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O01Iag XapaKTEePUCTHKA PA0OTHI
AKTVAJILHOCTDL TEMbI
OOnapyxxeHue mnpoaykToB TpaHchopmammu  orpasimsoomux — Bemecte  (OB) B

OMOJIOTMYECKUX M IPUPOAHBIX OOBEKTaxX IO3BOJSAET ycTaHaBIMBaTh (akThl npumeHeHus OB,
HaOmoxate 3a yreuko OB mpu uX XpaHeHHMH, a TaKKe pellaTh MHOTO Ba)KHBIX CMEXHBIX
npobaem. Pa3paboTka COOTBETCTBYIOIMX METOIOB OCIOXHEHAa HEOOXOAMMOCTbIO OOHApYXEHUS
MaJblX KOJINYECTB AHAIUTOB (10'9 I/MJI U HUXKE) U CIOXKHBIM COCTaBOM OOBEKTOB. 3aJayM 110
aHaJIM3y TaKHX 00BEKTOB OOBIYHO MCXOJSAT U3 CMEXHBIX 00JIaCTel HayKH, HallpUMEp METUIMHBI,
(apMaKkoJIOTUN U TOKCHUKOJIOTHH, TIOATOMY TpeOOBaHMSA K UyBCTBUTEIBHOCTH, CEIIEKTUBHOCTH U
MH(GOPMATUBHOCTU aHAJIM3a YCTAHABIMBAIOTCS HCXOAS M3 (DU3MOJIIOTUYECKON aKTUBHOCTH
M3y4aeMOro COEAMHEHUS H Tuma oObekTa aHamm3a. Jlnsg oOHapyXeHHs MPOIYKTOB
TpaHchopMau HeoOXoauMa pa3paboTKa ClIOCO00B BBICOKOUYBCTBUTEIBHOIO ONPEAEICHUS ITUX
COCTMHEHUM.

Jis pemieHust yka3aHHOM NpoOJieMbl NEPCHEKTHBHO HCIOJIb30BAaHUE COBPEMEHHOTO
rUOpUIHOrO  MeToJa  BBICOKOA((EKTUBHOM  JKMAKOCTHOM  Xxpomarorpadguum ¢  macc-
CHEKTPOMETPUYECKUM JIETEKTUPOBAHUEM (BOXX-MC, BDXX-MC/MC). Meron
XapaKTepU3yeTcs BBICOKOM CEJIEKTUBHOCTBIO M UYBCTBUTEJIBHOCTBIO, a TakKKe I103BOJISIET
[I0JIy4yaTh OOJBIION O0bEM MAacC-CIEKTPOMETPUUYECKUX JAHHBIX B XOJI€ OJIHOTO aHAJIW3a, YTO
o0ecrieynBaeT BBICOKYIO TOCTOBEPHOCTh aHaiu3a. Ilo cpaBHEHHIO ¢ Ta30BOM XpomaTo-macc-
cunektpomerpuerr (I'X-MC), npu ucnons3oBanuun BIXKX-MC 0TCyTCTBYIOT OrpaHUYEHHUS IO
JeTy4eCTH M TEePMUYECKOH CTAaOMJIBHOCTH  OINpPENEIseMbIX COEIUHEHUH, CYIIECTBEHHO
paclmpsieTcsl 1Mana3oH UCCleAyeMbIX coelnHeHui. brnaronaps mupokoMy Habopy cOpOEHTOB
st BOXXX-MC u 6osbiioit BapuabeslbHOCTH B BHIOOpPE COCTaBa MOJBMIKHBIX (ha3, TOCTUTACTCS
YHHUKaJIbHasi BO3MOXXHOCTh YIPABJIEHUSI CEJIEKTUBHOCTBIO PA3/IENCHUs COCAUHEHUH pPa3IUYHBIX
kjaccoB. Vcmonb30BaHWE Pa3IMYHBIX BApUAHTOB MOHU3ALIMHU, a TAK)KE IIMPOKHUE BO3MOKHOCTH
MIPOBEJICHUSI MAaCC-CIEKTPOMETPUUYECKOTO JETEKTUPOBAHUS IO3BOJSIOT JIOCTHraTh HU3KUX
npenenoB  oOHapykeHHusi, oOecreynBaTh BBICOKYIO CEJIEKTUBHOCTh (B psAle  ClIydaeB
Cneun(UYHOCTb) JETEeKTUPOBAHUSA, YTO OOeCreyrMBaeT BO3MOXKHOCTh pelleHUs Haubosee
CJIOKHBIX 3a/a4.

3HAUUTENIBHBIM OrpaHndYeHHeM Ipu ucnonb3oBanuun BOXX-MC ana onpenenenus
(U3MONIOrMYeCK! aKTUBHBIX BEIECTB, B TOM 4HCJE MPOAYKTOB TpaHcpopmanuu OB, sBisercs
Majioe YMCIIO0 pa3pabOTaHHBIX METOAMK (METOJl HEJABHO MCIOJIB3YIOT JJISl pElICHUs TaKuX 3ajad,
B omnuue oT ['X-MC), orcyrcTBHE OOIIMX MPUHIUIOB Pa3padOTKH TAKMX METOJMUK, a TaKkKe
npobiieMa MPUBSA3KU pPa3pabOTaHHBIX METOAMK K KOHKpPETHbIM mpubopaMm. Tak, CIOXKHBIN
MEXaHU3M MOHU3AIUH, MPOTEKAroIIel Ipu aTMOC(HEPHOM JaBlICHUH, JENAeT MOJIy4aeMylo Macc-
CIEKTPAJIbHYIO HH(OPMAIIMIO CHIIBHO 3aBHCUMOM OT KOHCTPYKLIMHU MpUOOpa.

[IpencraisieTcss BaXXHBIM CO3JIaHHE NMPUHLIUIHUAIBHBIX MOAXOI0B K pa3paboTKe METOIUK
ONpEACNCHUs] YKa3aHHBIX COEIMHEHUM, OCHOBAHHBIX HA 3aKOHOMEPHOCTAX YAEPKMBAHMS U
nonmzau B BOXX-MC, 00ycnoBieHHbIX (PU3NKO-XMMHUYECKMMH CBOWCTBAMHU 3THUX aHAJIUTOB.
Takue moaxoap! TOJMKHBI BKIIIOYATh MOJIyY€HUE CBEJIEHUH 00 0OIIMX MacC-CIEKTPOMETPUUYECKUX
XapaKTepUCTHKAX aHAJIMTOB, HApUMEP 3aKOHOMEPHOCTH (OPMHUPOBAHUSI Macc-CIIEKTPOB, Mallo

3aBUCAIIMEC OT KOHCTPYKIMM HMCTOYHHKA HWOHH3AlHU, 0COOEHHOCTEH IIOBCJACHHUS HOHOB



COEIUHEHUI B YCJIOBHUSX TAaHJIEMHOIO MAacC-CIIEKTPOMETPUYECKOTO HKCIEPUMEHTA, a TaKXKe
001111e 3aKOHOMEPHOCTH XpoMaTorpaduyecKoro MoBEASHUS P pa3esieHnH B yciaoBusx BOXKX.

CnucoK TOKCUYECKUX BELIECTB U MX MPEKYPCOPOB, AJISl KOTOPHIX JOJHKHBI OBITh CO3/IaHbI U
anpoOupoBaHbl HAJEKHBIE CIIOCOOBI OOHapykeHus, ykazanbl B [Ipunoxxenusx 1-3 Konenuuu o
3anpenieHud pa3paboTKU, MPOU3BOJACTBA, XPAaHEHUS U HCIOIb30BAHHUS XMUMHUYECKOTO OPYKHUA
K3XO. Otu [IpwiokeHus BKIIOYAIOT THICSYH XUMHUYECKUX COSAMHCHHI, B YACTHOCTH, OOJIBIITYIO
YacTh W3 HHUX COCTABIIIOT OPraHUYECKHE BEIIECTBA C Pa3IMYHBIMU (U3UKO-XUMHUYECKUMHU
CBOMCTBAMM: KHCIIOTHI, OCHOBaHHUS, COEAMHEHHUS C TIpyNIaMH, COJAEPKAIIMMHU TI€T€pPOaTOMBbI
docdopa, cepbl, MbIIbiKa, Gpropa w/mmmu xjaopa. B HacTosmielt paboTe B KauecTBE aHAIUTOB
BBIOpaHbl HECKOJBKO KIJIACCOB 3JIEMEHTOPTraHMYECKUX COCAMHEHUM, SIBISIOIIUXCS OCHOBHBIMU
MpoayKTaMu  TpaHchopMaluuud HepBHO-mapanutuyeckux OB (mumankunraypunel u = O-
ANKUIMETUI(GOCHOHOBBIE  KHUCIOTBI,  aJKWIPOCPOHOBBIE KHUCIOTHI), HIpUTa  (MPOTYKTHI
pasnoxkeHusi moj JehcTBUeM (epMeHTa [-1Has3bl, THOAUTIUKOJIEBAsS KHUCIOTa) M Jou3uTa (2-
XJIODBUHWJIAPCOHOBAasT ¥ 2-XJIOPBUHWJIAPCOHUCTAsT KHUCIOTHI), OO0JIaJalolMX CBOMCTBAMU
MOJIAPHBIX COEIUMHEHUH M OTHOCSIIMXCS K HEJIETYyYMM BEIleCTBaM. YKa3aHHbIE BeELIECTBa
SBIISIIOTCSL CTIEMU(UYHBIMA MapKepaMyd OCHOBHBIX KJIACCOB OTPABISIONIMX BEIIECTB, T.€. HE
BCTPEUAIOTCS B OKPYXKAIOILEH cpefie U CIIOCOOHBI COXPaHAThCS B OOBEKTaX aHalu3a B TEUEHUE
JUINTEILHOTO BPEMEHH, a TaKKe II0 CBOEMY HPOUCXOXKICHUIO SBISIIOTCS MPOIYyKTaMH
MIPEBPALICHUI OTPABISIOLIUX BEIIECTB.

Jlnia perieHusi ykazaHHOW 3aJaud paHee HCIOIb30BAINUCH MPEUMYIIECTBEHHO MeToabl ['X-
MC u I'’X-MC/MC, cyiiecTBeHHbIM OTpaHUYEHUEM KOTOPBIX ObLIa HEBO3ZMOXXHOCTH MPSIMOTO
oIpesiesIeHUs] BBICOKOMOSPHBIX MPOAYKTOB mpeBpamieHus OB. OcoOble TpyJHOCTH BO3HUKAIOT
IpU MCIIOJNBb30BAaHUM JAHHBIX METOJOB B AaHAJIM3€ CJIOXKHBIX OMOJOTMYECKUX U MPUPOIHBIX
oOpasuoB. Metonsl BOXX-MC u BOXX-MC/MC 1no3BoilOT peliuTh YKa3aHHYIO IpodiieMy,
TE€M CaMbIM IIPOBOAUTH 00Jiee SKCIIPECCHOE U YyBCTBUTEILHOE ONpEAeTiCeHNEe YKa3aHHBIX BEIECTB
B CJIO’KHBIX MaTpHIIAX.

[enab padoThl
Pa3BuTHe METOMYECKHX OCHOB BBICOKOUYBCTBUTEIIBHOIO ONPENETIEHUS OPraHUYECKUX U
AJIEMEHTOPTraHUYECKUX  COCJAMHEHHUN BBICOKOM  MOJIAPHOCTH, SIBJISAIOIIMXCA  MPOAYKTaMHU
Tpanchopmaruun OB, B OuoNOrMdyeckux marepuaiax M B OOBEKTaX OKPYKAIOIIEH cpeisl ¢
HCIOJIb30BAaHUEM METO/1a KUAKOCTHON XpOMaTo-Macc-ClIEKTPOMETPUH C PA3IMUYHBIMU CIIOCOOaMU
MOHM3AIMH B BApUAHTaX OJIHOMEPHOI U TaHAEMHOMN Macc-CIIEKTPOMETPHUH.

JlocTrkeHue NoCTaBIEHHOM LIEU NPeayCMaTPUBAIIO PEIICHHUE CIEAYIOIINX 3a1a4:

1. [Touck ycnoBuii XxpoMaTorpaduuecKoro pas/iejeH s B pa3TUYHBIX BapHaHTax (0OpalleHHO-
¢dazoBoM u ruapoduiabHoM) BIXKX ananmmza u XapakTepa HOHHM3AIMM W (parMeHTalUd B
YCIIOBHUSIX MAacC-CIIEKTPOMETPUUECKOTO aHallu3a C JJIEKTPOPACTIBUIMTENBHOW HWOHU3ALUEeH U
XUMUYECKONH WOHM3alued Tpu arMochepHOM maBieHHH NPOAyKTOoB TpaHchopmaruu OB:
IHATTKAITAypHUHOB U O-adKuiMeTHII(HhOCHOHOBBIX KUCIOT, alKMI(HOCPOHOBBIX KHCIIOT, a TAKXKE S-
(2-AMPTHIAMUHOATHIT) MeTmidochoHoTHOATA, S-(2-nuu30nponUIaMUHOITII)
MetuindochoHoTHOATA, 6uc(2-N,N-a13TuiaaMuHOATHI) AUCYIb(ria u 6uc(2-N,N-
JTUU30TPONIIAMUHOITUN ) IUCYIb(Guaa (MPOIYKTHl Pa3IokKeHHs HepBHO-mapanutudeckux OB),
MeTabOIMTOB UMPUTA, KOTOPBIE 00pa3yIOTCs B JKUBBIX OpraHU3Max IMoj aeiictBueM depmeHTa B-

JiIna3bl, TPOAYKTOB OKUCIUTCIBHOI'O THAPOJIN3a UIIPUTA B JKUBBIX OpraHu3Max U B 0pr>1<a}ome171
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cpene — THOAMIIUKOJIEBOM KHUCIOTHI, JBYX OCHOBHBIX MPOAYKTOB pa3JIOKEHUS JIOU3UTA
(XJTOPBUHUIIAPCOHOBOM M XJIOPBUHHUJIAPCOHUCTON KHUCJIOT) B OOBEKTAX OKPYXKAIOUIEH Cpelbl U
ounonpoobax.

2. Pa3paboTrka mMOAXOIOB K MPOBEACHUIO NPOOOMOATOTOBKM U  BBIOOp  yCIIOBUM
poOOMOATrOTOBKH, oOecneunBaromnuX dS()PEKTUBHYIO OUYHUCTKY OT MpPUMECEH, MeIaruX
OTIPEICIICHUIO0 MAaJIbIX KOJMYECTB AHAIUTOB, B OMOJOTHYECKHX JKUIKOCTSIX (MOUYe, KpOBH) U B
00BEKTaxX OKPYKAIOILIEH Cpe/Ibl (CTOUHBIX BOJAX, I0YBE, TAJIOM CHETE U Jp).

3. Cozmanue u ampobaiusi Crnoco0OB XpPOMAaTO-MacC-CIIEKTPOMETPUYECKOTO ONpEIeICHUs
npoaykToB Tpancopmaruu OB meromamu mpsimoro BOXKX-MC ananuza B OHOJOTHYECKUX
KHUAKOCTAX M OOBEKTaX OKpYKaolel cpeabl, HCKYCCTBEHHO 3arpsA3HEHHBIX MPOIAYKTaMU
Tpanchopmaruu OB, MO3BOJIAIONIMX HAJIEKHO BBIABISTEH (akT npuMenenust OB.

4. N3yuyeHue npoieccoB BbIBeICHUS MPOAYKTOB TpaHcopmanuu OB u3 xuBoro opranusma
mociie TMOJy4deHHs JabopaTOpHBIMU KpbicaMH HecMepTenbHbIX 103 OB  jans  oueHku
PETPOCIEKTUBHOCTH Pa3pabOTAHHBIX MOJIXOJI0B.

5. Pa3zpabotrka u ampoOaids PYTHHHBIX CIOCOOOB BBICOKOYYBCTBUTEIBHOTO CKPHUHHHTA
npoayktoB Tpanchopmammu OB B TpHPOMHBIX BOAAX METOJIOM KAMMIIIPHOTO 30HHOTO
anekTpodopesa.

6. Pacmmpenue BosmoxHocTelt meroga BDOXX-MC(/MC) nis oOHapyKeHUs CIIEJOB
COCIMHEHMH, ABISOIUXCA MpoAaykTamu Tpancopmaruu OB ¢ ucnonab30BaHUEM YIPOIIEHHBIX
poueayp TpoOOMOATrOTOBKH C MOCIHEAYIOUIMM CO3JaHUEM CTaHIApTU30BAHHBIX IMOAXOJOB JUIS
oTpeeNieHUs] COSMHEHHM Pa3IMYHbIX KJIACCOB B X0/I¢ €IMHCTBEHHOTO 1IMKJIAa aHAIIK3A.

HayuyHasi HOBM3HA

N3yueHsl 0CO0EHHOCTH Macc-CIeKTPOB MIEPBOTO " BTOPOTO nopsiiKa
AJIEKTPOPACTIBUIUTEIHFHON MOHU3AIMH W XMMHYECKOH MOHHW3AIUMK TPH aTMoc(epHOM JaBIeHUU
psana O-ankuaMeTuapochOHOBBIX KHUCIOT, aIKUIPOCHOHOBBIX KHCIOT, AUAJIKWITAYPUHOB, psija
NPOAYKTOB  TpaHcopmanuu  V-Ta3oB, THOAMIVIMKOIEBOM  KHUCIOTHI, psjia MPOAYKTOB
(epMeHTaTUBHOIO TpEBpallleHusl HIpHUTa (f-1Ha3Hble aJayKThl), XJOPBUHHIAPCOHOBOM H
XJIOPBUHUIJIAPCOHUCTON KUCIIOT.

YcTaHOBIIEHBI 0COOEHHOCTH YIEP’)KUBAHUS B YCIOBUSIX 00pallieHHO-(a30Boi XxpoMaTorpaduu
O-ankunmeTmnpocHoHOBBIX KHUCIOT, alKUI()OCPOHOBBIX KHUCIOT, IUAIKWITAYypUHOB, psia
NpOAYKTOB  TpaHcpopmanuu  V-Ta30B, THOIWIIMKOIEBOH KHCIOTHI, psla MPOIYKTOB
(epMEeHTaTUBHOTO TIpEBpAIICHUsI HWIpHUTa ([-THa3Hble aIIyKThl), XJOPBUHHIIAPCOHOBOW H
XJIOPBUHUJIAPCOHUCTON KUCIIOT.

N3yueHa peaxiys B3auMOACHCTBUS alKUIPOCHOHOBBIX KUCIOT ¢ M-OpoMpeHanuIdpoMuaIom.
N3yueHsl Macc-CreKTpbl MEPBOIO M BTOPOTO MOpPSAKAa AIIEKTPOPACHBUIMTENBHON HMOHU3ALUN U
XUMHAYECKON MOHU3AIMH IPU aTMOC(HEPHOM JaBICHHUH.

[IpennoxeHa cxema BBICOKOUYBCTBUTEIBHOIO OINpeaeiaeHus] MeTUI(OoCPOHOBOM KHUCIOTHI B
Bapuante ruapodunsHoil BOXKXKX-MC/MC B Buie TPOU3BOIHOTO C M-OpoMbeHaITnIOpOMUIOM.

W3yueHo paszeneHre XJIOPBUHIIAPCOHOBOW W XJIOPBUHHIJIAPCOHUCTON KHCIIOT B YCIIOBHSIX
KallWJUISIPHOTO 30HHOTO AJekTpodopesa. [lpemnoxkeH cnocod CKPUHWHTAa ATHX BEIIECTB B
00BEKTaX OKpYXarolllel Cpeabl METOJOM KalWUIAPHOTo siekTpodopesa. M3yueHo pasneneHue

AUATIKWITAYPUHOB B YCJIIOBUAX KaIIUJIJISIPHOTO 30HHOTO 3J'ICKTpO(bOp633. HpCI[JIO)KeHLI CXEMbI



CKPHHUHTA HAIKWITAYPHHOB B OOBEKTaX OKPYKAMOMICH Cpeapl METOJAMU KalMLUIIPHOTO
anekTpodopesa u BOXKXX-MC/MC.

[IpoBe/ieHa CpaBHUTEIbHAS OLICHKA PA3IMYHBIX CIIOCOOOB MPOOOMOArOTOBKYA 00Pa3oB MOYH
U TUIa3Mbl KPOBH, OCHOBAHHBIX Ha MCIOJIb30BAHUU COPOIIMOHHOTO KOHIICHTPHPOBAHHUS, & TaKKe
criocoba BBoJa mpoOsI mmocie pazbasienus (Texuuka «dilute and shooty). ITokazana BO3MOXHOCTB
CYIIECTBEHHOT'O YITPOIICHUSI IPOOOIOATOTOBKH.

[IpeuIokKEeHBl  XPOMATO-MACC-CIICKTPOMETPHUCCKUAE TOIXOAbI JUIS HW3YYCHHsS BBIBCICHUS
MeTabOoIMTOB 3apuHa, 30MaHa, VX 1 JIOU3UTA U3 )KUBBIX OPraHU3MOB Ha IIPUMEpE J1a00OPaTOPHBIX
KHUBOTHBIX (00pa3Lbl KPOBH U MOYH).

IIpakTH4yecKkasi 3HAYHUMOCTL

[Ipemioxen psix MOaX010B, HAPaBIeHHBIX Ha pa3BuTHe MeToa BOXKX-MC(/MC). Ocoboe
BHUMAaHHE YJEJIEHO TIOBBIIICHUIO UYBCTBUTEIBHOCTH U JKCIPECCHOCTH aHanmu3a. Taxxke
MpeaoKeH MyTh YHU(PUKALUU YCIOBHH ompeaeneHuss mnpoaykTtoB TpaHcopmaimun OB,
OCHOBAHHBIH Ha WCTIOJIb30BAHUHT YIIPOLICHHOM POOOIOTOTOBKH, MPOCTHIX
XpoMmarorpauyeckux CHCTEM C TOABKHBIMH (pasaMu  (UKCHpPOBAHHOTO cocCTaBa W
WCTIOJB30BAHUU PACIPOCTPAHEHHBIX THUIIOB XpOMaTorpaduyeckux KOJOHOK. IIpensoxeHsl
CHocOoOBI OBICTPOI TIPOOOITOATOTOBKH O00pa3OB OMOJIOTHYSCKUX MaTepuaioB (KpoBb, MoYa),
O00BEKTOB OKpYXKarolield cpenbl (MOYBBI M BOJABI), 0OECIEUMBAIONINE BOCIPOU3BOAMMOCTH U
MPaBUWJIBHOCTH aHATU3A.

