASIOTCS HEOCTATOYHO YYBCTBUTEILHBIMU U HE COCPIKAT
METPOJIOTHUECKHUE XapaKTEPUCTUKH.

HenocratkoM MHOTMX UWX BBILIENEPEUUCICHHBIX METOJMK SBISIETCS OTCYTCTBHE
METPOJIOTUUECKUX XapaKTEPUCTUK, HEKOTOPBIE U3 METOJUK YCTApEIN U TPyAHOpEATU3yeMbl Ha
npaktuke. ClenyeT OTMETHTh, YTO B JIUTEpAType MO aHATUTUYECKUM METOJaM OIMpeaeIeHUs,
HOPMATHBHBIM JIOKYMEHTaM, METO/I I10 OTIPEICTICHUIO YPOBHSI MUTPAIlMU T€KCaMETUIICHIUaMHUHA,
COJIepIKallerocs B U3AENUAX U3 MOJIMAMUJIOB, B BO3AYIIHYIO CPENY OTCYTCTBYET. TeM He MeHee,
UCIIONIb30BaHUE XpoMaTorpapuueckux METOJIOB TMpPH ONpeAeNiEHUH YPOBHEH MUTpalluu
reKcaMeTHJIEHMaMiHa U3 MOJIMaMHJI0B B BO3AYLIHYIO CPEy SBISETCS BHIOOPOM, 000CHOBaHHBIM

MIPaKTUKOM.
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4 AHa/TU3 MEKIYHAPOAHBIX CTAHAAPTOB (MPaBUJI, TUPEKTUB, PEKOMEHIAIUMI U MHBIX
JAOKYMEHTOB, TPHHATBHIX MeXKIYHAPOAHbIMU OPraHU3aUMsIMH 10 CTAaHAAPTU3ALMM),
PErHOHAJBHBIX JOKYMEHTOB (perjiaMeHTOB, JUPEKTHUB, pPellleHuil, CTAHIAPTOB, NMPaBUJI H
HHBIX JOKYMEHTOB), a TaKiKe 3aKOHOJATEJbCTBA IKOHOMHYECKHM PA3BHTHIX IOCYAapcTB
(CIIA, BenuxoOpuranusi, I'epmanusi, Kurai, SAnonusi), HaydHO-MH(POPMAIMOHHBIX
HCTOYHUKOB U Pe3yJIbTATOB T€OPeTHYECKNX U IKCIIEPMMEHTAIbHBIX HCCJIEOBAHUN B YaCTH
NPHUMEHsIeMbIX METOJ0B M METOAMK OIpeJe/ieHHs] MaCCOBOM KOHLEHTPalWu, B BOAHBIX U
BO3IYUIHBIX CpeJax, 0M0JI0rHYecKOM MaTepHaJie reKcaMeTHJIeHIHAMHHA, COAePKALIerocst
B M3eJHAX M3 NOJHMAMHUAOB, W Pe3yJbTATOB TEOPETHYECKHX M JKCIHEPUMEHTATbHBIX
HCCJIeJOBAHNI B YKa3aHHOH 00J1acTH

Kak BugHO H3 paccMOTpeHMsI B IMpEAbLAYIIEH YacTH pPe3yJbTaTOB HMEIOIINXCS
METOAMYECKHX JIOKYMEHTOB I10 OINpPENEICHUI0 T'eKCaMEeTUJIeHIMaMMHa B BO3IYIIHBIX cpelax,
OCHOBHBIMM METOJAMHU €r0 ONpEIeNCeHUs SBISIOTCA Ta3oBas xpomarorpadus ¢ pasIudyHbIMU
TUIIAMU JIETEKTUPOBaHMSI, @ TAKXKEe TOHKOCIIOIHAs: XpoMaTorpadusi.

bobut onucan MeTron M3MEpeHMs COJepKaHUsl IeKCaMeTUIIEHIMaMUHa B BOJHOM cpele ¢
HOMOIIBIO ra3oBoi xpomarorpaduu [32]. JlaHHbII cioco6 onpeneneHus BKIOYAeT POBEICHNE
IpeBapUTENbHON JepUBATU3ALUU C TenTa@TOPMACISIHHBIM AHTUIAPUTOM U JlaJIbHEHIIeM
ra3oxpomarorpauyeckoM aHaJIU3€ C MCIOJIb30BAaHUEM JI€TEKTOpa 3JEKTPOHHOIO 3axBaTa.
T[ToAroToBKa MPOOHI OCYIIECTBIISIETCS B HECKONBKO 3Tanos: 100 cm® 06pasna BOAHON BBITSKKH
HEPEHOCAT B Pa3/IeIUTENbHYIO BOPOHKY; 100aBIAOT 50 T THIpOKCHIA HATpUsl U IepEeMEIIUBAIOT
710 TOJTHOTO PACTBOPEHHs IIEN0YH; Aaiee B BOPOHKY J00aBnsaioT 50 cM® ToMyona 1 MHTEHCHBHO
BCTPSIXMBAIOT B TEYEHMHM 2 MHUHYT; IOC]Ee pa3jaeneHus (a3, OpraHu4ecKHil ciIol ClHBalo;
TIOBTOPSAIOT KCTPAKIHIO eIie ONUH pa3 25 cM® ToJIyomna; SKCTPAKThl OOBEIMHSIOT U YIAPUBAIOT
Ha POTALIMOHHOM HCIapuTelie NMpH TemIeparype BoJsHOW OaHM 65 °C; K CyXxoMy OCTaTKy
nobapisior 2 cm® Tonyoma, 100 MKn TenTadTOpMACISHHOTO AHTHAPHTA U MEPEMEIIHBAIOT.
HepuBaTtuzamuio npoBoAsT rnpu temmneparype 55 °C B teuenue 70 MUHYT, najiee OXJIAKIAIOT 10
KOMHATHOW TeMIIepaTyphbl M MPOIyCKatoT yepe3 GUiIbTp MeMOpaHHbIN ¢ quMeTpoM nop 0,45 MKM.

I'axoxpomarorpaduyeckoe pasjelieHue IPOBOAMIOCH Ha HEMOJSPHOM  KOJOHKE
DB-1 pmmuuoit 30 M, BHyTpeHHMM juamerpoM 0,25 MM W TOJIIMHOW HENOJABMXKHOM (asbl
0,25 mxm. Temnepatypa ucnapureins cocrasisia 250 °C, a ngerexkropa 300 °C. TemneparypHslid
rpagueHT pasjaeneHus HauunHaicsa ¢ 60 °C 0e3 BBIAEPKKH, Jajiee HarpeBald KOJOHKY CO
ckopocthio 10 °C/mun 10 200 °C ¢ BbIIEPKKOM 2 MUHYTHI M TIOCJIE CHOBA MPOTPEBAIN KOJIOHKY
co ckopoctbio 30 °C/mun 10 270 °C c¢ BbLaepxkkoi 5 MuHyT. CKOpOCTh NMOTOKa paBHSIIACHh

1 cM3/MuH.
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W3BecteH Takke METOJ ONpeNeieHHs] TeKcaMeTUJIeHANaMUHa B BOJHOU cpese, MoYe U
ITa3Me 4YeJIOBEKa C IMOMOIIBI0 Ta30BOM XpoMarorpaduu ¢ TEPMOHOHHBIM CIEIU(UICCKUM
nerektupoBanueM [33]. MeToa OcHOBaH Ha HpOIEaype ACpUBATU3ALNN STHIXKJIOPHOPMHUATOM B
nByx(ha3Hol cucTteMe ¢ 00pa3oBaHHMEM TeKcaMeTHIIeHIuaMuHa-nuypeTana. s omnpesneneHus
UCIIONB30Bajicsa ra3oBbiii xpomarorpad Varian 3500/3600 U HHXKEKTOp C IMpOrpaMMHUPYEMOi
Temneparypoil ucrnapenue. HauanpHas temneparypa uHxekropa cocrasisia 105 °C B Teuenue
5 CeKyH/I, 3aTeM TEMIIEPATyPy MOBHIIMIAIHN CO CKOPOCThI0 150 °C/MUH 10 KOHEYHOU TeMIepaTyphl
280 °C, re nmoaepkrBanach B TedeHure 7 MUHYT. [[71s1 pa3aeneHus HCIoab30Balach KanuIsipHast
kojonka DB-5 mmunoit 30 M, BHyTpeHHHM nuaMeTpom 0,24 MM 1 TOJIIIMHON HETIOIBU)KHOM (ha3bl
0,5 mxm. Temmeparypa nerexktopa cocrasiser 270 °C, CKOPOCTh MOTOKA BOAOPOAA 3 CM°/MuH,
Bo3myxa 175 cm®/mun u 20 cM3/MuH a30Ta B KauecTBe MOJMMTOYHOTO rasza. TemmepaTypHbIit
rpagueHt pazaenenus HaunHaics ¢ 115 °C ¢ Beiaepkkoil | MuHYyTa, 1ajee HarpeBajau KOJIOHKY
co ckopocThio 25 °C/mun 10 280 °C 6e3 BBIACPKKH.

[lepBonavanbHO K oOpa3iiaMm (Moya WK TutazMa) 100aBisitoT 6 M COJIIHYI0 KHUCIOTY U
BBIIEPKMBAIOT BCIO HOUB mpu Temmeparype 100 °C (ruaponus). Iocie mpobsl o6beMom 2 cm®
TIEPEHOCHIIH B TIPOOMPKHU Kyza Aanee nobasmsmi 1 cm® 3% BoaHOro pacTBopa aMMHaka, 3 cM°

5M NaOH u 2cm® TOJIyoJia, BCTpsixuBaiu M nobapmsum 100 cm®

TUIXJIOpPOpMHUATa.
[TosyueHHy0 cMech BCTpSIXMBAJIM B T€UEHUE 15 MUHYT ITPU KOMHATHOM Temneparype. AJIMKBOTY
TOJTYOIBHOTO CJI0s1 00beMoM 1 cM® BBITIAPUBAIIM HA POTAIIMOHHOM HCIAPUTENIE 10 CYyXOr0 OCTAaTKa
¥ 106aBasaIn 1 cM® TOMyOoIBHOTO PacTBOPa, COAEPIKAIIETo BHYTPEHHHUI CTAHAAPT, COCTOAIIMM 13
U300yTYTUIXJIOP(POPMHUATHOTO IPOU3BOIHOTO JU-H-OyTUIaMUHA KOHIeHTpatuei 1 ur/mki. s

BOJIHBIX 00pa3LOB 3Tall THAPOIN3a UCKIIIOYAICs. XpOMaTOrpaMMbl 00pa3I0B MPEACTaBIEHbI Ha

pucynke 11.
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Pucynok 11 — XpomaTorpaMMbl cofepKaHus TeKCaMeTHUIICHIMaMuHa 00pab0TaHHOTO
stunxsioppopmuarom (A) u xosoctoit oopaserr (B) ¢ ucnonb3oBaHueM ra3oBoil XxpomaTtorpaduu
C TEPMOHMOHHBIM CIIEIU(PUICCKUM JIETEKTUPOBAHUEM

KanmnOpoBouHblii Tpaduk 3aBHCUMOCTH OTHOLICHUS IUIOMIAACH XpOoMaTorpaduiecKux
OUKOB  OTHOCUTEIBHO  BHYTPEHHErOo  CTaHAapTa W KOHIEHTpAallUh  MPOU3BOIHBIX
reKcaMeTHJIeHIuaMiHa ¢ JTwixioppopmuaroM B auanazoHe ot 10 mkr/n go 350 wmkr/im,
MOJIyUEHHBI C TIOMOIIbIO Ta30BOM Xpomarorpagpuu C TEPMOMOHHBIM CHEUU(PUUECKUM

JIeTeKTHPOBaHUEM, NpeJicTaBlieH Ha pucyHke 12. Koadduuuent koppensiuuu Ui cepuu U3 mecT

KOHIIeHTpauui coctaBuia 0,9998.
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Pucynok 12 — KanmubpoBouHbIif rpaduk AJis TeKCaMeTHIICHIMaMIHA B MOYE YeJI0BEKa
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MeTton Takke IPUMEHUM ISl OIPEIeNICHUs IUU30LHaHAaTOB B BO3yX€E C UCIOIb30BaHHEM
MMITMH]IKEpa U KUCJIOTO BOJIHOTO pacTBOpa Jyisi 0TO0Opa mnpoo.

B paGore [34] aBTOpamMu TpEICTaBICH METO OMpEACIICHUs IeKCaMeTWICHIUaMUHa B
TUAPOIN30BAaHHONW MOYE METOJIOM ra3oBod xpomarorpaduu ¢ MC aerexktupoBanueM. Meron
OCHOBaH Ha peaklMU AepUBATU3ALMU C TenTadTOPMACISIHBIM aHTUAPUIIOM ¢ 00pa3oBaHUEM
COOTBETCTBYIOLIEr0 amuaa. OrnpeneneHue MpOBOJMWIM C MOMOIIBIO T'a30BOM Xpomartorpaduu
BbIOpaHHBIX MOHOB B PE&KMME XMMHYECKONM MOHM3ALMK C aMMHMAKOM B KauecCTBE ra3a-pearcHra.
[Ipenen obnapyxkenusi coctaBuia 0,5 MKr/in. B xauecTBe BHYTpEHHErO CTaHAapTa HCIOJIb30BAIU
MEUEHHBIH JIedTepreM reKcaMeTHIICH IMaMHH.

Hcnonb3oBanu kBaapynoiababiii MC Shimadzu GCMS-QP 1000 EI/CI, noakiro4eHHbIN K
razoBomy xpomarorpady Shimadzu GC-9A. HagampHas Temmeparypa TepMocTaTa KOJOHKU
cocrapmsuia 100 °C (6nu3ka K TeMmeparype KUIEHHsI pacTBOPUTENS) C BBIACPKKOM 2 MHUHYTHI,
Jajniee HarpeBalid KOJOHKY co ckopocThio 30 °C/mMuu nmo 280 °C ¢ BbIAEp KON B TeueHUH 1
MUHYTHI. VIcCTOUHUK MOHOB noajepkuBaiu npu temneparype 250 °C. Xumuueckas HOHU3ALUS
IIPOBOAMJIACH C UCIIOJIB30BAaHUEM aMMHUaKa WM M300yTaHa B KauyecTBE ra3oB peareHToB. [IpoOy
o0beMOM 4 MK BBOAWIM B XpOMaTOrpauuecKkyr0 CUCTEMY B peXHUMe Oe3 JeleHUs MpHU
temneparype wucmaputens 250 °C. B kadecTBe ra3a-HOCHUTENsSl HCIONb30Balu renuil. Jlns
pazzeneHus UCIob30Ballach KanwuisipHas kojoHka DB-5 nnunoit 30 M, BHyTpEHHUM AMaMETPOM
0,24 MM 1 TONIIMHON HENOABMXKHOH (a3bl 0,25 MKM.

Jlns monydenus npoaykra Bzaumozeictsus 0,2 r (1,6 MMOJIb) reKcaMeTHIIeHANaMUuHa U
1,6 r renTadpropmacasHOrO aHTHIPHUJIA PACTBOPSUIM B ATUJIALIETATE U HATPEBAIIM IIPH TEMIIEpaType
50 °C B Teuenne 10 munyT. [Tocie oxmaxxeHHs 10 KOMHATHOW TeMIIEpaTyphl H30BITOK PEareHTOB
Y BBIJICIMBIITHECS KUCIOTHI dKcTparupoBainu 1 M docharusim Oydepusim pactBopom (pH = 7,0)
U OpPraHuYecKyro (hazy SIIIOUPOBAIM uYepe3 KOJOHKY € JUOKCHUIOM KpPEeMHMS M HCHapsuid 10
oOpa3zoBanue ocajka. CTaHIapTHbIE PACTBOPHI MPOU3BOIHBIX TOTOBUIN PACTBOPEHUEM TOUHBIX
HAaBECOK B TOJIyOJI€ M 3aTe€M JOINOJHMUTEIbHO pa3z0aBisuId TOJIYOJOM JI0 COOTBETCTBYIOIUX
KOHIIEHTpalUM.

K o6pasimy Moun ooseMoM 2 cm® mobasmsmm 1,5 cm® 6 M HCIl u 1,5 cm® 6 M HCI
coJiep KAl BHYTPEHHUI CTaHIapT KOHLEeHTpanue 6 Mkr/i. Cmecs HarpeBanu npu 100 °C B
TeueHNe HOUM JUTA THaponm3a. ITocae OXIaXkaeHHs 10 KOMHATHOH TeMIepaTypsl 2 cM° IIpoGHI
TIEPEHOCHITH B TIPOOHPKY U 100aBIIsIN 4 cM° HACHIIIEHHOTO THAPOKCH/IA HATPHS U 3 CM° TONYOJIa,
BCTPSAXHMBAJIU B TEUEHUH 5 MUHYT. 3areM oOpasel] neHTpudyruposanu npu 15009 B TeueHun
10 munyT. [Tocse pasaenenus $pas 2 cM® OPraHUYECKOro cilos MEPEHOCUIIN B IIPOOHPKH 00HEMOM
10 cm® 1 no6asnsmm 20 MK renTadTOPMACISHOTO aHTHAPHAA. [10MydeHHYI0 cMech BCTPAXHBAIH

WHTEHCUBHO B TeueHWHW S5 wMuHYT. WM30BITOK peareHTa W O00pa30BaBIIYIOCS KHCIIOTY
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skcTtparupoBain 1 M docdataeim 6ydepusim pactBopom (pH = 7,0). TomyonbrHyro ¢azy
MEPEHOCHWIIA B KOJOYy W BBIIAPUBAIU JI0 CYXOr'0 OCTaTKa HAa POTAIIMOHHOM HCIIAPUTEIN IMPHU
temriepatype 30 °C u nanee ero pactBopsuin B S0 MKII TOJIyoJIa.

Hcnonp30Banuch Ba METO/Ia MOHU3AIUH: SJICKTPOHHBIA ylap U XUMHUYECKast HOHU3AIIHS.
BbuTO BBISBICHO, 4YTO DIIEKTPOHHBIH yaap o00JajaeT MEHbBIICH YyBCTBHTEIBHOCTBHIO JIJIs

HOJTY4eHHS IPUEMIIEMOTO CIIEKTPa, 110 CPABHEHUIO C XUMUYecKoi noHu3auuei (Pucynok 13).
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Pucynok 13 — Macc-crieKTphbl, OJIy4eHHBIE 3JICKTPOHHBIM yaapoM (a, b), Xumuueckoi
noHusanueit nzodyranom (C, d) u ammuakom (e, f), mv =512 r/monn

[Ipu ucnonp30BaHUM aMMHUaKa B KaueCTBE raza-peareHTa Il XMMHUYECKON HOHU3aIN
HaunOoJee pacpocTpaHeHHbIME HOHaMK Obut M+18 (M/z 526 u 530) my1st aMUI0B — IPOTYKTOB
peakuuMu ¢ renTaQTopMaciasHbIM AaHTUAPUIOM M TIeKCaMEeTHJICHIMaMUHOM/IEUTPUPOBAHBIM
rekcaMmeTmiIeHAnaMuHOM. [Ipu Hcronb30BaHNM B KadecTBE Tra3a-peareHTra u3o0yraHa Haunbosee
pacnpocTpaHeHHbIMUA HOHaMU Ol M+1 (m/z 509 u 513). bonee BBICOKYIO UyBCTBUTEIBHOCTD,

npuMepHo B 10 pas, mokasaio UCIOIb30BaHNE aMMHaKa B KaueCTBe ra3a-peareHra (pucyHok 14).
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Pucynok 14 — XpomaTtorpaMMbl 00pa31ioB MOUH C UCIOIb30BAaHUEM JIEKTPOHHOIO yAapa
(a, b) u xumMuyeckoit monusanuu (C, d, e, f)

Onpenenenre rekcaMeTUICHIMaMUHa B MOY€ METOJIOM Ta3oBoi xpomatorpaduu ¢ MC
JIETEeKTUPOBAaHUEM TaKKe onucaHbl B padote [35]. OnucaHHbIi aHATUTUYECKHA METO/T TTO3BOJISIET
OJTHOBPEMEHHO OINpE/EATh B MOYE YeJIOBEKa METa0OIUThI reKcaMeTUIIeHAMM301Manara, 2,4- u
2,6-TonyonauM3oLManara, 130(popoHaun30IMaHaTa 1 MeTWwieHaupenuaauu3onuanaTa. [locne
KHCJIOTHOTO THUJPOJM3a BBIJCIMBIINECS AaMHUHBI TeKCaMeTWIeHIuaMuH, 2.4- u 2,6-
TOJNIyWJIEHANAMHUH, HW30()OpPOHAMAMMH M METWICHIWAHWIMH OKCTParupyrorcs W3 MOYU U
JIEpUBATU3UPYIOTCS C MCIIOJIB30BaHMEM TrenTtapropMacisHoro aurujapuaa. I[IpousBojaHble
pas3eNsoT ¢ MOMOIIbIO ra30BOH Xpomarorpaduu Ha KanWUISPHOH KOJIOHKE M JIETEeKTHPYIOT
MacC-4yBCTBUTENIbHBIM JETEKTOPOM C MCIOJb30BAaHUEM BBIOPAHHOIO peXHMa HOHHOTO
MOHMTOPHHTAa C OTpPULIATENbHONM XUMHYecKOM uoHu3anueil. KammOpoBka mNpoBOAUTCS C
UCMOJIb30BaHUEM O00pa3loB MOYM C J00aBKaMM aHAJIWTOB, KOTOpbIE 00padaThIBalOTCA U
aHATM3UPYIOTCS TaK )K€, KaK M Heu3BecTHbIe 00pa3ibl. [Ipenen konndyecTBeHHOTO 0OHAPYKEHUS
JUTA TeKcaMeTHIIeHInaMuHa cocTaBisu 0,7 MKI/JI.

Jlns aHanm3a o6paser 06beMoM 2 cM° MUTIETKOH MepeHoCAT B MPOOUPKY eMKocThio 10 cm®.

B xaxnayro npobupky mobasinstor mo 100 Mk pabodero pacTBopa BHYTPEHHHX CTaHJIApTOB, a
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3aTeM KOHIIEHTPUPOBAaHHYIO cepHyIo Kucioty (200 mkir). [IpoOupku 3aKkpbIBalOT KPBIIIKAMH,
THIATEIBHO TMEPEMEIINBAIOT U 3aT€M IMOMEIIAI0T Ha BOJsAHYIO0 OaHio (>98°C) mns rugponusa.
UYepe3 90 MuUHYT IPOOMPKH BEIHUMAIOT U IAIOT OCTHITH JI0 KOMHATHOW TeMIeparypsl. B kaxmayio
POGHPKY 106aBISIOT pacTBOp ruapokcuaa Hatpus (10 M, 2 cm®) u cHoBa nepememuBarot. 3aTeM
B KXy NPOOUPKY M00ABISIOT IUATHIOBHIH 3¢up (4 cm®). HakoHel, NpoOGUPKH 3aKpBIBAIOT
KPBIIIKAMH M THIATEIbHO NMEPEMEIIMBAIOT Ha Bpamiarounemcs Oapabane B Teuyenne 20 MUHYT C
TNOCTIeyIOIUM HeHTpudyrupoBanueM (2200Xg) B TedeHHE 5 MHUHYT. 3aTeM NPUMEpPHO 3 cMm®
HAJ0CaJ0YHON KHUAKOCTU MEPEHOCIT B YUCTYIO MPOOUPKY U BBIMAPUBAIOT JOCYXa MOJI CIa0BIM
tokoM a3oTa (<50 mu/mun npu 30—40 °C). OctaTok B IpoOUpKe pacTBOPSIOT B TOIyose (200 MKIT)
U JICPUBATU3UPYIOT TenTadTOpMacIsiHbIM aHTHAPUAOM (20 MKIT) B MPOOUPKAX C KPBIIIKAMU MTPU
55°C B Teuenue | gaca. Ilocie oxnaxaeHHs TONYOd U M30OBITOK JAEPUBATH3HPYIOLIETO areHTa
YAAJISIOT CIa0bIM TOKOM a30Ta co CKOpocThio moToka < 50 mu/mun npu 30-40 °C no tex mop,
MOKa OCTAaTOK HE BhICOXHET. OcTaToK pacTBOpsAOT B Toxyose (100 MKiI) M aHATM3UPYIOT Ha
ra3zoBoM xpomarorpade ¢ MC neTeKTopoBaHHEM.

Hauanpnast temmeparypa Tepmoctara KOJOHKM cocTtaBisia 150 °C ¢ BwIIepkKoi
2 MUHYTHI, 1ajiee HarpeBaiu KOJIOHKY co ckopocThio 10 °C/mun g0 240 °C 6e3 BeIIEPKKH U ITOCIIe
CHOBa MporpeBaid KoJoHKY co ckopocThio 20 °C/mun g0 300 °C ¢ Beiaepkkoit 5 munyT. [Ipody
00BeMOM 2 MKJI BBOJWJIM B HCIIAPHUTENb XpoMaTorpada B pexumM 0e3 JeNIeHHs IpU TeMIlepaType
ucnaputenst 350 °C.  Temmneparypa mnepexoanoud JswmHuu coctaBimsuia 300 °C.  Tenuit
HICTIONB30BANICSA B KAUECTBE Ta3a-HOCHTENSA CO CKOPOCTBIO ToToka 0,9 cvM®/MuH. J{ns pasieneHus
MCIIOJIb30Baach KanwuisipHas kKojgoHka DB-5 nnunoi 30 M, BHyTpeHHUM auametrpoM 0,32 MM u
TONUIMHONW HenoABMKHOM (da3sl 1,00 MkMm. OOHapykeHHE OCYLIECTBISIETCS B PEXKHUME
MOHUTOPUHTA BHIOPAHHBIX MOHOB C MCIOJIb30BAaHUEM OTPHUIATEIIPHOW XWUMHUYECKOW MOHHM3AIUU
ra3oM-peareHToM MEeTaHOM. DHeprusi HoHu3anuu cocrasisiia 70 3B, a Temneparypa HCTOUHHMKA
150 °C. JI;st rekcaMeTHIICHIHaMUHA XapaKTepUCTUIHBIMU HOHAMH SIBIISUTACH M/Z = 488, 448, 449
co BpeMeHeM yaepxkuBanus 10,4 MUHYTBI. XpoMaTorpaMMBbl COJIEPIKAHUS TeKCaMeTUIICHINaMUHa

IIpEJICTaBJICHbI Ha PUCYHKe 15.