[IpennoxxeHsl criocoObl BHICOKOYYBCTBUTEIBLHOTO OMPEICICHHUS:

- MetuiadochoHoBoi KucIoThl MeTtofoM ruapoduisHoii BIXKX-MC/MC B npupoaHbix
BOJIaX M DKCTPAKTaX MbUIE-TPYHTOBBIX CMecel ¢ mpenesniom oonapyxenus 200 nr/mi,

- 2-(N,N-auankunaMruHO)-3TaHCYTb(MOHOBBIX KUCIOT B MPHUPOAHBIX Bojaax MeromoM BOKX-
MC c npenenom oOHapy)eHUs 25 HI/MII,

- THOAMTINKONEBON KucioTel mMerogoM BIXX-MC/MC B Ouonornueckux oOpasnax u
MPUPOJHBIX BOAAX C npeaenamu ooHapyxkenus 50 u 10 HI/MJI, COOTBETCTBEHHO,

- NUHAKOMWIMETHI(HOC(HOHOBON  KUCIOTHI, H300yTUIAMETUI(POCHOHOBONH  KUCIOTHI,
U30MPONUIMETIII(HOCPOHOBON KHUCIAOTHI U ITUIMETHI(HOCHOHOBOM KHUCIOTHI B OHMOJOTMYECKHX
JKUJKOCTAX B BapuaHte oOpaimieHHo-¢azoBor  (ynpTpa)BOXX-MC(-MC) ¢ npenenamu
obnapyxenus 0,1, 0,4, 0,5 u 0,8 HI/MJ, COOTBETCTBEHHO,

- XJIOPBHHHJIAPCOHOBOW U XJIOPBUHUJIAPCOHUCTON KHUCIOT B OOpasliax KPhICMHOW MOYH —
MeroaoM BOKX-MC-MC 6e3 ucnonb30BaHus IepUBaTU3AIMH € TpeaenaMu ooHapyxenus 3 u 0.5
HT B | MJI MOYH, COOTBETCTBEHHO,

-1,1'-cynbponnnoduc-[2-(MeTuncynspuHII)ITaHa | u 1-metuncynbpunnn-2-[2-
(MeTHIITHO I TUICYIIb(GOHMI |3TaHa, a Takke 1,1’-cyabponnnouc|2-S-(N-aneTuucrenHmn) sTaHa]
B Mode MeTojoM BOXKX-MC/MC ¢ npenenamu obuapyxenus 0,05 — 5 aHr/mi,

- S-(2-muyTmnamuuosTHin)  MeTmiIdochoHOTHOATA, S-(2-auu30MPOTMIAMHUHOITHIT )
MmeTmidochoHoTHOATA, ouc(2-N,N- a3 THIaMHHOATHIT) AUCYIb(Ha u ouc(2-N,N-
JUHU30MPONMIIAMUHOATUI)JUCYIbraa B NpUPOAHBIX Boaax wmeronoM BDXX-MC/MC, c
npenenamu ooHapyxxenus 0,3 — 50 Hr/mi,

[IpeioskeHbl CKPUHUHIOBBIE CIIOCOOBI OOHApyXeHUs NMPOAyKTOB TpaHchopmanuu OB B

MIPUPOIHBIX BOJAX METOJOM KallWUISIPHOTO 3JieKTpodopesa:



- XJIOPBUHUJIAPCOHOBOH U XJIOPBUHIJIAPCOHUCTON KHCIIOT C TipeaenaMu ooHapyskenus 0,3 —
0,5 MKI/MJ1, COOTBETCTBEHHO,

- 2-(N,N-1manKuiaMuHO)3TaHCYIb(OHOBBIX KHCIIOT C MpeaeiaaMu OOHapyxkeHus 3 — 5
MKI/MJI.

YcTaHoBNeH BUJA pacnpeiesieHuss KOHIEHTpauui npoaykToB TtpaHchopmaiuu OB Bo
BPEMCHH [0 pe3yJibTaTaM aHajinu3a OHMOJOTHMYECKHX JKHUIKOCTeH IabopaTOpHBIX KPBIC TOCTE
WHTOKCHKAIIUN HepBHO-Mapanutudeckumu OB, wunputoMm u moumsutoMm. [loka3aHa BbICOKas
PETPOCTIEKTUBHOCTH Pa3padOTaHHBIX MOIXO0/IOB.

PazpaboranHbie  crOCOOBI  YCHENIHO TPONUIA  ampoOamui BO BpeMs IPOBEICHUS
opuUIIHaTBLHBIX U TPCHUPOBOYHBIX CPABHUTEIBHBIX TecTOB B 2010 — 2015 rr.

IToy10:keHNsI, BBIHOCHMbIE HA 3aIIMTY

1. Pe3ynbrarel u3ydeHUss MOHM3AIMH TMPOIYKTOB TpaHC(hOpMaluu OOEBBIX OTPABISIOIINX
BEIIECTB (Cepo-, MBIIBIK-, pochopcoaepx ammx 1 T.4.) U UX MPOU3BOJHBIX B YCIOBHUIX

AIIEKTPOPACHBIIMTEIBHON HOHHM3AIMM W XUMHUYECKOW HOHM3AaLMHU TPH aTMochepHOM

JTABJICHUH.
2. PesynbpTarel u3ydeHus QparMeHTAMH, WHULNMUPOBAHHON COyAapeHUEM, IPOIYKTOB
TpaHchopMmanuu ~ OOCBBIX  OTPABISIONIMX  BEIICCTB (cepo-,  MBIIIBSIK-,
dochopcoaepkamux u T.1).
3. VYcnoBus mpoOOMOArOTOBKH MPHU  OIpeaeieHuH MpoaykToB Tpanchopmanuu OB B

00BEKTax CI0KHOTO cocTaBa (MO4€e, KPOBH, 00BEKTaxX OKpY’Karolleil cpebl).

4, Croco0bI OTpe/Ie/IeHuUS:
- O-ankunmetundochoHoBbIX KUCIOT MeTogoM BIXX-MC B Ouonornyeckux
KHUJIKOCTSIX C UCIOJIb30BAHNEM TBEPA0(pa3HON IKCTPAKIUH,
- IPOAYKTOB (hepMEHTATUBHOI TpaHC(hOpMalMK UIPUTA B OMOIOTMYECKHUX JKUAKOCTSIX C
UCIIOJIb30BaHUEM TBEp10(a3HOM IKCTpaKIUY,
- O-ankunMeTunocPOHOBBIX KHUCIOT U MPOAYKTOB (DEPMEHTATUBHOM TpaHchopMaluu
unpura B Ouosormyeckux >xkuiakoctsx merogoMm BOXX-MC/MC c¢ ucnonb3oBaHUEM
BBOJIa ITPoOKI mociie pazdasienus (texHuka «dilute and shooty),
- IKWITaypUHOB B IPUPOJHBIX Bojax MeroaoM BOXKX-MC,
- MeTHII(HOoCcHOHOBOM KUCIOTH U ATKUIMETUI(POCHOHOBBIX KUCIOT B MPUPOIHBIX BOAAX
U TPYHTO-TIBUIEBOM cMecu MeToJioM ruipodminbHoil BOXXX-MC/MC ¢ npenBapuTenbHON
JepuBaTU3anuei ¢ n-opoMdeHanundpomMoaom,
- THOJUTJIHMKOJEBONH KHUCIOTHI B OHOJOTMYECKHX JKUAKOCTSIX W TPUPOIHBIX BOJAX
metogqoMm BIXX-MC/MC c¢ wucnonb3oBaHMeM BBoja MpoObl Mocie pa30aBieHUs
(rexuuka «dilute and shooty),
- 1,1'-cynbponnnoduc-[2-(metuncynbdunmn)itana] (CBMCD) u 1-meTuncynbhuHmI-2-
[2-(MmeTunTHo)sTHICYIB)OHMIT|3TaHA, a TaKxXe 1,1’-cynbponunnduc|[2-S-(N-
aleTUIIMCTEUHI) 3TaHa] B Moue MeTogaoM BOXX-MC/MC ¢ ucroiab30BaHHEM BBOJIA
npoOsI nociie pa3dasienus (Texuuka «dilute and shoot») u TBepa0ha3HO# IKCTpaKIHH,
- S-(2-muyTHnamuuodTHI)  MeTHiIdochoHoTHOATA,  S-(2-AMHU30IPONHUIAMUHOITHII)
metmidochonornoara,  O6uc(2-N,N-gustunamunostun)aucynbpuna u  Ouc(2-N,N-
JTUU30IPONMIIAMUHOA TN ) IUCYIb(duIa B IPUPOAHBIX Bojgax metogoM BOKXX-MC/MC.
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o. CXeMbl CKpUHHHTA!
- TPOLYKTOB XJIOPBHHHJIAPCOHOBOW W  XJIOPBHHUIIAPCOHHUCTOM KHCIOT ~METOJO0M
KaIJUIIPHOTO 3JIEKTpohope3a B IPUPOIHBIX BOIAX
- QIKWITAYPUHOB METOJOM KalMUISIPHOTO 3JIEKTPOGOpe3a B IPUPOIHBIX BOJAX.

Anpooanusg padcoTsbl 1 NVOJINKALMHA

PesynbraTsl Hccae10BaHUN JOKIAIBIBATIMCH HA CISAYIOIIUX HAYYHBIX KOH(PEPEHIHIX:

International Congress on Analytical Sciences (Mocksa, Poccus, 2006), International
conference «Euroanalysis» (Auteepnen, benbrus, 2007), European Conference on Analytical
Chemistry  «Euroanalysisy  (Mucopyk, Austria, 2009), Bcepoccuiickas KoH(pEpEHIUSI
«AHanuTHueckas xpoMarorpadus U KanwuBsIpHbIN dekTpodopes» (KpacHomap, Poccus, 2010),
36™ International Symposium on Environmental Analytical Chemistry, (Pum, WUtams, 2010),
IUPAC International Congress on Analytical Sciences (Kuoto, Slnouus, 2011), 36™ International
Symposium on High-Performance Liquid Chromatography and Related Techniques (bymanermrr,
Benrpus, 2011), IV MexayHapoaHblii MOnoaeKHbINA MeauIMHCKUM KoHrpece (CankT-IlerepOypr,
Poceus, 2011), “8™ annual LC/MS/MS workshop on environmental application and food safety”
(bapcenona, Ucnanus, 2012), «JlomonocoBckue uteHusi» cexkuus «Xumus» (Mocka, Poccus,
2013), The Colloquium Spectroscopicum Internationale XXXV (Tpomce, Hopeerus, 2013), 1™
International Conference on Urine Omics (Kamapuka-Anmana, Ilopryramus, 2013) IV
Bcepoccuiickuii cuMIo3uyM ¢ MEKAYHApOJHBIM yyacTHeM «PazneneHue U KOHLIEHTPUPOBAHHE B
aHanuTudeckoi xumuu u paguoxumun» (Kpacuonap, Poccus, 2014). Ceanmoii cbe3n BMCO, VI
Bcepoccuiickas koHpepeHLHs C MEXIyHapoAHbIM ydactueM «Macc-ciekTpoMeTpus U ee
npuknagEbie npobuemen» (Mocka, Poccms, 2015), 10" Balaton Symposium on High-
Performance Separation Methods (ILlnodox, Benrpus, 2015), X Beepoccuiickasi KOHpEpeHIIUS 110
aHaIM3y 00BEKTOB OKpYsKarollen cpeabl «IkoaHanmuTuka-2016» (Yrauu, Poccus, 2016).

BxJsaa aBTopa

Bxutag aBTopa B paboThI, BEIOTHEHHBIE B COABTOPCTBE U BKIIOUEHHBIE B AUCCEPTAIIMIO, COCTOUT
B 00111e}1 TOCTAaHOBKE 33]1a4, HEMOCPEACTBEHHOM YYaCTHUU B DKCIIEPUMEHTAIbHBIX UCCIEIOBAHUSAX,
oOcyxaeHnn u  OQGOPMIICHWH TIOJYYCHHBIX pe3ylIbTaTOB U  OOOOIIEHHH PE3yJIbTaTOB
HCCIICIOBAHNM.

Hvﬁ.]]mcam/m pe3vJabTaToB

Martepuansl quccepTaluy onyonukoBaHbsl B 17 cTaTbsax u B 6osee yem B 20 Te3ucax J0KIa10B.

CTpPYKTYPA ¥ 00bEM padOThI

I[I/ICCCpTaI_II/ISI COCTOHUT M3 BBCIACHUA, 0630pa JIMTCPATYPHI, 5-TH TJaB C O6CY)K,Z[CHI/ICM MOJIYYCHHBIX

pe3yabTaTOB, BBIBOJOB M CIHCKAa LUTUPYEMOH nureparypbl. Pabora u3noxeHa Ha 277 cCTpaHHUIAX

TeKcTa, coaepUT 83 Tabnuikl u 137 pUCYHKOB.

OcHoBHOe coaepxaHue padoTbl
B nmepBoii riiaBe npejicrasieH 0030p IUTEPATyphl, B KOTOPOM ONHUCaHbI MyTH TpaHchopmaiuu OB,

PacCMOTPEHBI M CHCTEMATH3UPOBAaHBI DPAOOTHI, TOCBSIICHHBIC WCCICIOBAHUAM OOHAPY)KEHUS U

orpezeneHusi OCHOBHBIX kilaccoB OB (HepBHO-mapanutuyeckux OB, CepHUCTBIX U a30TUCTHIX UIIPUTOB,

MbIIIbSK-copepkaiux OB) M MpoayKTOB MX pas3iokeHuss B OOBEKTaX OKpyKarolled cpeabl U

OMOJIOTMYECKHX KUIKOCTSIX KUBBIX oprann3mMoB MeronamMu BOXKX u I'X.

Bo BTOpOfI riaaBe JuccepTaiuru MEPEUYUCICHBI pEAar€HThbl U armaparypa, KOTOPbIC IIPUMEHAINCH B

XoJle wuccienoBaHus. B paboTe ucCHonbp30BamM Cleayrooliee XpoMarorpaduieckoe 00O0pyIoBaHUE:
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http://istina.msu.ru/conferences/1777494/
http://istina.msu.ru/conferences/864583/
http://istina.msu.ru/conferences/1486372/
http://istina.msu.ru/conferences/1486372/
http://istina.msu.ru/conferences/4490462/

KUJKOCTHBIH Xpomarorpad ¢ Macc-cnekrpomerpudeckuM nerektopom LCMS-2010A (Shimadzu,
Anonus), cucreMa KanmuusipHOTo AekTpodopesa «Kanenb-105M» («JIromakey, Poccust), xuakocTHOM
xpomarorpad Agilent 1100 (CIIA) ¢ MC-MC naerekropom Varian 1200 (CIHA), , XKHAKOCTHOMR
xpomarorpad Ultimate 3000 (Dionex, CIIIA) ¢ ruOpuaHBIM TaHAECMHBIM MacC-CICKTPOMETPHUCCKUM
nerekropom Q TRAP 3200 (AB SCIEX, Kananga), mMacc-CIeKTpOMETp THIIA «HOHHAs JIOBYIIKAa»
Amazon SL (Bruker, I'epmanusi).

B pabore ucnonps3oBanu cienyromue xpomarorpaduueckue koiaonku: Kromasil 100 C18 (1.0x250
MM), nuametp 3epHa copberra 5 MM (HiChrom, BenukoOpuranus), Sinergi-HydroRP (150%2,1 mm),
auamerp 3epHa copbenta 5 mxm (Phenomenex, CILLA), Synergi Polar (250x2 mwm), nuamerp 3epHa
copbenta 4 mxm (Phenomenex, CIIIA), Acclaim C18 (250 x 2 mm), nuamerp 3epHa copdeHTa 2.2 MKM
(Dionex, CIIIA), Sinergi Polar (150x2 mm), nuamerpa 3epaa copbenra 4 mxm (Phenomenex, CIIIA),
Zorbax Stable Bond C-18E (150x2 mm), muamerpa 3epHa copoenta 5 mxm (Agilent, CIIIA), Zorbax SB-
C18 (150 x 4.6 mm), quametp 3epHa copbenrta — 1.8 mxm (Agilent, CIIIA) kBapiieBble KauUIAPbI IS
K39 ¢ nonmBHHUIOBBIM NOKPBITUEM BHYTPEHHUM AuaMeTpoM S50 u 75 MKM.

Tperbsi ri1aBa mocesmieHa pa3zpaboTke crnocoOoB ompeneneHus O-ankuimeruinpochoHaToB -
MIPOYKTOB THAPOJIN3A 3apuHa, 30MaHa, VX 1 RVX B 00beKTax OKpYKaOIMIEH CPeibl i OMOIOTHISCKUX
o0beKTax, a Takke nuankuitaypuHoB (Puc. 1) - mpoaykToB okucInTenbHOM Tpancopmanmu V-ra3oB —

HepBHO-nIapanutuyeckux OB merogom BOXKXX-MC u K33-YO.

o) 0 0 o //o O\S//
I Il I ~g o
H,C—P—OH HyC—F—OH HyC—h—OH Vi 0
o Fa
Cl)H H3C\/O HsC 0 _CH; NH' CH3
-
CHs CH, H,C
MK 3SMeK uMpMeK OMT 3T
o}
I I e o_ 4
HyC—h—0A Hac—F"—OH N ~¢ cH
/M 3
HiC. O HyC.. O & o \L J\
ICHB j/ |\||-|+/\/CH3 NHo o CHa
HsC CH3 HaC
HaC HaC CH;
MHMDK I‘IEyTMGJK
ant aouT

Puc. 1. Crpykrypnsbie ¢popmyasl O-ankuniamernigochonaros u guajikuiaraypuios. MOK —
MetwigocponoBasi kuciaora, IMPK - stua meruiadochonoBasa kuciaora, ullpMPOPK -
usonponus Meruiadochonosass kucjaora, [InHMPK- nunakonun mermiapocoHoBasi KHUCIOTA,
ubyTM®K - wm3odyruamerniadochonoBas kuciaora, AMT - 2-(N, N —aumerniamuHo)-
yTaHcyJb(ponoBas kuciaora, 9T - 2-(N, N —mm3Tuinamuno)-srancyiabdonoBasi kuciaora, AT - 2-
(N, N —aunponuinamuuo)-3TancyibpornoBas kuciaora, JUT - 2-(N, N —quu3zonponujiamMuHo)-
3TaHCyJIb(OHOBASI KHCJIOTA.

Omnpenenenue auankwiITaypuHoB MmeroaoM KO3I. PaspabarteiBanu npocTy0 CKpPUHHHOTOBYIO
METOAMKY OIpEeNeH!s] TUATKUITAYpUHOB METOAOB KaMMUIIPHOTO 3JeKTpodope3a ¢ MNpsSMbIM
CHEKTPO(QOTOMETPUUECKUM  JI€TeKTUpoBaHUEM. Jlns  JOCTHKEHHS HEOOXOJMMBIX IapaMeTpoB
paznenenus (OPPEKTUBHOCTH M CEJIEKTUBHOCTH), HEOOXOJMMO BapbHUPOBATH COCTAB BEIYIIETO
AJIEKTPOJINTA, pabouee HANPsDKEHUE, TaKXKe BIUSIOIIEee Ha CKOPOCTh MepeMEIleH!s] aHHOHOB, U TUAMETP

Kanwuisipa.



JUi1 COOTHECeHMs IHMKOB KOMIIOHEHTOB AaHAJIM3UPYEMOM CMeCH, aHAIU3UPOBAIN PaCTBOPHI
WHIMBUYAIBHBIX KOMIIOHEHTOB. Ha puc. 2 mnpeicTaBieHO HaJoXKEHHE 3JeKTpodoperpamm
WHIMBUIYAIBHBIX ~ KOMIIOHEHTOB M  3JIeKTpodoperpaMMmbl  MojaeidbHOM  cmecu. Ha  Bcex
aIeKTpohoperpaMmax MPUCYTCTBYET MUK CO BpeMEHEM MHrpauuu 4,8 MUH, KOTOPbIM BBIXOAUT Mepes
nukoM JIUT u He 3aBHCUT OT KOHIIEHTPALUU aHAJIU3UPYEMbIX KOMIOHEHTOB. [losiBieHue 3Toro nuka
UMeeT cucTeMaTtudeckyro npupoxay. [lostomy onHoi U3 3a1a4 npu BEIOOpE YCIOBUI pa3aeneHus Obuia
3ajjauya YCTPAHEHUs MEIIAIOIIEro BIMSHUS 3TOrO MHKa. BhIOpaHHBIE YCIOBHUS MO3BOJIIOT MPOBOAMUTH
CEJICKTUBHOE pa3/IelIeHUe TUAIKUITAYPUHOB B CMECH.

Jlis BbIOOpa ONTHUMAIBHBIX YCIOBUH NPSAMOrO JETEKTUPOBAHUA U IOCTPOEHMsI CIIEKTPOB
MOTJIOIIEHUS] AHAIM3UPYEMBIX KOMIIOHEHTOB OBUI  3aperHCTPUpPOBAaH psiA  dIEKTpodoperpaMm
YEeTHIPEXKOMIIOHEHTHOM CMeCH AMAIKUITAypUHOB B IMana3oHe AauH BojH oT 190 1o 235 HM ¢ marom 5
HM. [Ipu yMeHbIIeHUU JUIMHBI BOJIHBI HApsAAy ¢ HHTEHCUBHOCTBIO AHAJTUTUYECKOT0 CUTHAJIa BO3pACcTaeT
1ryM 0a30BOM JIMHMH, YTO OOYCIIOBJIEHO MOIJIOIIEHHEM BOJbl MU PACTBOPEHHOIo B Hell kuciopona. C
YMEHBIIIEHUEM JUIMHBI BOJIHBI JIETEKTUPOBAHHUSA, YBEJIWYEHHE IlIymMa MPEBATUPYET HaX POCTOM
ONTUYECKON IUIOTHOCTH, MOATOMY IpH JeTeKTUpoBaHMU B obOmactu 190 - 195 HM cooTHoueHue
CUTHQJI/IIYM HE JOCTHraeT MaKCHUMalbHOTro 3HaueHus. OpHako B pailone 200 HM morjouieHue
BEAYIIETO DJEKTPOJIUTA CYLIECTBEHHO CHIKEHO, KO3()(UIMEHThl ONTHYECKOM SKCTHUHKIMU
ATKUJITAYPUHOB €IIe JOCTaTOYHO BHICOKM. TakuM 00pa3oM, ONTHMANIbHBIE PE3YIbTaThl JTOCTUTAIOTCS
IIpY HWCHOJIb30BaHUU JUIMHBI BOJHBI 200 HM, 4YTO COBIAJAET C JUTEPATypHBIMU JAHHBIMH IPU
OIpeJIeJIEHUH TaypHHa.

Hcnonp30Bany ruipoJuHaMUYecKUil BBOJ IpoObl. BBOJ MpoOBI OCYIIECTBISIM 1O JaBICHUEM 25
MOap B TeueHue S5 ¢ (125 mbapxc), UCXOMsd W3 HAWIYYIIETO MOJTYy4aeMOIro COOTHOIIEHUS CUTHaJIa U
¢ dexTuBHOCTH pazjeneHus. Iloka3aHo, YTO NpU OTCYTCTBUM CHIJIBHOTO BIIHMSHUS KOMIIOHEHTOB
MaTpullbl, yBeTU4YeHHE 00beMa BBOJUMON MPOOBI MOXKET OBITh MCHOJIB30BAHO IS JIOTIOJIHUTEILHOTO
MOBBILICHUSI UYYBCTBUTEJIBHOCTH onpeneneHus (BmioTe a0 500 wmbapxc ¢ COMyTCTBYIOLIUM
yMeHbIlIeHneM 3PpGEeKTUBHOCTH pa3JielieHus B 2-3 pasa).

IToxazaHoO, 4TO yMEHBILIEHNE HANPSHKEHUSI IPAKTUYECKU HE BIIMSET HA CEIEKTUBHOCTD pa3JelICHuUs,
“pactsruBas’ 3JekTpodoperpaMMy Mo ocu BpeMeHH. CTOUT OTMETHTh TakKe BO3pacTarollee
uckaxxenue nuka JIUT npu ymenepmienun HampsbkeHus. IlokazaHo, 4TO KOHILIEHTpauust OOpaTHOTO
Ooydepa (pH 8,85) mpakThuecku HE BIUAET HaA pa3pelIeHHe TUKOB, OJIHAKO C YBEJIWYEHHUEM
KOHILIEHTpAllUK, IO CpaBHEHMIO ¢ HMcxonHOM 20 MM, NpPOMCXOAWT HM3MEHEHHE NOpsAIKa BBIXOJA
Menlaroero cucreMuoro nuka u nuka JAWT, npu konnentpanuu 30 MM OHM HakJIaapIBatOTCS APYr HA
npyra, a npu KoHuneHtpaiuu 40 MM BeIxoasT B oOpaTHOM mnopsake. Kpome Toro, mpu yBennyeHUU
KOHIEHTPALMU BEAYIIETO JIEKTPOJIUTA CUJIBHO BO3PACTAET 3HAYCHHE IEKTPUUYECKOTO TOKA, TEKYIEro
qyepes KaluusIp.

Takum 00pa3oM, yMEHbIICHHE HANpsHKeHHs (yBEIHMUEHHE HAIpPsDKEHUS HEBO3MOXKHO COTJIACHO
pabounM XapakTEpPUCTHKaM MPUOOpa) W YBEIWYCHUE KOHIEHTPAIIMM BEAYIIETO JJICKTPOJIUTA HE
OKa3bIBAIOT ’KEJIAEMOT0 BIMSIHUS HAa KapTUHY pasfeneHus. Mccnenyemple BemecTBa SBISIOTCS cl1a0bIMU
OpPraHUYECKUMHU KUCIOTaMH, I03TOMY Ha JIEKTPO(HOPETHUECKYIO MOABUKHOCTH KOMIIOHEHTOB 0O0JIbII0E
BIUSIHUE JOJDKEH OKas3blBaThb pH pacTBOopa BeIylIEro 3J€KTPOJIMTA, TaK KaK IPU €ro pasIndHbIX

3HAYCHHSIX MOXXET MEHSATHhCS N0 A(PPEeKTHBHO HWOHU3MPOBAHHOU (JETTPOTOHMPOBAHHON) (GOpMBI
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BemecTBa. s u3ydeHus: 3aBUCUMOCTH UcXOoaHbIN 20 MM Gopathsiii 6ydep (pH 8,85) noBogmmm no pH
8 comsHoit kucnmoro m mo pH 9,45 m 10,0 1 M pacrBopom NaOH (puc. 3). Kak BugHO u3
MPEJCTaBICHHBIX AeKTpodoperpaMM pH, BeAyIIero aIeKTpoanTa CynieCTBEHHO BIUSET Ha pa3JieieHue
UCCIIEYeMbIX ANKHITAYPHHOB, U3MEHSISI BPEMsI MHUTPALMU M Pa3pelICHUE MUKOB, YTO COTJIACYETCS C

aM(pOTEepPHOU MPUPOJION UCCICTYEMBIX COSTMHEHUH.

2]

min

Puc. 2. HajoxeHnue 3jeKTpodoperpaMM pacTBOPOB HHIAMBUAYAJIBHBIX JAUAJIKHJITAYPUHOB
(konuentpanusa 50 mr/a) u ux cmecu (konuentpamus 100 mr/m) B ogHom macmrade.

" A9T EMT """
)
| AMT
’ pH9,45
i_
ant ﬂ
O N R R L
S Clmmas S S —_— |
AR AMT ' | ‘
I N pH 8,0

*%”ﬂfﬂﬂm$w i .

a 5 e 7 2 B 10 1
mn

Puc. 3. HajnoxeHnune 3jiekTpodoperpamMm, NmoJy4eHHbIX NPH pa3ju4HbIX 3HadeHusix pH 20 MM
oopatHoro 0ydepa, B o1HOM MaciTaode.

VBennuenne pH Beaymero 5i€KTPONMTA IO3BOJIWIO YIAIUTh MEIIAIOIIEE BIMSHUE IIHKA
cucteMHol npupons! nepen nukoM JIMT, a xapakrepuctuku nuka JIUT cymecTBeHHO yiIydIIMIINCH,
YTO MOXXHO OOBSCHHUTH Oojiee TMOJHON MOHM3auued B pacTBope. Hammyuimas kapTHUHa pasjeneHus
nonydyena npu pH 9,45, Takoit paGoumii OydepHBIii pacTBOp HCIONB30BATH B JalbHEHIIEH padore.
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W3ydyeHo pasneneHne cMecH IUANKWITAYpUHOB HA KaNWJUIApE C BHYTPEHHUM auaMeTpoM 50 MKM.
[TokazaHno, 4TO AMaMETp Kamwuisipa B JAHHOM cCllydae HE BIMSET HAa KApTUHY pasjeneHus. Bpewms
YMEHBILIAETC MEHEE YEM Ha MUHYTY, & UyBCTBUTEJIBHOCTh JETEKTHPOBAHUS IAJaeT MOYTH B 2 pasa.
Kanumnsiper  auamerpom Oosnee 75 MKM B paboTe HE HCIOJIB30BAIM B CHIY HUX Maloil
pacnpocTpaHEHHOCTH B IPAKTUKE METOAA.

TaﬁJmua 1. MeTPOHOFI/I‘lQCKI/Ie XapaKTEePUCTUHKHU pa3p360TaHHOF0 nmoaxoaa

JAunana3on
YpaBHeHue Mpenen
5 onpeaeasieMbIX Sy,
BemecTBo rpaydupoOBOYHOI0 r o0HapYy:KeHUsl, N
KOHIIEeHTPAaIuid, %
rpajguka M/
MKTI/T

JIMT S, =0,281 xC, 0,99 5 10-250 6
JO2T S, =0,346 xC, 0,99 3 5-250 )
AT S, =0,306 xC, 0,99 3 5-250 4
JUT S, =0,324 xC, 0,99 3 5-250 5

B BbIOpaHHBIX YCIOBHSAX MOJYy4€Hbl 3JIEKTpO(OperpaMMbl M IOCTPOEHBI I'PaIyUPOBOYHBIC
3aBUCHUMOCTH JJISl CTaHJAPTHBIX CMECEH, COIep)KalUX YETBIPE HCCIENYyEMBIX NUAIKWITaypuHA, B
nuarna3oHe KoHmeHTpamuid 5—250 mkr/mut. PaccumTanbl mpenensl 0OHAPYKEHUS W METPOJOTHICCKUE
XapaKTEPUCTUKU pa3pabOTaHHOIO moaxoja (Tada. 1).

Onpenenenue auankuaraypunoB Merogom BIKX-MC. Jumeruntaypun (AMT), 2-
(IMPTUIAMUHO)-3TaHCYTb(POHOBYIO  KuciaoTy  (mmdtwiraypun,  JA9T),  2-(aumponmiamMuHO)-
3TaHCYIb(POHOBYIO KucCIOTy (aunponuiaraypud, JIIT) u 2-(qum3zonponuiaMuHO)-3TaHCYIb(OHOBYIO
kuciaoty (auuzonponunrayput, A1T) 3To nponykTsl okucauTeabHoi Tpancopmaruu OB kmacca V-
ra3oB, KOTOpbIE NPEACTaBISAIOT COOOM HelleTydhe OpraHHMYeCKHe BEIeCTBa MPOSIBIISIOLINE CBOMCTBA
caObIX OPraHUYEeCKUX KHUCIOT (10 Cyab(dorpymme) u ciaabblX OCHOBAaHMM (32 CUET MPOTOHUPOBAHUS
aroma a3otra) B Bapuante BOXKXX-MC s cozmaHus apOMTpakHOTO MOAXOJAa K OMNpeAETIeHUIO
UCCIIelyeMbIX COEJIMHEHHM Ha HHU3KOM YpPOBHE cojepKaHuil (Hr/mi). J{MankuiaTaypuHbl NPOSIBISAIOT
CBOMCTBA OpPraHMYECKUX OCHOBAHHWI CpeJHEW CHIIbI, JIETKO IPOTOHUPYIOTCS B CIa0OKUCION cpene,
o0pa3yst OJIOKUTENBHO 3apsyKEHHBIE HOHBI, a TAaKXKe MOTYT 00pa30BbIBaTh OTPULIATEIBHO 3apSKEHHBIE
MOHBI 3a CUET JCNPOTOHUPOBAHUS CYIb(POrPYIIIL.

Jns  BeIOOpa ONTUMANbHBIX YCIOBUH JIETEKTHPOBAHUS MacC-CHEKTPOMETpa CpaBHUBAIU
MHTEHCUBHOCTU OTKJIMKOB JETEKTOpa MPHU HCCIEOBAaHUM CTaHJAPTHBIX PACTBOPOB TUAIKHITAYPUHOB
(KOHIIEHTpal¥si KOMIIOHEHTOB 1 MKr/mut). [[ist cpaBHEHMsI OTHOLIEHUI CUTHAJ/IIYM, JOCTUTAeMbIX MPH
HCIOJIb30BAaHNN Pa3HbIX BapUAHTOB MOHU3ALMU M IOJIIPHOCTH, MCIIOJIB30BAIM TUIIMYHBIE MapaMeTpPbl
paboThl Macc-CIIEKTPOMETPUUECKOT0 JETEKTOpa, pPEeKOMEHJyeMble mpousBoautenem. [lns BeiOopa
XapaKTePUCTHUUHBIX HOHOB B PEXHME pPETUCTPALUU BbIIECJIECHHBIX HMOHOB JJIsi JETEKTHPOBAHUS
JIUANIKUITAypUHOB U3y4alld Macc-CIeKTpbl, noirydaembie B yciaoBusx XUAJ (+) (puc. 4) u BeiOupanu
IIUKM MOHOB, UMEIOIIKE HauOOJBIIYI0 MHTEHCUBHOCTb. B criekTpax BcexX AMaIKWITaypHHOB HauOoJjee
MHTEHCUBHBI CUTHAJIBI IPOTOHUPOBAHHBIX MoJekyd, it JMT u 19T ¢parmenTtanus He3HAYUTEIbHA
(Ha CIieKTpe MPHUCYTCTBYIOT MOJEKYJISIpHbIC HOHBI ¢ M/Z 154 u 182), a B ciiywae AT u JJUT B macc-
CIIEKTpax MPUCYTCTBYIOT HOHBI-TPOAYKTHI, 00pa3yIOIIMECs MPH OTINEIUIEHUH cynbdorpymimsl (m/z 128).
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Macc-cniektper JAIIT u JJUT, sustonuxcst ©30MepaMu, OY€Hb MOX0XKU. B Tabmuie 2 mpencraBieHbI

BbIGpaHHBIe XAPAKTCPUCTHYHBIC HOHBI JJIA KaXX10I'0 BCUICCTBA.
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Puc. 4. Macc-cneKprl XHMHYECKOii HOHU3AIUM NPHU aTMOC(PepHOM TaBJIEHUU (no.l{omi/lTe.nLHble
uonsnl) IMT (a), AT (b), AT (¢), AUT (d).

Jlns Bcex McciaenyeMbIX COSAMHEHU MaKCUMalbHOE COOTHOLICHHE CUTHAJ/IIYM JOCTHUTaeTCs Mpu
UCIOJIb30BAHUN KHUCTBIX TOJBMKHBIX (a3, a BeIUYMHA aHAIUTHUYECKOTO CHTHala JOCTUraeT
HauOombIIero 3HadeHust npu pH 5,4 w mamo MeHsieTcsl TpHW JalbHEHIeM CHrbkeHuu pH, 4To, mo-
BUUMOMY, CBSI3aHO C POCTOM H JOCTHXKEHHEM IIOCTOSHHON BEIWYMHBI MOJBHOW  JONU
MIPOTOHUPOBAHHBIX MOHOB B Kuciol cpene. [IpoBoaunu pa3paboTKy yclnoBHil xpomaTorpaduueckoro
pasneneHus JUANKWITAypUHOB. brarogaps Hamuuuio TUAPOPOOHBIX aJKUIBHBIX PAIUKAIOB B
CTPYKTYpE, AUAIKUITAYPUHBI YIEPKUBAIOTCS B YCIOBUSAX oOpaieHHo-¢hazoBoit BOXX, mpu stom
JIOCTUTaeTCsl BBICOKAs CENEKTUBHOCTh pa3eneHus. i pa3aeneHus NoJISpPHbIX OPraHUYEeCKUX BEIECTB
C yMepeHHOW TruApoPOOHOCTHI0 HUCHOIB3YIOTCS KOJOHKM C TEXHOJOTHEH OJHJKENHHTra, HarmpuMmep
Zorbax Stable Bond C-18E, xoTopyro HCMoNb30BaiK B HAacTOAMICH paboTe. PaHee mokasaHo, 4TO JUis
ONTUMAJIBLHOTO BBIXOJa TI0 MOHM3AIMU HEOOXOIMMO HCIOJb30BaHUE CIA00KHMCIBIX MOJBMKHBIX (a3.
Opnako 4YTOOBI AMANKUIATAYPUHBI YACPKHUBAIUCH HAa OOpamieHHO-()a30BbIX KOJIOHKAX, HEOOXOAUMO
UCIIONIb30BaTh Takoe 3HaueHne pH moaBukHON ¢asbl, MpH KOTOPOM  AHAIUTHI CYIIECTBYIOT
MPEUMYIIECTBEHHO B He3apsokeHHoU (opme. lanHoe ycnoBue obecneunBaetcs npu pH 5,4, B aTux
YCIIOBHSIX TOCTUTAETCs mpuemiieMast 3pGeKTHBHOCTh HOHU3AIIUN JUATKUITAYPHUHOB.

Tadnuua 2. XapakrepucTHYHbIE HOHBI /151 00HAPYKeHHA IHAJTKWJITAYpHHOB B BapuanTe BIKX

€ MacC-CNEKTPOMETPHYECKHM 1eTeKTHPOBAHUEM
Coennnenue XapakTepucTHYHbI HOH, M/Z
AMT 154
2T 182
JIT 210
JUT 210

[Ipu wucnonb3oBanuu mOABWXKHOM (asel ¢ pH 5,4 pocturarorcs HeoOXoAWMble 3HAUYEHUS
xpoMatorpaduveckux mapameTpoB (K03(DOHUIMEHTHI EMKOCTH HaxOAATCs B Juama3oHe 2-7),

yAEep)KUBAHUE PEATU3YETCs MPEUMYIIECTBEHHO 3a cueT ruApodoOHBIX B3aMMOJCHCTBHM, HAOII01aeTCs
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XOpoIIasi CEIEeKTHBHOCTh pasfeieHus. Takum o0pa3oM, HCIOIb30BAaHUE AMMOHHUITHO-AIETaTHOTO
OydepHoro pactBopa ¢ pH 5,4, XOopoIo COBMECTUMOTO € MacC-CIHEKTPOMETPOM, MO3BOJISAET YCIIEIIHO
PEaN30BBIBATH XPOMATOTpaHUECKOE pa3/ielICHNE JHAIKUITAYPHHOB.

B tabnune 3 mpencraBieHbl XpoMmaTorpadryeckue mapaMeTpbl pa3leseHus AUATKUITaypUHOB B
BBIOPAHHBIX YCJIOBUSX. VICIHONIb30BaHHME TNPEUIOKEHHOH MPOrpaMMbl TPAaJHUEHTHOTO 3IFOUPOBAHHS
obecrieynBaeT pas3ziejeHue CMeCH ¢ He0OXOIUMOI A(PPEKTUBHOCTHIO M Pa3pelICHHEM 3a MPUEMIIEMOe
BpeMsi.

Tab6aunna 3. [lapamerpsl XxpoMaTorpadguueckoro pasaenenus 1iast oonapyxenus IMT, 19T, AT
u IUT

Coenunenue PBpems ynepxxuBanusi, MuH | Paspemenne, R, 41 dddexTuBHocTs, TT/Mm
JIMT 1,5 1,4 35000
9T 1,8 2 40000
AT 2.5 2,5 50000
JAUT 3.6 - 50000

B Be1Opannbix ycnoBusix onpeneneaus JIMT, DT, AT u JUT momydeHbl rpalydpOBOYHBIC
3aBUCHUMOCTH [UIsl M3Y4YaeMbIX IHAIKHIATAypUHOB B Auana3oHe koHueHtpamuii 0,05— 10 mkr/mu,
OLICHEHBI TpeAeNbl OOHAPYXKEHUS U METPOJIOTMUYECKHE XapaKTePUCTHKH MPEIJIOKEHHOTO MOoaXoja
(Tabn. 4). IlpennoxeHHbI MOIXOJ] XapaKTEpU3yeTCsl MPUEMIIEMOM YYBCTBUTEIbHOCTBIO, BBICOKUMU
METPOJIOTHYECKUMH XapaKTepUCTUKaMu. JlaHHBI MeToa onmpoOOBaH NP aHAIM3€ PEATbHBIX MHpPo0
MPUPOAHBIX BOJ C M00aBKaMH JUAJIKUITAYPUHOB (TPOBEpPKa NPAaBUIBHOCTH METOJOM BBEICHO —
HaiizieHo). B kauecTBe OOBEKTOB ISl MCCIIENOBAHMS HCIOIB30BAIM OOpa3ibl BObI, CYIECTBEHHO
OTJIMYAOIIMECS 10 MPOUCXOXKICHUI0 U XMMUYECKOMY COCTaBY — KOHIIEHTpallMM METaJlJIOB, aHHOHOB,
OpPraHMYECKUX BEIIECTB U APYruM mokazaressiM. [losmydeHHblE XpoMaTorpaMmsl CBHUIETEIBCTBYIOT O
HE3HAYUTEIIBHOM MEIIAIONIEM BIUSHAN MaTPULIBIL.

Tabanna 4. MeTpoJiorn4eckue XapaKTepPUCTHKH Pa3padOoTaHHOrO NMOAXO0AA [JIsl ONpeleSIeHUs
AHAJTKUIATAYPUHOB MeTo0M BIKX-MC

YpaBuenue IIpenen JAuana3son
Coenennenue |rpagyMpoBOYHOIO R’ o0Hapy:KeHusl, onpeneasieMbix | Sy, %
rpaguka MI/J coJep:KaHuii, MKI/T
JIAMT S=41x10°xC 0,99 0,015 0,05-10 11
JOT S=51x10°xC 0,99 0,015 0,05-10 12
AT S=54x10°xC 0,99 0,025 0,05-10 14
JUT S=39x10°xC 0,99 0,025 0,05- 10 12

Annpo6auusi crnoco00B omnpenejeHUusi AHAJIKHIATAYPUHOB. Jlyis ampobamuu pa3paboTaHHOTO
criocoba ormpenenaeHus MPOAYKTOB okucieHus V-razoB metonom BDOXX-MC u K35-YO® Obun
MIPUTOTOBIIEHBI MOJIENIbHBIE TIPOOBI C Pa3IMYHBIM COJIEpP’KaHUEM IEJIeBBIX BEUIECTB B MPUPOIHBIX BOAAX
pa3HOro XUMHUecKoro cocraBa. OOHApPYKEHHE CUHTAIOCH JOCTOBEPHBIM TPH YCIOBUHU IPEBBIIMICHUS
OTHOIICHHA CUTHaJl-IIyM 3HAYCHHA 3:1 I XapaKTCPpUCTUYHBIX ITHUKOB COG}II/IHeHPlﬁ, OTKJIOHCHUU
BPEMEHH yJIeP)KUBAHUS OT CTaHIApTHOTO He Oosiee 10% mpu MCHONB30BaHUS peXKUMa JETEKTHPOBAHUS

MO BBIACJIICHHBIM XapaKTCPUCTUYHBIM HOHAM. Pe3y'J'ILTaTLI anp06au1/n/1 B IIOJTHOM MEpC MOATBCPKAAOT
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BO3MOXKHOCTh ~ TPUMEHEHHUs  Pa3pabOTaHHOTO  XPOMATO-MacC-CIIEKTPOMETPUYECKOTO  Ccrocoda
OMMPCACICHUSA IMPOAYKTOB OKHCJIICHUS V-ra3os JAUANIKUIITAYPUHOB W IMO3BOJIAIOT IMPOBOAUTL HAACKHOC

oOHapy)KeHHE JaHHBIX BEIIECTB B CTOYHBIX Bojax (puc. 5 u 6).

10 NI, peuHan
Btlh,n,a

10 mrin gHer c A3C
o

R A

Puc. 5. HajoxeHue »3JjexkTpodoperpamMm, MNOJYYEeHHBIX NPH MCHOJIb30BAHUH Pa3JIUYHBIX
peayibHBIX 00pPa310B BOJ B KadecTBe MaTpullbl, B 0JHOM Maciurade. BBox nmpoob1 125 mobapxc,
oydep 6opatubrii 20 MM (pH 9,45), kammmuasp ID = 75 mkm, Lygg/Losm = 50,5/60 cM, HanpsikeHne
+25 kB (aHoaHblil BapuaHT), 1JuHa BoaHbl 200 M, Temnepatypa 20°C.

AT auT

AMT

43T

Bpems, MyH

Bpems, MyH

Puc. 6. XpomaTorpamma odpa3ua pedHoi BoabI ¢ 106aBkoii cmecu (.1 MKI/MJI ANATKUITAYPHUHOB,
B YCJIOBHSIX XPOMAaTO-Macc-CleKTpoMeTpuyeckoro omnpeneieHusi. Kosgonka Zorbax Stable
Bond C-18 E.