31



lon 488 00

a HDA
<
c 10.4 min
- 25 2
52 000 1
w
< I\
.‘c_’ 5000 \
- 900 9 50 10.00 1050 11.00 11.50 12 .00 12 50
Time, min
- 12C-HDA
g 10.4 min
> 20000
2
& BOODL i iiciis g v
= £00 9.50 10.00 1050 11.00 11.50 12.00 12.50
Time, min

Pucynoxk 15 — Xpomarorpammsl Mo4H ¢ 1o0aBierHuemM 120 HMOIIB/1T
reKcaMeTHJICHINaMIHA

Jlns ompenesieHusl HU3KUX KOHIIEHTpaluil MOHOMEpa IeKcaMeTHJICHIWaMHHAa B BOJIE,
UMHUTHUPYIOUIEH TMHUIIEBbIE MPOIYKTHI, U3 IOJUMEPHBIX MAaTepHajoB, KOHTAKTUPYIOUIUX C
NUIIEBBIMA TPOAYKTaMH, aBTopaMu [36] mpeanoxkeHa HOBasg METOAMKA C NPUMEHEHHEM
KaWUIIPHOW Tra3oBoi  xpomarorpaduu. bBpun  M3ydeHBl [Ba METOIMYECKHX IOJX0Ja
IpeBapUTEIbHON JAepUBATU3ALUN COSIMHEHMS I Ta30Boi xpomatorpaduu. [lepsbliil moaxon
BKJIIOYaJ B ce0s npeobpazoBaHre CBOOOAHOTO AMaMUHA C MCIIOJIb30BaHUEM 3THIIXJIOphopMuara
B Ka4eCTBE JICPUBATU3UPYIOIIETO areHTa C IMOCIEAYIONIMM aHAINU30M IOJIy4YE€HHOTO JANypeTaHa
METOZIOM Ta30BOH XpoMaTorpaduu C UCIOIB30BAHMEM IUIAMEHHON HMOHHW3AIMM M Macc-
CEJIEKTUBHOIO JleTeKTHpoBaHus. KonnyecTBO rekcaMeTHieHAWaMHHA OIpPEeNsioch METOI0M
CEJIEKTUBHOT'O HOHHOTO MOHMTOpPUHTA Npu m/z = 102, HuXHUH Tipeaen 0OHapyKEeHUs COCTaBIISLI
1 wr. CormacHO BTOPOMY METOJMYECKOMY TOAXOIY 0Opa3Ibl BOABI CMEIIMBAINCH C XJIOPUIAOM
HAaTpUS M OKCTPAarHpOBAJHNCh TOIYOJIOM, 3aTe€M JEPUBATU3HPOBAINCH TPHUPTOPYKCYCHBIM
anruapuaoM B TedeHun 60 munHyt npu 55 °C no nmamupa. [lanee mis ynaneHus u30bITKa
JepuBaTH3Upyomero arenra jpobasmsmm 1 M kammii-¢pocdarueiit Oypep (pH = 7,0) ¢
HOCJIEAYIONMM aHAJIN30M MOJYYEHHOTO JMaMHIa METOAOM Ta30BOH XpomaTorpadum c
IPUMEHEHHEM JIETEKTOpa 3JIEKTPOHHOTO 3axBaTa. HukHee mpesnenbHOE 3HAYEHUE COCTABUIIO
0,01 ar.  Kondopmauus  ypoBHeH  TrekcaMeTHJICHIMaMHMHAa  TPOBOAUTCS  METOAOM
KOMOMHUpPOBaHHON ra3oBoil  xpomatorpadpuu/MC. KonmdecTBO TrekcaMeTHJICHIMaMHHA
OTIPEIETISIIOCH METOJIOM CEIIEKTUBHOTO HOHHOTO MOHHUTOPHHTA npu
m/z = 126, HwxkHuil npenen oOHapyxenuss 0,1 Hr. Bpi1o BBIABIEHO, YTO ONTUMAJIbHOU
IpeBapUTeNbHON JiepuBaTU3alMell SBJISIETCS BTOPOTO MOAXOJA JUIS ONpPEAENCHUS HU3KHX
YpOBHEW reKcaMeTWJICHJMaMHUHA B BOJHBIX BBITSDKKAX. J(Mama3oH M3MepsieMbIX KOHIEHTpalun
0,005-0,5 wmr/am®, wu3Bneuennme 88-101 %, cymMMapHas MOTpeIIHOCTh H3MepeHHs 16 %,

OTHOCHUTEIIbHOE CTaHJapTHoe OTkJIoHeHue 1,85 %. Meronuka Obuia anpoOupoBaHa Mpu
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MCCJIEIOBAaHUM BOJHBIX BBITSDKEK U3 10 ciayyailHeIX mpoO, MpeiHa3HaueHHBIX ISl MUIIEBBIX
IPOJYKTOB, 3aKyIIAEMBIX Ha MOTPEOUTENECKOM PHIHKE.

W3ommanaTsl — 3TO BEICOKOPEAKTHBHBIE XMMUKATBI, HCIIOJIB3YEMBbIE B IBYXKOMIIOHEHTHBIX
a’pO30JIbHBIX KpacKax, KJIesX U B MPOU3BOJACTBE MOJINYpeTaHOB. OHU TaK)Ke€ MOTYT BBIICISTHCS
BO BpeMsl pe3KH U CBapku MaTepuaioB. M3olumaHarhbl SBIAIOTCS Haubosee pacrnpoCTpaHEHHOM
OPUYHHON MPo(hecCHOHAIBHOM acTMBI B HAIIMOHAJIBHBIX M PETMOHAIBHBIX CXEMaX OTYETHOCTH.
Buonornyeckuii MOHUTOPHHI HMMEET IOTCHLHMAN /s HM3MEpPEHHs] Harpy3Kd Ha OpraHu3M
paboTHUKA, TOJYYEHHON BCEeMHM NyTSAMU BO3ICHCTBUS (NEPOpaNbHBIM, WHTAISIUOHHBIM U
nepMaibHbIM). ['ekcameTuneHHAnaMuH OblT OOHapYXKeH B Moue (ITOCIie THAPOJIN3a) aBTOMAJISPOB,
KOTOpPBIE HCIOJB3YIOT a3pO30JIbHBIE KPACKW HAa OCHOBE M30LIMAHATOB, U OBUIO OMyOJIMKOBAHO
HECKOJIbKO METOJ] aHAJIN3a B MOYe.

W3Becten MeTon ompefeneHuss TeKCaMeTWICHAMaMHMHA C TOMOIIbI0  Ta30BOMU
xpomatorpapuun u MC ngerekTopa UIsl aHanu3a MNPOPECcCCHOHANBHOrO Bo3aeWcTBUus 1,6-
reKCaMEeTHIICHANU30I[aHaTa, KOTOPBIA IIUPOKO HCIIONB3YeTCs B aBTOMOOMJIBHOW pPEMOHTHOU
IPOMBIIIJICHHOCTH U SBISETCS YaCTON MPUIUHON POPECCHOHATBHON aCTMBI Y HHIYCTPHUAIBHBIX
rpynn HaceJICHUS [37]. buonornueckuii MOHHUTOPHUHT BO3JICHCTBUS 1,6-
reKcaMeTHJICHIMN30IMaHaTa B TIEPBYIO Ouepelb BKIIOUal aHajiu3 TIeKCaMeTWJICH/INaMHUHA,
IpOAYKTa TuAponu3a 1,6-rekcaMeTniIeHIMI301MaHaTa, B MoUe WK IJIa3Me B KadecTBE MapKepa
BO3/ICHCTBUS Ha OPTaHU3M UYEJIOBEKA. ABTOPAMH OIHCAH CIIOCO0 KOJIMYECTBEHHOTO OTPEIEICHUS
N-anetui-1,6-rekcamMetuneninaMuia (MOHOANEeTUI-TeKcaMeTuIeHauaMut) u N, N-auareTun-
1,6-rekcameTuneninaMiHa (AManeTUI-reKcCaMeTUIeHJMaMiH) B 00pa3lax MOYM M OCHOBHOTO
Omomapkepa TeKCaMETHJIEHANaMUHA, TpPEABAPUTEIHHO JAEPUBATU3UPOBAHHBIX C TIOMOIIBIO
rera@TOPMACISIHHOTO ~ aHTUIpPUTA, Ta30BOM  Xpomarorpadueit ¢  Macc-CeleKTHBHBIM
nerektupoBanueM. llpexen oOHapyXeHus IualeTUI-reKCaMeTHIICHIMaMUHA U MOHOALETHII-
reKkcaMeTHIeHIMaMIH cOCTaBIseT 1 Hr/cm®,

OO6pa3ibl aHATM3UPOBATUCH C MOMOIIBI0 TazoBoro xpomatorpada Thermo GC Ultra,
conpsbxkeHHbIH ¢ MC ¢ noHHOM noBymkoil PolarisQ B pexxnme oTpuniaTelbHOH XUMHYECKON
noHunzaiuu. [IpuMensics pexuM ckaHMpoBaHus B Auana3zone m/z = 200-600 ¢ ucnonb30BaHNEM
MeTaHa B KauecTBe raza-pearenta (1,8 cm/mun). [Tpo6a 06beMoM 1 MK BBOAHIACH B HCIIAPUTEND
xpomarorpada B pexxume 0e3 nmeneHust B TedueHue 30 CEKyHA NMpH TeMIepaType HCIApUTEIs
220 °C. PasnmencHue NPOBOAWIOCH HAa KaMWUIAPHOW KojoHke DB-5-MS mmunoit 30 M,
BHYTpeHHUM auameTpoMm 0,25 MM u TonuuHoil HemoaBumxHOU ¢asel 0,1 mMxMm. Temmeparypa
UCTOYHMKA MOHOB M JIMHUA NEpeayyl ra30Boro xpomarorpada nojaepxxupaics Ha ypoBHe 150 u
260 °C. B kauecTBe Ta3a-HOCHTENs MCIIONB30BANCS TENHil ¢ MOCTOSHHBIM TTOTOKOM 1 cM®/MuH.

HavanpHas Temmepartypa pekuma ra3oBoro xpomarorpada coctasisiia 50 °C ¢ Beiaepxkon 1
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MHUHYTa, Jajiee HarpeBajau TepMmocTar xpomarorpada co ckopoctbio 10 °C/mun mo 155 °C 6e3
BBIJICPXKKU U CHOBA MpOrpeBaiu co ckopocthio 2 °C/mMun 10 185 °C 0e3 BBIACPKKH, JOCTUTATN
koHewHoi Temmeparypbl 300 °C co ckopoctbio 25 °C/muH ¢ Bbiaepxkkod 10 munyr. boimm
UACHTU(PUIMPOBAHBI OCHOBHBIE HOHBI, COOTBETCTBYIOIINE FeKCAMETHIICHIUaMIUHY, MOHOAICTHII-
reKcaMeTHJICHIMaMUHY M JUalleTHII-TeKCaMeTUIICHINaMUHY, a TakKe BHYTPEHHHE CTaHAAPTHI,
1,7-renTanMaMuH, N-ametmn-1,7-renranguamMud u N,N-nuanerwn-1,7-renranguaMuH.
OCHOBHBIE  HOHBI, COOTBETCTBYIOIIME JEPUBATU3HUPOBAHHOMY T'€KCAMETHJICH/IMAMUHY,
MOHOAICTHII-TEKCAMETHJICHIMAMUHY W JTHalleTUII-TeKCaMeTHIICHANAMUHYy, uMenu m/z 448 [M'-
HsF3], amouposanue Ha 13,9 munyre, 510 [M™-H2F2], amoupoBanue Ha 14,9 munyre, u 552 [M'-

H2F2], smonpoBanue Ha 16,0 MUHYTE COOTBETCTBEHHO (PHCYHOK 16).
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Pucynok 16 — Xpomatorpammsl (m/z 200-600) (A) oThuabTpoBaHHOTO PacTBOpa,
COJIep KaIIero reKCaMeTHIICHAMAMIUH, MOHOAIIETHII-TeKCAMETHIICHANAMUH U JHAICTHII-
reKCcaMeTHIIEHANaMUH, CHHTE3UPOBAHHOTO MTPHU MOJISIpHOM cooTHoMIeHnH 0,9:1 (yKcycHbIH
aHTUAPHUJI K TeKCAMETHIICHINAaMHY) B STHJIAIIETATE C UCTIOIF30BAHUEM BPEMEHHU PEaKIuy 2 Jaca
U JIEpUBATU3AINH C TeNTaQTOPMACIIHHBIM aHTUAPUTOM, U (B) 1epuBaTH3MPOBAHHOTO SKCTPAKTA
13 KOHTPOJIHHOW MOYH, B KOTOPHIH J00aBieHa CMECh B MOJISIpHOM cooTHoteHuu 0,9:1 u
MIOJIBEPTHYTOT'O IIEJI0YHOMY THIPOIIU3Y.

OcHOBHOW WOH IS BHYTPEHHUX CTaHmapTtoB 1,7-rentanguamun, N-amermi-1,7-

rentaganamMud 1 N,N-nuarernn-1,7-renranauaMud B cmecu umen m/z 462 [M™-H3F3], Bpems
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Beixoga 15,6 wmwumnHyr, 524 [M -H2F2], Bpems Beixoma 16,6 MuHYT,

[M™-H2F2], Bpems Boixona 17,8 munyt, coorBeTcTBeHHO (Pucynok 17).
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Pucynok 17 — XpomatorpaMMmsl 1 HauboJjee pacpocTpaHEHHBIN Macc-pparMeHTHBIN
MOH JIUIS KaKJI0TO aMHWHA U BHYTPEHHETO CTaHAapTa B IEPUBATU3UPOBAHHOM SKCTPAKTE U3
KOHTPOJIBHOTO 00pa3iia MOYH, TUAPOIM30BAHHOTO OCHOBAHHEM, C 1I00aBIIEHUEM CMecei B

MoJisipHOM cooTHomeHuu 0,9:1 (YKCyCHBIN aHTHJIPU]T K FeKCaMETHIICHIUaMHY)

MaCC'CHeKprI AL KaKAOTO  COOTBETCTBYROIICTO CTAHAAPTHOTO IIMKa OTpaXXaJlnu

nocneaoBarenbHble morepu atoMoB Boaopona (H) u dropa (F) u3 nepuBatusmpoBaHHBIX

POAMUTENILCKUX aMUHOB (TekcameTieHanamMuH = 508 r/MoJIb, MOHOAIETHII-TeKCAaMETHIICHIMaMIH

= 550 r/mMmonb, AMaLeTUI-TeKcaMeTHIIeHuaMuH = 592 1/MOJ1b) 1 aMUHOB BHYTPEHHUX CTaH/1apTOB

(1,7-renranguamMud = 522 r/monab, N-anerun-1,7-renranauamMud = 564 r/mois, N,N-quamnerun-

1,7-renranguamut = 606 1/M01b). BBIOOp HOHOB, UCTIOBF30BAHHBIX MPU KOJTMYECTBEHHOM OLIEHKE

Ka)XJ0r0 aMHHA, OCHOBBIBAJICS Ha HauOojee pacHpoCTpaHCHHOM (parMeHTe HMOHA B Macc-

criekTpax (pucyHok 18).
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Pucynok 18 — Macc-cnektpsl (m/z 200-600) MoHoalieTHI-TeKcaMeTHIIeHauamMuHa (A) u
JIualeTuiI-rekcameTuieHanamMuHa (B) B 1epuBaTu3nupoBaHHOM 3KCTPAKTE U3 HEOOPaOOTaHHOTO
KOHTPOJIBHOTO 00pa3iia Mo4H ¢ JoOaBJIeHHEM cMecel B MOJIsipHOM cooTHoteHuu 0,9:1
(YKCYCHBIN aHTHAPU]] K TeKCAaMETUIICHTUaMUHY WK 1,7-renTanIuaMuH)

BbicOKOUyBCTBUTENBHBIE U CHELM(PHUUHBIE AHAIUTUYECKHUE METOAbI AJs OHoMapKepoB
1,6-rekcameTHICHIMN301MAHATA TTIO3BOJIAT YIYUIIUTh XapaKTEPUCTUKY MOl BO3ICHCTBUS U
IIpeJICKa3aTh CUCTEMHOE BO3ACUCTBHE U 103y, a TAK)KE YIYUIINTh Hallle IOHUMaHUE B3aUMOCBSI3U
MEX1y BO3/IEWCTBUEM U 3a00JI€BaHUEM.

BozneiictBue wu3onuaHatoB s OMOJIOTMYECKOrO MOHMTOPHUHTA Cpefu padouux,
MIOJIBEPTaBIINXCS BO3JEHUCTBUIO IPOAYKTOB TEPMHUYECKON NErpajallMy IMOJINYpPETaHOB, TaKkKe
omuceiBaiock B cTathe [38]. AMuHBI, TONydYeHHbIE W3 H30LMAHATA, B 00pa3lax MOYH,
TU/IPOJIM30BAHHBIX KHCJIOTOM, aHAJIM3UPOBAINCH KakK MepTOpalMIMPOBAHHBIE IPOU3BOHBIE
METO/I0M Ta30Boi xpomaTtorpadhuu 1 MC B pexuMe OTpPHUIATEIPHOM XMMHYECKOM MOHHU3AIINU.
IIpenensl KOJMYECTBEHHOIO OIpPENEICHMsI Ul apoOMaTMYeCKMX JIuaMuHOB 2.4- u 2,6-

TOJYWJICHIMaMUHA u 4, 4-MeTUICHINAHUIINHA COCTaBHUJIU 0,25 HMOJIB/II,

0,25 amonw/1 u 0,15 HMOIB/T cOOTBETCTBEHHO. [Ipenenbl KOTUYECTBEHHOTO OMPEaeTICHUs s
aJ'II/I(i)aTI/I'-IeCKI/IX JIUAaMHUHOB I'€KCaMETHJICHAaMHUHa,

n30(opoHANaMUHA u

4,4-mnaMUHO IUIIUKIIOTEKCUIIMETAHA COCTABUI 5 HMOJIB/II.

36



O6pa3iel ctadmmmsupoBaid, noBeas pH < 4 ¢ moMonisio cepHoit KuciaoTei—Boza (1 + 4).
KoHneHTprpoBaHHYIO CepHYIO KUCIOTY B 00beMe 100 Mk u BHyTpeHHHE craHaaptTel (900 mr
2,4-d3- wu 2,6-d3- tomymnenmumamuaa u 4200 nr 4,4-d>-  MeTWICHAMAHWIMHA, U
diz-rexcamernnenauamuna B 30 M1 1 M cepHOM KUCIIOTHI) J00aBIsUIH K 1 oM MOPIUHU KaXKJA0T0
obpasma mouu, mocie ux BbaepkuBaid npu 100 °C B TeueHun 16 4YacoB sl THIAPOIU3A
KOHBIOraTOB aMuHOB. Jlanee 106apnsam xnopua HaTpus 0,5 T U 4 cM® HACBIIIEHHOTO PacTBOPA
TUIPOKCHIA HATPHS, OCBOOOKICHHBIE aMHHBI SKCTparupoBanu B Tomyon (3 X 2 cm®). Ornensuu
OpraHuYecKuid cioi 1 go0aBysuy 20 MK renTadTOpMacIsTHOTO aHTUAPUTA JUIS IePUBATH3AIUN
aMUHOB. V30BITOK alMIMpYIOIIEro peareHta yaausaud depe3 30 MUHYT MyTeM HKCTPAaKIUU
docharabiM 6ydepHbM pactBopoM (4 cm® 1 M, pH = 7,0). Cioii Tonyona OblI COXpaHEH H
BBICYIIICH I0J] CJIA0BIM MOTOKOM a30Ta, Jajiee CyXOW OCTaTOK pacTBOpsiiu B 60 MKJI STUJIAIeTaTa.

KanubpoBouHble KpuBble ObUIM IOJITOTOBJIEHBI IyTeM J100aBieHUs cTaHaapTtoB B 1 M
cepHoii kuciore B 1 cm® Bozbl, comeprkamieii 100 MK KOHIIGHTPUPOBAHHOMN CEPHOI KUCIOTHI, H
nocneayromeii o0paboTku 3TUX KaduOpPOBOYHBIX CTAaHAAPTOB B COOTBETCTBUU CO CXEMOM
00paboTku 00pa3ioB. OTBeT OBUT TUHEHHBIM 10 250 HMOJIB/II.

Anammssl npoBogminck Ha MC Hewlett-Packard 5989A mnoixit04eHHOM K Ta30BOMY
xpomatorpady Hewlett-Packard HP 5890 II. HMcnonb3oBanack KanwiuisipHas KOJOHKAa U3
wiasiieHoro keapiia Hewlett-Packard (HP-5 mmunoii 25 M, BHyTpeHHEM auamerpom 0,32 MM u
TOJIIIUHON HenoABMkKHOU (a3bl 0,17 MKM) ¢ reueM B KauecTBE ra3a-HOCHUTEIS MPHU JIMHEHHOM
ckopoct raza 50 cm/c mpu 100 °C. IIpousBojanble rentadTOPMACISIHHOIO aHTUApPUTA
aHAM3UPOBATHCH TyTeM paboTel MC B pekuMe OTpHIATeNbHOM XMMHYECKON WMOHM3AINH C
METaHOM B KaueCTBE rasa-peareHTa. JHEprus 3JIEKTpOoHOB cocTaBisuia 230 3B, a Temneparypsl
JUHUU TIEPeHOCa, MCTOYHHMKA MOHOB M KBaapymnouss coctaBisim 260 °C, 150 °C u 100 °C
COOTBETCTBEHHO. ['a30BbIif XxpomaTorpad padboran B pexume BBoja 6e3 aenenus (220 °C, 1 Mk,
30 cexyHn) co ciaeayrolel mporpaMMoil TemnepaTtypsl KojaoHkH: 50 °C B TeyeHue 1 MUHYTHI,
yenuuenue Ha 10 °C/mun no 145 °C 6e3 BbaepxkH, yBenuuenue Ha 5 °C/muH 10 165 °C 6e3
BBIIEP)KKU U JanbHedmee yBenuuenue Ha 25 °C/mun po 300 °C c Beiaepxkoil B TeueHue 10
MHHYT. MaccoBslii  (parMent, cooTBeTcTBylomuii uoHy M, n1s  mpomsBogHOTO
rekcametwieHanammua coorBerctByer 480,10, Bpemsi 3aaepxkku — 40 u Bpems BBIXOJa
12,17 MunyT.

Eme ogna metoauka ompeneneHrue TeKcaMeTUJIeHAMaMUHa B MOY€ TOCJE THAPOJIN3a C
MOMOIIbIO Ta30B0i xpomatorpaduu ¢ MC aeTeKTHpOBaHUEM IIpe/ICTaBIeHa aBTOPaMHU B CTaThe
[39]. Ilepshiii stam o00paboTka MPOOBI MOYM 3aKIOYagach B KHCIOTHOM THIPOJIH3E
KOHIIEHTPHUPOBAHHON CEpHON KUCIOTOM, KOTOPYI0 n00aBmsum K obpasiam B oobeme 200 MKII 1

OCYHICCTBJIAIIN ,Z[O6aBKy BHYTPCHHCTO 06pa3ua 1,7-FeHTaH,Z[I/IaMI/IHa. I[aﬂee HpO6BI TIIATCIBHO
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nepeMenrBaiu 1 BolaepxkuBaiu npu temneparype 100 °C B tedenun 90 MuHYT, 3aTeM HX
oXNMaxaanud u pobasnamum 2 cM® pactBopa ruapokcupa Hatpus (10 M). Ilocnme rumponmusa
no6asnsam 4 cM® IUATUIOBOrO 3GHpa U 0OPasIbl SKCTPArUPOBATH B TedeHHH 20 MUHYT, 3aTeM
nentpudyruposaan. OKono 3 cM® OPraHMYECKOro CIOs TEPEHOCHIIH 1 BBIIAPUBAIH 10CYXa TIOJ
cTpyel a3zoTa. 3arem o0pasiisl pecyneHaupoaid B 500 MK TOJIyoJia M JepuBaTU3HpoBaiu ¢ 50
MK TentadTopMaciasHHeIM aHruaputoMm npu 55 °C B Tedenuu | daca. 3areM 00pasibl
OXJIaXJaJIi, BHITIAPUBAJIH JI0cyXa U pacTBopsuid B 100 Mk Tomyosna.

O06pa3iibl aHATM3UPOBAIIH C TTIOMOIIBIO Ta30BOM XpomaTorpadueii ¢ MC-neTeKTupoBaHHEM
C XHMMHYECKOW HOHM3AIMell OTpULIaTEJbHBIMU HOHAMHU (METaH B KadyecTBE ra3a-pearcHTa).
Benenue oOpasia B ucrapurenis Xxpomarorpada mpoBOUIICS B pekuMe 0e3 aeneHus o0beMoM 1
Mmiks npu 350 °C. Jlnsa pa3aeneHuss MCIONIb30Balach KBapiieBas KanwulsipHas kojoHka BP-5
JUIMHON 25 M, BHYyTpeHHUM auameTrpoM 0,32 MM M TONIIMHON HenmoJABWKHOU ¢azbl 1,00 MKM.
TemnepaTtypa TepMmocTara KojaoHkH moBbimanu oT 150 °C (mepBoHavaabHO MOAJEPKUBANIACH B
teueHun | munyTer) 10 280 °C co ckopocthio 10 °C/MUH ¢ BBIIEPKKOW B TEUSHUH 1,5 MUHYTHI.
Temnepatypa nepexoHoit inHuu cocrasisiia 280 °C, a uctounuk noaneps;xxusaics npu 200 °C.
AHanu3 NpoBOUIM C TOMOIIIO BBIOPAaHHOTO HOHHOT'O MOHUTOPUHTA: M/Z 449 KOHTpoIHMpoBaJICs
JUIsL TeKcaMeTHIIeHAnaMuHa U m/z 462 nns 1,7-rentannuamuna. [Ipenen oOHapykeHus Ais
reKCaMeTHIICHANaMUHa COCTABUII 5 HMOJIB/JI.

B BBILIIE METOIMKAX ONMCAHBI CIIOCOOBI ONPEAEIEHUS] TeKCAMETUIICHIMaMUHA C TIOMOILBIO
ra3oBoil xpomatorpadueii M pa3zIMYHBIX CIIOCOOOB JETEKTUPOBAaHUS B BUAEC aMUIOB
nepTopyriepoAHbIX KUCIOT M KapOaMaTHBIX 3(GHUpoB. B KkadecTBe BHYTpEHHEro cCTaHIapra
UCIIONIb30BAJICSl Yalle BCEr0 MEUEHHBIH rekcameTwieHauamMuH. [lanee OyayT omucaHbl
YYBCTBUTEJIbHBIE U CEJIEKTUBHBIE METO/IbI OIPE/IEIIEHNUS C UCTI0Ib30BaHUEM BbICOKOA((HEKTUBHOM
KX.

buonornyeckuifi MOHHUTOPUHI TeKCaMETHUJEH- M H30(QOpPOHAMH3OIMAHATA IyTeM
olpezieNieHus] TeKCAaMETUJIeH- U U30()OpOHIMaMUHa B TMIPOJM30BaHHON MOUe OMUCaH B padboTe
[40]. WUcnmonbzoBamuchy KX um MC ¢ TepMmopacmbLIMTEIbHON HOHM3anued. [l aHagm3a
npumensics MC VG-Quattro ¢ TpoWHBIM KBagpyHOJIbHBIM HACOCOM, TMOAKIIOYEHHBIN K
KHUIKocTHOMY xpomarorpady Pharmacia LKB HPLC Pump 2248. BrinonHsuiach WHXXEKLHUs
oovemom 110 mxi. Temneparypa uctouHuka noHoB cocrtasisia 270 °C, a temmneparypa cTpyu
TepMopacnbuIuTeNs coctapisia 215 °C. Otpaxarens 0611 ycTanoBieH Ha 140 B. Macc-cnekTpbl
U Macc-XpOMaTorpaMMbl ObLTH MOJYYEeHbl MyTEM CKaHUpOBaHMA B aAuanazoHe macc 200-650 c
OPOAOIDKUTENBHOCTRIO 1,0  cekyHaa (CTaHOapTHBIA IIEHTPOWA), a 3aJepKKa MEXIy
ckanupoBaHusIMHU coctaBisuia 0,02 cekyHbl. [ KOJIMYECTBEHHOTO aHAIN3a KOHTPOJIUPOBAIIUCH

HOJIO)KUTENBHBIE MOHBI TpH m/z = 426 u 480, coorBerctByromme wonam (M+18)" (M =
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MOJIEKYJISIPHBIA HOH) TPOU3BOAHBIX 'eKCaMEeTUIIEHIMaMUH-TICHTa()TOPIPONMOHOBOT0 aHTUPUIA
U n30pOpPOHIMAMUH-TICHTAQTOPIPOTUOHOBOTO  AHTUApPUIA  COOTBETCTBEHHO.  Takke
KOHTPOJMPOBAUCh HOHBI Mm/z = 430 TeTpajedTepuii-MeueHoro TIeKcaMeTH/ICHInaMIH-

NeHTapTOPIPONUOHOBOTO aHTUApUIA (BHYTpEHHMM cTanaapt). s usMepeHuil oTpuiaTeaIbHbIX

HOHOB KOHTPOJHPOBAIUCh HOHBI M/z = 407 u 461, coorBercrByronme w#oHam (M-1)
MIPOU3BOTHBIX reKCaMeTUJICH ITMaMUH- u 130(hOpOHIMAMUH-TICHTAQTOPIIPOITHOHOBOTO
aHTHIIPU/Ia, COOTBETCTBEHHO, W HWOHOB m/z = 411  rterpamedTepuii-Me4eHOTrO

rekcaMmeTwieHanaMuHa. BpeMs npeObiBanust HOHOB cocTaBisio 0,2 CeKyH/Ib, a 3aJiepaKKa MEXTY
ckaHupoBaHuaMu cocrtapisia 0,02 cekyHzbl. JlaBieHne B MCTOYHMKE MOHOB IMOJIECPKUBAIOCH
NpUOIM3UTENHHO Ha ypoBHE 2,5 X 107 [1a (1aBneHne CYNTHIBAHUS HCTOUHHKA, 2 He (haKTHUeCKOe
JIaBJICHNE B MOHU3AIIMOHHON KaMmepe).

Komnonka s XXX siisumacek Millipore Waters Nova Pak C1g3,9 MM X 150 MM ¢ wactumamu
5 mxmM. IloaBwxkHas ¢asa npencrasisia coboit 0,1 Mob/a aneTara aMMOHUS B alleTOHUTPUIIE-
metanone-soae (5,5 + 2 + 2,5) mpu cKopocTH HoToka 1 cM®/MHH ¢ JaBjieHHEM Ha BXOJE B
xpomarorpad 12 MIla.