Omnpenenenue aIKUJIMeTHIAPOCHOHOBBIX KUCJIOT. UTOOB! HCKITIOUUTH OMIMOKY MPH MPOBEJCHUN
aHamn3oB, O3XO perymspHO yxecTouaeT TpeOOBaHUs, MpenbsBIIeMble K crocodam OOHapyKeHus
MapkepoB ®OB, B cBs3u ¢ yeM B JaHHOH paboTe mpoBeneHa pa3paboTKa BBHICOKOYYBCTBUTEILHOTO
cenektuBHOrO crnocoba onpenenenus ullpMOK, [TuanMOK, OMOK u ubyrtM®K c¢ ucnonszoBaHuemMm
Metoaa yabTpa-BOXX-MC-MC (ucnonb3oBaHue COpOEHTOB € JAMAMETpOM 3€pHa 2-3 MKM U
MOBBIIIEHHOTO JIaBJICHUS B CHUCTEME), YTO IO3BOJIET MOBBICUTH SKCIPECCHOCTh aHAIN3a M JOOUTHCA
BBICOKUX 3HAYeHHUH 3(PPEKTUBHOCTH pa3/ENEHUs, a C MCIOJIb30BaHHMEM BapHaHTa TaHAEMHOIO Macc-
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CIEKTPOMETPHUYECKOTO NETEKTUPOBAHUS MOSIBISACTCA BO3MOKHOCTh OIIPEIENICHUS CIEIOBBIX KOJINYECTB
BEIIECTB Ha HHU3KUX YpOBHAX. M3BecTHO, YTO Hamboiee BBICOKAas YYBCTBUTEIHHOCTh Macc-
CIIEKTPOMETPUYECKOTO JIETeKTHPOBAHUS OPraHMYECKUX KHUCIOT IOCTHraeTcs Hpu paboTe B pekHMe
perucTpanuy OTpuIaTelbHbIX HOHOB. O-ankuiameruindochonaTsl - Mapkepsl pocopcoaepxamux OB
(3apuHa, 30MaHa 1 RVX) oTHOCATCS K IpyIiie OpraHn4ecKUX KUCIOT CPeIHEH CHIIbL, TI03TOMY YCJIOBHUS
JNETEKTUPOBAHUS HU3Yy4Yald B OTOM MOJSIPHOCTH HOHOB. OnTuMH3anulo  yCIIOBUM  Macc-
CIIEKTPOMETPUUYECKOTO JI€TEKTUPOBAHMS IMPOBOAWIM B PEKUME IMPSIMOIO BBOJA, HEMOCPEICTBEHHO
BBOJIS pacTBOPHI coaeprkaiire O-ankuamMeTuapochoHatsl (B MOABUKHOM (a3e) B MCTOUHUK HOHU3ALUU
npuoopa.

s Macc-CHEeKTpOB  HCCIENYEMbIX  COSAMHEHMH  XapaKTepHbl  MHTCHCUBHBIE  ITUKU
JETIPOTOHUPOBAHHBIX MOJIEKYJ, COOTBETCTBYIOUIME TIOTepE MOJABMKHOTO NPOTOHA (ochoHOBOMA
rpynnsl. Kpome TOro, B Macc-ClEeKTpe IOJyYEHHBIX COCIAMHEHUN NMPUCYTCTBYIOT MAJIIOMHTEHCHBHBIE
OHMKH, COOTBETCTBYMOLIME (ParMCHTHOMY HOHY, BO3HHKawouemMy npu paspeiBe cBszu  Alk-O
MpecTaBistonero coboit aHnoH MeTwiIPocHoHOBOKH KHUCIOTHL. Takum 00pa3om, s JTOCTHIKEHUS
MAaKCUMaJIbHOTO COOTHOIIECHMsS CUTHAI-IyM npu onpeneneHun ubyrM®OK, ullpM®k u [TunMOK B
KAaueCTBE XapaKTEPUCTUYHBIX HOHOB JUISl CEJIEKTUBHOTO MacC-CIEKTPOMETPUYECKOTO NETEKTUPOBAHMS B
PEKUME PEruCTpaLK BbIIEICHHBIX HOHOB BHIOpAHBI:

st ul[pM®@K - 95, 137;

st ubytM®K - 95, 151,

i [TnaM®K - 95, 179;

Ha cragum mnpoBeneHuss ONTUMHU3ALMU YCIOBUH TAaHJIEMHOTO MAacC-CIIEKTPOMETPUUYECKOTO
JNETEeKTUPOBAHUS IPOBOAMIN H3YUYEHHUE BIIMSHHUSA I1apaMETPOB, OTBEYAIOUIMX 3a HACTPOMIKM Macc-
CIIEKTPOMETPA, & UMEHHO: NTOTEHIIUAJ JEKIACTEPU3alii, BXOJHOW ITOTEHIINAJ HA HYJIEBOM KBaJApyIoie
Macc-aHallu3aTopa, SHeprus pparMeHTalus 1 JIp.) ¥ BEIOOp ONTUMANIBHBIX Map MOHHBIX MEPEX0A0B s
Macc-criekTpomerpudeckoro nerektuposanus ullpM®K, [TunMOK, DMOK u ubyrMOK.

PaGoty nmpoBoauiu B pexume NpsSMOro BBOJA C HCIOJIb30BAHWEM LIMPUIIEBOIO Hacoca (BBOJIWIN
aneToHuTpui-BoaHbie pactBopbl UIIpMOK, [ImHM®K, OM®K u ubytM®K c conepxanuem 1
Mmkr/mi). B wmacc-cnektpax ullpM®K, IIuaM®K, OM®K wu wubyrM®K npucyrcrByor
nenpotoHupoBanHble Monekyiabl UIIpM®K, [TuaM®K, SMOK u ubyrM®K ¢ xapakrepucTHYHBIMU
m/z 137, 179, 123 u 151, coOTBETCTBEHHO (PEXHMM PETUCTPAIIMKA OTPHIATEIbHBIX HOHOB). [locme
BbIOOpa ONTHMAJBHBIX HACTPOEK MEPBOTO KBAJAPYMOJs, IMO3BOJIAIOUIETO MOJy4YaTh MaKCUMAaJbHYIO
MHTEHCUBHOCTh CHTHajla JACMPOTOHMPOBAHHBIX MOJEKYJ MCCIEAYEMbIX COEIMHEHUH, MPOBOIWIN
U3Y4YeHHE BIUSHUS OSHEpruM (QparMeHTanuu B sUEeHKe COyJapeHHs Macc-CIeKTpoOMeTpa Ha
(dbopMHpOBaHHE CIIEKTpa MOHOB-NPOAYKTOB, 0Opa3yroIIMXCS B pe3yJbTaTe AMCCOLMUAIMN BBI3BAHHOMN
coyiapeHueM u3 JenpoToHupoBaHHbIX Mojaekyl ullpM®K, IIuaM®K, OSM®K u ubyrM®K un
MHTEHCUBHOCTh THKOB 00pa3ymoomuxcs HOHOB-poaykToB. Ha pucynke 6 mpencrasienst MC/MC
cnektppl ullpM®K, [ImaM®K, OM®K wn wubyrM®K, nonydeHHble B pEeXKUME pPETUCTPALUA
OTpPHUIATENIbHBIX HOHOB B BapUaHTE 3JEKTPOPACTBUIMTEIbHOW HOHM3ALMM, IPU ITOM HCIOJIb30BaIU
ONTUMAaJIbHBIE TapaMeTpsl paboThl Macc-aHanu3aTopa. HauOonee MHTEHCHBHBIMM HMOHHBIMU
nepexojaMu okasanuch M/z 137 — 95, m/z 137 — 79, mns onpenenenus ullpM®K, m/z 179 — 95,
m/z 179 — 79, mns onpenenenns [TuaM®K, m/z 123 — 95, m/z 123 — 79, ans onpenenenns DMOPK u
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m/z 151 — 95, m/z 151 — 79, nna onpeaencauss ubyrtM®K. Takum o6Gpasom QparMeHTamms
nenporoHupoBaHHbIX MoJieKyn ulIpM®K, [TuaM®K, OM®K u ubytM®K uzer ¢ obpa3oBanue noHa

MeTHI(hocHOHOBOM KHCIOTHI ¢ M/Z 95 u noHa-npoaykra ¢ m/z 79 (puc. 7).

e Tom a

RSN

PifEifiEe
,

&
F~o

Puc. 7. Cnexkrpst MC/MC »3jeKTpopacnblIUTEJIbHONH HWOHM3aNUM (OTpPULIATE/bHbIE HOHBI)
AenpoTOHMPOBAaHHBIX MoJieKy]1 DMPK (a), ubyrTM®PK (b), ullpM®PK (¢) u InaMPK (d).
Pa3paboTka ycjoBuii xpomartorpaguueckoro pasaenenusi O-aakuiamerusipocdoHaToB B

Bapuante BIOXKX-MC. Jlnsg n0CTHKEHUSI ONTUMAJIbHBIX YCIOBUM XpOMaTOrpaguueckoro pasaeiacHus
CpaBHUBAIN 3(PPEKTUBHOCTb XpPOMATOIpapUuecKoro pasieiaeHus (YUCIO TEOPETUYECKUX TapesoK Ha
KOJIOHKY Juid Kaxaoro O-ankuiameruwidochoHaToB) Ha copOeHTe Uil pas3fesieHus] MOJSIPHBIX
oprannveckux BemectB Synergi Hydro-RP (coaepxuT mossipHble ocTaTKH Ha MaTpHile COPOCHTA) MpH
UCIOJIb30BAaHUN  PA3IMYHBIX MPOTpaMM TPAJUEHTHOIO  DBJIIOMPOBAHHSA, pa3HBIX TEMIIEpaTyp
TEPMOCTATUPOBAHUS KOJIOHKM U TPU HCIOJIB30BAaHMM B KauyeCTBE KOMIIOHEHTOB IOJABMYKHON (ha3bl
pacTBOpPOB ¢ BapbHpyeMbIMU 3HaueHussMU PH. Kpurepruem BpIOOpa onTUMaibHOM Xpomartorpaduyeckoit
POTPaMMBbI  SIBJSUIOCH JIOCTIKEHHE MAaKCHMAaIbHON A QeKTHBHOCTH pasneneHus. Ha pucynke 8
IpeAcTaBleHa Xpomarorpamma BoaHoro pacteopa cmecu uUIIpMO®K, wbyrM®K u IIunMOK,
MOJTyYeHHas B BBIOpPAHHBIX YCIOBUAX pazzeneHus B Bapuante BOXKX-MC.

MuuMPK

JALIIES

10000+ ubyTMDK

ullpM®K

L
T T T T
0 5 L 5 i e

Bpemsa, MuH

OTH. HHTeHCHBHOCTb

(.
=

Puc. 8. Xpomarorpamma Boanoro pacrsopa ullpM®K, ubyrM®K u [IuaM®K (200 ur/ma).
Kousonxka: Synergi Hydro-RP 150 x 2.1 mm, 5 MkM.
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Pa3paGorka yciaoBuii xpomartorpaduueckoro pasaenenuss O-aakuiameTusigocoHATOB B
Bapuante YyabTpa-BIKX-MC-MC. B kayectBe HENOABIKHOW (a3l MpPH  OJHOBPEMEHHOM
pazpenenun ullpM®@K, [MuaM®PK, ODM®PK u ubyrM®K wucnons3oBaiu KOJOHKY € OOpamieHHO-
dazoBeim copbentom Acclaim RSLC. ullpM®K, I[MuaM®K, DMOK wu wubyrtM®K sBistorcs
OpPraHMYeCKMMH  KHCIIOTAaMU  CpE€OHEW  CWIbl, I[O3TOMY Ui  CHWJKEHHMS  Pa3MbIBAHMS
XpoMarorpaduyeckux MUKOB M MOJABJICHUS AUCCOIUAIMY B Ka4eCTBE MOABIKHBIX (Da3 MCHOIb30BAIH
0.5 % BoxHBII pacTBOp MypaBbUHOM KUCIOTHL U 0.5 % pacTBOp MypaBbUHOM KHCIIOTHI B allE€TOHUTPUIIE
(xkanamet A m B B xpomarorpade). s onpenenenus ullpMOK, I[TuasM®OK, ODOM®PK n ubyrM®K
MCIOJIb30BAJIM MPOTrpamMMy I'PaJHUeHTHOTO IIOUPOBAHUS, B YCIOBUAX KOTOPOH KO3 (PULIMEHTHI EeMKOCTH
ullpMOK, TIuaMOK, DMK u ubyrM®K cocraBunu 3.9, 5.6, 2.0 u 4.7, COOTBETCTBEHHO, YTO
npuemsieMo i cnocoba  Xpomarorpaduyeckoro aHanusza. B Tabmume 5 mpeacTaBieHBI
xpomarorpadudeckue napamerpsl npu paszaenaeHuu ullpMOK, [TuaM®K, SMOK u ubyrM®K.

Ha pucynke 9 mpencraBiena xpomarorpamma BoaHoro pactBopa cmecu ullpMOK, [TunM®K,
OMO®K u ubyrM®K, nonyueHHas B BBIOPAHHBIX YCIOBHSX XPOMAaTO-MacC-CIIEKTPOMETPUYECKOTO
onpeaenenusis ullpM®OK, [TunMOK, SMOK u ubyrMOK.

2 eejls OTH. €11 MUHM®K

e MBYyTM®K

3 5ed uMNpM®K

ot 3IM®OK | Il

1004 I | ‘
sag0.0 . e i JL_. I\ Bpema. MHH

8.0

Puc. 9. Xpomarorpamma Boanoro pacrsopa ullpM®K, nbyrtM®K u [IuaM®PK (20 Hr/ma).
Koaonka: Acclaim RP 150 x 2.1 mMm, 2 MKM.

Tab6amnna 5. Xpomarorpagudeckue napamerpsl npu onpeaenesun ullpMOK, [lunMPK, IMPK
u ubyrTM®K

IHapamerp IMOK ullpM®K | [InaM®PK ubyrM®K
Bpewms ynepxuBanus, MUH 2.0 3.9 5.6 4.7
Pazpemenne nmukoB, Ry n+1 11.8 5.3 - 51

Pa3pa6oTka cxem nmpodonoaroroBku. PaspabareiBanu crocod mpoOONmOArOTOBKY i 00pa3IioB
KpoBHU Ui omnpeaeneHus O-ankmiMmerwipocdonatos B Bapuante BOXX-MC. B nacrosmee Bpems
Haunbonee 3((HeKTUBHON TEXHUKOW MPOBEIEHUsS MPOOOIMOJrOTOBKM MPU aHAJIHM3€ CIOXKHBIX O0BEKTOB
OMOJIOTUYECKOTO TPOUCXOXKICHUS cuuTaercs TBepaodasHas skcrpakuus (TDD). Jlanublii MeTon

XapaKTCPU3yeTCA BBICOKOM CEJICKTUBHOCTBIO M BBICOKHMMH CTCIICHSIMH H3BJICUCHHUS. 21.]'[5{ JOCTHIXXCHUA
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HEOOXOMMOM YYBCTBUTEIBLHOCTH OMpEEIeHUsT HeoOXoaumMo paspabotars nporeaypy TdD, koTopas
xapakTtepuzyercs 3 PEeKTUBHBIM yIaJCHUEM MEUIA0INX KOMIOHEHTOB IPOOBI ¥ BEICOKUMH CTEICHIMU
U3BJICUEHMS] OIIPENIEISIEMBIX COEAMHEHUH.

Jns pazpaborku mponenypbl TDD ucnonab30BaiM I1a3My KpPOBU UEIOBEKa, IMOJIYYEHHYIO OT
NOOpOBOJIBLIEB PAa3HOrO Mojla U Bo3pacta. B kaxnaelii oOpaser mia3Mbl BHOCHIM J1I00aBKY CMECH
ullpM®K, ubytM®K u [MuasM®K B komudecTBax, HEOOXOJMMBIX JIs CO3JaHUS KOHIICHTpAIU
u3ydaeMmbIX BemiecTB Ha ypoBHe 200 Hr/mi mia3mel. B Tabnume 6 mpeacTaBieHbl CPaBHUTEIBHBIC
pe3yNnbTaThl MO 3HAUYECHUSM CTENEHEH H3BJICUCHUS OMpEeNIIeMbIX COCAMHEHUM, JIOCTUraeMble IpHU
WCIIOIB30BAaHUM PA3JIMYHBIX CXeM MpooOonoAroToBku. KMcmoms3oBanue kaptpumka Strata SDB-L
MO3BOJISIET JOCTUraTh HamOoJiee MPUEMIIEMBIX 3HAaYeHUW creneHed u3BieueHus (Boime 50 %), yTo
MOJITBEPKIAET BBHIOOP CXEMbI MPOOOIOATOTOBKH € HCIIOJNB30BAaHUEM JAHHOTO THUIIA KapTpHDKEH Kak
onTUMaibHOro Juisi mpoBeneHuss TdD Ha craguu NpoOONOArOTOBKM IUIa3Mbl K XpOMaTO-Macc-
CHEKTPOMETPUUYECKOMY aHAIIU3Y.

C ucnonp30BaHUEM TPEUIOKEHHBIX CXEM  MAacC-CHEKTPOMETPUYECKOTOo  JIETEKTUPOBAHUSA,
XpoMarorpauyeckoro pasfelieHuss ©  MPOOONOATOTOBKM — ONpENeNIeHbl 3HAYCHUS  IPE/IesioB
obnapyxenust ullpMOK, ubytM®K u [TunM®K B nna3zme yenoBeka, KOTOpbIE COCTaBWIU 4 HT, 1 HT U
0.6 ur B 1 mu, coorBercrBeHHo. B xoxe uccnenoBanust ullpMO@K, [TunM®K, SMOK u ubyrMOK
MeroaoM ynpTpaBIXX-MC-MC npoBoamim onTUMHU3ALUI0 MPOLIEAYPHl TPOOOIOATOTOBKH 00pa3IiioB
Mouu. [[yist aTOro oOpasen MOYM MOMAMISIAYMBAIA PacTBOpoM ammuaka 1o PH 8-9, utoOsr mepeBecTn
ullpM®K, ITuaM®K, SMOK u ubyrTM®K B aHnOHBI, KOTOPBIE IJIOXO yIEPKUBAIOTCS HA BHIOPAHHBIX
copOeHTax KapTpuKeH, anee mpoly MPOIMyCKaIH Yepe3 KapTPHIIK.

Ha »ranme wusyuyeHus mnpouenypbl HpOOOINOATOTOBKH HCCIEIOBAIM BIMSHHUE THIA COpOEHTa
kaptpumka Ha npomyckanue ullpMOK, [MuaM®K, OSMOK u ubyrtM®K. Jlns storo B pabore
IPOBOJIMIIM OYMCTKY OOpas3loB MOYM Ha JABYX Tumax KapTpumkeil: Strata Screen C (cmemaHHbIH
copOenT ¢ nurangamu C8 u kaTHOHHO-0OMeHHbIMU Tpyrnmnamu) u Strata SDB-L (copbenT comonmmmepa
CTHpOJIa U AUBHHWIOEH301a). KpuTeprem BbIOOpa ONTUMAIbHOTO KapTPUKA ABISETCS MUHUMAJIbHOE
ynepxuBanve ulIpM®PK, [MuaM®K, OM®PK wu wubyrM®K Ha copbente KapTpumxka, NIpu
MaKCHUMaJIbHOM yI€p>KMBAaHUH KOMIIOHEHTOB MaTPHUIIbI TPOOHI.

Tabmmna 6. MH3Biaedenne O-aakmiamerniadochoHaToB u3 MJIa3Mbl KPOBH 4YeJI0BeKa €
HCNOJIb30BaHMeM KapTpumxein aasgs TP pasauynoro Ttuma. Cxema npoOONOATrOTOBKH
npeacrasiiena B Tekcre (N=3, P=0.95)

CreneHnb u3BJiedyeHus, %
Coequuenne
Strata C 18E |[Strata SDB-L Strata SAX Strata Screen A
ullpM®K <5 59+7 2745 15+4
ubyrtM®K 3247 120420 3245 3045
IMMuaM®O®K 140+30 9149 43+6 5247

Pacuer Benmuunbel nponyckanus ullpM®K, I[MImuHM®K, OM®K u ubytM®K nposogwmm
otHocuTenbHO conaepxkanud ullpM®K, [MuaM®K, OM®K u ubytM®K B BogHOM pactBOpe 10
MPOIYCKaHUs €ero uepe3 KapTpupku. Hanmydimme pe3ynbTaTsl ObUIM JOCTUTHYTHI MPH UCIIOIB30BaHUN
kaptpumka Strata SDB-L, mis xoroporo Benmmumna npomyckanuss ullpMOK, [MTuaM®PK, DMOK u
ubytM®K cocraBuna Oonee 85%. Jlns kaptpumka Strata Screen C mpomyckanme ullpMOK,
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[MneM®K, OMODK u ubytM®K ne npesbimaer 80 % M xXapakTepu3yroTcs XYAIIMMH BEIUYUHAMU
BOCIIPOU3BOJUMOCTH.

B Tabmuue 7 mpencTtaBiieHbl METPOJIOTMYECKHE XapaKTEPUCTUKU pa3pabOTaHHOIO MOAXona s
onpeneneHuss ullpM®PK, [MuaHM®K, OM®K u wnbyrM®K B o0pasmax demoBEYECKOH MOYH,
ruckycctBeHHO 3arpsisHeHHbIX Ul [pM DK, [TunMOK, SM®PK u ubytMOK.

Anpobauus. /{ns anpobauuu pazpaboranHoro crocoba onpeaeneaus O-ankuameTuiapochoHaTos
kucaoTel MetogoM BOXKX-MC u3yyanu oOpasubl I1a3Mbl KPOBH KPBIC, MOJYYaBIIUX BHYTPUBEHHO
paznuunble OB B Komu4ecTBE COOTBETCTBYIOIIEM IIOJIOBUHE CMEPTEIbHOM 03I, BBI3bIBAIOLICH
rudesib TOJIOBUHBI JabopaTopHbIX >KUBOTHBIX (LDsp) mist KpbIChl, KOTOphIE OTOMpaId Yy BBIKHUBIIUX
KpBIC 4Yepe3 pas3lIn4Hble MPOMEKYTKH BPEMEHHU II0CJIE HMHTOKCHKAIMU. Arpodauus pa3paboTaHHOTO
NoJIX0Jia MPOBOAMIACH HA IMpobax IN VIVo, mpoaHanu3upoBaHHbIX MeTozoM BDXKX-MC, pesynbraThl
aHaJIM3a Mo Kax10i u3 npol mpuBeneHbl B Tabnuie 8.

[TokazaHo, 4YTO MPHCYTCTBHE COOTBETCTBYyIIero mapkepa @®OB wMoxeT OBITH JIOCTOBEPHO
o0HapyKEeHO B peallbHBIX Tpodax Omomarepuanos. OnpenencHue mapkepo OB ynanocs mpoBecT BO
Bcex mpobax, Kpome mnpoObl 48 wyacoBoil 1uasmbl Kpbickl mnosydasmied RVX. Ilo nmonydeHHBIM
AKCIIEPUMEHTAIbHBIM JIAaHHBIM ITOCTPOEHBI KPUBbIE BBIBEACHUS MPOAYKTOB TpaHchopmanuu POB s
kpeic (puc. 10). Anmpokcumanus TOTYyYEHHBIX ITaHHBIX CTEMEHHON (yHKUIMEH XapakTepusyeTcs
BBICOKUMH 3HAYCHUSAMHU KOI(PQOUIMEHTOB KOppensiuu. TakuM o0pa3oM, NPEeAIOKEHHBINH MOIXO0
XapaKTepU3yeTCs BbICOKOW YYBCTBUTEIBHOCTBIO U IIO3BOJIIET MPOBOAUTH ompexaeneHue O-
ankmiMetwipochonatop kak mapkepoB @OB B minazme BIUIOTH O ABYX CYTOK IIOCJIE OTPaBJICHHUS
HecMepTenbHBIMH (Y2 LDsp) mo3amu HEpBHO-MApaTUTHYECKUX OTPABIAIONIMX BEIIECTB, 3apUHOM
3omanoM u poccuiickum VX (RVX). [laHHbIi croco® MOXeT OBbITh YCIEIIHO HCIOJIb30BaH IS
ycTraHoBieHHs], Tunia OB BO31eMCTBUIO KOTOPOTO IOABEPICsl. OCTPAIaBLIIN.