ITonroroBka 00pa3loB MOYM HPOXOAMIA B HECKOJBKO A3TanoB. [lepBbIM sBSICS
IIEJOYHOM TMJIPONM3 IS BbBIIEIECHUS AaMUHOB M3 COOTBETCTBYIOIIMX H30IMAaHATOB IpHU
no6asneruu k 1 cm® mpo6sr 1,5 cm® 5 M ruapokcuaa HaTpus 1 50 MKI BHyTPEHHEro CTaHIapTa
KoHneHTpanueil 1 mMxr/cm® B 1 M consauoii kucnore. Janee cmech Harpesanu mpu 100 °C B
TedeHu 4 vacoB. CleyIOUIMM 3TalioM HEOOXOJUMO OBIJIO MEPEeHECTH MOJY4YeHHbIE aMHUHBI B
opranuyeckyo (asy, Iy 3Toro 106aBsuu 4 cM® HACKIIIEHHOTO PACTBOPA TUAPOKCH/IA HATPHUS U
3 cm® Tosyona, BCTpsAXuBAIM B TedeHHH 10 MUHYT 1 neHTpudyrupoanu npu 15009 B TeueHnn
10 MumyT. Cr0#f TONMyOJIa OT/AENSUIN M HePEeHOCHIH B MPoOUpKy obbemom 10 cM® 1 mo6apmsuiu
20 wmkn peareHTa. PactBop BecTpsxuBamum B TeueHMH 10 MuHyT. M30BITOK peareHTa u
06pa30BaBIIYIOCS KHCIOTY SKCTPArupoBaId B 2 cM° BOAHBIM (ocdaTHBIM Gy(epHBIM PacTBOPOM
(pH = 7,5, 1 M) npu BcrpsixuBanuu B TedueHuu 30 cexynn. Cnoit tonyona otaensnu. Ilepen
onpeneneHueM MerogoMm JKX opranuueckyro ¢asy BeimapuBanu gocyxa npu 40 °C. Ocrarok
pactBopsuiin B 100 MK MOABMKHOW (hazbl, KOTOPYIO MEPEHOCHIIM B MPOOUPKY aBTOCaMILIEpa
o6bemoMm 0,3 cm®.

B pabore ObpuM W3ydeHBI pa3iIWyYHBIE [EPUBATH3UPYIOIIME pPEareHThl TaKhue Kak
TpU(TOPYKCYCHBIN aHTHAPHI, TEHTAPTOPIPOINMOHOBBI AHTUAPUA W TenTapTOPMACISTHHBINA
aHruapua. Bce npou3BOAHBIE TOKa3adM IMPEBOCXOAHOE XpoMarorpaguueckoe MOBEICHHE.
XpomarorpaMMmbl,  MOKa3bIBAlOIIME  CTaHJIApPThl B TOJYyoJle  TpeX  MPOM3BOJHBIX

reKcaMeTHIICHAnaMiuHa U N30 OpOHIMaMiHa, TIOKa3aHbl Ha pucyHke 19.

39



(a)

HDA-TFA
m/z = 307
0 1 1 1
100
HDA-PFPA
m/z= 407
0 1 1 1
100
HDA-HFBA
§ m/z =507
1.00 2.00 3.00 4.00
% (b)
100
2 IPDA-TFA
i mz =361
o ! ] 1
100
IPDA-PFPA
miz = 461
0 1 1
100
IPDA-HFBA
m/z =561
o | 1 1
1.00 2,00 3.00 4.00

Retention time/min

Pucynok 19 — Macc-xpomarorpaMMsbl IpOU3BOAHBIX TPUPTOPYKCYCHOM,
neHTa(TOPIPONMOHOBOM U TenTaPTOPMACIISTHON aMHJIOB ¢ (@) TeKcaMeTHIIeHAnaMUuHOM | (b)
130(OPOHANAMUHOM

Jlis  3amycKOB TEpMOPACHBUIUTENILHON HMOHU3AlMKM B TOJABMXKHOW ¢a3ze J0oIKHA
NPUCYTCTBOBATh JIETydas COJib, W MPOHM3BOAUTENL HCHOJb3yemoro mpubdopa (VG-Biotech)
pexkomennoBan wucrnois3oBath 0,1 M amerara ammonwus. [Ipu cpaBHEHUM MOABMXXHBIX (a3,
COCTOSIIMX M3 MeTaHon-Boaa (7,5 + 2,5) ¢ aneronutpunom-Boaa (7,5 + 2,5), HEMHOTO Jydiias
YYBCTBUTEIHHOCTh K TMOJOKUTEIHHBIM MOHAM ObLIA JIOCTHTHYTA C MEPBOM MOABIKHOM (ha3oil.
[Ipy MOHMTOpPUHIE OTPULIATENBHBIX MOHOB AlleTOHUTPUJI-BOJA IMOKa3ajla HECKOJIbKO JTYYIIYIO
YyBCTBUTENbHOCTD. [loBIKHAsS (a3a, copeprkalias Kak alleTOHUTPUI, TaK M METAHOJI, [T0Ka3aja
XOPOUIYIO YYBCTBUTEIBHOCTD KAaK K MOJIOKUTEIbHBIM, TAK U K OTPULIATEIIbHBIM HOHAM.

Ha pucynkax 20 u 21 mnpencraBieHbl CIIEKTPBI MOJOKUTENBHBIX HOHOB. BUaHO OdeHb
maio (parmentaruu. ®parmentsl m/z = (M +18)" u (M + NH4") sustorcs manbosee
pacnpocTpaHEHHBIMU JJISl BCEX IIECTH M3YyYEHHBIX MPOM3BOAHBIX AMaMuHa. [lonydeHHble Macc-
CIEKTPHI BEChMa MMOXO0KH Ha CIIEKTPHI, TOTy4eHHBIE C TOMOIILI0 Ta30Boi XxpoMaTtorpadueit ¢ MC
JIETEeKTUPOBAHUEM, C HCIIOJb30BAHUEM XUMHUYECKON HMOHHU3AIMU aMMHAKOM C MOHHMTOPHUHIOM

ITOJIOKUTCJIBHBIX UOHOB.
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a — MPOU3BOIHOE IrenTaTOPMACITHOTO aMU/a, b — MPOU3BOIHOE
MeHTa TOPIIPOITMOHOBOTO AMH/IA, C — IIPOU3BOAHOE TPU(DTOPYKCYCHOTO aMuaa

PI/ICYHOK 20— MaCC-CHeKTpH IMPOU3BOJHBIX I'CKCAMCTUIICHAHaMHUHA C MOHHUTOPHUHI'OM
TTOJIOXKUTCIBHBIX HOHOB:
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a — MPOM3BOJIHOE TeNTAPTOPMACIITHOTO aMuUa, b — MPOU3BOIHOE
MeHTa TOPIIPOITUOHOBOTO AMH/IA, C — IIPOU3BOAHOE TPU(DTOPYKCYCHOTO aMuUIa

Pucynok 21 — Macc-cieKTpbl MPOU3BOAHBIX H30()OpOHINAMIHA C MOHUTOPUHTOM
IIOJIOKUTENBHBIX HOHOB

Macc-cneKTpsl MOHUTOPUHIa OTPHUIIATENIFHBIX MOHOB IMOKa3aHbl Ha pHCyHKe 22 u 23.
Hawubornee pacnipocTpaHeHHBIM (PArMEHTOM JJIsl BCEX U3YUCHHBIX COCIUHEHUH SIBIISIOTCS HOHBI
m/z = (M-1)". CpaBHHUBasI 3TH MacC-CIIEKTPbI CO CIIEKTPAMH, MOJYICHHBIMH C TOMOIIBIO a30BOM

XpOMaTOFpa(I)I/II/I ¢ MC ACTCKTUPOBAHUEM C HCIOJIB30BAHUCM OTpI/IL[aTeJIBHOﬁ XUMHUYECKOH
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MOHM3AIMK (peareHT aMMHaK) C MOHMTOPUHIOM OTPHUIATENIbHBIX HOHOB HAOIIOAAIUCH

Pa3InYHbIC 3aKOHOMCPHOCTH.
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a — IPOM3BOIHOE TenTaPTOPMACITHOTO aMU/Ia, b — MPOU3BOTHOE
eHTad TOPIIPOITMOHOBOTO aMH 1a, C — MPOU3BOAHOE TPUPTOPYKCYCHOTO aMHIa

Pucynok 22 — Macc-cnekTpbl IPOM3BOAHBIX TeKCAMETUIICHIUAMUHA C MOHUTOPUHTOM
OTPULIATEIILHBIX HOHOB
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a — MPOM3BOJIHOE TeNTAPTOPMACIITHOTO aMuUa, b — MPOU3BOIHOE
MeHTa TOPIIPOITHOHOBOTO AMH/IA, C — IIPOU3BOAHOE TPU(DTOPYKCYCHOTO aMuUIa

Pucynok 23 — Macc-cieKTpbl MPOU3BOAHBIX H30()OpOHINAMIHA C MOHUTOPUHTOM
OTPULIATEIIBHBIX HOHOB

I'pagynpoBoYHBIH TpaduK CTPOUIICS TIO MECTH PA3TUYHBIM KOHIICHTPAIUSAM B JHAla30He
or 2,5 mo 20 MKr/n. sl 3TOTO HCIOJNB30Bajach oOpaslbl MOYM OOOTalleHHBIC
TCKCAMCTHJIICHUAMHWHOM U I/I30(1)OpOH,Z[I/IaMI/IHOM. BI)IJ'Ia nonyqua J'II/IHeI\/’IHaH 3aBUCUMOCTL C

K03 PHUIIMEHTOM KOppessiuu 11 rekcametwienuamMuna 0,998 u st uzodoponanamuna 0,973.
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[Ipenen oOHapyxeHHs], ONpPEAEEHHbI KaK yIBOCHHOE OTHOILIECHHE CUTHAJ/IIyM (MOHMTOPHUHT
m/z = (M-1)" ¢parMeHTOB MpPOM3BOJHBIX TI'eKCAMETWICHAMAMHH- H H30(OPOHINAMUH-
NEeHTaTOPIPONUOHOBBIM aHTHAPHUA| Haxoauics B auana3zoHe 0,5-1 mr. Xpomarorpammbl
oOpa3ua Mo4yu OT paOOTHHKA, IOJABEPrIIErocs BO3ACHCTBHIO TI'eKCaMETHIIEHU30UAHATY,

npeacraBjicHa Ha PUCYHKE 24. KOHHGHTpaHI/IH TeKCaMCTHWJICHIMaMHa B MOYE€ MCHICTCA CO

BPEMEHEM U BO3JICHCTBUEM.
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a1 b — MOHUTOPHUHT MOJOXKUTEIbHBIX HOHOB (M+18)+ m/z = 426 u 430 s
reKcaMeTHJIeHIMaMUH-TIEHTa()TOPIIPONMOHOBOI0 aHI'HJIPUJIA U TeTpaieHTepuii-MedeHOro
reKCaMeTHIICHIMaMUH-TIEHTa(QTOPIIPONMOHOBOTO aHTHIpH/Ia (BHYTPEHHUH cTaHAapT), c u d —
MOHUTOPHUHT OTPHUIATEIBHBIX HOHOB (M—)— m/z =407 u 411 ans rekcaMeTUIeH InaMHH-
NeHTa(TOPIPONMOHOBOIO aHTUPUIA U TETPaAeHTepHii-Me4eHOro reKCaMeTHIIeH IMaMUH-
NeHTa(TOPIPONMOHOBOTO aHTUApUIa (BHYTPEHHUH CTaHAAPT)

Pucynok 24 — XpomarorpaMMbl THAPOIM30BAHHON MOYH TOOPOBOJIBIIA, MOABEPIIIETOCS
BO3/ICHCTBUIO BO3/IyXa C KOHIIGHTpAIHeH reKcaMeTHIeHIMaMIHA 25 MKI/M® B TEUeHHH 2 9acoB

[TokazaHo, 4YTO WCHIOJAB30BAHUE TETPANCUTEPUPOBAHHOIO TIE€KCAMETHICHANAMUHA B
Ka4yeCTBE BHYTPEHHETO CTaHJIapTa JAcT TOYHBIE ONPENEIICHUS T'eKCaMETUJIEHANaMuHa. B aTom
WCCJICIOBAaHUH JaHHBIA BHYTPEHHHM CTaHAAPT TaKKe MCIOJIb30BAICS UId M30(OpOHANAMUHA,
YTO MPHUBEJIO K TPEXKPATHOW MOTEPE TOUYHOCTU. ITO YyKa3bIBa€T HAa HEOOXOAMMOCTH JYUIIEro
BHYTPEHHETO CTaHJapTa. TakuM BHYTPEHHUM CTaHAApTOM, KOHEYHO, ObUT ObI H30(hOpOHIMAMIH,
MEUEHBIN IEUTEPUEM.

Bruto mpeacTaBieHo HeCKOIbKO METOIOB OIpeieIeH s aTu(paTHIeCKUX TUaMHUHOB, B TOM
YHClie TeKCaMeTUJIEHAMaMIHa, B OMOJIOTMYECKOM MaTepHalie Mocje BO3AEeHCTBUS N30I[MaHATOB.
[Ipumensnace rTa3oBas xpomartorpadus C CEJIEeKTHBHBIM JETEKTHPOBAHUEM a30Ta WIH C
CCJICKTHBHBIM HOHHBIM MOHHTOPUHIOM TPOU3BOJAHBIX MEPPTOPYIIEPOTHOM  KHUCIOTOH,

kapOamaTHbIX 5(QupoB HTHIXIOpPopMuaTa U TpHIdTHIXIOpHOpMHUATa, a TaKkKe ObUIH
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npoaeMoHcTpupoBaHbl MeTOAbI JKX ¢ MC ¢ Hcnoyib30BaHUEM TEPMOPACTBUICHUS M CEIEKTUBHBIM
MOHHBIM MOHHUTOPUHIOM. [laHHBIE METOJIbI OBLIM paccMOTpeHbI B cTaThe [41] aHanusupyromas
BO3/CHCTBUE 1,6-TekcaMeTHICHIMU30IMaHaTa W M30(OPOHAMU30IMAaHATa HA YEJIOBEKa B
UCIBITATEILHON KaMepe, ¢ MOCIeAYIONIMM ONpe/eleHUeM IeKCaMeTHIICHIMaMiHa B 00pa3iax
MOYH U KPOBH, THJIPOJINZOBAHHOIO B IIEJIOUHBIX YCIOBUSI.

OOpasupl Bo3yXa OTOMPAINCh BHYTPH KaMeEphl SKCIIO3HUIUU C TOMOIIBIO JIBYX KOJIO
umnunkepa conepxkarue 10 cm® pactBopa 9-(N-MeTHIaMHHO-METHII)-aHTpalleHa THAPOXIIOPHIA
KOHIIeHTpareii 110 Mo/ B ToyoIIe pH MOTOKe Bo3ayxa 1 JI/MUHYTY B TeueHHe 30 MHHYT.
Jns omnpeneneHus rekcaMeTWICHIUaMUHa ucmoiib3oBaics Meron XX ¢ doromerpuueckum
JETeKTUPOBAHUEM B yIbTPapHOIETOBON 00IACTH.

OOpasnupl  OMOJIOTHYECKOTO MaTepHalia ObBUIM THIPOJIU30BAHBI IS BBICBOOOXKICHUS
JUaMHUHa ¥ TOCJe MCIOJb30Balli JBa Pa3IMYHBIX MeTofa o0pabotku. Ilepsoiit (MeTon A) Obul
OCHOBaH Ha AByx(ha3HOH mpollenype AepUBaTH3ALUU C UCIOIB30BaHUEM TPUPTOPUPOBAHHOTO
THIXIIOpPOpMHATa C 00pa30BaHUEM COOTBETCTBYIOIIET0 Aupa kapbamara. st mepBoro Merona
UCTIOJIB3YIOTCSI B OCHOBHOM Ta30Basi XpoMaTorpagusi ¢ TEePMOMOHHBIM JeTeKTOpoM miu/u MC-
netexktopoM. Bropoii (Mmeton B) Obl1 0cHOBaH Ha MpoILeaAype JEpUBATU3AINH C UCIIOJIb30BAHUEM
NeHTapTOPIPONUOHOBOTO aHTHUIpHIA ¢ 00pa30BaHHEM COOTBETCTBYIOIIEro amuia. B 0oCHOBHOM
JUTSL TAHHOTO crtocoba 00paboTku ucronb3yercs KX ¢ MC neTekTupoBaHUEM.

MeTox A ¢ IIETOYHBIM THAPOIH30M: K 06pasiy Moun obbemom 1 cm® nobapmsmn 1,5 cm®
5 M ruapokcuaa Hatpus wid 10 M rugpokcun Hatpus. 3aTeM CMECh THAPOIU30BATIH MPH
temmnepatype 100 °C. K o6pasiy no6asnsmu 1 cm® Bogsl, 10 Mkm TpubyTumamuHa u 2 cM°
tonyona. Cmech BcTpsxuBanu B TedeHue 30 cekyHa mnepen noGasienuem 40 mxn 2,2,2-
TpudTopaTUIXIOpdhopMUaT. 3aTeM cMmech BCTpsxuBanu B TeueHue 20 munyt. daszy Ttonyona
OT/eNANM ¥ BCTpAXuBaIu B Tedenue 30 cexynn ¢ 2 cm® 1 M BomusiM docdataeiM Gybepom
(pH =17.5), a 3aTem BbIapuBaIH J0CYXa.

Jl1st onpeienieHus Ta30Boi XxpoMaTtorpadueit ¢ TepMOMOHHBIM JAETEKTOPOM CYXOM OCTaTOK

% pacTBOpa TONyOTa, COIEPIKAIIETO OKOMO | HI/MKI HPOU3BOJHOTO

pactBopsuit B 1 cm
n300yTHIXI0ppopMHaTa Iu-H-OyTHIaMHHA B KaUeCTBE BHYTPEHHETO CTaHIapTa.

s ompenenenus razoBoit xpomatorpagueit ¢ MC perexktupoBanuem 50 Mkin 6 M
CONSTHOM KHCTIOTHI, CONEPIKAIIETo TeTpaaenTepHii-MeueHkIi TekcameTienmamMuH (200 ur/cmd),
no6asisun niepes ruapoauzoM. Cyxoit octaTok pactBopsid B 100 MK Tosryoa.

Metoa A ¢ KHCIOTHBIM THAPOIN30M: K 06pasity Moun o6bemom 1 cm® mobapmsmu 1,5 cm®
6 M constHO# KucI0TH unu 3 M cepHoit kucnoTsl. Tlocne cTaauu ruaponusa 106aBisd 3 cm°

5 M rumgpokcuaa HaTpus. 3areM Iporeaypa Oblia TakOW jke, KakK ISl IIEeTOYHBIX YCIOBHI

THAPOIIN3A.
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Mertoa B ¢ mienouHbIM THAPOIH30M: K 00pa3iy Mo4u o0beMoM | em® no6asmsumm 1,5 em®
5 M ruapokcuna Hatpus. [locne atoro no6asmsiu 50 Mk 1 M cOnsTHON KUCIIOTHI, COJIEPKAILETo
1 Mkr/mu TerpaneiTepuii-mMedeHblii rekcamermienanaMuH. Cmeck HarpeBanu mpu 100 °C B
Teyenue 4 u (ruaponus). 3ateM 1006aBIAIM 4 cM° HACHIIIEHHOTO T'MAPOKCHAA HATPHS U 3 cM°
Tonyosa. CMech BCTpSIXMBAJU B TeueHHe MpuMepHo 10 MUHYT, a 3aTeM HEeHTpUPYrupoBaIU MPU
1500g B Teuenne 10 munyT. CI10ii TONy0s1a OTAEAIH U HEPEHOCHIH B IIpobHpKy 06bemom 10 em?,
no6asisi 20 MK MEHTapTOPIPONMOHOBOTO AaHTUAPUAA. PacTBOp BCTpSIXHMBaIM B TEUYEHHUE
10 munyT. MI30BITOK pearenTa u 00pa3oBaBIIYIOCS KUCIOTY AKCTparupoBaiu B TedeHue 30 cekyH I
2 cm® 1 M BogHoro pocdaraoro 6ydepa (pH = 7,5). ®a3y Tonyona BeimapuBamy gocyxa. Cyxoi
ocTaTok pactBopsuv B 100 MK TOJABHKHOU (pa3bl.

Bbii0 BBISIBIICHO, YTO 3HAYMTENIbHBIC MOTEPH TEeKCAaMETHJICHIAMAMHHA HaOJI0JauCh B
npobax 0OpabOTaHHBIX MO KHUCIOTHOMY Tuaponu3y. [loTepu yBenMUMBaIUCh CO BpPEMEHEM.
[TpumeHeHue menoyHoro Tuapoian3a 6 M ruApOKCHIOM HATPHS MOKA3ajJ0 MPUMEPHO TaKyl ke
KapTuHy. MeHbIle MoTepyu HAOIIOJAINCH MPU THUAPOJIU3E C UCTIONIb30BaHueM 3 M ruapokcuaa
HaTpHS.

Hia KX ¢ MC nperektupoBaHueM ucmolib3oBajics kBaapymnoibHbiii MC VG-Quattro B
peKHUME TEPMOPACIIBUICHUS, KOTOPBI OBLT MOJKIIOYEH K JKUIKOCTHOMY XpomaTorpady
Pharmacia LKB HPLC Pump 2248. KonuuecTBeHHbIE H3MEPEHHS TNPOBOAMIKCH ITyTEM
MOHHUTOPHHTA OTPHUIATEIbHBIX HOHOB M/Z = (M-1)". Ilpu onpeneneHrK reKCaMeTHICH IHaMHHA
OTCIE)KMBAEMBIMU HMOHaMU Obut WOHBI M/z = 407 uw m/z = 411 [npou3BOIHBIX
reKcaMeTHJICHIMaMHH-TIEHTa) TOPIIPOITMOHOBOTO  aHTUAPUIA M TeTpajeHTepuii-Me4eHoro
reKCaMeTHJICHIMaMUH-TICHTaQTOPIIPOIIMOHOBOTO  aHTUJPHUIA, COOTBETCTBEHHO. KOJIOHKOM
asnsnack Millipore Waters Nova Pak Cs 3,9%150 mm ¢ 5 mMxkm vactunamu. [lonBuxkHas dasa
cocrosia u3 0,1 M anerara ammonus B 55 % aneronutpuiie, 20 % meranona u 25 % BOJbI.

Jns ompenenenuil razoBoit xpomatorpagueit ¢ MC pgerektupoBanueMm, MC Obu1
noAKIoueH K razoBoMy xpomarorpady Carlo Erba GC 8000, ocHaiieHHOMY XOJOJHBIM
uHxekTopom Grob-type. Ilpubop wucnonb3oBajics B peXUME XUMHUYECKOM HOHM3AIMHU C
UCIIONIb30BaHMEM aMMHaKa B KauecTBE Ta3a-peareHTa, KOHTPOJHMPYIOIIETO MOJIOKHUTEIbHBIC
voHbl. M3Mmepsuiuch uoHbl m/z = 386 m m/z = 390, coorBerctByromme uoHam (M+18)*
KapOaMaTHbIX 3(UPOB.

Jlia ompeneneHusl M30LMAHATOB B Bo3ayxe ucnoib3oBaau KX ¢ doTomerpuueckum
JNETeKTUPOBaHWEM B YyibTpaduoneroBoil obmactu (254 uwm). Komonka mpencraBisuia coOoi
Nukleosil C1g 5%200 MM ¢ yacTumamu 5 mxm. [Tonsuxknas ¢a3za cocrosuia u3 70 % areroHUTpHIA
u 30 % Bogwl ¢ 3 % TpudTUnamuHoM. pH Boabl moBoamnu 1o 3,0 gocdopHoit kucmoToit. s

pasnenenus ¢a3 ucnonb3zoBainu neHTpudyry Sigma 3 E-1. O6pasus! BeimapuBanu npu 400 °C B
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nentpudyre Speed-Vac 290 (Savant, Gapmunraeiin, Hero-Hopk, CIIIA). Ot6op mpob Bo3ayxa
OpOBOIWIM  C  TIOMOILIBIO  MEpcoHaTbHOro  mpoOooTOopHuKa  Bozayxa  Gil  Air
(Gilian Instr Corp, CILIA) 1 MUHHATIOPHBIX HMIMHKEPHBIX K016 06beMoM 30 cM3, coneprxamiux
10 cM® MOTIIONIAKOIIErO pactBopa.

buonornueckue 06pa3ipl aHaTM3UPOBATKHCH ¢ ToMolbio Metoga B (OKX-MC). Jlunelinbie
KaTMOpOBOUYHBIE IpaMKU MPOXOUIN Yepe3 Hayajao KOOPAUHAT, a KOA(P(HUIIMEHTHl KOPPEISLIUT
cocraBisi 0,998 (rexcamermienauamut) u 0,991 (u3opoponanamun). Ilpenen obHapyxeHus,
onpejieNleHHbI Kak JBOHHOE OTHOIIEHHE CHUrHAN/IIyM, cocTaBun okono 0,1 mxr/mm® B Moue.
OOpa3upl MmIasMbl  AHAIM3UPOBAIM C IOMOIIBIO MOAM(PHUUMPOBAHHOIO MeToga B ¢
ucnonszosanneM I'X-MC Bmecto JKX-MC. Cyxoii ocTaTok pacTBopsnu B 50 MKr/am® Toxyona
nepea UHBEKIHeH, 4To naBano koddduuuent odoramenus 2. [Ipenen oOHapyKeHUSI COCTaBHII
< 0,1 MKr/am°.

Taxke Merox ra3oBoil Xpomartorpaduu C HCIOJb30BAaHUEM JEPUBATU3HPYIOLIETO
pearenra, 2,2.2-tpudropsTHiAXioppopMuara Ui TMEPBUYHBIX W BTOPUYHBIX aMHHOB C
oOpa3oBanneM KapOaMaTHBIX 3(DHUPOB TpeAcTaBieH B padore [42]. Meron mpumeHsieTCs s
OIpeieNIeHUs] TeKCaMeTHIICHIMaMIHA B BOJHBIX PacTBOPaxX M MOYE YEJIOBEKA C UCIOIb30BAHUEM
KallWIISIPHOW Ta30Boi Xxpomatorpaguu. JleTekTupoBaHHE HPOBOJWIOCH C HCHOJIb30BaHHUEM
TEPMOUMOHHOIO  crneuupuyeckoro AerektupoBanuss U MC ¢ CEIEKTHBHBIM  HOHHBIM
MOHMTOPHUHIOM C UCIIOJIb30BAaHUEM BJIEKTPOHHOTO yAapa U XUMUYECKOW HOHU3AIMHY C aMMUAKOM
B KQ4ECTBE I'a3a-peareHTa, KOHTPOJIUPYIOIIMM KaK MTOJIOKUTEIbHBIE, TAK U OTPULIATEIbHBIE HOHBI.
KonuuecTBeHHBIE U3MEPEHHs NPOBOAMINCH B PEKMME XMMUYECKOW MOHM3auMu. B kauecTBe
BHYTPEHHETO CTaHJapTa MCIOJb30BAICS TETPAJCUTEPUN-MEUEHBIM TIeKCaMETHWICHINAMUH. B
peXrMe MOHUTOPHHIA MOJOKUTENbHBIX HOHOB M3Mepsuii m/z = 386 u 390 cooTBeTCTBYIOIINE
vonam (M+18)" (M = MoJeKyIspHBI HMOH) TPOU3BOAHBIX TeKcaMeTHIeHIUuaMuHa. JIjis
U3MEPEHUN OTPHUIATENbHBIX MOHOB KOHTPOJMPOBAIMCH MOHBI m/z = 267 wu 271,
cootBeTcTByonMe WoHaM (M-1)" mpoW3BOMHBIX T'eKCaMeTWIICHAUAMHHA. MMUHUMaTbHAS
ompenensieMas KOHIIEHTpaIMs B Moue cocTaBmiia MeHee 20 MKI/JI ¢ MCTIOJb30BaHUEM Ta30BOM
Xpomarorpaduu ¢ TEPMOMOHHBIM JAeTeKTUpoBaHHeM M 0,5 MKI/JI ¢ HCHOJIb30BAaHUEM Ta30BOU
xpomarorpaduu ¢ MC neTekTupoBaHUEM.

Ucnons3oBancs razoBeii xpomatorpad Varian 3500, ocCHamIeHHBIH TEPMOHOHHBIM
nerekropoM. HavanbHas TemnepaTypa uHxektopa coctasisuia 105 °C B Teuenun 1,2 ceKyHblI,
3aTeM OHa OblIa 3amporpaMMupoBaHa 10 KoHeyHoW Temmeparypbl 280 °C co CKOpPOCTbIO Ha
150 °C/MuH ¢ BbIIEpKKOH B TeueHHMH 7 MUHYT. [ pa3jieneHus HCIOJb30Banach KBapleBas
KanuuisipHasi kojonka DB-5 amunoit 30 M, BHyTpeHHuM auamerpoM 0,25 MM M TOJIIMHON

Heno BKHOW (a3el 0,25 mMxm. Temmneparypa Ttepmocrata KojoHKM moBbimany ot 105 °C (c
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BBIZICpKKO B TeueHHH | MuHyTHI) 10 280 °C co ckopocThio 25 °C/MUH ¢ BBIACPKKONW KOHECUHON
TEMIEpaType B TeueHuu 2 MHUHYT. Temmeparypa aerektopa coctasisia 280 °C, pacxox rasa
Bogopoza 3 cM®/MuH, Bo3myxa 175 cM>/MUH U a30Ta — HOAMUTOYHOTO Ta3a 20 cM®/MuH.

Ucnonp3oBasics MC ¢ TpoitHbiM kBaapymnoieM VG-Quattro, moAKIIOYEHHBIN K Ta30BOMY
xpomarorpady Carlo Erba GC 8000. HavanpHas Temmeparypa TepMocTaTa KOJOHKH ObLIa
uzorepmuueckoil npu remmeparype 100 °C B Teuennn 1 MuHyTHI, 3aTeM ee nosbimany 10 300 °C
€O CKOpOCThIO 25 °C/MuH, T1Ie ee MOIACPKUBATIHM B TEUCHUU 2 MUHYT. TemMieparypa UCTOUHUKA
noHOB coctapisuia 250 °C, a temmnepatypa unrepdetrica nepexoanoit maun 250 °C. JlaBienue
reus Ha BXOJE B KAMMUIAP cocTaBisuio 1,0 kr/m>. 3ajepikka pacTBOpHUTENs OblIa yCTAHOBIEHA
Ha 3 MuHYTHI. [Ipr6Oop NCIOIB30BATICS B PEXKUME AIEKTPOHHOTO YAapa U XUMUYECKONH HOHU3ALUU
C UCTOJIb30BAHUEM aMMHaKa B Ka4eCTBE ra3a-peareHTa, KOHTPOIUPYs KaK IMOJI0KHUTEIbHBIE, TaK
U OTpULIATeNbHbIE HMOHBI. lcronb3oBaHHe HEMOJSAPHON HEMOJIBHXKHOM (ha3bl ¢ OTHOCUTEIBHO
MaJIO TOJNIIMHOM MJICHKY SBIISIETCS MPEINOUYTUTENBHBIM U3-32 TOT0, YTO FeKCaMEeTHIICH- ANy PEeTaH
TEPMUYECKH Pa3JIaraeTcsi MPH MOBBIIICHHBIX TEMIIEpaTypax.

K o6pasiy moun oosemom 1 cm® nobasmsm 1,5 cm® 5 M ruapokcuna natpus u 50 MK
6 M consHON KHUCIOTHI, COJEpXKalleil TeTpaJelTepuii-MeueHblli TreKcaMeTUIICHIMaMUH
(10 mr/cm®) (st MeToma Ta30BOH XpoMaTorpadHu ¢ TEPMOMOHHBIM JETEKTOPOM 00BN
1,5 cm® 5 M runpokcuia Harpus). Cmech Harpesamu pu 100 °C B Teuenne 4 9 (rumponns). lanee
K 06pasiy no6asmsmu 1 v Bose!, 10 MK TpubyTHIaMIHA 1 2 cM® Tomyona. CMech BCTPAXHBAIH
B TeueHue 30 cexkyHa, a 3areM aoOaBmsii 40 MK TpU(TOPUPOBAHHOTO JITHIXIOpdopMHara.
3areM cMech BCTpsXUBaIM B TeueHue 20 MUHYT MpU KOMHATHOW Temmepatype. da3zy Tonyomna
OTHENANM M BCTpAXuBamu B Tedenwe 30 cexyHn ¢ 2 cm® 1 M Bommoro ¢ocdaraoro Gydepa
(pH =17,5), a 3aTem BeimapuBanu qocyxa B ieHTpudyre rpu 40°C. B cinydae onpezenenus ra3oBoit
xpomatorpadueit ¢ MC perektopoM cyxoil octatok pactBopsuii B 100 mxin Tomyoma. s
onpeneNeHuil ra3oBoi XxpomaTtorpadueil ¢ TEPMOHMOHHBIM JETEKTOPOM CYXOH OCTaTOK

pactBopsmu B 1 cm®

pacTBopa TONyOJa, COJEpXAmero OKoJo | HI/MKJI TpPOU3BOIHOTO
n3o0ytmwixiaophopmuata IU-H-OyTUIAMUHA, MCIOJb3yeMOr0 B KaueCTBE BHYTPEHHETO
CTaHJapTa. 3aTeM aHAJIM3UPOBANIU CI0OU Tosryosna. Ta ke mpoleypa HCHoIb30Balach AJIs BOAHBIX
00pa31oB, Ie MOKHO OBUIO UCKIIIOYUTD CTAIUI0 THAPOIIU3A.

Breibop pH 3aBUCHT OT OCHOBHOCTH aMWHa TIpW ACPUBATH3AIMUS C HWCIOJIH30BAHHUEM
AHTUJIPUIOB U XJI0pPOopMUATOB. [[7151 TOro 4TOOBI peakius MpoTeKaa ¢ pa3yMHON CKOPOCThIO IPU
KOMHATHOW TemIeparype, JAOJDKHBI MPUCYTCTBOBAaTh HENPOTOHUPOBAHHbIE aMuHBL Jls

nByxda3Hoi xsophopMHaTHON nepuBaTH3anuu nunepasuHa (pKa = 9,8) 6110 06Hapy)eHO, U4TO

¢ pocdatariM OydeprsiM pactBopoM (pH = 10) 1 ¢ aMMHrakom B KauecTBe KaTain3aTopa peaKius
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3aBepIaeTcs MeHee 4eM 3a 5 muH. /[ rekcamerunenaunamuna (pKa = 11,9) sta mponieaypa nana
HEYIOBJIETBOPUTEIIbHBIC PE3yNbTaThl. Peakuus sBisieTcss KOMM4eCTBEHHOM ToyibKo mpu pH > 12.

AMMUaK, MUPUIUH U TPUOYTUIaMUH OBUTH HCIBITAaHBl B KaYeCTBE KaTaJM3aTOPOB IS
JIepUBaTU3allMM  TeKcameTuieHauamMuHa ¢ 2,2, 2-tpudropatuixiioppopmuarom. Tonbko
TpuOyTUiIaMuH aan BoccraHoBieHue Oonee 80%. JloGaBieHHOE KOJIMYECTBO KaTaiu3aTopa
BapbpupoBanock ot 0 10 40 Mk, Biusaue 100aBIeHHOTO KOJIHMYECTBA OBUIO HEOOIBIIUM, HO OBLIT
BbIOpaH 00beM 10 MKJI M3-32 OTHOCHTEIBHO JYYIIETr0 BOCCTAHOBJICHHUS PEaKIMH U JTOCTUTHYTOM
TOYHOCTH.

O6bem 2,2,2-tpudTopaTrixioppopmMuara BapbUPOBAIICA, W ONTUMAIBHBIM 00bEM IS
0a30Boii mporeaypsl 00paboTKH, COOTBETCTBYIOMMI Tpudmm3uTensHo 100% BOCCTaHOBICHHIO,
oka3zazcs 40 mMxi1. bonee HU3Koe BoccTaHOBIIEHUE, OOHAPYKEHHOE NPU YBEJIMUYEHUU KOJIMUYECTBA
peareHTa, BEpOSITHO, CBSI3aHO C YBEJIIMYEHUEM PACTBOPUMOCTH MIPOU3BOIHOTO B BOJHOM (haze.

Kak BuiHO Ha pucyHKax 25-27, 3JeKTpOHHBIN yaap MPOU3BOJUT MHOTO ()parMeHTOB IIPH
Oosiee HU3KUX 3HAYCHUAX mM/z. [y annpaTHuecKoro Mporu3BOIHOTO TeKCaMETHIICHINAaMIHA He
ObUIO OOHApPYXKEHO MOJIEKYJSPHBIX HOHOB. CpaBHMBAs CHEKTPHI JBYX COCIUHEHHN, MOMXHO
YBUAETh 3HAYUTENbHBIC pA3IU4YUsl H3-32 aTOMOB JeWTepuss B MoJeKyle. MOHHUTOPHHT
XUMHYECKOTO HMOHHM3AIUN TOJOKUTENbHBIX HOHOB TOKA3bIBA€T JIOBOJBHO MPOCTBIE U JIETKO
UHTEPIpPETHPYyEMbIe CHEKTpPbI, U HaOmomaercss HeOombias (parmMentanus. OparMeHTH m/z
[M+18]%, [M+ 1%, [M- 82]", [M-99]" u [M-182]" siBisitoTcsi HamGoJiee pacnpoCTpaHEHHBIMH

HNOHaMH.
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A — rekcameTuieHAnaMuH, B — TeTpaneiTepuii MeUeHbIN TeKCaMeTUIICHIUaMUH

Pucynok 25 — Macc-cnekTpbl TeKCaMTHICHANAMIHA U MEYEHOTO TeTpaJeTepruemM
reKCaMeTHJICH/IMaMHUHA B KAYECTBE MIPOU3BOIHBIX TPUPTOPITHIXTIOp(POpMHUaTa MOTydeHHBIE C
IIOMOLIBIO AIEKTPOHHOIO yAapa ¢ aMMHaKOM, KOHTPOJHUPYIOLIHUM MOJIOKUTEIIbHBIE U
OTpHULATEIIbHBIE HOHBI
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Pucynox 26 — Macc-criekTpbl reKCaMTHIICHIHaMHHA M MEYCHOTO TeTpafeTepueM
reKcaMeTHIIEHAMaMUHa B Ka4YeCTBE IPOU3BOIHBIX TPUPTOPITHIXIOpHOpMHATA [TOJTyYEHHBIE C
IIOMOIIBI XMMUYECKOM HOHU3ALUU C aMMUAKOM, KOHTPOJIMPYIOIIMM IOJI0KUTEIBHBIEC HOHBI
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E-r CKCaMCTHJICHIUAaMHWH, F- TeTpa,ueﬁTepr/i MEUEHBIN reKcaMeTUIICHAnaMUH

Pucynok 27 — Macc-cnekTpbl TeKCaMTHIICHINAMIHA U MEYEHOTO TeTpaJeuTepruemM
reKCaMEeTHJICHIMaMHUHA B KAYECTBE MIPOU3BOAHBIX TPUPTOPITHIXTOp(POpMHUaTa MOTydeHHBIE C
MIOMOLIBI0 XMMUYECKOW HOHU3ALMHU C aMMHAKOM, KOHTPOJIMPYIOIUM OTPULIATEBHBIE HOHBI
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KammbGpoBouHbii TpaduK ¢ MCIMOIBL30BaHMEM TEPMOHMOHHOTO JETEKTOpa OBLI JIMHECH B
nuanazoHe KoHnentpauuit or 100 go 400 Mkr/n, ¢ koaddumuentom xoppemsiuuu 0,9982 ms
cepuu u3 6 konueHtpanwmii (y = 0,926x + 0,013).

Kanubposounsiii rpaduk ¢ ucrnonbzoBanueM MC nerekropa ObLI IMHEEH B AMAaa30He OT
1 mo 10 mkr/m, ¢ xoaddumumentom roppensiuu 0,988 (y = 0,0034x + 0,0027) B pexume
MOHHUTOPHHTA OTPHUIATEIBHBIX MOHOB [uis M/z = 267, 271 u 0,992 (y = 0,0031x + 0,0017) B
peXHME MOHUTOPHHIA IOJIOKUTEIBHBIX HOHOB Jutst M/z = 386, 390.

[peacTaBieH METO/ aHaIKM3a CIEA0B ATU(PATHICCKUX M ATHIUKINISCKUX aMuHOB [37].
OH BKIIOYAET [epUBATU3AIMI0 AMUHOB B COOTBETCTBYIOLIME aMUJAbl IYTEM pPEaKIHH C
AHTHIIPUIOM TEepPTOPYIIICPOTHON KHCIOTHl. AMUHBI pPa3IeisUId C IMOMOIIBI0 CTEKISTHHON
KaIMAJUISIPHOM Ta30BOM Xpomarorpaduu ¥ KOJIMYSCTBCHHO ONPEISIISUTN C IIOMOIIBI0 HHBEKIINH B
KOJIOHKY C MPUMEHEHHEM JIeTEKTOpa 3JEKTPOHHOTO 3aXBaTa WM a30TCeleKTUBHOTrO. [Ipenenst
oOHapyXeHHsI HaXOJWINCh B nuamna3zoHe 2-30 ¢Moib ¢ 3JeKTPOHHBIM 3aXBaTOM U B JHAara3oHe
40-60 ¢h™MoIb C a30TCEIEKTHUBHBIM OOHAPY)KEHUEM.

Ncnonbs3oBancs ra3oBeiii xpomartorpad Varian 3700, OCHAIIEHHBIH TEPMOHOHHBIM
nerextopom. Temmeparypa nerektopa coctasisana 290 °C, pacxon rasa Bojgopoaa 4 cM’/MuH,
Bo3ayxa 180 cM3/MUH ¥ a30Ta — MOANMUTOYHOrO ra3a 20 cMS/MUH. Jns nerexkropa 3JIEKTPOHHOTO
3axBara Temneparypa aetekropa cocrapisiia 300 °C. ['a3oM-HOCHUTENEM HCIIONB30BAJICS I'EJIUN C
BXOIHBIM faBiienueM 0,3 Kr/cM?.

CrangapTHble pacTBOPHI aMHIOB TOTOBWJIM IYTEM PACTBOPEHHS TOYHO B3BEIICHHBIX
KonmdecTs amuHOB B 100 M 10 % consuoit kucnotsl. K 1 cm® anmkBoTel 3TOr0 pactsopa
n06aBnsM 2 cM® HACHIIIEHHOTO PACTBOPA THAPOKCHIA HATPHA, a 3aTeM CBOOOJHBIA aMHH
skcTparupoBany TomyonoM. K 1 cM® ToNyoaeHOTrO pacTBopa, coepiamero mpuMepHo 20 MKT
amuHa, no0apnsu 60 MK aHTHAPUA renTapTopMacisHOM KUCIOTHL, U depe3 10 MUHYT mpH
KOMHATHOW TemmepaType U30bITOK aHTUApUAa W O0pa30BaBINYIOCS KHUCIOTY YAAlsan
BeTpsixuBaHueM ¢ 1 em® dochaTHOTro Gydeproro pactopa (pH = 7,0). 3aTeM u3 3TOro pacTBopa
TOTOBWJIA CTaHJIAPTHBIC PACTBOPHI aMUIa HY)KHOTO COCTaBa MyTeM pa30aBJICHHS TOTYOJIOM.

Pe3ynbratel pasneneHuss METOJIOM Ta3oBOiMl xpomaTorpadust MPOU3BOJHBIX AMHHOB

npejcTaBieHbl Ha pucyHke 28 u 29.
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214 5/min 114 (¢)
T

20 10 1 (mim)

Wnentudukanys nukoB: 1 — rekcaMeTiiieHAnaMuH, 2,4 — TeTpaaeiTpupOBaHbIii
MEYEHHbIN I'eKCaMETUJICHIMaMUH

Pucynox 28 — XpomMaTorpaMmbl IPOU3BOIHBIX AMUHOB C IIPUMEHEHUEM JIETEKTOPA
3JIEKTPOHHOIO 3aXBaT

214 5/min 114 C)

20 0o 1 (min)
Wnentudukanus nukoB: 1 — rekcameTIeHIUaMuH, 2,4 — TeTpaledTpUpOBaHbIN
MEUYEHHBIN TeKCaMeTUIIEHANaMUH

Pucynok 29 — XpomaTorpamMmbl IPOU3BOIHBIX aMHHOB C IPIMEHEHHEM TEPMOUOHHOTO
JleTeKTOpa

HUCIIOJIB30BaAHHUEM HOHH3alInNU SJICKTPOHHBIM yaapom JJIA MMPOU3BOAHOTO

reKcaMeTHJIEHIHaMIHa ¢ TenTad)TOPMACISTHBIM aHTHAPHIOM mosryauiii uousl CF3*, CoFs™ u CaF7*
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cm/e 69, 119 u 169, coorserctBenno. Cpeau nonos (M—X)* o6uapyxensl nonsl ¢ X = CsF7 (m/e

339), CsF7CO (m/e 311), CsF,CONH (m/e 296) u 2CsF7CO (m/e 114) (pucynox 30).
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Pucynok 30 — Macc-criekTp mpou3BOJHOTO TeKCAMETUIICHIMAMUHA, TIOTyYSeHHBIN C
MOMOILbI0 HOHU3ALUEN AIEKTPOHHBIM Y1apOM

Honbl ¢ m/e 282, 296 u 339 Takke MOSBIAIOTCA B MacC-CHEKTpe C NMPUMEHEHHEM

xuMudeckor nonusamuu (Pucynok 31).
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Pucynok 31 — Macc-cnekTpsl IPOU3BOJHOTO FeKCaMETHIICHANAMIHA, TTOTyYeHHBIE C
IIOMOIIBI0 XUMHYECKOU HOHU3AIUU

ABropamu [44] mpencTaBIE€HO UCCIENOBaHME I HM3YyYEHHS U OJHOBPEMEHHOIO
OTIpeieNIeHus TpeX AMaMUHOB T'eKCaMeTHIIeHANaMIH, 4,4-MeTHIIeHAaMIH U 130()OpOHIMaMHH B
obpasmax moun ¢ mpumeHeHueM TaHaemMHod MC um KX mms OMOMOHWUTOpWHTA BO3CHCTBUS
uzonuaHaroB. llpexgen oOHapykeHUs M TeKcaMeTWIeHIWaMuH, 4,4-MeTWIeHIuaMuH U
m3odoponmamus coctasua 0,074, 0,059 u 0,053 ar/em®.

Hns obpabotku oOpa3uoB Moun Oepyr 250 mxn mpoObl u gobGasmstor 100 MK

6 M consHON KHCIOTHI W 650 MK BOJIBI, XOpOIIO BCTpsAXxuBaroT. OOpa3lpl HarpeBald TpU
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temriepatype 80 °C Ha 4 wyaca. 3aTteM oO0pa3lbl OXJIAKIAIH JO0 KOMHATHOW TEMIIEPATYpHI.
PerymupoBanu pH ¢ momompbto 500 Mkn 1M rugpoxcujga HaTpus Iepesa  BBIIOJIHEHHEM
tBepaodasHoii Muxposkcrpakuun (TDD). AxrusupoBamu KoaoHky TdD ¢ momompio 1 cm®
METHIIOBBIM crmptoM u 1 cM® Bomsl. 3arpyxkanu KonoHKY 1,5 cM® obpasia U NmpoMbIBaiK O
npumeceii 1 cM® BoJa M METHIOBOTO CIHPTA. DIIOMPOBATH AHAJUTHI PACTBOPOM THAPOKCHA
amMmMoHHus ¢ KoHueHTpanued 5% u 10%, cMemaHHbIM C METHJIOBBIM CIIUPTOM. 3aTeM oOpasel]
KOHILIEHTPUPOBAIIH JI0CyXa ra3000pasHeiM N mpu 60°C. Octatok pacTtsopsamu B 1 cM® BogHOrO
pactBopa: MeOH (95:5; no o6wemy), conepxkamero 0,1 % anrugpuna rentradTopMacistHON
KHCJIOTHI, U 3aTeM aHann3upoBain KX ¢ tannemuas MC.

[IpocMOTp MaTepuHCKUX M JOYEPHUX HOHOB MPOBOAMUTCS B aBTOMATHYECKOM PEXHME
o030pa ¢ OOMOapIUPOBKON POAMUTENHCKOTO MOJIEKYJISPHOTO WOHA B JO4YepHHE HOHBL Jlis
KaXIOro BellecTBa ObUIM BBIOpaHBI JBa JOYEPHUX HMOHA, JOYEPHUI HOH C Oousblieit
WHTECHCUBHOCTBIO HCIIOJNB30BANICSA JUISI KOJMYECTBEHHOI'O OIMpEJENieHUs, a HMOH C MEHbIIeH

HHTCHCHUBHOCTBIO MCIIOJIB30BAJICA AJIA MOATBCPKACHUA, PE3YJIbTAThI NPCACTABJICHLI B Ta6JII/IHC 2.

Tabmmma 2 — VYceumoBus TtangemHod MC s aHanu3a TrekcaMmeTwiIeHadamMuHa, 4,4-
METUJICHANaMUHA U 130()OpPOHIMaMHUHA
MonexynspHas Jueprus Jueprus Ponurensckuii | [louepHuii
AHanut vacca 60MOOpIMPOBKY | OOMOOPAMPOBKH son (M+1) (M/2)] 1om (m/2)
(E) ¢dparmentos (V)
9 81 100,1*
reKcaMeTHICHIHaMUH 116,1 17 81 1171 5.0
25 128 106,0*
4 4-meTniieHAMAMUAH 198,2 5 178 199,2 182.1
10 102 154,4*
U30(OPOHIUAMHIHA 170,1 > 102 171,1 95.4
* HOHBI IJI51 KOJITMYECCTBECHHOI'O OHpeI[eHeHI/IH

B XKXX-MC noasmxHas ¢asa BIUsIeT He TOJIbKO Ha pa3zielieHHe BEIeCTB, HO U Ha IPOLIecc
VOHM3AllMM W CUTHaj aHanuTa. [Ipy Merone MOHM3aLMM AJIEKTPOPACHBUIEHUEM B PEXHUME
HOJIOKHUTETBHBIX HOHOB MPOLIECC MOHU3ALMH YCUIIUBACTCS IPU JOOABIEHUH HOHOCTIApUBAIOIINX
BEIIECTB, TakuX Kak rentadropmacisnas kuciora (I'OMK), rpudpropykcycnas kucnora (TOK),
neHTapTopnponuoHoBsliii anruapuy (IIPITA), mypaBbunas kucnota. [loaToMy 3TH BeliecTBa
J00aBIISIM K pacTBOPY MOABMKHON (ha3bl OHO 3a JPYTUM JUIs UccienoBaHus 3(pPpeKTUBHOCTH
pasfelieHuss CcO CMEUIaHHBIM CTAaHJApPTHBIM  pacTBOpPOM TIeKcaMeTWiIeHAuaMmuHa, 4,4-
MeTHJIEHJUaMIHa U n30(OpOHANaMIUHA KOHIIEHTpaluei 25 Hr/mil.

KoMmnoHeHThl MOABMXKHON (a3pl, HCIOIb30BaHHBIE B HCCIENOBaHMM: KaHal B —
alleTOHUTPUJI M METWIOBBIM CHHMPT COOTBETCTBEHHO; KaHal A TpeAcTaBiseT coboit
cootBercTBeHHO 0,1% T'OMK, 0,1% TOK, 0,1% MypaBbuHON KHCIOTHI B Bojae. Pe3ynbrarsl

noKa3aHbl Ha pucyHke 31.
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Pucynok 31 — Pe3ynbTaThl ncciieI0BaHUS COCTaBa MOIBUKHON (ha3bl

Jlyisg manpHEHIIUX MCClIeIoBaHui OblTa BRIOpaHa MOBMXKHAS (Da3a METHIIOBOTO CIIHPTA C
nobasnennem 0,1% I'OMK B Boge, oOecrneurBaromias KOPOTKOE BpeMs YACPKHBaHHUS U
MaKCHUMaJIbHYIO TUIOIIAIb [TUKA, YTO TOBBIIIAIO YyBCTBUTEIILHOCTh METO/IA.

[Tocne BBIOOpa MOIXOASAIIETO COCTaBa MOJBMKHON (Da3bl MCCIEIOBAaHUS O BIHMSHUE
MOJIIPHOCTH ITyTEM PETYJIIMPOBAHUS COOTHOIICHHS COCTaBa MOIBIXKHOM (ha3bl METHIIOBOTO CITHPTA

¢ nobasnenuem 0,1% ['OMK B Boge npeacraBneHsl Ha pucyHke 32. OkcrnepumenT A — 20-80 %;

B — 40-60%; C — 50-50%; D — 55-45%; E — 60-40%, F — 80-20%.

A
I'excamerunenguamu
B
I'ekcamermnenanamMu 4,4-MeTuneHaaMuHa 1 130(OpOHIMaMIHA
eKcaMeTHICHIHaMH 4,4-meruneHIMaMuHa U 130(OpOHIaMHIHA
C
I'excamernneHanaMu 4,4-meruneHMaMuHa U 130(pOpOHIaMHIHA
D
TeKCaMeTHICHIAaME 4,4-veTuneHaaMuHa B U30(pOpOHIaMITHA

[ekcameTnneHaram, 4,4-MeTHICHANAMIHA U H30()OPOHIMAMHIHA

A —20-80 %; B — 40-60%; C — 50-50%; D — 55-45%); E — 60-40%, F — 80-20%

Pucynok 32 — XpomaTtorpaMMbl pe3yJIbTaTOB HCCIICAOBAHUS BIUSTHUE COOTHOIICHHUS
pPacTBOPHUTEIIEN HA aHAJIU3 aHAJIUTOB
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Pesynbratel uccienoBaHus Ha pHUCYHKEe 32 TOKa3bIBAIOT, YTO MPU aHAIHU3E B
M30KPATHYECKOM PEKHMME MTPH COOTHOIIIEHWH METUIIOBOTO ciupTa ¢ fobasieruem 0,1% 'OMK B
Boze (50:50 — C) mosyuaroTcst OOJBIIME CUTHAIBI AHAIWTA C XOPOIIMM pa3pelieHHeM Mpu
KOPOTKOM BpeMeHHU yzaepxuBaHus. [103ToMy MMEHHO 3TO COOTHOIIEHHE PAacTBOpUTENECH OBLIO
BBIOpAHO IS MOCIIEAYIOMINUX KCIIEPUMEHTOB.

PacTBOphl, HCHONB30BaHHBIE [JIl TOCTPOCHUS CTAaHJAPTHOW KPUBOW, MOJy4IH
pa3baBiIeHHEM HCXOAHBIX CTAaHAAPTHBIX PacTBOpoB. KakIyi0 TOUKY aHaIM3HPYIOT MOBTOPHO
3 paza, moyiyueHHasi CpeJHss TUIOIIAAb MHUKa CIY>KUIa JaHHBIMU I IOCTPOEHUS CTaHIapTHOMN
KPUBOIl 3aBUCHMMOCTH IUIOIIAIU MHKAa OT KOHLEHTpauuu. CTpouan 7-TOYEUHYIO CTaHIIAPTHYIO
KPHUBYIO JJISl ONIPEeNICHHs TeKCaMeTUIICHNaMuHa, 4,4-MeTuIeHnaMruHa U 130(pOpoHIMaMiHa B
nuanasone KoHenTparuii ot 0,50 1o 100,0 ar/cm®. Pe3ynbTaTsl MOKa3aHk! B Tabmuie 3.

Tabmuna 3 — Pe3ynbTaThl MOCTPOCHUS KATHOPOBOYHOTO Ipaduka I TeKCaMETHUIICHINaMUHA,
4, 4-metuneHaunamMuHa U n130(opoHIMaMuHa ¢ momoibio TanaeMHaon MC u KX

J— YpaBHeH_I/Ie perpeccuun Koaq)(pHuHeHTz I[HaHa3?H \
y =a+ bx Koppensiimu R KOHIIEHTpAIU{, HI/CM
reKcaMeTHICHIHAMIH y = 60,8 + 367,9x 0,9998
4,4-meTuneHiuaMuH y =-69,0 + 914,7x 0,9999 0,50-100,0
n30(OpOHANAMUHA y = 105,7 + 704,9x 0,9999

Ha ocHoBe ycTaHoBieHHOI cTaHgapTHOM KpuBoi npenen obHapyxenus (I10) u npenen
konuyectBeHHOTO onpeneneHus (IIKO) meroma onpenensiv myremM MOBTOpEHUs aHanu3a 6 pa3
NpU KOHIEHTpanun no6asneHns 0,5 Hr/cM® Ha myctoif Mmarpuie. IlodydeHHBIE Pe3yibTaThl
npe/cTaBIeHbI B TabmuIe 4.

Tabmune! 4 — [penen oOHapy)eHUs U Pees KOJIMYECTBEHHOTO ONPEAeNIEHUs] MeToa

AHAIUTBI T10 (ar/cm®) ITKO (ur/cvd)
rekcaMeTHJIEHIHaMHUH 0,074 0,24
4 A-meTnneHIuaMuH 0,059 0,19
n30(OpoHANaMHIHA 0,053 0,18
3acnyKMBaeT  pacCMOTPEHHUs  TaKxke OIBIT 11O ompeeNieHue  MPUMECH

reKcaMeTHJIEHMaMiHa B TIOJMMEPHOM OMOLMIHOM MaTepHajie METOJIOM BbICOKOA((EKTUBHON
KHIKOCTHOH xpomaTorpadueit (BOXKX) [45].