Tabauna 7. MerpoJiornyeckue XapaKTepHCTHKH pPa3pa00TaHHOIO MNMOAXO0Aa JJs OmnpeaejeHHs
ulIpM®K, IlnaMPK, SMPK u ubyrM®K B MmoebHBIX 00pa3nax 4e10Be4eCKoil MOYH

IHapamerp IMOPK ulIlpM®K | [InaMPK | ubyrM®K
R?, k0> pHIHEHT KOPPEIISIHH 0.999 0.999 0.999 0.999
[Tpenen obuapysxenus Cpin, HI/MI 0.8 0.5 0.1 04

Jlnana3oH TUHEHHOCTH
2-2000 1-1000 1-1000 1-1000
I'PagyUpOBOYHOrO rpaduka, Hr/Mi

Ta6auna 8. Pesyabrarel BOJKX-MC ananu3a ajs omnpejaesieHdsl MPOAYKTOB TpaHchopMainuu
3apuHa, 3oMana n RVX (n=3, p=0.95)

Bpewmsi, npoeamee Mexay KonuenTpanus
Homep Tun . Mapkep
unbekureint OB u oT00pom Mapkepa B npooe,
npoosI ®OB ®OB
npoobI HI/MJ
A-1 3apuH 1 gac ullpM®K 13+£2
A-2 3oMaH 1 yac [MneMOK 13+4
A-3 RVX 1 yac ubytM®K 5+1
A-4 3apuH 6 yacos ullpM®K 8+l
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A-5 3omMaH 6 yacoB [MuaMOK 7.5+0.8
A-6 RVX 6 JacoB ubyrM®K 2.3£0.5
A-7 3apun 24 gaca ullpM®K 5.6+0.5
A-8 3oman 24 yaca [MuaM K 3.2+£0.3
A-9 RVX 24 qaca ubytM®K 1.3+0.1
A-10 3apuH 48 yacoB ullpMOK 4.4+0.7
A-11 3omMaH 48 yacoB [MuaMOK 1.9+0.2
A-12 RVX 48 yacoB ubytM®K ~1.0*

*[Ipumedanue: coJepKaHWe MapKepa HAXOAWUTCS Ha YpPOBHE Ipenena OOHApYKEHUs, MOITOMY

BBIYMUCJICHUC TIJIOINAAU IMUKA 3aTPYAHUTCIILHO

14.0

A 16.0 q B

C, ppb

C, ppb _ -0.275
12.0 4 y = 13.081x

R? = 0.998

12.0 4 y = 14.892x 049
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10.0

8.0
8.0 q
6.0

4.0 4.0

2.0 4

0.0
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6 q
C. ppb B
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Puc. 10. ToxkcukokuHeTHYeCKHe KpHBBbIe NPoaykToB TpaHchopmauuun POB gas kpwic (A —
ullpM®K, b — ubyrM®K, B — [IlunM®PK). BeprukajbHasi ocb COJepPKAHUSI MAPKEPOB MMeeT
Pa3MepHOCTh HI/MJI.

Jlis mpoBe/ieHUs] 3KCIIEPUMEHTAbHOW OLIEHKH MPUMEHHUMOCTH pa3pabOTaHHOTO XpoMaTo-Macc-
cnekrtpoMerpuueckoro noaxona omnpenenenuss ullpM®K, I[TuasMOK, OMOK u ubytM®K wu nByx
MerabomutoB wunputa MCMTOCO u CBMCD wmerogom ynbTtpa-BOXKX-MC-MC B o6pasmax
OvoMaTepuajoB aHAIM3UPOBAIM MOJEIbHbIE OOpa3lbl YEJIOBEUECKOM MOYHM, IOJY4YEHHOM OT
JI00pOBOJIBIIEB, Kyda BHOCHIM B pasHbIX coaepxaHusix ullpMOK, [MuaM®K, OSM®K, ubyrMOK,
MCMT3C3 u CBMCD. Anpobarus pa3paboTaHHOTO MOX0/1a MPOXOAUIIa B paMKax HEO()UIIHAIEHOTO
MexutabopatopHoro ucnbiTanust O3XO0 u 3akmoyanack B ooHapyxkeHuu ullpM®OK, [TuaMOK, SMOK,
ubytM®K, MCMTOCD u CBMCD B 3amundpoBaHHbIX TPoOaxX YeI0BEYECKOW MOYH.

OOpa3upl TOTOBWIM K aHaIU3y M HCCIENOBald  COIVIACHO pa3paboTaHHOW mpoueaype
npoOonoAroToBKH.  JIisi  MOBBINIEHHS  JAOCTOBEPHOCTH  MPOBOJMMBIX  HCCIENOBAaHUN  TakKke

aAHATM3UPOBAIM XOJIOCThIC (OJaHKOBBIE) O0Opa3Ibl — MPOOBI YETOBEYSCKOH MOYH, HE COJEpIKallHe
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ullpM®K, IMTuaM®K, SMOK, ubytM®K, MCMTOCS u CBMCD. Ha pucynke 11 mpencraBieHa
XpoMarorpaMma 4eJoBeYecKol MouH, B KOTOpoil ynanoch oOHapykuTh [IuHM®K. B xozxe ucnbitanmii
yIaIoCch OOHAPYXHUTh B YeTbIpex 3amudpoBaHHbix mpodax ullpM®PK, [TuatM®PK, DMK u CBMCD.
[TonydyeHHble pAaHHBIE TMOJHOCTHIO TOATBepXkAeHbl He3aBUCUMBIM ['X-MC-MC anHamu3oMm ¢
MPUMEHEHUEM DEaKIUK JepUBaTU3AIUU C TenTapTopOyTUPUIUMUAA30JI0M, KOTOPBIA MPOBOAUICS B

CTOPOHHEH aKKpeIUTOBAHHOMN J1a00paTOpuH.

W5NE of MR (D pars ). 123 O0/70.0 On 1D EIMPA from Sampe 25 (D-LGC-3_016) of 03 wiff (Twbo Spray) Max. 1560 0 o
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Puc. 11. Xpomatorpamma o0pa3na 4ejoBedyeckoii mMouu, ¢ go6aBkoii ITunM®PK. Kosonka:
Acclaim C18 250 x 2 mm, 2.2 MkM; Pe:kHM MOHHTOPHHIAa BHIOPAHHBIX PeaKIHii.

Onpenenenue mnpoaykroB Tpanchopmauuu  V-razoB. C  HCNONB30BAaHHEM  METOja
BBICOKOA()(DEKTHUBHOU KHUAKOCTHOM XpoMarorpaguu ¢ TaHAEMHBIM MAacC-CIEKTPOMETPUUYECKUM
JICTEKTUPOBAHUEM pa3paboTaH TMOAXOJ K ONPEICIICHHIO YETHIPEX MapKepOB NMPUMEHCHHS HEPBHO-
MapaTuTHIECKUX OTPABIISIONINX BEHIECTB S-(2-1udTHaaMuHOITII)-MeTHIdhochonoTnoara (JIOMD), S-
(2-auu30oMpPONTHUIAMUHOITHI) MmeTmidochoHoTHOATA (AIMMD), ouc(2-N,N-
maTunamMuHosTH)aucynbduaa (AIAC) u 6uc(2-N,N-aunzonponunamunostun)aucyisbuna (AIMAC)
(Puc. 12) B BogHBIX 00BEKTaX OKPYKAIOIIEH Cpelibl. DTH BEIECTBAa 00PAa3yIOTCs B BOJAHBIX CpeAax MpU
TpanchopMaIui HEPBHO-TIAPATUTHUYECKUX OOEBBIX OTPABJISAIONIMX BEIIECTB Kiacca V-ra3oB (B
YaCTHOCTH — MPOU3BOJHBIE C H3OMPONMUIBHBIMU U OSTUJIBHBIMU 3aMECTHTEISIMU TMPU aToMe a3oTa

SABJIIFOTCA ITPOAYKTAMHU PA3JIOKCHHUA OTPABIIAIONINX BCIUICCTB VXu VR, COOTBCTCTBCHHO).
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Puc. 12. CrpykrypHas ¢opmyjia yeTbipexX MapKepoB NpPHMeHEHHS! HEPBHO-MAPATUTHYECKHX
OTPABJISIOIINX BellecTB.

B Xxome wuccienoBaHMs HCIONB30BAINM  IEKTPOPACHBUIMTEIBHYI0 HOHM3ALMI0 B PEXKHUME
PEruCTpalvK MOJOKUTEIbHBIX HOHOB, TOCKONIBbKY JIIM®, IDM®, ISAC u AIIAC B cBoeM cocTaBe
UMEIOT aMUHO- TPYIIbl, KOTOpbIE OTBEYAIOT 3a 00pa3oBaHUE MPOTOHHUPOBAHHBIX MOJIEKYJ B XOJ€
MOHM3ALMM, W II03TOMY HET HEOOXOJMMOCTH HCIOJb30BaTh XHMMHUYECKYI0 HMOHHU3ALMIO IpU
aTMOC(EpHOM JIaBJIIEHUHU, KOTOpas, KaK MpPaBWIO, HCHOJIb3YyeTcs M TPYAHOHMOHU3UPYEMBIX,
cabonosspHBIX coeauHeHu. Ha mepBoM »3Tame paboThl HCCIEAOBAIM BIUSHHUE HaNpsKESHUsS
MCTOYHHMKA MOHU3AIMU HA BEJIMYUHBI CUTHAJIOB IPOTOHUPOBAHHBIX MoJieKysn IOM® (m/z 212), JIIM®
(m/z 240), IDAC (m/z 265) u JITAC (m/z 321). [lis 3TOr0 UCMONB30BaIM THIHYHBIC MapaMeTPhI
palboThl Macc-CIIEKTPOMETPUYECKOT0 JAETEKTOpa, PEKOMEHIyeMble IPOU3BOIUTENEM H MPOIMCAaHHbIE B
¢ailne aBTOMAaTHYECKON HACTPOMKM CHUCTEMbI - aBTOTIOHMHra. HampsbkeHMe MCTOYHMKA HOHHU3AlUU
BapbupoBaiy B nuanazone 2500 B — 5500 B. B cnyuae IOM® u AIIM® nipu yBenuueHUU HanpsyKeHUs
ucroynrka nonnzanuu ¢ 4500 B o 5500 B mponcxoaut yBenmueHne HHTEHCUBHOCTH curHaia Ha 40-50
%, TpA 3TOM BeJIMYMHA LIyMa yBeluuuBaeTcs He Oonee yeM Ha 10 %, mosTomy B jAanbHeHIIeM
UCIOJIb30BAJIM HampspDkeHUue ucToyHuka voHuszauuu 5500 B npu onpenenenunn [IOM® u JAIIMO,
onnako miusa JIDAC u JAITAC BenuumHa myma yBenuumBaeTcss Ha 50 %, MOATOMY HCIOIB30BAIU
HanpsbkeHue ucrouynnka nonnsanuu 4500 B mpu gerektupoBanuu J2AC u AITAC.

[TpoBoawin BHIOOp ONTHMANBHBIX MAp MOHHBIX IEPEXOJOB IPH OIpENeNeHUs] HCCIeTyeMbIX
coequHenunil. Ilockonpky B Macc-cnektpax [AIIM®, JIOM®, JIOAC u AIIAC npucyTcTBYIOT
WHTCHCHUBHBIC CHUTHAJBI NMPOTOHMPOBAHHBIX MOJIEKYN, HCCienoBalu uX ¢parmenranuio. Ha puc. 13
MPEJICTAaBICHbBl MAacC-CIIEKTPbl JAMCCOIHMAIMM AaKTUBUPOBAHHOM COylapeHHeM MNPOTOHHPOBAHHBIX
monekyn AIIM®, JIDM®, JIDAC u JITAC, a Takxe npuBereHbl BO3MOXKHbIE CTPYKTYpHbIE (hOPMYJIbI
obpasytomuxcst pparmeHToB. Ilocie BrIOOpa XapakTepHbIX Hap (GparMEHTHBIX MOHOB ISl KaXKJOTO U3
uccaeayeMbix mpoAaykToB TpaHchopmanmu POB wuccrmenoBanu BIUSHUE HSHEPTUM WU AMILTUTYIBI

(dbparMeHTaIuii Ha BEIMYMHY aHAJTUTUYECKOTO CUTHAJIa 3TUX MOHOB. B Tabmmie 9 nmpuBeneHsl yCIOBUS
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Macc-cnekTpoMmerpudeckoro aetekrupoanusd JIIM®, IDOMO, IDAC u AITAC, npu KOTOpBIX yaaeTcs
JOCTUYh MAKCUMAIIbHON MHTEHCUBHOCTH CUTHAJIOB BBIOPAHHBIX HOHHBIX PEAKIIUN.

Boioop ycnoeuit xpomamoezpaguueckozo pazoenenus. Ilpu pabore B pekuMe BBIOpaHHBIX
WOHHBIX peaklUMid, Juis OOJIBIIMHCTBA COEJUHEHUIH, HE BO3HUKAET HEOOXOJUMOCTH IOJIHOTO
XpomaTorpauueckoro pasaeineHusi KOMIIOHEHTOB CMECH, MOCKOJbKY HaOOp BBIOPAHHBIX HOHHBIX
peaKuii 1 KaXKI0T0 COSAMHCHMSI crieln(ryueH 1 BIMSHIE CUTHAIA OT TIOCTOPOHHUX KOMIIOHEHTOB Ha
AQHAIMTUYCCKUI CUTHAJI aHAJTUTa B ATOM Cllydae HUYTOXHO Maina. [Ipu mogbope moaBukHOU ¢a3bl yis
BOXX-MC HeoOX0auMO YYUTHIBATh, YTO JJISl MOJABMIKHOHN (Da3bl MOKHO MPUMEHSATH TOJBKO JICTY4HE
KOMITOHEHTHI. B kauecTBe HenoaBmxHOU (a3wl ipu onpeneneann JIIMOD, JIDMO, JIDAC u IAITAC B
npo0ax UCIONb30BaIM KOJOHKY ¢ oOpaiieHo-(a3oBbiM copdbenToMm Zorbax SB-C18, mmnoit 150 Mwm,

BHYTPEHHHUM JuaMeTpoM 4.6 MM, pazmepoM 3epHa copOeHTta 1.8 MM, pupmbl «Agilenty.
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Puc. 13. Macc-cieKTpbl JMCCONMALMM AKTMBHMPOBAHHON coyJapeHHeM HPOTOHHPOBAHHBIX
mosekya I9M®, IIIM®, JIDAC u JAIMAC ¢ m/z=212 (A), m/z=240 (b), m/z=265 (B) u m/z=321
(I'), coorBeTcTBeHHO. Peskum perncrpanuu moJioKUTeJIbHO 3apsizKEeHHbIX HOHOB.

AIIM®, IDMO, JIDAC u AITAC o6inamar0T KUCIOTHBIMH CBOMCTBAMH, TMOITOMY B XOJE€ HX

XpoMaTorpauaeckoro pazaeneHus UCIOIb30BaIH MOABMKHYIO a3y, COCTOSIIYIO U3 allCHOHUTPHUIIA U
pactBopa 0.5 % pacTBOp MypaBBHHOM KHUCJIOTHI B BOJIC, /IUIsI YBEIUYCHUS JIOJTH HE3aPSKEHHBIX YaCTHI]
AIIM®, IOM®, JI5AC u [AIMAC u, Kak CcIeAcTBUE, K YMEHBIICHUIO pa3MbIBaHUS MHUKOB
OnpeNesieMbIX COCAMHEHUN MpPU MPOXOXKACHUHM 4Yepe3 KOJOHKY. [IoCKonbKy B JaHHOM ciydae HaMu
WCIIOIB30BaH PEKUM DPETUCTPAIMU TIOJOXKHUTEIBHO 3apsDKCHHBIX HMOHOB, MPUCYTCTBHE MYPaBBHHOU
KHCJIOTHI B TIOJIBIDKHOU (hpaze CIOCOOCTBYET YBEIWUYEHHUIO JOJU TMOJOKUTEIBHO 3apsKCHHBIX MOHOB B

KaMepe MOHM3ALUM 3a CUeT NMPOTOHMpOBaHUs amuHOo- rpynn JAIIM®, DM, JIODAC un AIIAC. B
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BBIOPAHHBIX YCIIOBHSX TPaIUCHTHOrO simonpoBanus koddduimentsr emkoctu (K) IOM®, OTIMO,
JI2AC u AIIAC cocraBunu 3.9, 6.6, 3.6 u 6.6, COOTBETCTBEHHO, U SIBJISIOTCS MPUEMIEMBIMH IS
MeToAa Xpomartorpaduyeckoro anammza. B Tabmuue 10 mpencraBieHsl  xpomarorpaduueckue
napameTpsl nipu pazaenenanu AIIMO, IOMO, IDAC u JITAC.

MeTtposornueckie xapakTepucTUKH pa3padoranHoro crocoba BIKX-MC/MC nerekTupoBaHHS
JIIM®, IDM®, I25AC u JITAC B BbIOpaHHBIX ONTUMAJIbHBIX YCIOBUIX pa3JIeleHUs PEICTABICHbI B
tabmune 11. Ha pucynke 14 mpencraBieHbl TUIHMYHBIE XPOMATOTPAMMBI, TTOJTYYE€HHBIC B BBIOPAHHBIX
ycaoBusix  pazgenenus JAIIM® wu JIIIAC. Ha XxpomarorpamMmax MpeICTaBICHbI BEIWYUHbI
AQHAJIMTUYECKOTO0 CHUTHANA, IO Ka)XJOMy M3 COOTBETCTBYIOIIMX BBIOPAHHBIX MOHHBIX MEPEXO0JI0B
(BepxHss XpomaTorpaMma — Ui BBIOPAaHHOIO HMOHHOIO IE€PEXOAa JUIsl KOJIMYECTBEHHOI'O aHaIM3a,
HIDKHSS XpoMaTorpaMma - JIsl IOATBEpXK/EHUsA). B kauecTBe KpUTepusi yCTaHOBIEHUSI IPUCYTCTBUS
JAIIM®, IDM®, JID5AC u JAITAC B npobax HCIONIB30BAIM BpeMs yISPKUBAHUS M COBIAJCHUE JTBYX

map BI>I6paHHbIX HOHHBIX IIEPEXOA0B, COOTBCTCTBYIOIIUX OIPCACIACMOMY KOMIIOHCHTY.

Taoauna 9. OnTumanbable napamMerpbl AerekTupoBanus AIIM®, IIM®P, JIAC u AIIAC B
BbIOPAHHBIX YCJI0BHUSIX MACC-CNIEKTPOMETPUYECKOTI0 IeETEKTHPOBAHUS

DHeprus DHeprus
Hanpsokenne | BoiOpannas s BreiOpannas qiis | ¢pparmMeHTanuu | hpparMeHTAIMN
Coenunenue UCTOYHHMKA OOHapyKEeHUsI OIpeeIeHUs (mpu (rpu
HOHM3AINH, B | HOHHAS peakuusi | HWOHHAs Peakis | OOHAPYKEHHH) | ONPEIETIEHHN),
B B
JIPMD 5500 m/z 21124_’ Wz 1 11z 212 — miz 100 90 75
MM 5500 m/z 2‘128_’ W2 1 111z 240 — miz 162 85 85
TIDAC 4500 m/z Z(E S M2 | iz 265 — miz 132 85 100
JTAC 4500 mz 32112 8_’ M2 | iz 265 — miz 160 85 80

Tab6anna 10. Xpomarorpaduueckue napamerpsl npu pasaenenun AINM®, IIMP, TIIAC n
JAITAC. IIpu pacuerax MCHOJb30BAJIM BeJIHYHHY MEPTBOIr0 BpeMeHu paBHYI0 (.7 MuH.

ITapameTpsl
Bpewms ynepxxuBanus, Koaddunuent O PexTuBHOCTS,
MHH €MKOCTH TT/m
Coenunenue

JAOMOD 3.4 3.9 5000
JAIIMD 5.3 6.6 40000
JDAC 3.2 3.6 2000
JITAC 5.3 6.6 45000
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Tabmmpma 11. Merponornyeckne XapaKTepHCTHKH pPa3pad0TaAaHHOIO IOAX0JAa OIpeleSeHus
JIM®, IOMP, 13AC n AITAC

JAunana3on
YpaBHeHue Mpenen
5 onpeeasieMbIX Sy,
BemecTBo rpagyupoBOYHOIO r o0HApYy:KeHUsl, N
KOHIIEeHTPAaIHid, %
rpaduxa MKI/MJI
MKI/MJI
JAOMD Si=2.8x 10"x C;j 0,99 0.0003 0.02-5 6
JIIMD Si=3.7x10°x C; 0,99 0.003 0.02-5 5
JDAC Si=3.2x 10" x C; 0,99 0.3 0.5-10 10
JITAC Si=1.3x10°x C; 0,99 0.05 0.1-2 7

Pa3paboranHblil crioco0 omnpeneneHuss UCCIEAYEMbIX MPOAYKTOB AecTpykuuu V-razos JAIIMO,
JIAOMO®, IDAC u AITAC metonom BIXKXX-MC/MC omnpoGoBaH mpHu aHalu3e pacTBOPOB CMecCEi 3TUX
COCMHEHUI B peajbHBIX MpoOax Bojabl. [IpoBepky MpaBUIBHOCTH IMOAXOAA MPOBOAUIN METOJIOM
«BBEJICHO-HalIeHO» (Tabi. 12). B kadecTBe 00BEKTOB AJIS MCCIICIOBAHKS MCIIOIB30BAIH 00PA3IIBI BOIBI
Pa3IMYHOTO COCTaBa: BOJIOMPOBOJIHYIO BOJY, KOJOJIE3HYIO BOJY, BOJY M3 CKBOXXHHBI U PEUHYIO BOJY.
Omnpenenenuro JI[IM®, IOM®, IDAC u AIIAC Bo Bcex HCCleAyeMbIX THUIAaX BOAHBIX IMPOO He
MENIaio MPUCYTCTBHE HEOPraHMYECKMX AaHWOHOB, METAJJIOB, MOBBIIICHHBIE 3HAYEHHUS IKECTKOCTH,

MYTHOCTHU U IBETHOCTH, a TAKKEC 3HAYUTCIIbHOC BAJIOBOC COACPIKAHUC OPTraHNYCCKUX BCIICCTB.
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u I, coorBercTBeHHO), coaep:xkammx 20 Hr/ma u 1000 nr/ma AINIM® (A) u JIIAC (B),
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Ta6aunna 12. IIposepka npaBuIbHOCTH pa3padoTaHHOro moaxoaa onpegeaenus /I[IMO, [OMO,

J2AC u IITAC meToaoM «BBeIeHO-HANTEHO»

Beeneno B | Haiineno, mr/n

IIpo6a BoabI cMecH,
JA99MD JIM® JDAC JIMAC

MKI/MJI
Bononpoon 1 1,01+0,04 0,99+0,07 1,03+0,08 1,01+0,09
Komonerr 1 1,04+0,06 0,98+0,04 0,96+0,07 0,96+0,07
CkBaxnHa 1 0,99+0,06 1,02+0,06 1,0+0,1 0,95+0,09
Peunas Boja 1 1,03+0,05 1,04+0,07 0,95+0,09 1,01+0,09

Onpenenenue M®@K. Bout pa3zpaboran criocob onpenenenus MetundocGonoBoit kucinotel (MDK)
B BOJIHBIX OOBEKTax, MO3BOJIIOUIETO OBICTPO KOHTpodHupoBarh Hanmmune M®PK Ha ypoBHE neciaTKOB
Hr/Mi.  [lody4eHbl CHEKTPBI 3JICKTPOPACIBUIMTEILHOW HMOHHM3AIUM HOHOB-TIPEAIICCTBEHHUKOB U
¢dparmenTHBIXx HOHOB M®K. Iocie 00pabOTKH 3TUX CIIEKTPOB BHIOMPAIIN XapaKTEPUCTHUECKUE UOHBI,
10 KOTOPBIM TPOBOJIMIIM Macc-CIIeKTpoMeTprUueckoe aerekrupoBanune. Ha Puc. 15 mpencraBnen macc-
CTIEKTp, TOJYYECHHBIH B PEKMME CKAaHHUPOBAHUS, UM CHEKTP (HParMEHTHBIX HOHOB, TOJYYEHHBIX M3

JNenpOTOHUPOBaHHOM MoseKyibsl MOK.
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Puc. 15. a) Macc-cnekTp (MOHU3AIUA JJIeKTpopacnblieHHeM) cTaHaapTHoro oopasuna M®PK 06)
HMOHOB-TIPOAYKTOB JIENPOTOHUPOBaHHOIT MoJiekyJIsl M®K [M-H] ¢ m/z 95.