Xopomo H3BECTHO, YTO, OTCYTCTBHE y TIeKCaMETHUJICHIUaMHMHA XPOMO(OPHBIX TPy
3aTpyAHSAET €ro BBISBJICHUE MPHU MOMOIIM Hauboiee paclpOCTPAHEHHBIX TUOJHO-MAaTPUUHBIX U
Y®-nerekropoB. OgHUM U3 peHIEHUH JaHHOW MpOOJEeMBbl, TO3BOJSIONIMM MPOBOJUTH
HENOCPEJICTBEHHOE OOHApy)KEHHE aMHUHOB B CJIOXHBIX CMECSX, SBISETCS HCIOJIb30BaHUE
JepuBatu3upyromux areHToB. lllnpokoe pacrnpocTpaHeHHE B KauecTBE IEPUBATU3UPYIOLIMX
areHTOB, HCIOJB3YEMBIX IPU NPOBEACHUM aHAJIM3a aMHUHOKHMCIOT M aMHHOB, MOJIY4YWJIH 9-

dyoperunmermxiaopdopmuar (PMOX) [46] u o-dranesslit anpaerun [47]. YdeHsIMU B X0/1€
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MpeIBaApUTENbHBIX IKCIIEPUMEHTOB, KOTOPbIE BKIIIOYAIH JepPUBATU3AINIO TeKCAMETHUIICHIMaMUHa
YKa3aHHBIMH areHTamH, OblIa yCTaHOBJCHA HEJOCTATOYHAs CTaOMIBLHOCTH KOMILJICKCA
reKCaMeTHIICHINaMU—O-(TalIeBbI anbJACTH B YCJIOBHUSX MPOBEIACHHS XPOMATOrpaguuecKoro
aHanuza. Kommiekce rekcameruneHanaMui—OMOX HanmpoTHB oKazajcsi CTaOWJIEH B TEUEHHUE
10-15 MuH mocie MPUTOTOBJIEHUS U TO3BOJSET MPOBOJIUTH KOJIMUYECTBEHHOE OIpPENEICHUE C
MCIIOJIb30BAaHUEM JIMOJIHO-MATPUYHOIO JIeTeKTopa. B maHHOM ciydae mpoliecc AepuBaTH3aLUuU
OBLT JI0BOJILHO HPOCT M 3aKimodaincs Bo BHecennu 0,1 cm® ®MOX ¢ xonnentpanueii 1 mr/em® k
1 cM® cTaHAAPTHOTO MM AHANIM3MPYEMOTO 06pa3la HEMOCPEACTBEHHO Mepe aHATH30M. PacTBop
JEPUBATU3UPYIOIIETO areHTa OblT IPUTOTOBJICH B allETOHUTPUIIE.

AHanu3 colep)KaHUs TeKCaMETWICHIUaMHHA B aHAIM3HPYEMBIX MpoOax MPOBOIUIH
nyreM Xpomartorpadudeckoro pazzmenenuss Ha koionke OTU TriKala C18, pasmepom
4,6 x 150 MM, 3aM0THEHHON COpPOEHTOM C pa3MepoM YacTull 5 MkM u Y D-netektupoBanuem. B
KayecTBe MOJBMKHOU (pa3bl A MCMOIB30BAIN OYHMILIEHHYIO BOlY, a B KAU€CTBE MOABMKHOMN (hazbl
B — aneToHuTpHII 11 TpaqueHTHON XpoMaTorpaduu. DIFOUPOBAHUHA 00PA3IIOB TPOBOIUIHN MIPH
30 °C B rpagliCHTHOM peXHME, 00beM BBOJUMOU MPoOkI cocTaisut 50,0 MK, BpeMs aHaIM3a —
25 muH. [Iporpamma rpagueHTa npuBeeHa B TadIuIe S.

Tabmuna 5 — [IporpamMma rpagueHTa

Bpewms (Mun) % nonBIKHOM (a3l A % nonBmxKHOM (a3sl B
0 40 60
1,0 40 60
10,0 90 10
16,0 90 10
17,0 40 60
25,0 40 60

Ha pucynke 33 mpencTaBiieHbl XpoMaTorpaMMbl pacTBOpa Ui MJIEHTH(GUKALNU MHUKOB
OMOX-OH, OMOX-Cl, ®MOX-rekcaMeTWICHIMAMHH H  HCIBITYEMOr0  pPacTBopa
nonurekcaryanuauaa  (IIMIY)  ruapoxmopuma. Ha  xpomarorpamme  pacTBopa  Juis
UACHTU(DUKAIMM TPUCYTCTBYET ueTKUW nHK Komuiekca PMOX-rekcaMeTHIeHIuaMuH ¢

BpeMeHeM yaepxkuBanus 13,35-13,40 MuHyT, KOTOpBIN HE IEPEKPBIBAECTCA C APYTUMHU TUKAMHU.
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3 Peak identification #3 [manipulated, 4 peaks manually assigned] UV_VIS_4 WVL:264 nm

1200 2- FMOC-OH - 7,557

1125 ]
1000%
875%
7505

] 5 - FMOC-HMDA - 13,383

625

Absorbance [mAU]

500 -
375 —
250 —
- Unidentified peak - 7,267

125 ] 4
] 4,3 - FMOQ-CI - 11,777
] Iﬂ&\ﬂ - Unjidentified peak - 12,227
o] A

0,0 25 50 75 10,0 12,5 15,0 17,5 20,0 225 250
Time [min]

Pucynok 33 — Xpomatorpamma pactBopa s uaeHtTuukannu nukoB ®PMOX-0OH,
OMOX-Cl, DMOX-rekcaMeTHICHIHAMUH

I1O u IIKO omnpenensnu Ha OCHOBAHWU OTHOUICHHsI CUTHai/miym mns nuka OMOX—
rekcameTwiieHanaMuH. 3a [10 MeToauKy NpUHUMAaIM KOHLEHTPALMIO TeKCaMeTHIICHIMaMUHA TTPH
KOTOPO# OTHOIIeHHEe curHai/urym s nuka @MOX-rekcamermnenauamut 6su10 3 : 1. 3a [TKO
METOAMKH IPUHUMAIU KOHIICHTPALHUIO IIPH KOTOPOH OTHOIIEHUE CUTHAI/IIYM Jutst Tuka OMOX—
rekcameTmiienauaMuH Obuto 10 1 1. Mcxoas w3 pe3ynbTaToB HMCHBITAHUN M aHAIUTHYECKUX
JAHHBIX YCTAHOBJIIEHO, 4YTO JIaHHas METOAMKA IIO3BOJISIET ONPENEATh  COAEPIKAHUE
rekcaMeTHJICHIMaMUHa Ha ypoBHe 0,02 MKr/cm®.

I'pynma yuensix no rinase ¢ Deepak Bhandari B cBoeii paboTe OnchIBaeT KOTMYESCTBESHHBIH
BBICOKOITPOU3BOIUTENIBHBIN AaHAIMTUYECKUM METOJA JUIsl OJHOBPEMEHHOIO HM3MEPEHHS MAaJIbIX
ann(paTHUeCKuX a30THCTBIX OHWOMAapKepoB, B TOM 4YHCIE TeKCaMEeTUJICHJIMaMHHA, B MoO4Ye
yenoBeka. [IpucyrcTBue qaHHoro anudaruyeckoro JuaMuHa B MoYe SIBJISIETCS MOTEHLUAIbHBIM
OMOMapKepOM OIaCHOT0, FKOJIOIMUECKOT0 BO3/IEHCTBUS COOTBETCTBYIOIIErO €My AMM30IIMaHAaTa
M3-3a BBICOKONOJIIPHBIX XapaKTEPUCTUK I'EKCMETUIICHINAMUHA U aHAJIOTHYHBIX aMUHOB aHAJIU3
JTAHHBIX COEAMHEHUH B CII0KHBIX MaTpPHUIIaxX 00pa3LOB ABISETCA CIOXKHOM 3a1auelt, Ui peleHus
KOTOpOH  ydeHbIMH  Obl1  ampoOupoBan wmetron BDOXX-MC/MC ¢ woHm3anuein
JJIEKTPOPACTIBIJICHUEM JUIS HM3MEPEHHs] TeKCaMeTHJICHIMaMHHa B Moue dYesjoBeka [48]

(pucyHok 34).
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Pucynok 34 — Jluzaiin skciepuMeHTa

Xpomarorpapuueckoe pasleleHue B JaHHOW paboTe  ONTHMHU3HUPOBAIOCH €
UCIoNb30BaHueM MoOuibHON (a3zbl Ha ocHoBe ['®MK m obpamenHo-daznoi komonku C18.
[Tomumo ompeneneHusl TeKCaMeTWIICHIMAMUHA JaHHBI METOJ MoJpa3yMeBall OINpeaeleHUs
JIPYTUX MapKepoB, TAaKUX Kak U30(OpOHAMAMHUHA, -MeTHiIaMUHO-L-anaHuHa U TPUMETHIIAMUH
N-okcuzaa. B skcniepuMeHTanbHbIX HCCIEI0BaHUAX TOArOTOBKA 00pa3la BKIII0Yaia YeThIpe yaca
KHCIIOTHOTO THUAPOJIM3a C TOCJIENyIoleld aBTOMAaTu3upoBaHHON TOD, BBIOIHEHHOW C
UCIIOJIb30BAaHUEM CJIOSl CHJIBHOTO KaTHOHOOOMEHHOro copOeHta ¢ 7 H pacTBopoM ammuaka B
MeTaHoJIE B KaUeCTBe MoeHTa. [Ipenenst ooHapyxkenus coctapumm ot 0,05 mr/cm® 1o 1,60 Hr/em®.
TouHOCTh MeXIy IHAMU U B TeueHue AHs Obuia B npeaenax 10 %, a BOCIpOM3BOJUMOCTH B
npeaenax 15 %.

[IpoGomoAroToBKa sIBISETCS KIIOUEBBIM AJIEMEHTOM 000N aHATUTHYECKONW METOIUKH.
[IpeoOpazoBanue mpoObI B (popMaT, COBMECTHUMBIN ¢ aHAIUTHYECKUM OO0OpPYIOBAaHHUEM, MOMKET
OBITH TOCTaTOYHO IPOCTHIM, TAKUM Kak pa30aBieHHE WM (PUIbTpalvs, UM MOYKET BKIHOYATh
MHOT'0O3TaIHbIe MpoLeaypbl 00padboTku oOpasua. Kak oauH 13 nepBbIX 3TAaNoB B aHAIUTUYECKOH
METO/IMKE, BBIOOP COOTBETCTBYIOLIETO MeETOAa HPOOOMOATOTOBKM KPUTHUECKH BaXKEH IS
MOJIyYEHUS Ha/IEKHBIX PE3YyIbTaTOB U, CIEA0BaTENbHO, TPEOYyeT NOAPOOHENILIEro N3yUeHN .

TpaguionHble METOJBl MPOOOMOATOTOBKM TPeOYIOT 3HAYMTEIBLHOIO BMENIATEIhCTBA
CHelHanucTa, 3aHUMAal0T MHOTO BPEMEHHM M PACXOAYIOT OOJbIIME KOJINYECTBA PACTBOPUTENS
W/WIN JIPYTUX PacXOJHBIX MarepuanoB. B Hactosmiee Bpems CyllecTByeT MOTPeOHOCTh B
MOBBILICHHONW YYBCTBUTEJIIBHOCTH U CEJIEKTUBHOCTH METOJOB aHalIM3a, YTO MPUBEIO K MOUCKY
6osee 3(h(PEKTUBHBIX U SKOHOMHYECKH BBITOAHBIX aJbTEPHATUB I KJIACCHUYECKHX IOJIXOJ0B
U30JIUPOBAHMSI U OUYMCTKHA OOPA3IIOB CIIOKHOTO COCTaBa.

OnHUM W3 TEepCHeKTHBHBIX BAPHAHTOB IPOOOIOATOTOBKM B OHOAHATUTHYECKUX
MCCJIEIOBAHMSIX, KOHTPOJIE KAaueCTBA JIEKAPCTBEHHBIX CPEJICTB CUHTETUYECKOTO U MPHUPOJHOTO
MIPOUCXOXKACHUS, IKOJIOTO-(PapMaleBTHIeCKOM MOHUTOpUHTe sBisiercs TMD, no3posstonias 3a
CUET MCMOJIb30BAHUS COPOCHTOB M MOJ00pa YCIOBHIA 3KCTPAKIIMU OCYIIECTBISTH H30JIMPOBAHUE

U/WIM OYUCTKY aHAJUTOB PA3IUYHOM XUMHUYecKoW mpupojsl. B kauectBe copbentos st TOD
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UCIIONB3YIOTCSl Pa3lMyHble MaTepuajbl Ha OCHOBE CHJIMKAaress, OKCHAAa aJllOMUHHUS U
CUHTCTHYECKHE TOJMMEpHBIE COpOCHTHL. B mocneanee Bpemsl IIMPOKO MPUMEHSIOTCS
MOJIMMEPHBIE COPOEHTHI, OJarogaps WX XUMHUYECKOW CTaOMIBLHOCTH, MIMPOKOMY IAHAMA30HY
(bU3UKO-XMMHUYECKUX XapaKTePUCTHK M BO3MOXKHOCTH UX II€JICHAINIPABIEHHOTO JU3aiiHa,
OTIPECIISAIONIEr0 TapaMeTPhbl CEIEKTUBHOCTH.

B T®D ananuTel, KOTOPBIC TOJKHBI OBITH M3BJICUCHBI, PA3ICIAIOTCS MEXKIY TBEPAOH U
XKHUJIKOH (pa3amu, cieoBaTenbHO, OHH JOJDKHBI 00J1aaTh O0JIbIIeH CIOCOOHOCTHIO K COpOIIMU Ha
TBepAOH ¢a3ze, ueM K MaTpulie IpoOsl. TOD B OCHOBHOM HCTIONB3YETCS AJIS MOATOTOBKH HKHUAKHX
po0, HO MOXKET OBITh alaTUPOBaHA ISl TBEPIbIX MPOO, U3BJICUEHHAS C MOMOILBIO PA3IUYHBIX
pactBopuTteneil. M3BecTHo, uro npumeHeHne TAD Ha sTane mpoOOMOArOTOBKH MOXKET CHU3ZHTH
Harpy3Ky Ha JJOPOTOCTOSIICE aHATUTUYECKOE 000pyI0BaHKEe U TPeOOBaHUS K crienuanucram [49].
M3BecTHO MpUMEHEHHE Pa3INYHbIX TUIIOB COPOEHTOB st TDD B HKOJIOrMYECKOM MOHUTOPHUHTE
u Omoananutuueckux uccienoanusx 50, 51]. Haubonee pacrpoctpaneHHbIM BapuantoM TOD
B BBINICYKA3aHHBIX AHAIMTUYECKUX METOJIUKAX SBISETCS MPUMEHEHHE MOIAM(PHUITMPOBAHHBIX
cuimkareneil. B mocieanee BpeMst Bce 0osiee MUPOKOE PaclipOCTPaHEHHS TOTYYat0T COPOSHTHI
HAa OCHOBE CBEPXCILUTOrO MOJIUCTUPONIA.

Takum o0Opa3om, MpoOOMOArOTOBKA SIBISETCS KIIOYEBBIM AJIEMEHTOM AaHATUTHYECKON
METOJTUKH. MeTONbl W3BJICYCHHS, OYHCTKHM W KOHIEHTPUPOBAHHUS OCOOCHHO BAXKHBI IS
KOJIMYECTBEHHOTO ONPEICIICHUS aHAJIMTOB B CIOXKHBIX Marpunax. TdD Ha srtame
MPOOOMOATOTOBKH MOXET OBbITh OCHOBOW JOCTHXKEHUSI CEJEKTUBHOCTU W YYBCTBUTEIHHOCTHU
AHATUTUYECKOM METOJUKHU B LIEJIOM, a €€ MIPUMEHEHHE MOXKET PUBECTU K CHIKEHUIO HATPY3KH
Ha JIOPOTOCTOAIIEE aHATUTHIECKOEe 000pyI0BaHNE B TPEOOBAHUS K CIICIIHATUCTAM.

MakcuMaabHO TIONHOE yJAJICHHWE MENIAIONMUX KOMIIOHEHTOB TIPH  COXPAaHCHUU
ONTUMATFHOW CTETEHU H3BICUCHHUS IIENIEBOTO COCAUHEHHUs SBISIETCS KIIOYOM K YCHEIIHOM
pa3paboTtke Metonuk TdD. I KOHTpOIS ONTUMHU3ALMUA METOAMKH HEOOXOIUMO coOpaTh U
MPOAHAM3UPOBATL MMOCPEICTBOM Xpomarorpaduu 3JI0aThl C KKIOTO dTama — OT BHECEHUs

POOBI JI0 AITIOUPOBAHUS (PUCYHOK 35).
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Pucynok 35 — biok-cxema ananu3a npo6 ¢ nomouisio TOD

BosBpamasice k skcriepumenty Deepak Bhandari, B oOpa3zernr Mouu ist MpOBEIACHHUS
KHCJIOTHOTO TuAposin3a, BHocuiau 6 H pacTBop consiHOM KHMCIOTHI (KOHEYHAs KOHLEHTpalus
kucinoTsl cocraisiia 0,6 H), cmecu BHyTpeHHero ctanaapra u Boay. PactBop o6pasiia momemnianu
B T€PMOCTaTUpPyeMbIil 050K, HHKyOupoBaiau obpasubl npu 80 °C B Teuenuu 4 gacoB. PacTtBop
OXJIXIAIA 10 KOMHATHOW TeMIeparypsl, noBoawim a0 3Hauenne pH mo 1,0 ¢ momomsio 1 H
NaOH mnepen nposenenuem TdD. Jlnsg ouuctku o0paslioB HUCHOIB30BAIUCH 96-TyHOUHBIE
rianmietsl Strata XC, obnanarolye CUIbHBIMU KaTHOHO-OOMEHHBIMM cBOiicTBaMu. IlnaHieTs!
TDD KOHAULIMOHUPOBAINUCH C UCIOIB30BAHUEM METAHOJIA, a 3aTEM YPaBHOBELIMBAINCH BOJOM.
Hanee ruaponm3oBaHHble 00pasisl 3arpyxanuck U npombeiBaiuck 0,1 H HCl kucnoroit, 3atem
MeTaHoJoM. Ha cienyromiem stane aHaIUThI 3II0UpOBaATIUCH ABax bl 7 H pacTBopoMm ammuaka B
metanone. [locine TOD amr0eHTH BRIAPUBAIM J10CYXa B CHCTEME BbITapHBaHUSA B aTMocdepe
azorta npu 60 °C. [lepen ananuzom nposeneHrueM xpomato-MC aHanu3a BBICYIIEHHBIE 00pa3Ibl

BOCCTaHABIIMBAJIM B CMeCH BoJIbl/MeTaHou1a (95:5 00./06.) conepxarieii 0,1% ['OMK.
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Hns nposenenuss MC aHanuza ucclielyeMble aHAJIUTBI MPEABAPUTEIIBHO MOABEPTaIN
XpomarorpaguyeckoMy pasaesieHHUI0 PeKUME CBEPXBBICOKOIIPOU3BOIUTENLHON Xpomarorpaduu
U JanbHeumen nerekuueil ¢ ucnonbzoBaHueM MC ¢ TpOHWHBIM KBaJpyNoOJeM, OCHALICHHBIM
uctounukoM ESI. Xumuyeckoe pazneneHue ObLIO BBIOJHEHO C MCIOJB30BAHUEM TIpaJueHTa
pactBoputens 0,1% I'OMK B Boze. (moasmxHas gaza A) u 0,1% ['OMK B meranosie (moaBuxHas
¢daza B), kak mokazano B tabmuie 6. Temneparypbl KonoHKH Oblia yctaHoBieHsl Ha 50 °C u
00BeM aHATTU3UPYEMOU MPOOBI COCTABUIT 2 MKII.

Tabnuna 6 — rpageHTHOE TI0MpOBaHue ipu Xpomarorpadudeckom pasaenenuu (0,1% HFBA B
Boje. (monBmxkHas daza A) u 0,1% HFBA B meranosie (monsmxkHas dasa B)

Bpewmst (mun) CkopocTh MOTOKA (MJI/MUH) % monBmwKHOU (a3el B
0 0,2 5
0,75 0,5 5)
1,75 0,5 50
3,25 0,3 95
3,5 0,3 5
5,0 0,2 5

VYyensiMu ObLIIO TOKa3aHO, YTO Kcnoib3oBanue ' MK B kauecTBe HOH-TAPHOTO peareHTa
it BOXKX B coueranmm ¢ MC aHanmm3om o00ecrieunBaeT BBICOKYIO YYBCTBHTEIBHOCT,
JUHEHHOCTh OoJiee TpeX MOPSAIKOB, TOYHOCTb U JIOCTOBEpHOCTh B mpexenax 15 %. Onpnako
JIOPOrocTOsAIas IPOOOMOATOTOBKA OCIIOKHAET TOBCEMECTHOE HCIIOIb30BAHNE ITAHHOTO MMOAX 0.

Maggy Lépine wu ee komieraMd ObUI  IPEUIOKEH  METOA  ONPEICIICHHS
reKcaMeTHIIeHJuaM1Ha, Kak MeTo0oInTa u Oouomapkepa npu OTpaBJICHUU
1,6-rekcaMeTUICHIMU30IMAHATOM, KOTOPBIH  OOBIYHO  MCIOJB3YIOTCA B  IPOM3BOJICTBE
NOJMYPETAaHCOACP)KAIMX MaTepHaioB B Pa3IMYHBIX oOOJNacTsX MpuMeHeHHs. B cBoux
HCCJIEIOBAaHMSIX yUEHbIE IPUHSIIN PElIeHHE UCTI0Ib30BaTh Moaxoa MC 0CHOBBIBAsICh Ha TOM, YTO
OH o0JazaeT Xopollel CEIEeKTUBHOCTbIO U BBICOKON YYBCTBUTEIBHOCTBIO JJI aHAU3a 3THUX
OroMapKepoB B CcJI0XkHOI Matpuiie [52].

Jlnst peainzaliuu MOCTABICHHOM 3a/1auM ObUT pa3paboTaH HOBBIA M JOCTOBEPHBIH METOJ
KOJINYECTBEHHOTO aHaju3a TIeKCaMEeTWICHIUaMHUHA M JPYTUX METOOOJIMTOB COEIMHEHHH,
BBIJIETISIEMBIX TPU NPOU3BOJCTBE MOJUYPUTAH-COAEPIKAIMX MaTEpPUaOB B MOYE UEJIOBEKa C
ucnosbp3oBaHueM TAD Ha sTane mpoOONOATOTOBKH U OYHCTKE 00pa3lioB MOYHM, JI€pUBATHU3ANN
LIEJIEBBIX COEeAUMHEHUH ¢ mocnenyromum xpomaro-MC anammzom (BOXKX-MC/MC), B pexume
MOHHOTr0 MOHUTOpUHTra Ha MC neTekTope Thma TpOHHOM KBaApyIOb.

B nannoit pabote mpoObl MOYH MOABEPTATUCH KUCIOTHOMY THIPOJU3Y, MOCIEAYIOMEH
T®D wm nepuBaTU3alMU ¢ HUCHOJIB30BAHMEM YKCYCHOTO aHTHIApPHUJIA. XOPOIIO HM3BECTHO, YTO
TFEeKCaMETWJIEHUAMHUH SIBJIIETCS JIOBOJIBHO IIOJIIPHOM MOJIEKYJIOM, 4YTO OCJOXHSET €€

XpOMaTOFpa(bI/ILICCKOC PasaCJICHUEC Ha KIIACCUYCCKHUX 06paH_ICHHO(1)a3HBIX KOJIOHKaX 0COOCHHO B
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CJIO’)KHBIX MHOTOKOMITIOHEHTHBIX MaTpHIax. JlepuBaTu3aiys B JaHHOM cilydae HeoOxoauma Juis
HaJUIEXKAIIEr0 XpOMaTorpauueckoro yJAepKUBaHUs, IOCIEAYIOIIEro pa3leleHus CMeCH U
MOBBIIICHUS YYBCTBUTEIBHOCTH onpeieNieHus. B razoxpoMaTorpaduyeckomM aHaIu3e MOISPHBIX
COEMHEHUN HU3KON JIETYy4eCTH AJsl MOBBIIIEHHUS YYBCTBUTEIBHOCTH M BOCIPOU3BOAMMOCTH
HOJISIpHbIE (PYHKUIMOHAIbHbBIE TPYINbl IOJIBEPralT IPEBPAIEHUIO B HENOJSAPHBIE TIPYIIIbI
nepuBaTH3alMeld  0e3 HM3MEHEHUS OCHOBHOH CTPYKTYphl MOJIEKYJBl. OTO  YIIydIlaer
xpomarorpaduyeckre BO3MOXKHOCTH, YITY4IIAeT pa3AeieHne CTPYKTYPHO OXOXKHUX COSAUHEHHH,
HOBBIIIACT UX JIETYYECTh U TEPMHUECKYIO CTAOMIIBHOCTb, CHUKAET MOTEPH IPU SKCTPAKIMU U B
npolecce aHanu3a. 3a cyeT oOpa30BaHUS MOHOB ¢ OoJsiee BBICOKMMH MacCaMH IOBBIIIAETCS
qyBCTBUTEIBHOCTD. JleprBaTH3alus MOXKET CIYXHUTb Py eneil: s o0nerdeHus u3BJIeUeHUs
MHTEPECYIOIINX COCAMHEHUH M3 OHMOJOTHMYECKHX Cpell; U TOBBIIICHUS YyBCTBUTEILHOCTH
oOHapy KeHUsI; 111 U3MEHEHUsl XpoMaTorpauueckiux CBOMCTB, TaKUX Kak HOJSPHOCTh U (hopma
IUKA; W/WIN Ui U3MEHEHUS BPEMEHU yJEep>KUBaHMs Ha XpoMaTorpapuuecKux KOJOHKAX, JJIs
o0JIerYeHus: pa3zeiCHUs] MHTEPECYIOIMX COSJMHEHUH OT JIPYruX BeIecTB B IKcTpakte [53].
AMUHBI ¥ (EeHONBI (HO HE CIHUPTHI) MOTYT OBITh ACPHUBATU3MPOBAHBI YKCYCHBIM aHTHUIPUIOM B
OCHOBHBIX BOJHBIX YCJIOBHMSIX U IOJYYECHHBbIE aleTUJIUPOBaHHbIE IPOU3BOJHBIE Ooiee
IUNOQGUIBbHBL, YeM MCXOHbIC aMUHBI WU (PEHOJIbI, YTO 00JIeryaeT SKCTPAKIIUI0 HHTEPECYIOIINX
COCIMHEHUH B opraHuveckue pacrsopurenu. Kpome Toro aMunsl, peHOIBI M CIUPTHI MOTYT OBITh
JIepUBATH3UPOBAHBl YKCYCHBIM aHTHIPHIOM B O€3BOAHBIX YCIOBHSX. Takke BaXXHO, YTO
NEPBUYHbBIC AMUHBI, OJTHAXK/IbI IEPUBATU3UPOBAHHbBIE YKCYCHBIM aHTUPUIOM, YACTO MOTYT OBIThH
Jlanee JepuBaTU3UPOBAHBl JIPYTMM aLMIMPYIOUIMM areHTOM; Takue COEAMHEHUs, Kak ObLIo
JIOKa3aHo, O00JalaloT BBICOKOH UYYBCTBUTEIBHOCTHIO B AHATUTHYECKHX CHCTEMax Ta30BOU
xpomatorpaduu (I'X) u razoBoii xpomarorpapuu ¢ MC neTeKTHpOBaHUEM.

JlepyBaTH3anno B Ta30BOoH XpomaTorpaduu MPUMEHSIOT AJIS aHalIu3a HEeJNeTy4uX WU
HECTaOMJIBHBIX COEJUHEHUH, a B JKUAKOCTHOM Xpomarorpaguu 3adacTyio Ui aHajau3a
HU3KOMOJIEKYIISIPHBIX MTOJIIPHBIX COCTUHEHUH. JlepuBaTH3amms Takxke naet 0ojee crernuuaHbe
nepexosibl MRM, 1o cpaBHEHUIO ¢ HEJEPUBATU3UPOBAHHBIMU COEIMHEHUAMHU. B nanHoi# pabote
Obuta BIOpaHa peaklusi ¢ YKCYCHBIM aHTHJIpUJIOM B GopatHoM Oydepe mpu 3HaueHuu pH 8,5,
MOCKOJIbKY U3BECTHO, UTO JIAHHBINA aHTUJPUJ TAET MPOCTYIO M OBICTPYIO PEAKIIHIO CO CBOOOTHBIMU
aMHHaMH, 0e3 He0OOXOIMMOCTH y/ajeHus u30bITKa pearenTa [54].

AmuipoBaHe TPUMEHSIOT IS JCPUBAIMHA U TMTOCTEIYIOMET0 XPOMaTOrpaduaecKoro
aHaM3a MOJISIPHBIX OPraHUYECKUX COEJAMHEHHWH (HampuMmep aMHUHOB, ()EHOJOB), COAEPIKAIIUX

(YHKIMITHATIBHBIE TPYIIIEI C aKTUBHBIMH aTOMaMH BOAOpo/a (pUCYHOK 36):
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Pucynok 36 — Peakuus anunupoBaHus

3necs Y — HocuTellb auuiabHOM rpynmbl. IIpu mpoumx paBHBIX YCIOBUSIX alMJIbHBIE
IPOM3BOJHBIE  XapaKTEpPU3YIOTCS  OOJbIIEH  TUAPOJIUTUYECKOM  YCTOHUMBOCTBIO, 4YeM
COOTBETCTBYIOIIME CHHUIIbHBIEC TIPOU3BOTHBIC.

AumnupoBaHue aMMHOB WIH ()eHOJIBHBIX COSIMHEHUI HEMOCPEACTBEHHO B BOJIE TPOBOJISAT
AQHTUAPUAOM YKCYCHOM KMCIIOTBI B IPUCYTCTBUM KapOOHATOB JIMOO0 I'MIpOKapOOHATOB Kaus WU
HaTtpus. Cl0XKHOCTh NMUPMEHEHUs AAHHBIX COJEH COCTOMT B TOM, YTO IIPOLECC ALMIMPOBAHUS
COIIPOBOKIAETCS MHTEPCUBHBIM BblieneHneM COz, a 3TO B CBOIO OYepe/lb MOXKET MPHUBECTH K
NOTEPSIM aHATM3UPYEMBbIX BeecTB. 110 3Toif mpudnHe B psie paboT NCHoNb3yoT ruapodocdaTs
(dbocdaTer) MM THAPOKCH HATPHSL.

Yacto mnpu aHanM3e JAHHBIX COEGIUMHEHMH MX PEKOMEHAYIOT HCIHOJIb30BaTh
TpudTopaneraTel, NEHTAPTOPIPONMOHATEI M rentadTopOyTHpAThl, I JTOTO MIUPOKO
npuMeHsIoT nepdropampupyromue peareHTsl. [lepdropammmmpoBanie 0OBIYHO MPOBOAAT B
cpene arnpOTOHHBIX

OpraHUYECKUX pacTtBopuTenei

TpUPTOPYKCYCHBIM,
NEeHTa(TOPIPONHOHOBBIM, rentadTOpMacICHHbIM aHTUAPUIaMU WIn
neHTadTopOCH30MIXIIOpHIOM. B KauecTBe akumenTopoB MOOOYHBIX TMPOIYKTOB (CBOOOIHBIX
NEepKapOOHOBBIX KHUCJIOT WM TaJOT€HOBOJOPOJOB) MCHOIB3YIOT MUPHINH WU TPUITHUIIAMUH.
OpHako ¢ yBeIMUYEHHEM YHCcia aTOMOB YIiepoja B nep(TopaliibHEIX (parMeHTaXx OTMEYEHO
YMEHBIIEHNE YCTOHYHMBOCTH MOJIY4aeMbIX 3()UPOB K THAPOIU3Y U MOBBIIIEHHIO (POHOBOTO TOKA
IpY Ta30XpoMaTorpaduIecKoM aHaITN3e Ha JIETEKTOPE AIIEKTPOHHOTO 3aXBaTa U3-3a 00pa30BaHHS
007b1I0T0 YKcia MOOOYHBIX PTOPCOAEPIKAIIMUX TPOAYKTOB.

Xpomarorpaduueckoe pas3/ielieHue aHaIUTOB IPOBOANIM Ha 0OpalieHHO(a3HOH KoJIOHKe
Cis ¢ pasmepom wactunl 1.7 MM, 2.1 x 50 mm (Acquity UPLC HSS T3, Waters), o6bem
aHAJIM3UPYEMON MPOOBI COCTABIUT 5 MKJI. DiroupoBanue mpoBoawin npu 40 °C co CKOpOCThIO
notoka 0,6 MJI/MHH C UCIIOJIb30BaHUEM I'PAIUEHTHOTO SJIOMPOBAHHUS, B KAUECTBE MOJIBUIKHO (ha3bl
ucnonp30Bai Boay (A) u aneronutpun (B), o6a u3 kotopeix comepxkanu 0,1 % mypaBbuUHOU

KUCIOTEL I’ paauCHT IpPCACTABJICH B Ta6J'II/II_IC 7.

Tabmuua 7 — TIpagMEeHTHOE DJJIIOMPOBAaHHWE IPH  XpOMaTOrpauuyeckoM pas/ieleHUuu
(0,1% mypaBbuHast kuciota B Boje. (momBmxkHas ¢asza A) u 0,1% mMypaBbuHas KHCIIOTa B
arleToHUTpHIIe (oABMXkHAs (asa B)

Bpems (Mun) CKopocTh TOTOKA (MJI/MUH) % moaBMKHOM (azel B
0 0,6 2
1 0,6 2
4 0,6 17
5,9 0,6 40
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[Tponomxenue TabIUIIBI 7

Bpems (MuH) CkopocTb noToka (MJI/MUH) % nonBuxkHOM (as3sl B
6,0 0,6 90
7,0 0,6 90

Tannemubiit MC ananu3 ocymectsisuin Ha MC Waters Xevo TQ ¢ nerexkrtopom Tuna
TPOIHOM KBaJpYIOJb C MOHU3ALMUEH B PEXKUME IIEKTPOPACHBIICHUS IOJ0XKHUTEIbHBIX HOHOB.
[TapameTpsl HMCTOYHMKA WOHHW3AIMK OBUIM CICIYIONIUMHU: TeMmiiepaTypa ucrodHuka 150 °C,
HanpspkeHue konyca 35 B, temneparypa aecosnbBarauuu 500 °C 1 MOTOK J1€cosibBaTalluu a30Ta
1000 n/9. C uenpio MOBBIIICHUS YyBCTBUTEIBHOCTH M CEJIEKTHMBHOCTH aHAJIM3a ObUT MPUMEHEH
peXUM MOHUTOpHUHTA MHOKECTBEHHBIX HOHOB, Hepexo/ibl u yCIIOBUS
reKkcaMeTHIIeHAMaMUHaNpuBeIeHbl B Ta0nuLe 8.

Tabmuna 8 — CtpykTypa nepuBaTa rekcaMeTwieHimaMmuna 1 napametpsl MC nerexuuu

Hanpsixenne Ha [Tepexoap! HOHOB, M/Z (3HEPTHUS
AHanut
konyce (B) CTOJIKHOBEHUS, 7B)
HaleTUI-TeKCaMeTHIICHIMaMUH 20 201.1 = 100,1(20)
ArateTi e 201,1 — 142,0 (15)

Ha wonnbsx XpoMaTtorpaMmmax BBICOKOTI'O paspeiCHuAd OEJIEBBIX COGI[I/IHGHI/If/'I,
MpeJICTaBICHHbIE HA PUCYHKE 37, HAOIIOAaTUCh TOJIBKO TUALETUIMPOBAHHbBIC aHATHUTHI, TPU 3TOM
HEJICpUBATU3UPOBAHHBIE WU MOHOJEPUBATHU3UPOBAHHBIE AHAIUTHI HE ObUIM OOHAPYKEHBI.
HepuBaTuzanus Takxe aana Oojee cnenudUyUHbIe MEPEeXobl, YeM 3TO ObLIO ObI BO3MOXKHO C

HEACPUBATU3NPOBAHHBIMH COCANHCHUSAMU.
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Pucynok 37 — XpomaTorpamMmMa BBICOKOTO Pa3pelIeHus SKCTPAarupOBaHHBIX HOHOB
JIEpUBATU3UPOBAHHBIX U30MEPOB TOJIYOJIUAMUH, TEKCAMETUIIEHINAMUH, METHJICHAUAMUH 1
MacC-CIEKTPBI AEPUBATU3UPOBAHHBIX LIEJIEBBIX COCAUMHEHUIN

JlaHHBIA BBICOKOYYBCTBUTEIBHBIA TMOAXOJ TMO3BOJAT AaHAJIM3UPOBATh COJIEpPKAHHUE
reKCaMeTHJICHJMAMAHA B MOUYE Ha YPOBHE 5,8 MKI/IMS, UTO COOTBETCTBYET PEKOMEHIYEeMbIM
MOPOTOBBIM 3HAUEHUSM U MOXET OBITh HCIOJNB30BAH IS MOHUTOPUHTA OKPYXAIOIIEH Cpebl

(Bo3myxa) u obecreueHus: 6€30MacHOCTH Ha paboueM MecTe.
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Eme oawH mpumep uccienoBaHuss aMuHOB, B ToM uucie ['MJIA B OHOIOTHYECKUX
oOpa3ax METOJO0M TaHJEMHOW XpOMAaTO-MacC-CIEKTPOMETPUH MPEACTaBUIIA IPYyIIIa yYEHBIX BO
rinase ¢ Asa Marand [55]. B 3ToM mccle0BaHuu TpecTaBieH MOAXO0 1yl ONPe/IeICHHs aMUHOB
B OMOJIOrMUYECKUX 00pa3lax B Ka4yeCcTBE IPOU3BOAHBIX MEPPTOPKUPHBIX aMUI0B B MOYE U IJIa3Me
yenoBeka. Kak yxe ynmoMHHaI0Ch paHee AJs ONpeeeHUsl aMUHOB B OMOJIOIMYECKUX JKUAKOCTSIX
TpeOyIOTCSl YyBCTBUTENIbHBIE U CEJIEKTUBHBIE METO/bI. JlJi1 OnpeneneHuss HEKOTOPhIX aMHHOB,
Hanpumep ToiyonauamuHa (THA), merunengmamuua (MJIA) B Ouonmormueckux obOpasmax
UCIIOJIB30BAJIM METOJI, OCHOBaHHBIM Ha BOXXX pazneneHunm u AeTeKUuu C HCHOJIb30BaHUEM
JIEKTPOXUMHUYECKOTO MM JAMOAHO-MAaTPUYHOIO AETEKTOpa. DTH METOIbl TaKkKe OTIMYATCS
nporeypoi IpoOOTOATOTOBKY MEPe aHATU3OM.

B cBs31 ¢ BblllIe CKa3aHHBIM JIaHHAs TPYIINA YUYEHBIX TaKXKe CKJIOHSIETCS K JepUBaTU3alUMU
aMHMHOB IIepe]] XpomarorpauyeckuM pas3feieHUEM, 4YTO YBEJIMYMBACT CEJNEKTUBHOCTh U
CHOCOOHOCTh MPOBOAUTH AHAIN3 C BBICOKOW UYBCTBUTEIBHOCTBIO. JIJIs IepUBaTU3alll aMUHOB B
MOJOOHBIX MCCIIEIOBAHUSAX PETYISIPHO MCIIONB3YIOTCS JBa THIIA PEareHTOB: XJIop(hopMuaTs s
o0pa3oBaHUs TPOM3BOJAHBIX APHUPOB KapOamara M aHTHIPHUIBI NEP(TOPKUPHBIX KHCIOT B
Ka4yecTBe JIEPUBATU3UPYIOIIUN COeMHEHUN 1151 00pa30BaHUsS MPOU3BOAHBIX MEPPTOPKUPHBIX
amusi0B. B xone paGoTbl ObLM ONMpOOOBaHBI PEAKLUU C PSIOM aHTHJAPUIOB M B KayecTBE
IIPEIOYTUTENBHOIO UM ObUI BBIIBUHYT aHTUAPU] eHTadTopriponrnoHoBoi kuciaotel (PFPA).

[pobupku, comepxamme 1 Cv: mMounm mmu 0,5 cM® mmasmbl, ruaponusosamu 1,5 cm®
3M cepnoii kucnotoit npu 100 °C B Teuenue 16 wacos. I[lepen ruaponu3omM B MPOOHPKU
nobapnsn 100 cM® McXomHOTro pacTBOpa, comepikamero 0,1 mr/cm® Kakaoro M3 aMHHOB,
MEYEHHbIX aeWrepueM, B 1 M cepHoll KucinoTe (MCNONB3yeMbIX B KauecTBE BHYTPEHHMX
crannaptoB). Ilocie THApONM3a aMHHEI PKCTPATMPOBANHE B 2 CM° TONYOJA IyTeM J00aBICHHUS
5 cM® HACBHIIIEHHOTO TUAPOKCHAAa HaTpus. OO6PasIbl BCTPAXHBAIM U LEHTPH(YTHPOBANH B
Teyenne 10 MuHyT. OpraHudeckuil cJI0# TMepeHOCHIH B HOBBIE TIPOOUPKH, 106aBisan 20 cm®
aHTUIpHuia nepTOPKUPHON KUCIOTHI U CMECU HEMEJIEHHO BCTPSXHUBAJIM B TEUEHUE PUMEPHO
10 cexynz. M36BITOK pearenta U oOpa3oBaBLIYIOCA KHMCIOTY YAANSIH IMyTeM SKCTPAKIHH 2 CM°
1 M docdarnoro 6ydepHoro pactsopa (pH 7,5). ®Pa3el Tonyomna, coaepikaiiie MpoU3BOIHbIE
amMK/J1a, BBIMTAPUBAIIM JI0CYXa C TOMOIIbIO BaKyyMHO LeHTpudyru. Cyxue ocTaTKi pacTBOPSUIM B
100 cm® aneToHUTpHIIA U TTOMEIAH B YABTPa3ByKOBYIO BaHHY Ha 10 MuHyT. PacTBOpHI 06pa3IoB
3aTeM MEePEHOCUIIN BO ()JIaKOHBI M aHATU3UpOBaIH ¢ moMotibio KX-MC/MC.

B kadecTBe MHTPYMEHTAJIBbHBIX METO/JOB MCCIEJOBAHUS aBTOpPaMHU OBUTH PacCMOTPEHbI
MOJXO/Ibl aHAJIM3a Ha Ta30BOM Xpomartorpade ¢ Macc-ceinekTuBHbIM JerekropoM (I'X/MC/MC),
razoBoM xpomatorpade c tepmounoHHbIM aerektopoMm (TUJ), BOXKXX u ynepadpuoneToBbim

nerexktopoM (BOXKX/Y®D) u sxunkoctHoit xpomaro-macc-ciekrpomerpun (BOXKX/MC/MC).
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TpaauIMOHHO BBICOKOW YYBCTBUTENBHOCTH OINpPEAETCHUS JIEPUBATOB NMEPHTOPKHUPHBIX
aMUI0B 00JIaaeT aHATMTUYECKUI TIOJIX0]] OCHOBaHHBIN Ha ¢ ucronb3oBanueM ['X-MC mubo ¢
AeKTPOHHBIM yaapoM (OU), nubo ¢ xumuueckoir monuszauuend (XM) B pexxumMe MOHUTOpPUHTA
OTpULATENIbHBIX HMOHOB. OJIHAKO XOpPOIIO HM3BECTHBI BapHAHTHI OINpPEAETCHHS MPOU3BOIHBIX
nephTopkupHbIX amuaoB Ha BOXKX/Y® [56, 57]. Pannue, 10 co3qaHus HCTOYHUKA MOHHU3AIIUN
anektpopacnsiienneM (ESI) onpenenenne amuuo-PFPA npon3BogHBIX UMENO psiJi OTpaHUYSHHIH,
OJTHAKO HA CETOAHAIIHWHA JeHb POOACTHOCTh W YAOOCTBO JAHHOTO METOJA HE BBI3BIBAIOT
COMHEHUH.

BOXX/MC/MC aHanu3 aMWUHOB KaK NPOU3BOAHBIX NEPPTOPKUPHBIX aMHUIOB
OCYILIECTBIISUIM Macc-CIIEKTPOMETPE C JIETEKTOPOM THIIa TPOWHOM KBajapymoib Quattro Micro
(Waters, Altrincham, Cheshire, UK) ¢ nonu3arueii ESI 1 MOHUTOPUHTOM OTPHIIATEIBHBIX HOHOB.
B KomIM3MOHHYIO SYeHKy MoJaBajics aproH Ha JTamne pa3OMBKH POAUTEIBCKUX HOHOB U
MOJTyYeHUs LIeJIeBBIX JOYEpHUX. TemmepaTypa HMCTOYHMKA HoHM3auuu coctasisina 100 °C, a
temneparypa aeconapBaranuu — 200 °C, Bappupys 3HaU€HUSIMU HaIIPsDKEHUS KOHYca B Ipenenax
540 B wu xommsumonHou sHeprum 10-35 »B B mpomecce Xxpomarorpau4ecKux 3aKOJIOB
AHATU3UPYEMBIX IEPUBATOB NEPPTOPKUPHBIX aMUIOB, ObUTH IPYMION YIEHBIX ObLTN MOJ00PAHbI
ONTHUMAJIbHBIE TapaMeTPhl IJS HCCIEAYEMBIX POJUTEIBCKUX W COOTBETCTBYIOIIUX TOUYEPHUX
noHoB. B pexxume MRM npoBoauics s nepexonos [M — H]” — [M — 120] u [119] nyrem
Mouutopura 10 umoHoB co BpemeHeMm 3aaepxkku 0,2 c. KomnuecTBeHHOE ompesesieHue
BBINIOJIHSUIOCH ¢ mnoMombio MRM  npousBoanbix amuH-PFPA  u  MeueHbIX nelitepueM
MPOU3BOIHBIX aMUH-PFPA.

OCO0OEHHOCTBIO JTAaHHOTO XpoMmaTorpaduyueckoro pasfeiaeHusi ObUIO HMCIOJIb30BAaHUE
MukpokosoHku s BOXKX Xterra® C18, 50 mm x 1.0 mm, pasmep uvactuil 2,5 mm (Waters,
Massachusetts, CIIIA), Hacoca ¢ BO3MOXKHOCTBIO MMOJICP)KaHUS MHUKPONOTOKOB (Shimazdu
LC10ADVP micro-LC, Shimadzu Corporation, Kuoto, SImonus). 3akoibl KOHIIEHTPUPOBAHHOTO
oOpa3ua o0beMOoM 4 M Mpou3BOAMJICS B meTiio odbemMoM 20 M, OKpyXeHHyto 16 M
doxycupyromeir skunkoctu (5/95 aneronuTpmwi/Bona 00./00.), BBIMOTHSIIUCH C TMOMOIIBIO
aBTocamiuiepa LC-PAL (CTC Analytics AG, Lsunren, IlIBeiinapus).

B kauecTBe MOABMXHOM (pa3pl A NpU T'PaAUEHTHOM SIIIOMPOBAHUM ISl ONpPENEICHUs
JIepuBaToB  MepTOPKHUPHBIX  aMUJOB  MCMOJb30BAIM  pPAacTBOP C  COOTHOIICHHEM
areToHuTpmwi/Bosia (00./06.) 5/95 m momBwxkHO#M ¢a3zel B: 95/5 aneronutpmi/Bona (00./00.).
Ckopoctb noroka coctaisiiss 70 mi/muH. Ananu3 nepusatoB PFPA nauancs ¢ 20-0it MuH npu
JOCTM>KEHUH B IIPOIIEcce DIIOMPOBAHMS COJIEpKaHUS pacTBOpa MoABMKHON ¢a3sl B 25% o 40%

u 3ateM ¢ 40 % o 70 % B TeyeHue nmocneayomux 15 MUHYT.
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B nomonmHeHne K XpomMaTo-Macc-CIIEKTPOMETPUUYECKKOMY aHajIu3y, MPEACTaBICHHOMY
BBIIIE OBUT pa3paboTaH METO I OIIPEICNIEHUs B THAPOJIM30BaHHBIX Ononornueckux oopasuax TA
u MJIA xak gepuatoB PFPA ¢ ucnionb3oBannemM Macc-1eTeKTopa Tria TpoiHo# kBaapymnosis MC
MD 800, o6seauHeHHOTO ¢ ra3oBbiM XpoMarorpadgom GC 8000, ocHAIIEHHOTO aBTO03aTOPOM
A200S (Fisons Instruments, Altrincham, UK). Muabekuuu mo 1 MJI BBIIOIHSJIMCH C B PEXKHME
splitless. Ilepen 3akoj0M MPOBOIMIN B WHXKEKTOpe B TedeHWe 10 cek HArpeB Wbl LINPHIIA,
Temreparypa uHxekropa cocrasisuia 290 °C. st xpoMaTrorpadu4eKCKOro pasieineHus oopaska
UCIIOJIb30BaIH KaMILISIPHYIO KOJIOHKY ¢ XMMHUYECKH CBSI3aHHOM HENMOABMKHOM (a3oit, DB-5 (J &
B Scientific, Folsom, CA, USA), pa3Mepbl KOJOHKH COCTaBIsUId uinHA 30 M, BHYTPEHHHIA
muametp 0,25 MM U TonmuHa HenoABWXHON ¢asbl 0,25 MkM. TemmeparypHblid TpagHeHT ObLT
CIIeMYIOIIMM: HauajdbHas Temreparypa kojqoHku 110 °C mopnmepxuBaiach B M30TEPMUUYECKOM
pexume B TeueHue 1 mmH, 3ateM moBblmanack no 25 °C/mua no 300 °C, rme ocraBaiachk
MOCTOSIHHOM B TeueHue 1 MuH. Knnanan ¢ pa3/iebHbIM BBIXOJOM JepKalCs 3aKPBITHIM B TEUCHUE
1 MuH mocne uHXeKUMH. Temmneparypa MCTOYHHMKA MOHM3aUMuU HOHOB coctaisuia 200 °C, a
temneparypa uatepgeiica [ X/MC — 250 °C. 3agepkka Ha BXoJie Kanuuisipa Obljla yCTaHOBJICHA
Ha 2,9 muH. Xumuueckas wuoHuzanus (XM) mnpoBoauiack amMMHAaKOM, JIETEKTHPOBAHUE
OCYIIECTBIISUIM B PEKMME MOHUTOpHHTra oTpunatenbHbix noHoB (HXW). JlaBneHue Ha MOHHOM
HCTOYHHKE COCTaBIsIo0 okono 2 x 10* m6ap. Tok amuccuu cocrasmsii 200 MB, a sHeprus
anexkTpoHoB 70 3B. KonuuecTBeHHOE OlpesiesieHre HOHOB, COOTBETCTBYIOIIUX JIepUBaTaM aMUH-
PFPA u neiitepuii-medeHbIx mpon3BoaHbix aMuH-PFP A 6b110 BeinonHeHO B peskime SIR [M—20]"
IIPOU3BOJUMBIX CO BpeMeHeM 3azepkkH 0,2 cex n 3afepKKoi Mexx 1y ckanupoBanusmu 0,02 cex.

TpeTrbuM TOX0/I0M, IPETIOKEHHBIM B JIAaHHOW CTaThe, ObLT aHanmu3 MetonoM BOXKX ¢
XEMWIIOMUHECLIEHTHBIM JIETEKTUPOBAHUEM (XITD). XeMWIFOMUHECLEHTHBIN
azorcnenuduueckuii  gerektop Antek 8060 (Antek Instruments Inc., Texac, CIIA)
WCIIOJIb30BAJICS AJI1 KOJMYECTBEHHOI'O ONPENENICHNs NMPOou3BOAHbIX aMuHAa-PFPA B 3TanoHHbIX
pacTBopax € HCIOJB30BaHUMEM KO(EerMHa B KauecTBE BHEIIHEro CTaHjaapTa. Temmeparypa
nupoiusa Obuia yctaHosieHa Ha 1050 °C. Pacxonbl KMCIIOpo/ia U aproHa Ha BXOJIE COCTABIISIIN
100 mi/mMuH U 50 MI/MUH COOTBETCTBEHHO. JlaBlieHHE B PEaKIIMOHHON Kamepe HaxOoJUJIOCh Ha
ypoBHe 20 TOpp, a MOTOK 030HA B PEAKIMOHHYIO Kamepy cocTaBisul 25 mi/muH. Hanpsbkenue
doroymMHOXKUTENS OBbLIIO ycTaHOBIEHO Ha 3HaueHHH B 750 B. XJIJ] Obl1 mojakitoueH K Hacocy
Phoenix 40 micro-LC (Fisons Instruments, Carlo-Erba, Munan, Utanus). O6pa3ubl 00beMoM
200 ni1 BBoguiuCh B cucreMy BOXKX nis nocienyronero aHanu3a ¢ HCHOJIb30BAHUEM JIMHEHHOTO
IPaJAMEHTHOIO DSJIIOMPOBaHMS B TeueHHe 15 MHH ¢ TOABMKHOW (a3oil MeTaHoN/BoAa B

cootHomeHnuu ot 50/50 mo 20/80% 06./006. u co ckopocteio motoka 100 mu/muH. Paznenenue
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MPOBOJUIN Ha xpomarorpaduueckoit komonke mais BOXX PepMap® C18, 50 mm x1,0 mm,
muametp vactuil 3 MM (LC Packings, Amcrepaam, Hunepnansr).

s monyuenust nepuBaroB aMuH-PFPA. Ucxonubie pactBopel IMIA, 2,4- u 2,6-TIA,
MJIA, a Tak)Ke COOTBETCTBYIOIIHUE AciTeprpoBanHbie aMuHbl, da-I' MJIA, 2,4- u 2,6-d3-TJIA u do-
M/IA, TOTOBWJIM MMyT€M PAaCTBOPEHUSI TOUHBIX B3BEUICHHBIX KOJIMYECTB B pacTBope 1| M cepHoit
kucnotel (H2SO4) 1o kouneHTpanuii B auanazone 2—4 mr/mit. O6bemsl 0,1 M1 KaXI0r0 pacTBOpa
amMHHa J00aBIISUIM B IPOOUPKH U1 00pas31oB ¢ | M BOJBI, M MPOBOAMIIH NMPOLEAYPY 00pabOTKU
(6e3 ruaponuza u 106aBlieHUsT BHYTPEHHETO cTaHaapra). B koHile mpoueaypbl OcTaTKu aMUHa-
PFPA pactBopstin B 1 M1 MeTaHOIa M KOJIMYECTBEHHO ompenessiin ¢ momombio BOXKX/ XJI/I.
DTajlOHHBIE PACTBOPHI, CojepXkaliue npousBoaHble aMuH-PFPA u nelitepuit  medenble
npousBojgHble amMuH-PFPA, rortoBunum mnyrem pa30aBieHUs] METAHOJIbHBIX pacTBOPOB B
aneronutpuiie 10 0,1 mr/m. Ha crnenyromieM sramne npoOsl HOABEPrairch KUCIOTHOMY THAPOIIU3Y,
SKTpaKUUeld TONyOoJOM B MPUCYTCTBUM HACBHIIIEHHOTO pacTBOpa TUApOKcHIa HaTpus. Bce
o0Opa3lpl NOBEprajiuCh BCTpPSAXMBaHUIO B TeueHue 10 MHHYT U [OCIEIYIOIIEMY
neaTpudyrupopanro 10 MuHyr. OpraHudecKuil CJIOH TEPEHOCHWIM B HOBBIC IMPOOWPKH,
nobamns 20 Ml aHruApuAa NepTOPKUPHON KUCIOTHI M CMECH HEMEICHHO BCTPSIXUBAIU B
teyenue npumepHo 10 c. 30bITOK pearenTa 1 00pa30BaBIIYIOCS KUCIOTY YAAISIIN SKCTPAKIIUEn
2 mut 1 M docdarnoro 6ydeproro pactsopa (pH 7,5). ®a3sl Toryona, conepkaniiue Iporu3BOTHbIC
ammJ1a, BRIIAPUBAIN JJOCYXa ¢ MOMOIIbI0 BakyyMHO# nentpudyru (SC210A; Savant Instruments
Inc., Xon6pyk, Hero-Mopk, CIIA). Cyxue octaTku pacTBopsmu B 100 MI aneTOHHTpHIA U
MOMEIAH B YIbTPa3ByKOBYIO BaHHY Ha 10 muH. PacTBOphl 00pa3iioB MEpPeHOCHIN B BHAIBI U
aHanzupoBaiu ¢ nomoubro BOXXXMC/MC.