B wmacc-ciektpe M@K mnpucyTCTBYeT HHTEHCHUBHBIH CUTHa ¢ M/Z 95, COOTBETCTBYHOLIMIA

JenpoToHupoBaHHOi Moiekyiae M®K, a takke aBa curHama ¢ m/z 113 u 141, COOTBETCTBYIOIINX
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agayKTaM AenpOoTOHUPOBaHHOM MoJiekyinbl M®PK ¢ mosekynoil BOAbI M MypaBbHUHON KHCIOTHL. B
CIIEKTPE HOHOB-TIPOAYKTOB MPeoOsagaeT curHai ¢ M/z 79, KOTOpOMy COOTBETCTBYET MOJICKYIa,
oOpasyromiasicsi B sSUeiKe COyJapeHUH Npu TOoTepe METWIbHOHN rpymmbl. Mcxoas w3 mHbopmanuy,
MOJYYEHHOM U3 MacC-CIIEKTPOB, IS ONpeac/ICHUs] ObUT BBIOpAaH MOHHBIN mepexon ¢ M/Z 95—79, a s
Ka4yeCTBEHHOI0 TOATBEPKIACHHS Iepexoq m/z 95—63 .

s BbIOOpa TMOAXOMAIIETO COCTaBa TOJBMXKHOW (ha3bl B KAdyecTBE IMEPBOrO KOMITOHEHTA
HCII0Ib30BaIu BoAHbIE pacTBOpPHI 0.5% MypaBbUHOM KUCIOTHI, 5 MM alerata aMMOHHSI M UX CMECH C
YKCYCHOM KHCJOTOM M THJIPOKCHJIOM aMMOHUS. B kaduecTBe BTOPOro KOMIIOHEHTA MOJBUKHOU (hazbl
HCIIONB30BaNM aueToHuTpwi. [lodayyanu 3aBUCMMOCTh MHTEHCHBHOCTH CHUTHaja JEHPOTOHUPOBAHHOU
Moutekynbl oT pH moaBwxHON ¢a3el. Hanbonpias MHTEHCUBHOCTh CUTHANIA HOHA JENPOTOHHUPOBAHHON
Mosiekysibl MOK nocturaercs npu 3Hauenun pH 2,4. Jlannomy 3nauennto pH coorserctByer pH 0,5%
pacTBOopa MypaBbHHOM KHCIOTHI B Boje. TakuMm oOpa3om, HauboJiee MOAXOAAIIEH MOABWKHON (azoit
SIBJISUICSL pacTBOp, coctoAmnid u3 0,5% MypaBbMHON KUCIOTHI B BOJIE M allETOHUTPUIIA B COOTHOLUEHUU
95:5 mo o0Bemy.

Ha cnemyromeit cragum pabOThl TPOBOAWIM  ONTHUMH3AIMIO  MAacCC-CIIEKTPOMETPUICCKUX
[apaMeTpoB, TaKMX KaK MOTEHLMAJ] Ha BXOJE B Macc-aHalIM3aTOp W H3Heprus coyaapenuil. U3
MOJIYYEHHBIX 3aBUCHMOCTEH OBUIO BBIACHEHO, YTO Haubolyiee MOIXOSIINE 3HAYEHHS, MPH KOTOPBIX
Ha0IroaeTCsl MaKCUMajbHas MHTEHCHBHOCTL CHTHAajaa MOHOB ¢ M/Z 95, 79 m 63, juis moTeHIMana Ha
BX0JI¢ B Macc-ananu3atop — 50 B, a mis snepruu coynapenuii — 20 B s m/z 79 u 25 B mias m/z 63.
H3meHeHne cKOpOoCTH MOTOKa Taza-pacnbuinTens oT 8 g0 10 n/MuH u TemmepaTypsl ra3a-pacibUINTeNs
ot 200 mo 350 °C mpuBeno K NECATUKPATHOMY YBEIMYCHHIO CHUTHAJIA, COOTBETCTBYIOIIETO HMOHHBIM
nepexonam 95—79 u 95—63.

MeTpOJ'IOFI/I‘leCKI/IC XaPAKTCPUCTHUKU TTPAMOTI'0 3KCIIPECCHOT'O OIMPCACIICHUA M®K IMMPEACTaBJICHBI B

tabmune 13.
Tab6amnna 13. Xapakrepuctuxu npsimoro BOXXX-MC-MC onpenenenus MK B npupoHoii Boje
JAuanason YpaBHenue Haumeruas IIpenen
. . 2 onpeaensemMas
BemecTtBo | JMHEHHOCTH, | TPaIyHPOBOYHOM R o0HapyKeHHs
KOHIICHTpauus
HI/MJI 3aBHCUMOCTH HI/MJI
HI/MJI
MOK 30-1000 y=570 x x 0.99 30 10

[IpaBuIBEHOCTH pa3pabOTaHHOTO MOAX0/1a ONPEACIISIIN METOIOM «BBe/eHO-HanaeHo» (Tabm. 14).
Ta6amnna 14. IIpoBepka NpaBHJIBLHOCTH, Pa3padOTAHHOIO NMOAX0JA METOI0M «BBeICHO-HANICHO»
(n=3, p=0,95)

IIpo6a BoabI BBeneno B cMecH, HI/MJI Haiigeno, Hr/mu
ITpuponHas Bona 100 98+5
Bona u3 CKBayKHHBI 100 96+7
BononpoBoaHas Boga 100 105+9

28




Pa3zpabarbiBaiy BBICOKOUYBCTBUTENBHBIN crioco0 omnpeaenennss M®K B Buae nmpou3BogHOTO € 1I-
opomdenarmn 6pomunom (ITbDE), pearenrom, nepepoasmmm MPK B MeHee MOIIPHOE COSAUHEHUE C
0osee BBICOKOH MOJICKYIsIpHOW Maccod. Peakiuio aepuBaTH3allii MPOBOJWIM COTJIACHO CXEMeE,

MPEACTABICHHON Ha pUCYHKe 16.
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Puc. 16. Peaknus nepuBatuzannu M@K n-opomdenanua 6poMuaom.

JoGaBku 18-kpayH-6 u K,CO3z yBenn4yuBaroOT CKOPOCTh PEAKIMU U BBIXOJ IIENIEBOTO MPOIYKTA.
Peakuuto npoBoaunu npu temmeparype 80 °C B Teuenue 30 muHyt. Mcnonb3ys cucreMy mpsMoro
BBOJa B MAacC-CIIEKTPOMETp, MOJy4dajd MAacC-CIEKTPbl 3JEKTPOPACHBbUIMTENbHON HMOHU3aLUU
00pa3ymIIUXCcsi MPOU3BOJHBIX B BapUaHTE pPETUCTPALMKd OTPULIATENIbHBIX HOHOB U BBIOHpAIH
XapaKTEPUCTUYHbBIEC UOHBI JUIsI I€TEKTUPOBAHMUSL.

Hus onpenencanst M®K B Buie MPOU3BOIHOTO MPUMEHSITH THAPOGHUILHYIO XpOMaTorpaduio ¢
TaHJIEMHBIM  MacC-CIHEKTPOMETPUUYECKUM JIETEKTUPOBaHHWEM. XpoMaTorpapuyeckoe pasfelieHue
npoBoawnn Ha kojonke Luna HILIC (150 mMm x 4.6 MM, 5 wMkMm). Hawnyumas d¢opma
XpomaTorpauueckoro Nuka U 4yBCTBUTEIBLHOCTD OIpe/IeeHHs Obula TOCTUTHYTA MPH UCIOJIb30BaHUHI
B KayecTBe MoJABMKHOM (a3sl 10 MM amerara amMMmoHusl M aneToHUTpuia. Pasnenenue npoBoauin B
peXKUMe TPaJMEHTHOIO JIIIOMPOBAaHUS MpHU cKopocTH moroka 0.4 wmu/mMuH. Bpems ynep:kuBaHUs
npousBogHoro M®K mpu manHoil ckopocTu motoka coctaBmwio— 6 + 0.5 mun (Puc. 17). Macc-
CHEKTPOMETPUUYECKOE JETEKTUPOBAHUE MPOBOJMIM IO BBIOPAaHHBIM HOHHBIM IHepexoiam. B macc-
cuektpe (puc. 18) mNpoW3BOMHOTO NPHUCYTCTBYIOT HamOoJiee WHTCHCHBHBIC CHUTHAIBI HOHOB C
cooTHomeHneM m/z 293 u 291 onuH K 0JJTHOMY, COOTBETCTBYIOIIUE JAECTPOTOHUPOBAHHBIM MOJIEKYJIaM
npou3BogHOoro MOK.

[IpuMmeHeHne nepuBaTU3UPYIOLIETO peareHTa MPUBENIO K CHIKEHUIO nipeena onpeaenenus MOK B
BHJI€ TPOM3BOJHOTO, TO cpaBHEeHHIO ¢ omnpeneneHueM M®K 6e3 nepuBatuzaummu B 5-10 pas.
OrpannuenueM npu omnpeneneHny M@K B BUJie TPOU3BOAHOTO SBIISETCS HEBO3MOYKHOCTD IIPOBEICHMS
peakimu JepuBaTH3allMM B BOJHOW cpene. [lng ananmmuza oOpasloB MPUPOAHBIX BOJA HEOOXOIMMBI
yrnapyuBaHUe BOJAHON MaTpHULIbl U CMEHA PACTBOPUTENS Ha alleTOHUTPUIL. YTapuBaHUE MPOBOJIMIM MPHU
MTOMOIIY OTTOHKH MTPH MOHM>KEHHOM JIaBJICHUH Ha POTAI[MOHHOM HCTIapUTele.

Bbi0op ycioBHil NpoOONMOArOTOBKH. bbpUIM ONTMMHM3UPOBAaHbI YCIOBMSI yNapuBaHUSA Ha
poTaoHHOM ucnapurtene. B kpyrimogonnyo xondy Ha 10 mu moprusimu mo 2 mia go6asisuii 10 mo
BOJHBIX CTaHAApTHBIX pacTBopoB M@K c koHueHTpauuen 20 HI/mi. YnapuBaHue Belld NPU JaBIECHUU
15 mOap. Temneparypy ynapuBaHusi KOHTpoJupoBaid Ha ypoBHE 35 °C 1151 MUHUMH3AIIUN BO3MOKHBIX
norepp M@K, ynapuBanue mnpoBoauiu 10 oObema, He mpesbinatoniero 100 mxin. JloBoawnu

alleTOHUTpUIOM 10 oObema 1 wmn (oxkugaembiil koddduuueHT koHueHTpupoBanus 10) u konly
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MOMEIATH B YJIbTPa3BYKOBYIO BaHHY Ha 10 muHyT. Peaknuio nepuBatuzaniiy MPOBOIWINA COTJIIACHO

cxeme, MpeCTaBICHHOI Ha pucyHke 16.
W XiC of -MRM (4 pars): 263.0/265.0 Da ID: dMPA1 from Sample 18 (200 ppb iz 20 ppm 10 mM ammonia acetat 2001) of Timurbai der. Max 1.6e5 cps
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Puc. 17. Xpomatorpamma 200 ar/mua npoussoanoro M@K no BbIOpaHHBIM HOHHBIM IEpexXoAaM.
Kosionka — Luna HILIC (150 mMm X 4.6 MM, 5 MKM).
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Puc. 18. Macc-cnekTp xpoMaTorpaguueckoro NuKa, noJy4eHHbIi B pe:kuMe CKAHUPOBAHMSI.

B nmporecce ynapuaHusi JaHHBIM CIIOCOOOM B KaIUICYJIOBUTENE KOHICHCUPOBAINCH KAl )KUIKOCTH U
JABJICHUE B CUCTEME HE CHIIKAJIOCh JI0 YCTAaHOBJICHHOTO 3HaueHus 15 mOap, a aepkanoch Ha ypoBHE 40
MOap. B pesynbTare 3T0or0o npoucxonuiu 6onsiue norepu MOK (97%) u O6bu1 nonydeH KodphuueHT
KOHIIeHTpUpoBaHus paBHbIi 0.3. Bo n3bexxaHne HaKOMIIEHUS Karelb KHUIKOCTH B KarlJIeyJOBUTENE ObLIT
MPUMEHEH MOAXO0/, BKIIOYAIOMIUKA B ceOs 0OOrpeB KaruIeyJOBUTENsSI 0 W BO BpEMS YIIapUBaHUA.
[IpumeHeHne AaHHOTO TMOAXOJAa TMPHUBEIO K CHIDKEHUIO JABJIEHWUS B CHCTEME J0 YCTaHOBJICHHOTO
3HadeHus 15 MOap U B KaruieyJI0BUTENE HE HAOJI01alIOCh HAKOIJICHNE Kamellb )KUIKOCTH. B pe3ynbrare

OBbUI CYIIECTBEHHO YBENWYEH KOA(PHUIMEHT KOHLIEHTPUPOBaHMS, KOTOPbIi coctaBuia 9. Ilotepu M®PK
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JAHHBIM METOJIOM YIapuBaHMUsI M KOHIEHTpupoBaHus Bcero 10%. HaumbGomee onTuMaibHBIM IJIs
yrnapuBaHus Obul BbIOpaH oObeM paBHblid 10 mi. [Ipu yBenmueHun obbema oOpasia yBeTUYHMBACTCS
Bpems, Tpedyemoe /Uit ynapuBanus. llpu ymeHbieHnu o0bema oOpasia, ¢ yueToM Kod(duimueHTa
KOHIIEHTPUPOBAHUS, CHIDKaeTcs mpenes ooHapykenus. IIpu o0beme obpasua paBHomy 10 mi ynaercs
JOCTHYb CHUYKEHUS IIPEeSIOB OOHAPYKEHUS MPU IPUEMIIEMOM BPEMEHM yIIapHBaHMUS.

Annpodanus. /[ OLEHKH NPEeasIoKEHHOTO Crocoda ompeneneHus: rotoBuwiu pactBopsl MOK
pa3nuuHoil kKoHueHTpauuu B 70 Mk Boasl U 930 mMxu aneronutpuia. PacrBopet M@K nonasepranu
peakuuu JAepuBaTH3aluu ¢ HO-OpomdeHaunn OpoMHIOM U CTPOWIM TI'PagydpOBOUYHBIA TIpaduk.
Xapakrepuctukun BOXX-MC/MC onpenenennss MOK B Buae mpou3BOIHOTO, IIpeacTaBiieHb B Tao.
15.

[Toyyanu [aHHBIE 10 BOCIPOM3BOJAMMOCTH pEaKLUUU JEpUBATU3ALMU Ha JIBYX YPOBHAX
koHnentpanuii MOK - 3 ar/mur u 60 ar/mi. BocipousBogumocts Ha ypoBHE 3 U 60 HI/MJI cocTaBHiIa
5.8 1 5.7 %. Takxe ObUIO BBIICHEHO, YTO NMPOJYKT JI€PUBATU3ALUU OCTACTCS CTAOMIIBHBIM B TeueHHE 2
naer. [lpaBuinbHOCTE crocoba MCCleoBaIM MPHU MOMOIIM METOJa «BBEACHO-HAWICHO». Pe3ynbraTs
orpeiesieHust MaTpuaHoro 3Qdexra npeacrasiensl B Tabdm. 16.

Tadoamua 15. Xapakrepuctuku onpenencaus MOK B Buzge npousBoanoro (n=3, p=0.95)

Hanmenbuias
JAnanazon YpaBHenue IIpenen
. . omnpeaessemMasi
BemniectBo | JuHelHOCTH, | TpagyupoBouHoii | R2 00Hapy:KeHHU
KOHIIEeHTPAaIusi,
HI/MJI 3aBHCHMOCTH s, Hr/MJI
HI/MJI
M®K 3-60 Si=15752 xci 0.99 3 0.9
Tab6amnna 16. Onpenesienne NpaBUIBHOCTH MeTOAUKH (n=3, p=0.95)
IIpo6s1 BoaBI Beegeno B Haiigeno, BBeneHno B Haiigeno,
cMeCH, HI/MJ1 HI/MJI cMeCH, HI/MJI HI/MJI
[TpupoabIe 0.4 0.39+0.03 6 6+0.2
BOIBI A
IIpuponusie 0.4 0.4+0.02 6 59+0.1
BOoJEI b
IIpuponnsie 0.4 0.4+0.03 6 6+0.1
BoJLI B

Kax BunnHo u3 Ta6mn. 19 BBeneHHbIC U HallICHHBIC KOHIICHTPAIIMH COBMAIAI0T, YTO CBUIETEIHCTBYET
O TOM, 4YTO MaTpulla HE OKa3blBaeT MEIIAIOLIEro BIUAHWSA HAa WOHU3ALUIO, BBIXOJ PpEAKIUU
JepuBaTH3alMd U KOA(PPHUIMEHT KoHueHTpupoBaHus. C yderom ko3(dduimeHTa KOHIEHTPUPOBAHUS
npenen oOHapyKeHHs JaHHOM Meronuku ompeneneHuss M®PK B mpupoaHbIX BojJax B BHIE
MIPOM3BOJIHOTO C MpUMEHEeHueM ruapoduibHoil Xxpomarorpaduu coctaBun 100 nr/miu. Pazpaborannas
METOAMKA XapaKTEpU3YETCs XOpPOLIEH BOCIHPOU3BOAUMOCTBIO PEaKLUM JAEPUBATU3ALUU, BBICOKUM
KOO(Q(QHUIMEHTOM KOHLUEHTPUPOBaHMS WJIM HHM3KUM mpoueHtoM norepp M®PK, BbICOKOI
YyBCTBUTEIBHOCTBIO M NPUEMIIEMBIM BpPEMEHEM YACpKMBaHWS JepuBarta. JlOCTHUTHYT npexnen
oOHapyxennst MOK He BcTpedaronuiicss paHee B JINTEpaType

[Tpennosxxen crnoco6 onpeneneauss MOK u O-ankunmerundochoHaToB B IPYHTOBO-TIBIIEBON CMeCH
- OoJiee CI0XKHOHM MO COCTaBy MaTpuIle, YeM MPHUPOJHBIE BOJIbI, TOITOMY BaXKHON 3ajjauyaMH SIBIISUIMCH

moabop:
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1) Tlombop MOAXOAAIIMX YCIOBHH MPOOOMOATOTOBKH, OOCCIIEYMBAIONINI HAWOOJIEEe IOJIHOE
W3BJICYCHHE aHATH3UPYEMBIX COSIMHECHHUIA

2)  Tlombop xpoMaTorpapuuecKux yCIOBUN pa3ae/iCHHs ¢ MEIIAIOIIMMUA KOMIIOHCHTAMH MaTPHUIIbI

IIpy momnbITKax

OnnoBpemenHoe omnpeneaenue M®PK wu  O-anknameruniagocdoHaros.

npoBeaeHus aepusartuzanuu  O-ankuiameTundochoHaToB  ObLIO OOHAPYKEHO, YTO MPHU YCIOBHAX
JepUBaTH3aIUHY, ONMCAaHHbIX BhIe, O-ankunMermidocdonarsl, B orarnuue or MOK, He nmoaseprarorcs
JepuBaTH3alUU. JTO OOBSCHIETCS UX 00Jiee BHICOKMMHU 3HAYEHUSIMU KOHCTaHThI KucinotHoctu (pKa 3.3
npotuB 2.12) m HemoctaTouHbIM BbICOKMM pH cpenpl. OtcyrcTBHE peakiuu aepuBaTuzamuu O-
ankunmetrwiocponaros, B oramuun or M@K, nozBosnmno pa3paboTaTte BbICOKOYYBCTBUTENIBHBIN
crioco6 coBmectHoro onpeaenenuss MOK u O-ankunmermindocoHaTos.

Iloobop macc-cnekmpomempuueckux napamempos oemexkmuposanus O-ammmaMeTnindochoHaToB.
His O-amummnMetun@ochoHaTOB IMOJIydaId MAacc-CHEKTPhl 3JIEKTPOPACHbUIMTENbHON HOHHM3AlMU B
BapUaHTE PErucTpaluy OTpULATEIbHBIX HMOHOB. llomydanu ¢parMeHTHbIE HMOHBI, OOpasyrouivecs B
saueiike coynapeHuid. i onpeneneHyus HaMy BbIOpaHBI CIEAYIOIINE MOHHBIE MEPEXObI A KaXA0ro

u3 O-ankuwimerundocdonara, npeacraBieHHoro B Taom. 17.