Hcnonp3ys BOXKXX/MC/MC ¢ ESI B oTpunarenbHOM pexuMe JETEKTUPOBaHHS, ObUIN
MOJTy4YeHbl BOCIPOU3BOJAUMBIE CHEKTPHI C XapaKTepHBIMU MAaTTePHAMH (PparMEeHTAIUU IS
pa3nuuHbIx nepuBaToB aMmuH-PFPA. B ciektpe MRM HaGnronancs psijg MHTEHCUBHBIX Tap HOHOB,
cooTBeTcTByOIIMX JepuBatraM aMuH—PFPA, xotopslii mo3Bonun BbIOpaTh  Haubosee
MH(OpPMaTUBHBIE /I AaJbHEHIIETr0 aHalKu3a LEJIeBbIX COSANHEHNUN. Y CTaHOBUB MOJIEKYJISIPHbBIE
noHbl [M — H]™ B KauecTBe MOHOB-TIPEIIICCTBEHHUKOB, THITHYHBIC 00pa30BaBLIMECS IOUYCPHHE
uoHbI oOmananu notepeit rpymnmsl (neutral loss) CF3CHF2 [M — H]” — [M — H — 120], noreps
nsyx rpymn (neutral loss) CFsCHF2 [M — H" - [M — H — 240 u [M — H]" — [119],
cootBercTByronmx HoHy [CF3CF2]". Pasnuunble BapuaHThI 3HAYCHHUH KOJUTM3MOHHOM SHEPTUU
MIO3BOJIIOT BBINOJHATh HECKOJIBKO nepexonoB MRM B pamkax aHanu3za, MOATBEPKAAOIINX
CTPYKTYpPY M TOBBILIIAIOIINE CEJIEKTHUBHOCTh. [IpHUlOKeHHOE HampspkeHHe KOHyca ObLIo
WHIMBHYyAIbHO ONTHMHU3UPOBAHO ISl pa3inuHbiX HOHOB [M — HJ]7, a Takke KOJUTU3UOHHBIC

sHepruu it MRM mepexonoB pa3nmnyHbIX AepuBaroB (tadimma 9). B memom, cTpykTypa
69



coeHeHuH (annpaTUUECKU WM apOMaTUYECKUN aMHH) U MOJIEKYJIIpHAs Macca BIIMSUIM Ha
BBIOOp ONTUMAIBHBIX TlapameTpoB onpeaeneHus. [epuBarel amuH-PFPA  obnanaromime
ann(paTHUYEeCKUMHU CBOMCTBaMU TpeOOBad MEHBIIETO HANpsDKEHUS KOHYCAa M KOJIM3HOHHOM
SHEPIruy IO CPABHEHMIO C apOMATUUYECKHUMHU.

Ta6muma 9 — BOXKX/MC/MC napameTpsl 1)1 aHallu3a IepPUBaTOB

KommoneHt Ponurensckuii | Hampsoxenust Kosusuonnast sueprus / 3B | Konusnonnas sueprus / 9B
WOH konyca / B [M-—H] > [M-H-120]" | [M-H] —[119]
[M-HT [M-H]
HDA-PFPA 407,1 20 15 23
ds-HDA-PFPA 4111 20 15 23
TDA-PFPA 413,0 20 17 27
ds-TDA-PFPA 416,0 20 17 27
MDA-PFPA 489,1 25 27 27
d>-MDA-PFPA 4911 25 27 27

HccnenoBanusi KoMaHabl yueHbIX Bo riaBe ¢ Linda G. T. Gaines Obutn HampaBiieHbl Ha
u3ydeHue BiausHUS 1,6-rexcametmiien aun3onuanara (HDI) mo cpencrtBom ananmuza [TMJIA B
MOYE M CMBIBaX KOXKHBIX ITOKPOBOB MPO(ECCHOHATBHO MOJABEPKEHHBIX rpymn HaceneHus [58].
[TpuHLIMII TOCTPOEHUS SIKCIIEPUMEHTA, CX0XK C OIIMCAHHBIMU Bblllle. B 1anHOM citydae B 1 Mi1 Moun
BHOcWH 10 MKJI BHyTpeHHEro ctangapra l,7-muaMuHorentana B KoHIeHTpauuu 150 mkr/m. C
LEJIBI0 IPOBEAECHUS KHUCIOTHOTO THAPOJHM3a B pEaKLHOHHYI0 cMmech nobaBmsaan 100 mkn
KOHLICHTPUPOBaHHOUM cepHOM KucioThl. ['maponu3 nporekan npu 100 °C B Teuenue 4 u. s
HEWTpanu3auy peakuud THIPONKM3a B 00pa3mbl BHOCHIM 4 MIJI HACBIIICHHOTO pPAacTBOpa
ruapokcuaa Hatpusi (NaOH), 0,5t xmopuma natpusi (NaCl). Jlamee 1eneBble COeTUHEHUS
IIOJIBEPTaJI TPOMHOM TOIYOJIBHOM 3KCTPAKIIMU MO 2 MIL

Otan AepuBaTU3alny rentadTopMacastHbIM aHTUAPUIOM (20 MKJT) TPOBOJIMIICS B TEUEHUE
60 muH mipu 55 °C. C mensio yaaieHus H30bITKA JePUBATU3UPYIOIETO areHTa MOCIIe OXJIAXKICHHS
00pa3IloB 10 KOMHATHON TemriepaTypsl AobaBmsumn 1 M kamuii-docdaraoro oydepa (pH 7,0,
4 mi). [lanee K OpraHUYECKOMY CJIOIO J00aBIsIM Cyib(harT HATpus i yJaJIeHHUs CIEJOBBIX
KOJIMYECTB BOABI W3 oOpasua. OpraHMyecKuil cloi NEepeHOCHSIM B YUCTYIO TNPOOHPKY U
BBICYILIMBAIIN, HCHIOJB3Ys Hcnapurenb TurboVap LV (Zymark Center, Xonkunton, Maccauycerc,
CIIIA) c BomsHo¥ Oaneil, Harperoil no 55 °C 1o monHOro BbIChIXaHMs oOpasma. OOpasibl
BoccTaHaBnuBaiu B 200 MKJI aTHIaneTaTa, 00pabaThIBaJId yIbTPa3BYKOM M MEPEHOCUIIN BCTABKU
JUIs BUAJ JUIsl Ta30BOM XpoMaTorpaduu ¢ MOCIEeIYIONIM ITOJIHBIM BBICYIIIMBAHUEM B BaKyyMHOU
cucteme SpeedVac (Savant Instruments Inc., Xon6pyk, Hero-Hopk, CIIIA). OkxoHuaTeasHO
poObI BOCCTaHABIMBAIN B 60 MKII dTHIIAIeTaTa.

OO0pa3upl aHAIM3UPOBAIM METOJIOM Ta30BOM Xpomaro-macc-crnekrpoMerpuu (Thermo,
Octun, Texac, CIIIA) B pexume 0TpULIATENbHON XUMUYECKON HOHU3ALMU C METAHOM B Ka4E€CTBE

raza-peareira (1,8 ™i/mun). TemmeparTypHblii TpagueHT ObLI CIEIYIOUIMM: HayalbHas
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temnepaTtypa kojgoHku 50 °C nmoanepkuBajiach B U30TEPMHYECKOM PEKHME B T€UeHHE | MHH,
3areM noBeimanack mo 10 °C/mun no 155 °C, nanee ckopocTh HarpeBa cHXanu 10 5 °C/MuH 10
JOCTHXKEHUST TeMIeparypbl KojoHku B 185 °C, Ha cienyrolieM 3Tane CKOpOCTh Harpena
coctaBisuia 25 °C/mun no noctmwxkeHuss 290 °C mocie 4ero moAjepKUBaIM M30TEPMUYCCKUN
pexum B Teuenue 10 °C mun TemnepaTypa UCTOYHHMKA MOHM3AIMK UOHOB cocTaBiisuia 150 °C, a
temrneparypa nepexoanoi auauu ' X/MC — 300 °C.

KonnuectBennoe onpenenenne I'MJIA u 1,7-nuamuHorenTtasa npoBOJMIOCH B PEXHUME
cenexktuBHOro Monutopunra noHo (SRM) ¢ (F'M/IA npu m/z 448 u 1,7-mnaMuHOTeNTaHA MPU
m/z 462). JlaHHBIH TOIXOa TO3BOJHJI OINpeAeNiaTh coaepkanne [MJIA B auamazoHe
koHteHTpanui 0,08—20,0 Mkr/m.

[TonmyuyenHnbie pe3yabTaThl HOATBEPIUIN BOZMOXHOCTh UCIIOJIb30BaHUS JAHHOTO MOAX0/1a
st onpenenenus MJIA B Mode yenoBeka, OJHAKO HCIOJB30BaHHWE METOAAa OTPaHUYHUBAETCS

HaJINn4nucm CHGHI/I(bI/I‘leCKOFO A0POroCToAIero O60py,Z[OBaHI/I$I.
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5 IIpoeKT TeXHHYECKOT0 3aJaHUs JJIs MPOBeAeHHUs MCCIe0BaHUil M0 pa3padoTke
METOAMKH OIpe/ie/IeHUs TeKcaMeTHJIeHAUaMMHA B BO3AYUIHOM cpelde W3 HU3JAeJUMH M3
NMOJIMAMH/I0B

Ha ocHoBaHuM NpoOBEACHHBIX UCCIENOBAaHUH pa3paboTaH MPOEKT TEXHUUYECKOTO 3a/IaHus
Ha pa3pabOTKy METOAMKY ONpeeNICHUs] YPOBHS MUTPALIUY 'eKCaMETUIICHIMaMUHA, BEIPAXKEHHOTO
B €IMHUIAX MAaCCOBOW KOHUEHTPALMH, B BO3AYLIHYIO Cpel U3 U3Aeauid u3 nonuamuaa. [Ipoekr
TEXHUYECKOTO 3a7aHus npeacrasieH B [Ipuioxennn b.

Pa3paboTrka MeTOIMKHM MpeArnojaraeT MPOBEACHHUE HCCIECIOBAHUM  ONpeeIeHUs
reKcaMeTHJIEHMaMHHa METOAOM  BBICOKOI(D(PEKTUBHOM JKHUIKOCTHOM XpomaTtorpadpuu ¢
(GIIOOPUMETPUYECKUM WM  MAacC-CIEKTPOMETPHYECKUM  JIETCKTUPOBAHUEM,  MOJ00p
ONTHUMAJILHBIX YCIIOBUI XpoMaTorpadupoBaHus, IOA00p YCIOBUH MPOOOTIOATOTOBKH BO3TYIITHBIX

BBITSKCK, Ha6op JaHHBIX JJIA1 MeTpOHOFI/I‘ICCKOﬁ arTeCranuu MCTOAMKU.
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3AKVIIOYEHUE

ITpoBeneH aHanM3 MEXIYHAPOJIHBIX CTaHAAPTOB (MpPaBUJ, JUPEKTHB, PEKOMEHJALUN U
MHBIX JOKYMEHTOB, MPHUHATBIX MEXIYHApOJHBIMM OPraHU3alUsMU [0 CTaHJApTHU3ALMHN),
PETHOHANBHBIX JOKYMEHTOB (PErjlaMeHTOB, AUPEKTUB, PEIIEHUM, CTaHAapTOB, IPAaBUI M MHBIX
JOKYMEHTOB), a TaKK€ 3aKOHOJATENIbCTBA HKOHOMMYECKH pa3BUThIX rocynapcts (CILA,
BemukoOpurtanus, 'epmanus, Kurail, Snonus), HaydHO-MH()OPMAIMOHHBIX HCTOYHHKOB H
pE3yJIbTaTOB TEOPETHMUECKUX M 3KCIEPHUMEHTAIBbHBIX MCCIEAOBAHUNH B YacTU IMPUMEHSEMBIX
METOJ0B U METOJUK ONPEICIICHUS MaCCOBOM KOHLIEHTPALUN I€KCaAMETUIICHIMaMUHa B BOJAHBIX U
BO3JYIUHOM cpelax, B TOM YHCJIE BBIAEISIEMOrO W3 M3AEIUN U3 nonuamunos. OTpaxkeHa
ucropuorpadus Mo wucciaeayeMoi mnpoOiieMaTuke. BpeMmMeHHble TpaHUIBl aHAIU3UPYEMOTO
nepuoaa cocraBunu 40 ner (¢ 1984 r. mo 2024 r.). Becero usyueno Oosiee 50 MCTOYHUKOB
METOAMYECKON U HayYHO-TEXHUYECKOM HH(pOpMALIHH.

IlokazaHo, 4TO OCHOBHBIE METOJbI ONPEIEICHHUS I'€KCAMETUIICHINAaMUHA OCHOBAHBbI Ha
ra3oBoii  ®u  BBICOKOO((EKTHBHOH  xpomarorpaguum €  Macc-CIEKTPOMETPUUYECKHM
JETEKTUPOBAHUEM.

IIpuBeneHo omucaHue CrIOCOOOB HPUIOTOBJIEHHS BO3IYIIHBIX BBITSKEK M3 TOBapOB
HApOJHOr0 MOTPeOJEeHUsI COIJIACHO METOAMYECKHM [JOKYMEHTaM, BKIIIOUEHHBIM B IEPEUHHU
craugaproB k TP TC 005/2011, TP TC 007/2011, TP TC 008/2011, TP TC 017/2011,
TP TC 019/2011, TP TC 025/2012, TP TC 042/2017.

Ha ocHOBaHMM NPOBEJEHHBIX MCCIIEOBAHUN pa3paboTaH MPOEKT TEXHUUYECKOTO 33 aHUs
Ha pa3pabOTKy METOJMKH ONpe/IeleHUsl TeKCaMeTUIIeHJMaMIHa, COAEPIKAIIeTocs B U3AETHIX U3
MOJIMaMUJIOB B BO3AYIIHOMN Cpejie, MPeUI0KEeHO i pa3paboTKU METOIMKH HCIOJIb30BAaTh METO
BbICOKOA((hEeKTUBHOU KUJKOCTHON xpomaTorpaduu c MIPUMEHEHHEM

MacCC-CIICKTPOMETPHUICCKOT'O UJIN (I)J'IIOOpI/IMeTpI/I‘{eCKOFO ACTCKTUPOBAHU.

73



CIIUCOK UCITOJBb30OBAHHBIX UCTOYHUKOB

1. Tommios, A. Il. Agunoaunutpun u rekcamerwieHauamud / A. I1. Tommuios,
C. K. CmupHOB. — M. : Xumus, 1974. — 280 c.

2. Pubchem : Hexamethylenediamine = TI'ekcamermienaunamun. — Tekcr
snexkrpounsiii / National Library of Medicine = Haumonansnas Menuiuackass bubnnoreka :
[caiiT]. — URL: https://pubchem.ncbi.nlm.nih.gov/compound/16402 (xara oOpamieHus:
11.11.2024).

3. CBoiicTBa opranuveckux coequHennid. CnpaBounuk / moj pen. A. A. Ilorexuna. —
JI. : Xumus, 1984. — 520 c.

4, [Tpon3BOICTBO XUMUYECKUX BOJIOKOH : METOM. YKa3aHWs JJIs CTyJI. BCEX CIiell. /
NBanoBck. roc. TekcTtuibH. akaaemus ; coct.. O. I'. lupkuna, nayun. pen.: JI. A. T'apuesa. —
Hsanoso : UI'TA, 2010. — 65 c.

5. Vagholkar, Path K. Nylon / Path K. VVagholkar // International Journal of Scientific
Research. — 2016. — Vol. 5, Ne 9. — P. 349-351.

6. Hemuna, B. A. Xumus THAISKTPHUKOB : [eKTpoHHOE u3nanue] / B. A. Jlemuna. —

Mocksa, 2006. — URL: https://portal.tpu.ru/departments/kafedra/eict/Students/Tab1l/Bookl.pdf

(mara obpamenus: 12.11.2024).

7. XopoxopauH, A. M. DHOKCHIHBIC KOMITO3UIIUH B CTPOUTEIBbCTBE (0030p) /
A. M. Xopoxopaus, E. A. Xopoxopauna, O. b. Pynakos // Hayun. BectH. Boponexckoro roc.
apx.-cTpouTt. yH-Ta. Cep. Ou3.-Xx1M. IpoOIEMBI U BHICOK. TEXHOJIOT. CTPOUT. MaT€pPHAJIOBECHHUS.
—2017.-Ne 1 (14). - C. 7-18.

8. DHnukoneaus noiumepos. Pen. komerusi: B. A. Kaprun (rnas. pen.) [u ap.] T. 1.
A-K. - M. : «Coserckas Dunukinoneaus», 1972. — 1224 ct6. ¢ umi. — TekcT : HemocpeACTBEHHBIH.

9. ITnats, H. A. OCHOBBI XUMHMM M TEXHOJOTMH MOHOMEpOB : y4yeO. mocolue /
H. A. IInats, E. B. CiiuBunckuii. — M. : Hayka : MAUK Hayka/Uutepnepuoauka, 2002. — 696 c.
— ISBN 5-02-006396-7. — Tekct : HEemocpeACTBEHHBIH.

10.  CanuTapHble TpaBWIa TPU MPOU3BOJICTBE M NMPHUMEHEHHH STOKCHIHBIX CMOJ H
MaTepHaJioB Ha UX OCHOBE : YTBEpXk/IeHbl 3aM. [ TaBHOTO roCyapCTBEHHOTO CAaHUTApHOTO Bpaya
CCCP ot 28 wmostOps 1989r. Ne 5159-89. — Mocksa, 1990. — 28, [2] c. — Tekcr :
HEIOCPEICTBEHHBIM.

11.  Bpennble BemecTBa B MPOMBIIIICHHOCTH : CIIPaBOYHHK TSI XUMUKOB, HH)KEHEPOB
U Bpaueil : u3z. 7-e : mep. u goim. B Tpex Tomax. T. Il. Oprannueckue BemecTBa / o1 pell. 3acil.
nest. Hayku npod. H. B. JIazapeBa u nokr. mez. Hayk D. H. JleBunoit. — JI. : «Xumusi», 1976. —

624 c. — TekcT : HenmoCpeICTBEHHBIM.

74


https://pubchem.ncbi.nlm.nih.gov/compound/16402
https://portal.tpu.ru/departments/kafedra/eict/Students/Tab1/Book1.pdf

12.  Kennedy, G. L. Toxicity of hexamethylenediamine / G. L. Kennedy // Drug and
chemical toxicology. — 2005. — Vol. 28, Ne 1. — P. 15-33.

13. Pakurckuii, B.H. Metoguueckue acieKThl THTHEHUYECKON OLIEHKH 0€30I1aCHOCTH
MOJIMMEPHBIX MaTePUaIOB, KOHTAKTUPYIONIUX C MUIIEBbIMU TTpoaykTtamu / B.H. Pakurckuii, T.B.
Onuna, H.E. ®enoposa // Bonpocer nmutanus. — 2012. — Ne 6(81). — C. 67-73. — Tekcr
HEIOCPEICTBEHHBIMN.

14. Tpaxtenbepr, .M. [Ipobrema KapAHOBa30TOKCHYECKOTO JACHCTBHUS 3K30TE€HHBIX
XUMUYECKHUX BemecTB [DnekTponHblil pecypc] / U.M. Tpaxtenbepr, B.A. Teraunaun. — 2003. —
URL: http://www.journal.ukrcardio.org/cardio_archive/2003/5/trachtenberg.htm (mata
obpamienus: 14.11.2024).

15.  KynakoB, A.E. JlelictBue MaJlbIX KOHIEHTpAlUil TIeKcaMeTHICHIUaMHHAa Ha
opranusM yenoseka / A. E. KynakoB. — TekcT : HenocpeacTBeHHbll // ['uruena u canurapus /
A. E. Kynakos ; MHcTuTyT 0011e# 1 KoMMyHanbHOH ruruens! uM. A. H. Ceicuna AMH CCCP. —
M., 1964. — Ned. — C. 12-13. — URL: https://cyberleninka.ru/article/n/deystvie-malyh-

kontsentratsiy-geksametilendiamina-na-organizm-cheloveka/viewer (mara oOpaleHus:
18.11.2024).
16. l'uruennueckuit  HopMmaTuB  «lloka3arenum Oe3omacHOCTH U OE3BPEIHOCTH

MUKpPOOPTraHU3MOB-IIPOAYLIEHTOB, MHUKPOOHBIX IpENaparoB M HX KOMIIOHEHTOB, BpPEIHBIX
BEIIIECTB B BO3/1yX€ pab0y4eil 30HbI U Ha KOKHBIX TOKPOBAX padOTaONIUX» [ DIEKTPOHHBIN pecypc|
: yTB. moctanoBienuem Cosera MunuctpoB Pecn. benapycs, 25 suB. 2021 r., Ne 37. — URL:
http://www.hoynikicge.rcge.by/uploads/b1/s/13/935/basic/1/184/C22100037 1614891600 326-

486.pdf?t=1623915018 (nata oopamierus 18.11.2024).

17. TP TC 005/2011. O 06e30macHOCTH YIAKOBKH [DJIEKTPOHHBIM pecypc]
Texnuueckuit permameHT TamoxeHHoro cor3a. — Bsen. 2011-08-16. — URL:
https://www.gost.ru/documentManager/rest/file/load/1515750093571 (mata oOpaleHus:
18.11.2024).

18. TP TC 007/2011. O Ge30macHOCTH TOBAapOB, NMpPEAHA3HAYCHHBIX MJIS NETeH |
MOJIPOCTKOB [DNEKTPOHHBIA pecypc] : TexHuueckuil perinameHT TaMoKeHHOro coros3a. — Been.
2011-09-23. — URL.: http://www.eurasiancommission.org/ru/act/texnreg/deptexreg/
tr/Documents/P_797 1.pdf (nara obpamenus 18.11.2024).

19. TP TC 008/2011. O 06e3omacHOCTH UIPyIIEK [DIEKTPOHHBIA pecypc]

Texnuueckuit permameHT TamoxeHHoro cor3a. — Beem. 2011-09-23. — URL:
http://www.eurasiancommission.org/ru/Lists/EECDocs/P_798_3.pdf (nata oOparteHus
18.11.2024).

75


http://www.journal.ukrcardio.org/cardio_archive/2003/5/trachtenberg.htm
https://cyberleninka.ru/article/n/deystvie-malyh-kontsentratsiy-geksametilendiamina-na-organizm-cheloveka/viewer
https://cyberleninka.ru/article/n/deystvie-malyh-kontsentratsiy-geksametilendiamina-na-organizm-cheloveka/viewer
http://www.hoynikicge.rcge.by/uploads/b1/s/13/935/basic/1/184/C22100037_1614891600_326-486.pdf?t=1623915018
http://www.hoynikicge.rcge.by/uploads/b1/s/13/935/basic/1/184/C22100037_1614891600_326-486.pdf?t=1623915018
https://www.gost.ru/documentManager/rest/file/load/1515750093571
http://www.eurasiancommission.org/ru/Lists/EECDocs/P_798_3.pdf

20. TP TC 017/2011. O 06e30macHOCTH MPOAYKIIUU JIETKOM MPOMBIIUICHHOCTH
[DnexTpoHHbIi pecype] : Texaudeckuii periaMmeHT TamoxkeHHOTO coro3a. — Brea. 2012-07-01. —
URL.: https://files.stroyinf.ru/Data2/1/4293799/4293799018.pdf (nara obpamenus 18.11.2024).

21. TP TC 019/2011. O ©6e30macHOCTH CPEACTB HMHIAWBUAYAIBHOW 3allUTHI
[DnexTponnsbIit pecype] : Texuuueckuii pernament TamoskeHHOTo coro3a. — Been. 2012—-06-01. —
URL: https://www.aenor.com/INSEPECCINPDF/CU%20TR%20019.pdf (nara oOparieHus
18.11.2024).

22. TP TC 025/2012. O ©6e3omacHOCTH MeEOEIBHOW MPOAYKIUU [DIEKTPOHHBIN
pecype] : Texuuueckmii perimameHT TamoxkenHoro corwsa. — Beem. 2014-07-01. — URL:
https://eec.eaeunion.org/upload/medialibrary/f2f/RS P 32.pdf (mata o6pamenus 18.11.2024).

23. TP TC 042/2011. O Oe3omacHOCTH 00OpyIOBaHUSA JIsi JECTCKUX HIPOBBIX
IJIOIAJO0K [DnekTpoHHbId pecypc]| : TexHuueckuil pernmameHT TamoxeHHOro coro3a. — Baen.
2018-11-11. — URL.: https://files.stroyinf.ru/Data2/1/4293745/4293745755.pdf (nara obpamieHus
18.11.2024).

24,  CaHUTapHO-XMMHYECKHE  HCCIECIOBAaHHMA  W3JENIWH,  HM3TOTOBJICHHBIX W3
HOJMMEPHBIX W JIPYTMX CHHTETHMYECKMX MAaTepuajoB, KOHTAaKTUPYIOILUX C IHIIEBBIMU
npoaykTamu : uHCTpyKius 2.3.3.10-15-64-2005. — Beex. 01.03.2006. — Munck, 2005. — 98 c.

25.  Metoapl OLIEHKY TITUEHHYECKON 0€30MacHOCTH OTACITBHBIX BUIOB IPOTYKIHH JIIST
nerel : uHCTpyKms o npuMeHernto Ne 016-1211. — Brex. 2011-12-15. — Munck, 2011. — 26 c.

26.  CaHuTapHO-3NMMJeMHONIOTHYecKas oleHka urpymek : MVYK 4.1/4.3.2038-05. —
Bgen. 2006-04-01. — M., 2006. — C. 8-9.

27. ['uruennueckast oOLeHKa TKaHeW, oxaexasl U  o0yBu : MHcTpykuus
1.1.10-12-96-2005. — Been. 01.03.2006. — Munck, 2005. — 20 c.

28. Ilopsmox M opraHu3alnus  TPOBEJACHHUS  TUTUEHUYECKOW  DKCIEPTHU3bI
IPOM3BOJICTBEHHON M crnenuanbHOM onexapl. [lokazaTenu rurueHHMYeckond O€30MacCHOCTH U
MeToabl ompeneneHus : Merogudeckue ykazanums 11-11-15. — Beea. 30.12.2002. — MuHck,
2002. - 28 c.

29. T'OCT 30255-2013. MeOGenb, IpeBecHble W IMOJUMEpPHBbIE MaTepuasibl. MeToj
oTpeieNIeHus BbIICTICHUsT (POPMAJIbAETHIA U IPYTUX BPEIHBIX JIETYUUX XMMHUYECKHX BEIIECTB B
KITuMaTHIeckux kamepax. — Been. Pb 01.07.2015. — Munck : Cranmaptuadopm, 2014, — 15 ¢. —
Tekcr : HenmocpeACTBEHHBIM.

30. T'OCT P UCO 17734-2-2009. AHanu3 a30TOPTaHUYECKUX COSIMHEHUI B BO3yXeE
METO/I0OM >KHUJIKOCTHOM XpomMaTorpaduu u macc-ciekrpoMerpun. Yacts 2. OnpeaeneHne aMUHOB
U aMHHOM30IMAHATOB TI0 WX IUOYTHIAMHHOBBIM M JTHIXJIOP()OPMUATHBIM TPOU3BOJHBIM :

HallMOHAIBHBIN cTaHmapT Poccuiickoit denepanuu : u3nanue OQUIMAIBLHOE : YTBEPXKIEH M
76


https://www.aenor.com/INSEPECCINPDF/CU%20TR%20019.pdf
https://files.stroyinf.ru/Data2/1/4293745/4293745755.pdf

BBeJleH B aeiicTBue [lpukazom denepalibHOTO areHTCTBA M0 TEXHUYECKOMY PEryIHMpOBaHUIO U
meTposiorun oT 3 nekadpst 2009 r. Ne 551-ct. — M. : Cranmaptundopm, 2010. — 24, [1] c. — Teker
: HENIOCPEICTBEHHBIN.

31. MY 1656-77. Metonuueckue yka3zaHUsi Ha KOJOPUMETPUYECKOE OIpECICHUE
reKcaMeTHJIeHMaMiHa B BO3JyXe : BBIMIYCKMU ¢ 1 mo 5 : yrBepxkaeHsl 3aM. [maBHOrO
rocynapctBeHHoro canurtapHoro Bpaya CCCP 18 anpens 1977 r. Ne 1656-77. — M. : [IPUA
«MopdimoT», 1981. — 252, [1] c. — TekcT : HemOCPEACTBCHHBIH.

32. MY 4481-87. Metoaudeckrue yKazaHHsl IO XpOMaTorpaguieckoMy H3MEPEHHIO
KOHIIEHTpAlluil reKkcaMeTUIeHIMaMrHa B Bo3ayxe paboueil 30HbBI : yTBepkIeHbl 3aM. [1aBHOTO
rocynapctBeHHoro canutapuoro Bpada CCCP 21 mexabpst 1987 1. Ne 4481-87. Pen. xomnerus:
E. K. Ilpoxopoga [u 1p.]. — M., 1988. — C. 76-84. — Tekcr : HETMOCPEICTBEHHBIH.

33.  Patent CN102221594A. Method for determining hexylene diamine content in water
by using gas chromatography method : filing date 11.04.2011 6 publ. date 19.10.2011 / Song Wei
; applicants PONY TEST TECHNOLOGY (TIANJIN) CO LTD. — na kwur. s3bike. — URL:
https://patents.google.com/patent/CN102221594A/en (mata ooOpamenus: 15.11.2024). — Tekcr

3JIEKTPOHHBIN.

34.  Chromatographic determination of amines in biological fluids with special
reference to the biological monitoring of isocyanates and amines : I. Determination of 1,6-
hexamethylenediamine using glass capillary gas chromatography and thermionic specific
detection / G. Skarting [et al.] // Journal of Chromatography A. — 1989. — Vol. 479. — P. 125-133.

35.  Dalene, M. Chromatographic determination of amines in biological fluids with
special reference to the biological monitoring of isocyanates and amines. IV. Determination of
1,6-hexamethylenediamine in human urine using capillary gas chromatography and selective ion
monitoring / M. Dalene, G. Skarping, T. Brorson // Journal of Chromatography A. — 1990. —
Vol. 516, Ne 2. — P. 405-413.

36.  Hexamethylene diisocyanate, 2,4-toluene diisocyanate, 2,6-toluene diisocyanate,
isophorone diisocyanate and 4,4’-methylene diphenyl diisocyanate — Determination of
hexamethylenediamine, 2,4-toluenediamine, 2,6-toluenediamine, isophoronediamine and 4,4'-
methylenedianiline in urine using gas chromatography-mass spectrometry / J. Cocker [et al.] //
Biomonitoring Methods. — 2017. — Vol. 2, Ne 3. — P. 1415-1435.

37.  Rakitskii, V. N. [Methodical aspects of hygienic safety assessment of polymeric
materials in contact with foodstuffs] / V. N. Rakitskii, T. V. ludina, N. E. Fedorova // Problems of
Nutrition. — 2013. — Vol. 81, Ne 6. — P. 67-73.

77


https://patents.google.com/patent/CN102221594A/en

38.  Flack, Sheila L. Occupational exposure to HDI: Progress and challenges in
biomarker analysis / Sheila L. Flack, Louise M. Ball, Leena A. Nylander-French // Journal of
Chromatography B. — 2010. — Vol. 878, Ne 27. — P. 2635-2642.

39.  Rosenberg, C. Biological monitoring of aromatic diisocyanates in workers exposed
to thermal degradation products of polyurethanes / C. Rosenberg // J. Environ. Monit. — 2002. —
Vol. 4, Ne 5. — P.711-716.

40.  Williams, N. R. Biological monitoring to assess exposure from use of isocyanates
in motor vehicle repair / N. R. Williams, K. Jones, J. Cocker // Occupational and Environmental
Medicine. — 1999. — Vol. 56, Ne 9. — P. 598-601.

41.  Skarping, G., Biological monitoring of hexamethylene- and isophorone-
diisocyanate by the determination of hexamethylene- and isophorone-diamine in hydrolysed urine
using liquid chromatography and mass spectrometry / G. Skarping, M. D. Dalene, H. Tinnerberg
/l The Analyst. —1994. — Vol. 119, Ne 9. — P. 2051-2055.

42.  Test chamber exposure of humans to 1,6-hexamethylene diisocyanate and
isophorone diisocyanate / H. Tinnerberg [et al.] // International Archives of Occupational and
Environmental Health. — 1995. — Vol. 67. — P. 367-374.

43.  Dalene, M. Biological monitoring of hexamethylene diisocyanate by determination
of 1,6-hexamethylene diamine as the trifluoroethyl chloroformate derivative using capillary gas
chromatography with thermionic and selective ion monitoring / M. Dalene, G. Skarping, H.
Tinnerberg // Journal of Chromatography B: Biomedical Sciences and Applications. —1994. — Vol.
656. — P. 319-328.

44.  Skarping, G. Trace analysis of amines and isocyanates using glass capillary gas
chromatography and selective detection : I1l. Determination of aliphatic and alicyclic amines as
perfluoro fatty acid amides using electron-capture and nitrogen-selective detection / G. Skarping,
B. E. F. Smith, M. Dalene // Journal of Chromatography A. — 1984. — Vol. 303. — P. 89-98.

45.  Study on the determination of some diamine in urine by LC-MS/MS / Tong Thi
Ngan [ et al.] // Heavy metals and arsenic concentrations in water, agricultural soil, and rice in
Ngan Son district, Bac Kan province, Vietham. — 2023. — Vol. 6, Ne 1. — P. 66-82.

46. OHpe,Z[CJ'ICHI/IC IMPUMECH TCKCAMCTWICHAWAMHWHA B IOJUTICKCAMCTHUIICHTI'YaHUIUH
ruapoxyiopuae merogom BOXKX / B. B. IOpauka [u ap.] // U3Bectuss HarmonanpHOM akagaeMun
Hayk bemapycu : cepus xummueckux Hayk / B. B. FOpauka [u np.] ; UHCTUTYT XMMHUU HOBBIX
matepuanoB HarronaneHoii akagemuun Hayk bemapycu. — 2019, — T. 55, Ne 2. — C. 156-162.

47.  Zhou, W., Liquid-Chromatography Quantitative Analysis of 20 Amino acids after
Derivatization with FMOC-CI and Its Application to Different Origin Radixids isatidis / W. Zhou,

78



X.-Y. Zhanga, G.-L. Duana // Journal of the Chinese Chemical Society. —2011. — Vol. 58, Ne 4. —
P. 509-515.

48. Brent, L. A Method for Quantitative Amino Acid Analysis Using Precolumn o-
Phthalaldehyde Derivatization and High Performance Liquid Chromatography / L. Brent, W.
Frederick // Journal of Chromatographic Science. — 1981. — Vol. 19, Ne 5. — P. 259-265.

49.  UPLC-ESI-MS/MS Method for the Quantitative Measurement of Aliphatic
Diamines, Trimethylamine N-oxide, and /3-Methylamino-L-alanine in Human Urine / Bhandari,
D. [et al.] // Journal of Chromatography B. —2018. — Vol. 1083. — P. 86-92.

50.  Green Extraction Techniques as Advanced Sample Preparation Approaches in
Biological, Food, and Environmental Matrices: A Review / J. S. Camara [et al.] / Molecules. —
2022. —Vol. 27, Ne 9. - 29 p.

51.  Bosire, G. O. Comparison of Three Solid Phase Materials for the Extraction of
Carboxylic Acids from River Water Followed by 2D GC x GC-TOFMS Determination /
G. O. Bosire, J. C. Ngila, H. Parshotam // International Journal of Analytical Chemistry. — 2016.
—Vol. 2016. - P. 1-8.

52.  Jurado-Sanchez, B. Determination of carboxylic acids in water by gas
chromatography—mass spectrometry after continuous extraction and derivatization / B. Jurado-
Sanchez, E. Ballesteros, M. Gallego // Talanta. — 2012. — Vol. 93. — P. 224-232.

53.  Avalidated UPLC-MS/MS method for the determination of aliphatic and aromatic
isocyanate exposure in human urine / M. Lépine, L. Sleno, J. Lesage, S. Gagné // Analytical and
Bioanalytical Chemistry. — 2019. — Vol. 412. — P. 753-762.

54.  Baker, G. B. Derivatization with acetic anhydride: Applications to the analysis of
biogenic amines and psychiatric drugs by gas chromatography and mass spectrometry /
G/ B/ Baker, R. T. Coutts, A. Holt // Journal of Pharmacological and Toxicological Methods. —
1994. — Vol. 31, Ne 3. — P. 141-148.

55.  Determination of amines as pentafluoropropionic acid anhydride derivatives in
biological samples using liquid chromatography and tandem mass spectrometry / A. Marand
[et al.] // The Analyst. — 2004. — Vol. 129, Ne 6. — P. 522-528.

56.  Tiljander, A. Determination of 4,4'-methylenedianiline in hydrolysed human urine
using liquid chromatography with UV detection and peak identification by absorbance ratio /
A Tiljander, G. Skarping // J. Chromatogr. — 1990. — Vol. 511. —P. 185-194.

57.  Skarping, G. Liquid chromatography and mass spectrometry determination of
aromatic amines in hydrolysed urine from workers exposed to thermal degradation products of
polyurethane / G. Skarping, M. Dalene and P. Brunmark // Chromatographia. — 1994. — Vol. 39. —

P. 619-623.
79



58.  Skarping, G. Biological monitoring of hexamethylene- and isophorone-
diisocyanate by the determination of hexamethylene- and isophorone-diamine in hydrolysed urine
using liquid chromatography and mass spectrometry / G. Skarping, M. D. Dalene and H.
Tinnerberg // The Analyst. —1994. VVol. 119, Ne 9. — P. 2051-2055.

59.  Urine 1,6-Hexamethylene Diamine (HDA) Levels Among Workers Exposed to 1,6-
Hexamethylene Diisocyanate / Linda G. T. Gaines [et al.] // The Annals of Occupational Hygiene.
—2010. — Vol/ 54, Ne 6. — P. 678-691.

80



I[MPMJIOXEHUE A

MeTtoabl onpeaejicHusl rekCaMeTUJICHANAMHUHA B BOAHBIX U BO3AYUIHBIX Cpeaax,
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Tabmuma Al — MeTosl onpeesieHns TeKCaMeTHIICHANAaMIHA B BOAHBIX, BO3IYIIHBIX Cpeax U OMOJIOTHYeCKOM MaTepuae

Ne | Merton usmepenust | OOBbEKT H3MEPEHUI [Ipo6omoaroroBka Hlpenex obuapysenns |Cepiika Ha
(4yBCTBUTENBHOCTH) | HICTOYHHUK
1 2 3 4 5 6
Onpenenenue rekcaMeTWiIeHAMaMUHa B BOJIHBIX Cpeaax
[ToamenaynBanre BOJHOM BBITSKKU THIPOKCUIOM HATPHUS. DKCTPaKLIUS
TOJIYOJIOM U JaJIbHEHIIee yrapruBaHuEe OpraHuIecKoi (a3bl Ha
POTAIIMOHHOM HCIIApUTENE JI0 CyXOro ocTarka. PacTBopeHue cyxoro
1 I'X-J193 BoaHrble BRITSDKKH OCTaTKa TOJIyOJIOM U IIPOBEJICHUE peaklmu aepuBartuzanuu ¢ [ OMA 5,0 Mr/z[M3 [33]
npu temmeparype 55 °C B Teuenue 70 MUHYT, Jajnee 0XJIaxJarT 10
KOMHATHOM TEMIEpaTyphl U MPOIYCKAIOT Yepe3 (GUiIbTp MEMOpPaHHBIIH ¢
qumetpom nop 0,45 Mxm.
KucnoTtHbli rupon3 Ononorundeckux oopasinoB 6 M cossHo#
KHUCJIOTOM C BBIIEP/KKOM B TEUEHUH BCEW HOYM IIPU TEMIIEPATYpE
BozaHrble BRITSDKKHA 100 °C. IMoamenaynBanue pacTBOpa r'MAPOKCUIOM HaTpus S M u
9 IX-THJL buonornueckuii amMuakoM 3%. J100aBIISIFOT TOJIYOJ M IPOBOJISAT PEAKIIUIO 10,0 Mk [34]
Martepuai (MoJa JIEpUBATU3AIMH C ATHIXJIOpHOpMHATOM. BhiapuBaloT OpraHuyecKyro ’
U TI1a3Ma) (ha3y Ha pOTAIIMOHHOM HCIIAPUTEIIE IO CYXOT0 OCTaTKa M PacTBOPSIOT
€ro B TOJIyOJIe, COJIep KA BHYTPEHHHI CTaHAAPT, COCTOSIIUHN U3
HM300yTYTUIXJIOP(OPMHUATHOTO MPONU3BOTHOTO AU-H-OyTHIIAMIHA.
IX-TINAJ] 1 MC [IpoBonAT peakuuio AepUBaTU3ANUN C UCTIOIH30BAHUEM §
3 Bonnbie THIIXJIOpPOpMHUATa C IPEBpAIIEHUEM JHAMHHA B COOTBETCTBYIOIIHIA 1 ur
BBITSIKKH, JINypEeTaH.
MMUTHPYIOLTUE [IpoBoaAT peakuuio AepUBaTU3ALNU C UCTIOIb30BAHUEM [37]
4 IX-J193 1 MC MULIEBbIE TpUPTOPYKCYCHOTO aHTuApuAa B TedeHnu 60 Mmunyt mipu 55 °C ¢ 0.01 1r
MPOJTYKThI MpEBpAIICHUEM IMaMUHA B COOTBETCTBYIOIIMM AUaMU. Y JaNISIFOT ’
M30BITOK JEPUBATU3UPYIONIETO areHTa Kanuii-ochatabim Oydhepom.
I'X-TUJ —
40-60 dpmoib
5 | TX-TUOu /123 | BoaHas BHITSKKA — TX-J123 — [44]
2-30 dhmoib
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1 2 3 4 5 6
[{emouHOM THAPOIM3 OMOJOTHUYECKOTO MaTepraia S M THAPOKCHIOM
Hatpus ipu 100 °C B Teuenuu 4 yacoB. 3aTeM MPOBOIAT PEAKIUIO
BonaHrble BEITSDKKH P P POBOJIAT peaKil I'X-TUM —
N JepUBATU3AIMNH C TPUPTOPUPOBAHHBIM ITHIXIOPHOPMHUATOM. 3
I'X-TU u MC Buoormeckut OtxensiroT a3y ToJIyosna U CMeIMBaroT ¢ GpochaTHbIM Oydepom s 20 MK/ M [43]
MaTepuai (Moya oLy . yoep I'X-MC -
ynajgeHus u30bITKa peareHTa 1 00pa30BaBLICIICS KUCIOTHI. 3
U T1a3Ma) 0,5 MKr/mM
Opranndeckyro a3y BeIIapuBArOT 10cyxa. OCTATOK paCTBOPSIOT B
TOJIyOJI€.
7 Bojanast BEITSKKA [46]
U3 MOJIMMEPHOTO [IpoBenenue peakuuu JepuBaTU3aIuu ¢ 9-
BDXKX-MC p POBC/ICHHE PAKLIHI ACP H 0,02 MKr/cm [47]
OMOIIUHOTO byopeHuMeTHIXIIOpHOopMHATOM 48]
MaTepuaia
Omnpenenenne rekcaMeTHIICHIMaMIHA B OMOJIOTHYECKOM MaTepHalie U BO3AYIIHON cpefie
8 Kucnotnslii ruaponus Ouonoruyeckoro marepuana 6 M consiHoM
KHCIIOTOH, coiepkainas J00aBKy BHyTpeHHero craniapra, mpu 100 °C B
TeyeHue Houu. [loamenaunBanue pacTBopa riAPOKCUIOM HATPUS U
IX-MC buonoruueckuit 9KCTpakIus Toiryosom. OTneneHrne oprannyeckon (has3sl U IPOBEACHUE 0.5 MKr/IMC [35]
Matepuan (Moda) | peakuuu aepuBatuzanuu ¢ [@MA. Dxctpakius GochatabiM Oydhepom ’
M30bITKA peareHTa U 00pa30BaBIIUICS KUCIOTHL. ToiyolibHYIO (pa3y
BBINIAPUBAJIM JI0 CYXOT'0 OCTaTKa HAa POTALlMOHHOM MCHAPUTENN MIPU
temneparype 30 °C u nanee ero pactBopstoT B 50 MKJI Toryona.
9 KucnoTHbI ruaponn3 Ha BOASHON 6aHe OMOJIOTHYECKOro MaTepuana
KOHIIEHTPUPOBAHHOM CEPHOM KHUCIOTON B TEUEHUH
90 munyrt. [TonmenauynBanue pactBopa rugpokcuiom Hatpust 10 M n
. AKCTPaKIIUS JUITHIIOBBIM 3¢upoM. BeimapuBanue opranndeckon (as3sl
buonornueckuit o 3
I'X-MC JI0 CYXOT0 OCTaTKa Mo/ ciadbIM TOKOM a3oTa. PacTBopsioT cyxoi 0,7 MKr/mM [36]

Marepuan (Mova)

OCTaTOK B TOJIYOJI€ M IPOBOMAT peakiuuto aepuatuzanuu ¢ [ ®MK npu
55°C B Teuenue | gaca. Ilocie oxyaxaeHus TOJIYONI U U30BITOK
JIEpUBATH3UPYIOIIETO areHTa yIAISIOT CIA0BIM TOKOM a30Ta MPH
3040 °C. OcTaTok pacTBOPSIIOT B TOJYOJIE.
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1 2 3 4 5 6
10 buonorugeckuii
I'X-MC marepuai (Moda - 1 ar/em® [38]
Y TI1a3Ma)
11 KucioTHsIi ruapoan3 GHoJIOrH4ecKoro MmaTepuaa
KOHIICHTPUPOBAHHOM cepHoit kucioToit npu 100 °C B TeueHun
. 16 gacoB. JloOaBneHue Xja0puaa HaTPUsL U THIPOKCU]IA HATPUSL.
buonornueckuii 3
I'X-MC maTepuan (Moua) Okcrpakuusd B Tosyol. [IpoBenenue peakuuu nepusaruzanuu ¢ [OMA. 5 HMOJIB/IM [39]
Okcrpakuus pochatHsiM Oydhepom n30bITKa pearerta. Cioii Tomyona
BBICYIIIMBAIOT MO/ C1a0BIM IOTOKOM a30Ta, Jlajiee CyXOi 0CTaToOK
pacTBOPSIIOT B ATHIIAIETATE.
12 KucnoTtHslil ruponus OuoIoruaeckoro Mmarepuana
KOHLICHTPUPOBAHHOM cepHOl kucinoToi npu temneparype 100 °C B
teueHuu 90 munyt. J{o6asmnstor ruapokcun Hatpus 10 M. Dkcrpakius
X-MC buonoruueckuii B TUATUIIOBBIN 3¢up. BeimapruBanue oprannueckoit q)avaI Ha 5 MO/ M [40]
Matepuai (Moyda) POTaLlMOHHOM HCHIApUTENE IO CYXOI'0 OCTaTKa MoJ CTpyeil a3ora.
PacTBOpAIOT CyX0il OCTATOK B TOIYOJIE M MPOBOJSAT PEAKIIHIO
nepusatuszanuu ¢ '®MA npu 55°C B Teuenue 1 yaca. OpraHudeckyro
(a3y BBINAPHUBAIOT JI0 CYXOI'0 OCTaTKa U €ro pacTBOPAT B TOJYJIE.
13 [lemounoOM THAPOIM3 OHOJOTUYECKOTO MaTepuaia S M THApoOKCHIOM
Hatpud rpu 100 °C B TeueHnu 4 4acoB. DKCTPAKLUS TOTYIOM U
HX-MC buonoruueckunii MIPOBEJICHUE peaKLUU JepUBaTU3ALINU C TEHTa()TOPIPONHOHOBBIM 0.5 [41]

Marepuan (Moyda)

aHTUAPUAOM. DKCTpaKIMs N30bITKA pearenTa 1 o0pa3oBaBLIelcs
kucaoThl pocharabiM Oydpepom npu 40 °C. OcTaToK pacTBOPSIOT €
MOJIBIDKHOM (hasze.
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1

2

4

14

AKX-MC
I'X-MC

Bosaymnas cpena
buonornueckui
MaTepuai (Moua

U T1a3Ma)

[lenounoi (KUCIOTHBIN) THAPOIN3 ONOOTHYECKOro MaTepuana 5 M
w10 M ruapokcugom Hatpus (5 M uwnm 3 M cosiHast KHCIIOTa) IPU
100 °C. JobanstoT TpuOyTHIaMHUH U TOJIy0)I. CMECh BCTPSIXUBAIOT U
no6apsitoT 2,2,2-tpudropatrixiopdopmuar. OTaensoT
opranuveckyro ¢gasy u 3kcTparupyrot M30bITOK peareHTa u
obpazoBasiryrocs KucioTy hocharasim 6ydepom. Croit Tomryosa
BBICYIIIMBAIOT M CYXOW OCTATOK PACTBOPSIOT B TOJIYOJI€, COACPIKALIHIMA
N00aBKY BHYTPEHHETO CTaHapTa.

[lemounoii THAPOIN3 OHOIOTHYECKOTO MaTeprana 5 M ruApOKCHIOM
Hatpus ripu 100 °C B reuenunu 4 yacoB. J[00aBIsIM HACHIILIEHHBIH
TUJIPOKCHJT HATpUA U TOIy0J. OTAESIOT TOTYOJIbHBIN CIIOHN U
N00aBJISAIOT NEHTA(TOPIPONUOHOBBIA aHTUAPHU. DKCTPAKLIUS U30bITKA
peareHTa 1 0Opa3oBaBIIeiicst KUCTIOTHI (hocaTHBIM Oyhepom.
Opranuueckyto a3y BbIIAPUBAIOT 10CYXa U OCTaTOK PaCTBOPSIOT B
MO IBIDKHOM (hasze.

Mo4a —
0,1 Mxr/mm®
masma —
<0,1 MKr/am®

[42]

15

KX-MC

buonornueckuit
Marepuan (Moyda)

Kucnorhslil ruponns Ouosoruueckoro Matepuana 6 M consiHon
kuciotoit mpu 80 °C B Teuenuu 4 vacos. [IpoBoasT TBepaodazHyto
MHUKPOIKCTPAKLHUS JIJIsl OYUCTKU 00paslia TuAPOKCHIOM aMMOHUS
CMEIIaHHbII ¢ METUJIOBBIM CIUPTOM. BhImapuBaroT opranudeckyto dasy
JI0 CyXOT'0o OcTaTka moJi cadbbim TokoM azorta npu 60 °C. OcraTtok
pPacTBOPSIIOT B BOJHOM PacTBOPE METHIIOBOTO CIIUPTA, COIEPIKALIETO
anruapun ' OMK.

0,074 ur/cm®

[45]

16

B2XX-MC/MC

buonornueckuii
Matepuai (Moyda)

Kucnotsslil ruaiponns OMosornyeckoro Marepuaiia B TeUeHUH 4 4acoB,
C TMOoCJenyIoIed aBTOMaTU3UPOBaHHON TP, BEINOIHEHHOM C
MCIIOJIb30BaHUEM CJIOS] CUJIBHOTO KAaTHOHOOOMEHHOT0 COpOeHTa ¢
7 H pacTBOpoM aMMHaKa B METAaHOJIE B KAUECTBE DJIIOCHTA.

0,05 ur/cm®

[49]
[50]
[51]
[52]

17

B2XX-MC/MC

Bbuonornyeckuit
Marepuan (Mova)

KucnoTtHslii rugponu3 OMOJIOrHIecKOT0 MaTepraia, ¢ OCIeyIOIIei
TS/ IlpoBeaeHne peakiuy AepUBATU3AIMN C YKCYCHBIM aHTUIPHUIOM
B OopatHOM Oydepe nipu 3Hauenun pH 8§,5.

5,8 Mxr/om°

[53]
[54]
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1

2

4

18

B2XX-MC/MC

buonornueckuit
MaTepuai (Moua
U T1a3Ma)

Kucnotssrii ruaponms ouonorunueckoro marepuana 3 M ceproit
kucyorout mpu 100 °C B Teuenue 16 gacos. [locie ruaponansa aMuHbBI
AKCTPArupyroT B TOIYOJ ITyTeM 100aBIEHUS HACBIIIICHHOTO THIPOKCH A
HaTpus. OTAENAI0T OPraHMYECKUN CION U MPOBOJAT PEAKIIUIO
JIEPUBATU3AIMH C AHTUAPUIOM MEPPTOPKUPHOM KHCTOTHI. V30BITOK
peareHTa 1 00pa30BaBIIYIOCS KUCIOTY YAAISIOT MyTEM dKCTPAKIIHH
docharapiM OydepHbM pacTBopoM. Daszy TomyoIa BEIIAPUBAIOT
JIocyXa ¢ IOMOIIIbIO poTOpHOTo ucnapurens. Cyxoil 0CcTaTok
PacTBOPSIIOT B allETOHUTPHIIE.

1 Hr

[55]
[56]
[57]
[58]

19

I'X-MC

buonornueckuit
Marepuan (Moyva)

KucnotHslil ruaposn3 GHoI0ru4eckoro MaTepuana
KOHIICHTpUPOBaHHOU cepHoi kucnoToi npu 100 °C B Teuenne 4 4acos.
Jist HeHTpanu3aluuy peakluy THIPOIN3 BHOCST HACBIIIEHHBIA PacTBOP

THJIpOKCcHIa HaTpus. Jlanee meneBoe CoeTMHEHNE YKCTPArupyroT B
tonyoil. [IpoBonar peakuus nepuBaruzauuu ¢ ' ®MK B Teuenne 60 mun
ipu 55 °C. M306bITOK peareHTa u 00pa3oBaBIIYIOCS KHCIOTY YIAISIOT
yTeM dKCTpakiuu GpochatubiM OypepHbIM pacTBOpoM. [J00aBIsIOT K
OpPTaHHYECKOMY CJIOIO CYJIb(AT HATPHS IS YIAICHHS CIICTOBBIX
KOJIMUYECTB BOJIbI U3 00pa3ia. ®a3y Tomyona BEIIAPUBAIOT 10CYyXa Ha
BO/sIHOM OaHe, HarpeToi 10 55 °C. Cyxoil ocTaTOK pacTBOPSIOT B
sTHIIAIeTaTe U 00pabaThIBAIOT B YIbTPA3BYKE.

0,08 mMkr/cm®

[59]

[Ipumeuanus:

1 «» — oTcyTcTBYET MHPOPMALIUSA IO XapaKTEPUCTUKE METO/A.
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BBIZICJIIEMOTO0 W3 W3ACIUM M3 TOJHAMHUIOB B BO3IYIIHOW cpene. Pa3paboTka MeToAuKu
npoBoautcss B coorBerctBud ¢ ['OCT  34100.3-2017/ISO/IEC  Guide 98-3:2008,
I'OCT 8.010-2013, TKII 8.006-2011, CTB ISO 5725-2-2002, CTb NCO 5725-3-2002, CTb ISO
5725-4-2002, CTb UCO 5725-6-2002.

ObsacTh NpUMMeHEHHUsI: BO3AYIIHBIE BBITSOKKM W3 HU3ACIUNA U3 MOJIMAMHUAOB, MPOLEIYpbI
MPUTOTOBJIEHUSI KOTOPBIX OCYIIECTBISIOTCS B COOTBETCTBUU ¢ METOAMYECKUMH YKa3aHUSIMU U
Wuctpykiusamu, BkimoueHHbIMU B [lepeunu cranmaptoB k TP TC 005/2011, TP TC 007/2011,
TP TC 008/2011, TP TC 017/2011, TP TC 019/2011, TP TC 025/2012, TP TC 042/2017.

Jluana3on u3MepeHus: coJiepKaHne TeKcaMeTUICHInaMrHa B Bo3ayniHoi cpene: ot 0,0005 o
0,002 mr/m3. MUHUMATTBHOE nonyctumoe konnyectBo Murpanuu (JIKM) rekcamerunenguaMmuHa
B BO3AyIIHYIO cpeny — 0,0005 mr/ve.

TpeGoBanns K METPOJIOIMYECKHM XaPAKTEPUCTHKAM METOIMKH:

TpebGoBaHMs K METPOJIOTUYECKUM XapaKTEPUCTUKAM METOJIMKH MPUBEACHBI B Ta0MIIe 1.
HeormpenenenHocTs u3MepeHuil BKII0O4aeT B ce0si HEONpe1eIeHHOCTh 0T00pa Mpod U3 eTMHUYHBIX
00pa3110B BO3AYIIHBIX BBITSKEK.
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Tabmuma 1 - Iloka3arenu TOYHOCTH W OTHOCUTENHHOW PACHIMPEHHOW HEOIPEIeICHHOCTH
METOJMKN HW3MEPEHUI TeKCaMEeTWIEHANaMHUHA B BO3AYLIHOM cpele Mpu JOBEPUTEIBbHON
BEPOATHOCTH

P=95%, npuk =2

Auanason Hpener OTHocHUTENbHAS
H3MEpeHni IIpenen MIPOMEKYTOUHOMN
Onpenensiemoe N pacimmpeHHas
MaccoBOMH MOBTOPSIEMOCTH | TPEU3HOHHOCTH
BEIIIECTBO o o HEOIPEIEIEHHOCTh
KOHIICHTPAIIVH, r, %, He Ooee Riro), %, HE U(X). %, re Goree
mr/m° ooiee >
I'excametmienguamun | ot 0,0005 mo o5 30 30
B BO3JIYIITHOM cpejie 0,002
PykoBogurens HHP,
JIUPEKTOP C.A. Cpruuk
OtBercTBeHHBIN HcioaauTeap HUP,
3aBeYIONINI JlabopaTtopueit
XpoMaTorpapuIecKux UCClIeI0BaHUN T.I1. Kpsimckast
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