Tadoanua 17. Monnsie nepexozp! i O-ankuametnidhochoHaToB: M/Z 1enpOTOHUPOBAHHON MOJICKYJIbI
—> m/z woHa-IPOyKTa

[Tapamerp M®K OMOK ullpM®K ubyM®K | [TunM®K
OcHoBHas BblOpaHHas | 293—265 | 123—95 137595 151595 | 179595
peakuus
JlonmomHUTEIEHAS 291—263 | 123—79 137—79 151579 | 179—-79
BbIOpaHHAas peaKius 2935215

291213

Iloobop xpomamoepaguueckux ycnosuti. Pazpenenne MOK u  O-ankuwnmerundocdonaron
npoBomin Ha kKononke Luna HILIC mpu ckopoctr moToka 1.5 mu/mMuH. B kadecTBe mOIBHKHOM (a3bl
BBICTyINaJa CMECh pacTBopuTenei, coctosmas u3 A — 10 MM amerata amMmMmoHus B Boje U b —
TaHHYIO

MapaMeTpoB yAepKUBaHUs, TpeacTaBieHHbXx B Tabn. 18. Ha Puc. 19 mokazana xpomarorpamma 1o

AllICTOHUTpPHJIA. HpI/IMCH}I}I nporpammy, IIojIy4dajd 3HAYCHUA XpOMaTOl"pa(i)I/IquKI/IX

BbIOpaHHBIM HOHHBIM Niepexoam pactBopa M®K B BeIOpaHHBIX XpoMaTOrpapUuecKux yCIOBHUSX.

Tadmuuma 18. 3HayeHust BpeMeHM YyIep:KUBAHUSA M KOIQPUUHMEHTAa eMKOCTH JJs
ANKHIMETHI(POCHOHOBBIX KHCJIOT
[lapametp MOK OMOK ullpM®K ubyM®K [MuaM®K
Bpems ynepxkuBanus tg,|3,1+0,1 51+0,1 474+0,01 (41£0,1 3,78 £ 0,05
MUH
Koadduuuent emxocru, k’ 2.5 5 4.5 3.7 3.4

Buvibop cnocoba npobonoocomosxku. TpymnHocTthio ompenenenus M®K B Bupe Mpous3BOIHOTO

ABJICTCA HEBO3MOXHOCTH IMPOBCACHUA PCAKIUHU ACpUBATHU3allUd B BOJIHOI71 cpeac. HJ'ISI aHaJInu3a

00pa3IoB TPYHTO-TIBUIEBONM CMECH HEOOXOJMMBI €€ TUCIIEPTHPOBAaHUE, SKCTparupoBaHue BOAOW B Y 3-
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BaHHe B TedeHue 20 MUHYT, LEHTpU(YTUPOBAHHME HAIOCAJOUYHOIO CJIOSI B TEYEHHE 2 MHHYT,
¢ubTpOBaHKe, yrapuBaHUue BOJHON MaTpuibl 10 50 MKIJI U paCTBOPEHUE B alleTOHUTPUIIC. YTIapUBaHHE
IIPOBOAMIIA METOJIOM OTTOHKHU IIPU MOHMKEHHOM JaBJI€HUH HA POTAL[MIOHHOM HCIIapUTEIIE.

OuenuBaymm crteneHb u3BiedeHUs M®PK n O-ankunmetundocPoHATOB TMPH IKCTPArupoOBaHUHU
BOJOM, KOX(P(PHUUMEHT KOHUEHTPUPOBAHUSA, MATPUUYHBIA 3(PPEKT, CTPOUIM TIpagyupOBOUYHYIO
3aBUCHUMOCTh B JMala30H€ KOHLEHTPAaLUMW Il BOAHBIX CTaHAAPTHBIX pacTBopoB M®PK u O-
armnmeruigocponaro 0,005-100 HI/MIi, OLEHUBATU TaKME METPOJOTHUYECKUE XapAKTEPUCTHKU KaK

npenen ooHapysxkenus (I10), mpen3MOHHOCTD B TEYEHUH OJHOTO JAHS U B pPa3HbIC JHHU.

370 am
3604

3404
3204/
2084/ |
2004
2 6ad
24844
2 2044
2 Ded
1804
16044
1,404

HirreneHBHOCTD, UMITC

1.2044
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8000.04
6000.04 |
4000.04

00 . R . ; , . , : : . ,
10 20 30 40 50 6.0 7.0 80 90 100 1.0 120 130
Bpens, root

Puc. 19. Xpomatorpamma 50 ur/mua npousBognoro M@K no BeiOpaHHOMY HOHHOMY mepexoay 293
—265. Kosionka — Luna HILIC (150 mm x 4,6 mm, 5 mxm). [logBu:knast ¢gaza — 10 MM aunerar
aMMOHHUA — aueTOHUTPHJI. CropocTh NoToKa — 1,5 MuI/MHH.

Kosppuyuenm  xonyenmpuposanus.  Ilomywanm  TouyHOe  3HaueHHe  KodduuueHTa
KOHIIGHTPUPOBAaHUS Ha JIBYX YpOBHSAX KoHUeHTpauuid — 3 u 50 Hr/mu. KonndecTBeHHBIE
XapaKTepUCTUKU ompeaeneHuss Kodp@uiueHTa KOHIEHTPUPOBaHUS mpexacraBieHsl B Tabm. 19.
Cmenenv u3eneuenusi npu sxcmpakyuu  600ou. CTENeHb W3BJICUEHUS IPU DKCTPAKIMHU BOJOU
OLIEHUBAJIM, MPOBOJS SKCIEPUMEHTHl Ha YPOBHE KOHIEHTpamuu — 50 HI/MJ B TpeX MOBTOPEHHUSX.
KonnyecTBeHHBIE XapaKTepUCTUKU omnpezeneHus npenctarieHsl B Tadn. 20. Mampuunwiii a¢gpgpexm.
UccnenoBanu BausiHue MaTpuyHoro s¢dekra. Pe3ympTaThl omnpeaeneHuss MaTpU4HOro 3ddexra

npencraieHsl B Taom. 21.
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Tabanna 19. 3navyenus kodpdunuenta konueHTpupoBanuss MO®K u AM®K Ha nByx ypoBHAX
koHuenrpauun MOK u AM®K (n=3,P =0,95)

Kucnora M®K OMOK ullpM®K | ubyM®K [TuaMOK
Koadduruent

9.0+0.3 9.2+0.2 10.1+0.1 |9.4+0.2 94+0.6
KOHLICHTPUPOBAHUS

Tabanna 20. 3HaueHns cTeneHU U3BJeYeHUus: Npu 3KcTpakuuu Bogoit MO®K u AM®K u3 rpyHro-

NbLIEBOM cMecH Ha ypoBHe KoHueHTpamuu 50 ur/mu (n=3, P=0,95)

Kucnora | MOK OMOK ullpM®K | ubyM®K [TuaM®K
R, % 90+5 94+4 97+£2 98 £ 2 93+4

Ta6auna 21. 3nauenust MaTpuaaoro 3¢dekra gt AMOPK B rpynre (n=3, P=0,95)

Kucnora M®K OMOK ullpM®K | ubyM®K | [TunM®K
ME, % 40+ 4 88+6 94+4 99+2 98+3

I'paoyupoeounas 3asucumocms. Jlji1 TOCTPOCHUS TIPaJyHPOBOYHOM 3aBUCUMOCTH T'OTOBHIIU
pactBoppi MO®K u AM®K B amneronutpuie ¢ KoHueHTpamueid | wmkr/miu. M3 Hero meronom
[IOCJIEZI0BATENbHBIX pa30aBlIeHUNl CMeChblo aleTOHUTpuiI-Boga (95:5) roroBwin pactBopsl MOK u
AM®K c¢ konueHrpanusmu B auanazoHe or 0.005-100 wr/mn. Ha Puc. 20 mnpencraBiena
xpomarorpamma ubyM®K. B kadectBe mnpenena oOHapy)KeHUS BBIOMpPAINM KOHLIEHTpALMIO, IS
KOTOPO# COOTHOIICHHE CHUTHAII/ITYM (MJIM CUTHAJ XOJIOCTOH MPOOBI) COCTABIIsUIO HE MeHee 3:1.

415
HBYM®K

20 | |
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1004

| ‘\"‘
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¥ o 0 385 \ A C U "0 o
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10 20 30 40 50 80 70 80 90 100 10 120 130
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Puc. 20. Xpomarorpamma 0,025 ur/ma ubyM®K. Kosnonka — Luna HILIC (150 mm % 4,6 MM, 5

MkM). [loaBum:knas ¢gaza — 10 MM anerat aMMOHMS — ALETOHUTPUJL.

Ipeyusuonnocms 6 meueHuu 00Ho20 OHA. J1JI1 OLIEHKU NMPEHU3NOHHOCTU B YCIOBHUSX OJHOTO THS
NPOBOJIMIIA TSATHh MapajuIelbHBIX aHAJTU30B IPYHTO-TBUIEBON cMecu ¢ nobaBkoit MOK u AM®K no
KoHIeHTpanuu S0 HI/MJI HIKE MaKCUMaJIbHOW KOHIEHTpAlMd B 0OJACTH JIMHEWHOCTH TIO

rpaJlydpoBOYHOMY TpauKy B MaKCHUMaJbHO OJM3KUX YCIOBUSX (B OAWH JIeHb). B KkauecTBe
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KOJMYECTBEHHOM  XapaKTEPUCTUKH  MPEIU3UOHHOCTH  OICHMBAJIM  BEJIWYMHY OTHOCHTEIHHOTO
CTaHJIAPTHOTO OTKJIOHEHHUS (Sr). OTHOCUTENIBHOE CTaHJAPTHOE OTKJIOHEHUE HE MPEBBIIAI0 6%.

Ilpeyuzuonnocms 6 pasuvie Ouu. JlJis OLIEHKU MPEUU3HUOHHOCTUH MEXIY THSMU MPOBOAMIA TPU
MOCJIeIOBaTEIbHBIX aHanmu3a craHaapTHRIX pactBopa MOK u AOMK no xonnentparuu 50 MKr/mMi B
pasHble IHU. B KkauecTBe KOJIMYECTBEHHON XapaKTEPUCTHKU MPELU3HMOHHOCTU OLEHUBAIM BEIUYUHY
OTHOCHUTEJILHOT'O CTaHJIapTHOI'O OTKJIOHEHHUS (Sy) HallIeHHOW KOHIEHTpauu o0pa3noB. OTHOCUTEIBHOE
CTaHJIapTHOE OTKJIOHEHHE He mpeBbIimaio 15 %.

Pa3paboTaHHbIii MOIX0/1 UCIOIB30BANICA IS aHAIHN3A PealbHbIX 00BEKTOB, COIEPIKALINX TPOTYKTHI
NECTPYKIUU XUMHUYECKOTro opyxusi. PeanbHble 00pa3iibl MpeAcTaBisaioT co00i mpoObl TPYHTO-TIBUIEBON
CMECH ¢ MecTa OBIBILIEro 3aBOJIa MO MPOU3BOJICTBY XUMHUYECKOTO OpyxHsi B Bonrorpanackoi o6iactu.

Tounsle pe3yabTaThl NpeacTaBieHbl B Taou. 29.

Tadauna 22. Copep:xkanne MPK u AM®K B peajbHbIX 00pa3snax IpyHTO-NbLIEBOH CMecCH
(P=0,95, n=3)

O06pa3sibl BemectBo C, MKr/T

1 MOK 0,09 +0,01
[IpM®DK 0,32 +0,05
M®K Ha yposne [10

2 ul[pM®K 0,15 +0,02
[TuaM DK 0,18 + 0,03
M®K Ha yposne I10

3 ullpM®K 8,72+ 0,13
nbyM®K 0,011 + 0,002
[TuaM DK 2,78 0,06
M®K Ha yposae 110

4 ul[pM®K 0,43 +0,07
[TuaM DK 1,62 +0,15

B pesynprare paboThl MpeiokeH crocod MpoOONMOATrOTOBKU Ui pealbHbIX 00pa3lloB IOYB,
XapaKTEepU3YIOIIMUNICA BBICOKOW CTEMEHbIO WM3BJIECUEHUSA. BBUIO MOKa3aHO, YTO HCIIOJIB30BaHUE napa-
Opomdpenamm  OpoMuga B KA4eCTBE JIEPUBATU3UPYIOIIETO areHTa TMPUBOJUT K  BBICOKOU
YyBCTBUTEIBHOCTA Macc-CIieKTpomeTpudeckoro omnpeaeneHuss MOK B Buae nmpou3BoaHOro. J[aHHBII
METOJ ONpEeeNCHHs] XapaKTepU3yeTCsl BBICOKUM K03()()UIIMEHTOM KOHLIEHTPUPOBAHMS, TPEBOCXOIHOM
YyBCTBUTEIBHOCTHIO. [Ipe/iokeHHass MeToauKa anpoOuMpoBaHa Ha TPYHTO-TBUIEBOM CMeCH U
MIPUMEHEHA K aHaJIN3y pealbHbIX 00BEKTOB.

YerBepTas rjiaBa MoCBsllIeHa pa3paboTke crocola OmpeneieHus] BaKHBIX B aHAIUTUYECKOM
IUIaHe MeTabOJUTOB HWIIpUTa, oOpasyrommxcs moja JedctBueM ¢depmenra [B-nmuazsr - 1,1°-
cynbhonmnouc|2-S-(N-areTiicTeHHIIT) 3TaHa] (CBALLD), 1,1'-cynbhouunnoduc-[2-
(Metuncynspuamwi)dtana] (CBMCD) u  1-mermicyiabpuHui-2-[2-(MeTHITHO )3 THICYIL(GOHII |3TaHa
(MCMTD3CD) meronamu yneTpa-BOKX-MC-MC B pexume 3J1€KTpOpaclbUINTEIEHOW HOHU3AINH
(Puc. 21).
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B xozxe onTtumuzanuu ycioBUN Macc-CHEKTPOMETPHUUECKOTO NETEKTUPOBAHUS H3ydalld BIIMSHUE
HampsDKeHuss B sAueiike coymapenuid Ha crnektp MC/MC M UHTEHCHBHOCTH CHUTHAJIOB HOHOB,
oOpa3yromuxcsi mpu ¢GparMeHTAMA TPOTOHUPOBAHHBIX M JEMPOTOHHPOBaHHBIX Moiekyn CBAILLD,
CBMC3 u MCMTDCD. B cnyyae CBAIID makcMMallbHOM WHTEHCHBHOCTH TTHMKOB OOpa3yIOIIUXCS
(GbparMeHTHBIX MOHOB yJIaeTcsi AOCTUYb B BapHAHTE PETUCTPAllMM OTPULIATEIbHBIX HOHOB, MPU ITOM
HanboJiee MHTEHCUBHBIMHU OKa3aJIMCh CUTHAJIBI ()parMEHTHBIX MOHOB CO 3Ha4eHusMU m/z 127 u 163 . B
NaNbHENIIEeM yKa3aHHbIE HOHBI KCIOJb30BaJIM B KAYECTBE XapaKTEPUCTUUYHBIX MPHU JIETEKTUPOBAHUU
CBAILLD B BapuaHTe perucTpaluu BeIOpaHHbIX peakiuii (M/z 443=» m/z 127 u m/z 443=» m/z 163). B
xone uccaenoBanus ¢parmeHtaimy CBMCD u MCMTOCD nHanbonee WHTEHCUBHBIMH HOHHBIMH
nepexojaMu okazamuch M/z 247 — 183, m/z 247 — 119, nns onpenenenusst CBMCD, m/z 231 — 75,
m/z 231 — 167, s onpenenenus MCMTOCD.
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Puc. 21. CtpykrypHble (popMy.1bl MeTA00JIMTOB HIIPUTA.

B kauectBe kojoHKH Ui Xxpomartorpaduueckoro onpeaeneHus CBAIID B BapuanTe oOpalieHHO-
dazopoit BOXXX Obia BeiOpana kosoHka ¢ copoertom Synergi Polar RP. Jlannas HenoaBrkHas ¢asa
XapaKTepu3yeTcs BBICOKOM 3()PPEKTUBHOCTHIO ISl CHJILHOMOJSPHBIX BELIECTB M ONTUMAalbHA IS
Pa3IMYHBIX A30TCOJAEPIKAIIMX OPraHMYECKUX COEAMHEHHUH (TMO3BOJSAET YCTPAHUTh DPA3MBbIBAHHE H
aCUMMETpUIO THKOB a30TCOAEpXKALIMX CcoeauHeHuH, xapaktepHoe g O® BDIXKX), a kononka
IUaMETPOM 2 MM U MEJIKOAUCIIEPCHBINA COPOESHT MO3BOJIAT MOBBICUTH d3PPEKTUBHOCTD pa3/IesICHNUS.

Jl1s ycTaHOBIIEHUS TOAXOISALINX YCIOBUIM BapbUpOBaiK 3HaueHust pH u nmporpamMmy rpaueHTHOrO
SJIIOUPOBAHUS TIO ALETOHUTPHIY TaKUM 0Opa3oM, 4TOOBI JOOUTHCS MaKCUMalbHOW 3((EeKTUBHOCTH,
YyBCTBUTEIHLHOCTH U HEOOX01uMOTO K03 durninenta eMxkocTH (1-5). CunbpHO BhIpakeHHOE BiusHue pH
Ha yJep)KUBAaHWE W YYBCTBUTEJIBHOCTH JETEKTHPOBAHUS CBA3aHO ¢ TeM, 4ro B cTpykrype CBAILLD
MPUCYTCTBYIOT HECKOJBKO (DYHKIIMOHAIBHBIX TPYII KUCIOTHOW M OCHOBHOW MPUPOIBI, TO3TOMY JaXe
Opu  HEOONBLIIOM U3MEHEHHWH KHUCIOTHOCTH  MPOUCXOMUT  IEPEeNpOTOHHPOBAHHE  Pa3IMYHBIX
(GYHKIIMOHAJIBHBIX TPYIMI U MEPEX0/1 BEIIECTBA U3 OJHON MPOTOHUPOBAHHON (POPMBI B APYTYIO, CUIBHO
OTJMYAIOIIMECs JIpyr OT JApyra IO MAacC-CHeKTPaJbHBIM M XpoMaTorpaduyeckuM CBOWCTBaM.
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OnTUManbHBIM CIIEyeT NMpu3HaTh 3HadeHue pH momBmxHOU (a3el 5,4, IpH KOTOPOM JOCTHTAETCs
MakcuManbHas 3¢dextuBHocth muka CBAILLD, urto, mo-BumuMomy, cBsizano ¢ TeMm, 4to CBAIID
CYIIECTBYET B BHJIe THAPOPOOHOTO BUTTEP-HOHA, XOPOIIO yIESPKUBAIOIIETOCS Ha KOJIOHKE M JIAIOIIETO
WHTEHCUBHBINA CUTHAJ B BUJI€ OTPUIIATEIILHOTO HOHA.

C wucnons3oBaHueM BOAHBIX pacTBopoB CBAIID mnpoBenn OLEHKY METPOJOTMYECKHUX
XapaKTepUCTHK pa3zpaboTaHHOro crocoba. HecTaOuiabHOCT, BPEMEH yIEpKUBAHHS OMPEISIIEMOTO

KomnoHeHTa He npesbimaet 0,3 munytsl. [Ipenen oOHapysxenus cocraBui 0,5 Hr/mit.

B xonme pazpabotku cmocoba pasnenenus MCMTOCO u CBMCD meronom (ynberpa)BOXX B
KayeCcTBE HEMOABIKHOW (ha3bl MCIIOIB30BAId KOJOHKY C oOparieHo-(a3oBbeiM copOentom Acclaim
RSLC. Jlns Toro 4yToObl yBEeIHUUTH 00 3apsikeHHbIX yacTun MCMTOCD u CBMCD B pactBope u
KaK CIIE/JICTBHE, TIOBBICUTh MHTEHCUBHOCTh MOHM3AIMHM B XOJIC aHANN3a, B Ka4eCTBE MOJBMXKHBIX (a3
ucnons3zoBaiu 0.5 % pacTBop MypaBbUHOUM KHCIOTHI B Boje (kaHai A) u 0.5 % pacTBop MypaBbHUHON
KHCIIOTHI B alleToHuTpuie (kaHana B), uTto cmocoOcTByeT 00pa30BaHHIO MPOTOHHPOBAHHBIX MOJIEKYI
MCMTOCO u CBMCD 1 noBbIIaeT UHTEHCUBHOCTh CUTHAJIA TIOJIOKHUTEIBHBIX MOHOB OMPEAEIIsIeMbIX
KoMmrnoHeHTOB. [Ipu xpomarorpaduyeckom pazgenesun MCMTICD u CBMCD ucnoib3oBaiu
OporpaMMy TPaJHEHTHOTO JJIIOMPOBAHMS, B YCIOBHAX KOTOpod Kod(hdumueHtsr emroctd (K)
MCMT3CD u CBMCD coctaBwiu 7.3 u 2.4, COOTBETCTBEHHO, YTO SIBJISIETCS MPUEMJIEMBIM JIJI1 METOJIa
XpOMAaTOMAaCC-CIIEKTPOMETPUYECKOT0 aHanu3a. B Ttabmume 23 mnpuBeneHbl Xxpomarorpaduueckue
napameTpel s crocoba ompeaeneans MCMTOCD u CBMCD. Ha pucynke 22 mpencraBiieHa
XpoMaTrorpamMma BOJHOIO pactBopa, conepxkamero MCMTOCD u CBMCD, nonyudeHHas mnpu
WCIIOIb30BAaHUM ~ ONTUMAIBHBIX  YCIOBUUW  XPOMATO-MAacCC-CIEKTPOMETPUUECKOTO  ONPEICIICHHS
MCMTOC3 u CBMCD.

Tabdauuna 23. Xpomartorpaguueckue mnapamMerpnl 1is cnocoda ompenejseHus MCMTICI u
CBMCD. Ilpu pacyerax HCHOJIB30BAJH BeJIMYMHY MEPTBOI0 BpeMeHH paBHy1o (.60 mun

Bpems Pasperienne nuKoB,
Coennnenne CenexTuBHOCTD
yaep:kuBaHusi, MUH | Ryn+
MCMTOCH 4.96 - 3.1
CBMCD 2.01 16.1 3.1

BTG of FAITHA |4 paasy 247 01080 Lm0 GIRREGE froam Samengre 090 100 ngimnl b Sl REGRAT L 0Ly of 008 vl | Torbes Sy Tax, BOBE 0 cpl
g MCMT3C3
T 1 ou CBMC3 '
= moooo . F'
g ﬂ _ I BpeMs, MHH
E L l. | il
D 1.0 20 3.0 40 r_ﬂl:r."“rl a0 ro ao 20 1040

I G TR (4 parsl 247 NS0 On 10 SBRSE from Samele 34 (20 neiml ekl SORSE, MSMTESE DT of O3 vl [ Turbe Seoay) Wa= TOTE S cps
2 sare CBMCD
5 roce- |
E 2000 II
E S000 |
S |
ER ( BpeMa. MHH
= I
[} o — T 30 40 =0 ) 7o no ) W04

Puc. 22. Xpomatorpamma BoaHoro pacrBopa 20 Hr/ma CBMCD u 20 wr/ma MCMTIC)O.
Koaonka: Acclaim C18 250 x 2 mm, 2.2 MKM.
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[TpoBogmin wu3ydyeHue cnocoba MPOOONOArOTOBKH, IO3BOJSIONIET0 IPOBOJUTH HAJEKHOE
onpeaenenusi CbALD, MCMTOCD u CBMCD B o0pa3max OHOIOTHYECKUX KHUAKOCTeH (Moum). Jlms
obnapyxenne CBAILID ompoOoBamy HECKOIBKO CXeM TBepIo(a3sHON HKCTPAaKUWU, B TOM YHCIE,
TBepIO(A3HYI0 SKCTPAKLUIO HA yJAEp)KUBaHME U HA IPOIYCKAaHHE C MCIIOJIb30BAaHUEM KapTpUIKEH
Strata SDB-L (momuMepHBIii COpOSHT Ha OCHOBE COIOJIMMEpPA CTUPOJI-IWBHHIIIOCH30J1a BBICOKOM
wioTHocTH), Strata C 18E (oOparieno-}ha3oBelii cuiimkarens ¢ NpUIIUTHIME rpynnamMu C18 u nmoaspHbIM
sunkenuHrom) u Strata SCREEN-C (cmemannbiii oOpamieHHO-(pa30BbId M KaTHOHHOOOMEHHBIH
copOeHT). YcTaHOBIIEHO, 4TO Bbicokas mnospHocTh CBAIID m ero cymecTBoBaHHME B 3apsiKEHHOM
¢dopme B IMPOKOM jauanazoHe pH oOrpaHMYMBAaIOT AOCTHXKEHHME BBICOKHMX CTENEHEH W3BIICUEHUs
OTIpEJICNIIEMOT0 BEIIECTBA, TaKUM 00pa3oM, TBepao(da3Has SKCTpaKIMs Ha yACPKMBAHHE HE MOXKET
OBITH MCIIONB30BaHA IS MIPOBeACHUs pobonoArotoBku. Y nepxkuBanue CBALLD npu ucnonb3oBaHUH
kaptpumpka Strata C 18E mpaktuuecku He HaOMIOJAeTCs, MPU ATOM HA KaPTPHUIDKE YISPKUBAIOTCS
MEIAoNIMe KOMIIOHEHTHI, BXOJIIME B COCTaB MaTpPHUIbl MPOObI (MOYe), a OHpeesieMoe BEIleCTBO
OecnpernsTCTBEHHO MPOXOIUT uepe3 nmarpoH. IIpomyckanue oOpasiia MOuu depe3 KapTpUIK MPUBOIAUIIO
K €ro IOJIHOMY OO0ECUBEYMBAHUIO, YTO KOCBEHHO CBHIETEIBCTBYET 00 3(PQPeKTHBHOCTH MOIO0OHON
ouMcTKH npoObl. Ha stame ontumu3anuu npoueaypsl IpoOONOATOTOBKU HCCIIEAOBAIN BIMSHUE THUIA
copbenta Ha npomyckanne MCMTICOD u CBMCD. O6pa3enr Mo4H MOJKHUCISIN PACTBOPOM YKCYCHOM
kucaoTel 10 PH 2.5, uto6sr nepeBectt MCMTIOCD u CBMCD B 3apsikeHHOE COCTOSIHUE, B KOTOPOM
OHH IIJIOXO YAEP)KMUBAIOTCS HA COPOEHTE, 3aTeM MPOBOJIMWIA OYHCTKY OOpa3lloB MOYM Ha JIBYX THIAX
kaptpumkeit: Strata Screen C (cmemansbeiii copbeHt ¢ rpymnmnamu C8 U NPUBUTHIMH KaTHOHHO-
oomeHHbIMH cynbdorpynmamu) u Strata SDB-L (copGenT Ha ocHOBe comoimmepa CTHpoOJa H
nuBuHWIOeH30ma). KputepueM BpiOOpa MOAXOASIEr0o KapTpUaKa SBISETCS MaKCHUMallbHOE
nponyckanne MCMTOCO u CBMCD uepe3 copbeHt. Haummyumme pesynbTaTbl MOJIy4aroTCs NpH
UCHOJNb30BaHUU KapTpuka Strata SDB-L, nns xotoporo BenmunuuH mnpomyckanus MCMTICD wu
CBMCD cocrasisier 6omee 85%, B cimydae kaptpumka Strata Screen C 3HaueHHS POMYCKAHUS TAHHBIX
coequHeHH He mpeBbimaoT 80 % U XapaKTepU3yIOTCS XyALlelH BOCIIPOU3BOANMOCTBIO U3BIICUEHHUS.

B BwIOpanHbIX ycnoBusx yiabTpa-BOXX-MC-MC onpeneneHust Tpex MeTa0OIMTOB HIIPUTA B
o0pa3lax MOYM OLIEHEHbl METPOJOTHMUYECKHE XapPaKTePUCTUKHU pa3pabOTaHHBIX MOAXO0JIOB, KOTOpHIE
MpEACTaBJICHBI B TaOuIle 24.

Tabmmna 24. MeTpoiornyecKkne XapaKTepHCTHKH CIOCO00B  oOmpeesieHusi INPOAYKTOB
Tpancopmanuu unpura MCMTICI u CBMC?) B o6pa3nax Mouu

ITapamerp CBALID CBMCD MCMTIC)
R?, K03 pHIMEHT KOPPEIISIIHH 0.999 0.999 0.999
[Tpenen oonapyxenus Cpin, HI/MIT 0.5 2 1

Jnana3oH TUHEHHOCTH
. 2-2000 5-5000 2-2000
IpagyupOBOYHON 3aBUCUMOCTH, HI/MIT

Jnst mpoBeneHusT SKCIEPUMEHTAIBHONW OIEHKH MPUMEHHMOCTH pPa3padOTaHHOTO XPOMAaTO-Macc-
CHeKTpoMeTprueckoro crocoba ompexaenenus meradonuta CBAIID wuccnemoBanm o6pasisr 6monpod
71a00paTOPHBIX KPBIC, MOJIYYABIIMX HECMEPTEIbHYIO 103y HIpHUTA. Mcmoib30BaHUE MPEAsIOKEHHOTO
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MOAXO0/a TO3BOJIMIIO JOOUTHCA OOJIBIION PETPOCTICKTUBHOCTH aHAM3a — JIOCTOBEPHOE OOHApyKEHHUE
MeTa0OJIUTa UIIPUTA OCYIIECTBIIACTCS B 0Opa3lax MOuM, MOJIY4YeHHOW Ha 22 NeHb MOCie MPOBEACHUS

UHTOKCHKaIu (puc. 23).

. CBAL[? _5

I, oTH. en,

1 2 3 4 5 5 7 Bpe-MH'. MUWH

Puc. 23. Xpomarorpamma o0pa3ua KpbICMHOWH MoYH, mojydeHHass npu omnpenenedun CBAID
yepe3 15 nHeil ¢ MOMeHTa HHTOKCHKAIIUU HeCMepPTeIbHO¥ 1030ii unpura. Kononka: Synergi Polar
RP 250x2 mm, 4 mxm; [loaBu:knas ¢a3a A — 20 MM amMmoHuiiHO-aneTaTHOro 0ygepa B Boae ¢ pH
5.4, noaBwxHaa ¢aza B -aneroHuTpmi; ckopoctb moroka 0.3 MiI/MHH; TpaauMeHTHOe
amoupoBanue (0.00 — 2 mun — 2 % B, 2- 5 mun — 2%-20% B, 5-6 mun- 20 % - 90 % B, 6-8 mun- 90
% B, 8-10 mun- 2 % B). Pesxum peructpanum BoiOpaHHbIX HOHHBIX peakuuii CBALLD.

OnpenesneHue THOAUIJIMKOJIEBON KHCIOTHI. bpita paspaboTaHa MeTOJIMKA HKCIPECCHOTO
onpeaenenue tuoguraukonueBor kuciotsl (TAI'K) B mpuponnbsix Bogax m moue merogom BOXX-
MC/MC. Pa3paboransbsii BOXKXX-MC/MC noaxon anas ompenesneHus THOIUTIHKOIMEBON KUCIOTHI
(TAI'K) neMOHCTpUPYET XOPOUIYI0 YyBCTBUTEIBHOCTD, CENEKTUBHOCTh U ycToitunsocTs. T/I'K nerxo
MOHU3HMPOBAJIACh B YCJIOBHUAX DJIEKTPOPACTBUINTEIBHOM WOHU3ALMHM, a4 CHUTHAJIbl MOHOB-IIPOIYKTOB,
oOpa3yrommecs B sUeiKe coyaapeHuii - unteHcuBHble (Puc. 24).

B sueiike coynapenuit nenporonupBanHas Moisekyna TI'K ¢parmentupyercs ¢ nmorepeit oxHon
(m/z 105) u mByx (M/z 61) kapbokcuabHbix Tpymm (Puc. 24). DT WOHBI OBUIM HCIIOJB30BAHBI IS
onpenenenust TIT'K. Ilepsoiii mepexon (M/z 149 — 105) ucnonb3oBanu Jist ONPEAEICHUS U BTOPOW
(m/z 149 — 61) nns noarBepxkeHus. BriOpanubie noHHbIe nepexoabl TJAI'K umenn Hanbosbmryro
MHTEHCUBHOCTH IIPU 3HAUEHUU NOTEHIMANA JeKIacTepu3annu -18 B 1 3HaueHuu sHEprum coyJapeHui -
11 B st mepexona m/z 149 — 105 u -16 B ans mepexona m/z 149 — 61.

TAI'K siBnsieTcst oueHb MOJIIPHON MOJIEKYJION 3a CUET JBYX KapOOKCHIIBHBIX TPYIIT B CTPYKTYpE.
TAI'K yacTMyHO cylIecTBYeT B JAWCCOLMHMPOBAHHOM BHUJE B OKpYXKaroIllell cpeae W OMOIOrMYECKUX
xuakoctax. Ilpu ucnons3oBanuu 20 MM anerata aMMOHUS U allETOHUTPUIIA B KA4ECTBE MOJBUKHON
daswr yaepxkuBanus TIT'K ne nabmomanocs u TIT'K smronpoBanack ¢ MEpTBBIM BpeMEHEM KOJIOHKH.
Ucnons3oBanue 0.1% MypaBbHHOI KHUCIOTHI MO3BOJIWJIO peluTh mnpodiemy ynepxkuBanus TAIK.
HucconuupoBanHas Mmoisekyna THI'K mporoHupyercs MypaBbHMHOW KHCIOTOM M CTAaHOBHUTCS MEHEE
3apsokeHHOU. IIpuMeHeHne MypaBBMHOM KHUCIIOTBI IPHUBEJIO K YBEIWYEHHIO BPEMEHH YAEP KUBaHUS

TIT'K, 3nauenune koddunmrenta eMkoct — 2.1.
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Puc. 24. Macc-cieKTp IMCCONMAIMM AKTHUBMPOBAHHOI coylapeHHeM eNpOTOHHPOBAHHOI
moJiekyabl TAI'K.

3HaueHUE OTHOCUTEIBHOI'O CTaHJIAPTHOI'O OTKJIOHEHMS JUIsl BPEMEHU YACpKUBAHUS, MOITYYEHHOE
IIPU aHATH3e TPEX MOCIe0BaTenbHbIX BBOA0B pactopa TAI'K ¢ koHrenTpauueii 50 Hr MI™, B MOYE -
0,7 %. B [0MOJHEHHH K CEJIEKTUBHOMY JETEKTUPOBAHMIO JAMATHOCTUYECKUX HOHOB-IIPOAYKTOB,
paznenenue npu noMoru KX mo3BoJUIIO BRIMOTHUTE HajexkHoe oOHapykeHue TAI'K B Hem3BeCTHBIX
oOpa3iax, Takux Kak Moya 4eJoBeKa U MPUPOIHbIE BOBI.

Cenexmuenocmy. MelaomuX MUKOB DHAOTCHHBIX COCIUHEHUI B MOYE M NPUPOJHBIX BOJAX CO
BpemeHeM yaepxkuBanus TJII'K nHe nHaGmonanock. XpomarorpaMMbl XOJIOCTBIX 0O0pasloB MOYH,
MPUPOAHBIX BOA M 00pa3lioB Mouu U NpupoHbIXx BoJ ¢ pobaBkamu TJI'K npencrasnens! Ha Puc. 25,
26. Jluneunocmo. I'pamyupoBounbie 3apucuMocTd TJII'K B Mode denmoBeka w MPHUPOJHON BOjC OBUIH
IIPOAHAIM3UPOBaHbl B T€4YEeHHE 3-HeAeNbHOro nepuona. I'pamympoBounsie 3aBucumoctu ansa THAI'K
ObUIM TIOCTPOEHBI B Juana3oHe koHueHTpauuid 150-5000 Hr M s onpeanenenus TII'K B moue u B
nuanaszone koHreHTpamuii 20-2000 Hr Mt nns onpenenenns TAI'K B npuponHoi Boxe. Ha kaxaom
YPOBHE KOHIIEHTPAIMH OBLIO MOIYYEHO MO JBE TOUKHU (KodhPuireHTs Koppensuuu 6ombiie, yem 0,998
Ui 00pa3oB MouM U MpHpoJHBIX BoJ ¢ gobaBkamu T/AI'K). Kaxnas rpagyupoBouHast 3aBUCHMOCTb
Mokazajia OTJIUYHYIO JIMHEHHOCTh C KOX(QQHUIMEHTaMH Koppesisuuu, Kak mnpaBwio = 0,99.
I'pagyupoBouHasi 3aBHCHUMOCTh OXBaTbiBaja MOYTHM JBa mopsaka. CraHgapTHbIE OTKJIOHEHHS

IMMOKAa3bIBAOT OTIIMYHYIO BOCIIPOU3BOJUMOCTD I/ISMepeHI/Iﬁ KOHICHTpPAIMKW HAa KAXKIOM YPOBHCE.
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Puc. 25. XpomaTorpamma odpasua npupoasbix Boa ¢ godaskoii 20 ur/ma TAI'K (A) u o6pa3zua
npupoanbix Boja 06e3 TAI'K (b).
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Puc. 26. Xpomarorpammbl oOpasia Moun ¢ gobaskoii 150 ur M TITK (A) u obpasua moun 6e3
TAI'K (B).

B moue I10 cocrasmn 50 ur M, B Boge — 10 or Min ™. Tounocms u socnpouzsodumocms. OGpasibl
koHTpois kauecTBa (KK) ananusupoBanu B 20 MOBTOPHBIX U3MepeHHsX. Pe3yabpTaTsl aHain3a o0pas1os
KK Obutn mpuemnemMbIMU JJIs1 BCEX TPeX YpOBHEH KoHIEHTpanuid. J[aHHble MO BOCHPOM3BOJUMOCTH
BHYTpH- 1 Mexxy nasmu s TIT'K B Boge u u Mmoue nipencraBiensl B Taour. 25 u 26.

C yderom MatpuyHOTO d(eKTa BCce KOHICHTpauu ObLIH MeXTy 94% u 96% OT HOMUHAIBHBIX
3Ha4eHUH. DTOT (hakT O3HA4YAeT TO, YTO CYIIECTBEHHOTo 3¢ dekra mMaTpuilbl HEe HAOIIOJAIOCH U UYTO
MaTpUYHbIe KOMIIOHEHTHI He nmoBnusiM Ha noHuzanuoo TI'K. PesynpraTsl OblIM BOCTIPOU3BOUMBIMH
U BOCIIPOM3BOJMMOCTh BHYTPH W MEXAY-AHAMH Obutn MeHee 3%. 3HaYeHHs TOYHOCTH OBLTH B
nuanazone 94.5-103.0%. ToyHOCTh U BOCIIPOM3BOAUMOCTH MPU U3YUYE€HUU 00Pa30B MOYH U MIPUPOIHOMN
Boabl ¢ jgob6aBkamu TJKI' mpoaeMOHCTpUpoBaiM NPUMEHMMOCTb pPa3pabOTaHHOTO MOAXOAA K

Ppa3jInNIHbIM 06pa3uaM MOYH U HpHpOI[HOﬁ BOJbI.
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Tadauna 25. Bocnpou3sBoauMocTb U TOYHOCTH MeToAa Mis oopa3ua KK ¢ koHunenTpanmeit
40 ur mua'' B Boge

[Tapamerp THAI'K, BayTpH aus (nN=5) TAIK, mexxay aasmu (N=20)
Haitnennas ~ koHueHTpauus

A HEIPEI ) 4043 38+4
(ar M) (cpenuee £ CO)
Tounocts (%) 105 97.5
Bocnpoussoaumocts (%) 7.5 10.5
M =

aTpuaHbIN dhdexT 065 L0044

cpeanee £ CO (%)

Tabauna 26. Bocnpou3BoaumMocts 1 ToUHOCTH MeToaa 1Js oOpa3ua KK ¢ konuenTpanueit 380 Hr
-1
MJI "~ B MO4Ye

[Tapamerp TAT'K, Baytpu aus (n=5) TAT'K, mexay auasmu (N=20)
Haitnennass ~ koHueHTpanus
e HETTPAIIE | 38046 3789
(ar mur”) (cpennee + CO)
Tounocts (%) 95.5 94.6
Bocnpoussoaumocts (%) 1.5 2.4
Matpuunslii 3¢ ekt
P o 9646 10243

cpennee = CO (%)

Heckonpko aHaMMTHYECKHUX IOAXOJO0B OBUIO pa3paboTaHO IIsi KOJMYECTBEHHOTO OIPEICICHUS
TAI'K B 6Guosiorndeckux obpasiax u MpUPOIHBIX BOJAX; OJHAKO IO HAIIUM CBEIEHUSM, CPEIU HUX HE
ObU10 MoAxo0/1a BKItovatomero B ceds uzamepenus TAI'K B moue u npuponHsix Bojgax MetogqoM BOXKX-
MC/MC. Paspaborannas BOXXX-MC/MC meronuka onpeanenenus TII'K Obia ucnonszoBana B 30-m
odunmansHoM npodeccruonanbHoM TectupoBanun O3XO B maboparopun Ne 8 (Poccust) s aHanusa

oOpastoB npupoansix Boja, Ha Hanmuue TAT'K. PesynsraTel mokazanu npucyrcreue THI'K B Boge (Puc.
27).

TDGA
Sample 686, TDGA MRMs mode detection

o I
Time, min

Blank sample , TDGA MRMs mode detection

“ 2
a
o
=
£
7]
c
5]
2
=

sm s 706715 943 955
W

Time, min

Puc. 27. Xpomarorpamma peajibHOro oépasua NpupoOAHBIX BOJ, aHAJIU3UpPYyeMoro B pamkax 30
npogeccnoHaIbHOrO0 TEecTHPOBaHus Jadoparopuii O3XO0.
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[Ta1h 0Opa3110B MOYH 3I0POBHIX JOOPOBOJIBIIEB MOKA3alu Hamu4ue u3MmepsieMbix konuaects TJIK.
B nacrosmem uccrnenoBanuu kouneHTpanuio T/I'K B Moue moOpOBOIBIEB ONMpPENEsid ¢ TTOMOIIBIO
paspaGoranHoro mMeroga BIKX-MC/MC. Cpennsist konmentpauust TIATK B Moue 0.25 + 0.02 mr ™.
Ypoeau T/I'K B Moue ObITM OYEHBb TTOXOXKH JIJISI BCEX JOOPOBOJIBIICB, M 110 HAIIEMY MHEHUIO, JaHHBIC
pe3yNbTaThl paHee He ObUIH MPeACTaBIEHBI B IUTEpaAType.

IIaTas rjaaBa JauccepTanuy IOCBAIIEHA pa3padOTKe crocoba ompeneieHus] JABYX OCHOBHBIX
MIPOYKTOB THAPOJUTUYECKON TpaHC(hHOpMAIIUU JTIOU3UTA — 2-XJIOPBUHUIAPCOHUCTON KucnoThl (XBAK)
u 2-xnopBuHIIapconoBoi Kuciotel (XBAOK) meromamu KD-CO u BOKX-MC-MC (Puc. 28).

Cl_\\_ a CI_\\_ESH:O

As
\
OH OH
XBAK XBAOK

Puc. 28. CtpykrypHble (pOpMYJIbI MIPOAYKTOB FHAPOJIUTHYECKONH TPaHC(HOPMALINH JIIOU3UTA.

Buibop nauanvnvix ycrosui. Ilpu npsiMom crieKTpo)OTOMETPUUECKOM JE€TEKTUPOBAHUH B YCIOBUSAX
npeJuiaraeMoro mnojaxona mnpu A = 195 HM wHcciemyeMble BemlecTBa MPEICTaBISIOT co00il cialble
OpPraHUYECKUE KHUCIIOTHI, IOATOMY B ILEJIOYHOW CpEeJe CYIIECTBYIOT, IPAKTUUECKH MOJIHOCTBIO, B BUJE
aHMOHOB (3a CyeT JENPOTOHMPOBAHUSA). 3a CYET OTIMYMI B pa3Mepax CYLIECTBEHHO pPa3INYaroTCs
3J1eKTPO(OPETHUECKUE MTOJIBUKHOCTH, YTO MPUBOAMUT K UX CEIEKTUBHOMY pasjeieHuto metogom K30.
Takum o0pa3zom, Ui JOCTHKEHHS HEOOXOIMMBIX MapaMeTpoB pasneneHus (3ddexruBHOCTH U
CEJIEKTUBHOCTH) HEOOXOJMMO BapbHpPOBaTh COCTaB BEAYIIErO AIEKTPOJIUTA, HANPSIKEHUE U JAUAMETP
Kanmwuisipa. B kadecTBe HaudalbHBIX YCIOBUH Ui pa3/ielieHUss M JAETEKTUPOBaHMS KOMIIOHEHTOB
aHAJTM3UPYEeMOl cMecu ObUTM BBIOpaHBI CIEAYIONIUE YCIOBHS ONpeieNeHHs caaOblX OpraHuYecKuX
KHCIOT: OopaTHbI OydepHblii pacTBop ¢ KoHIeHTpanueil 30 MM (u3mepennsiit pH 8.8 — 8.9), minna
BOJIHBI - 200 HM, pabouee HampspkeHue - 20 kB (aHoaHBINH pexuM), TemrepaTypa kanuuisipa - 20°C,
BBOJ MpoObl — rujgpoauHamudeckuil 180 mbapxc (6 cexynn mpu nasiaenuun 30 mOap). B kauectse
paGouero kamwuisipa M3 COOOpaxkeHMH Ooiee BBICOKOW YYBCTBUTENBHOCTH OBbLI  BBIOpaH
HEeMOIM(UIIMPOBAHHBIN KallWJUIAp C BHYTPEHHUM AMaMeTpoM 75 MKM U 3¢ dekTuBHON JuinHON 50 cm
(obmas amuna 60 cm). DnekTpodoperpamma, MoydeHHass B YKa3aHHBIX YCIOBUSX MPEACTaBICHA Ha
puc. 29. U3 npeacTaBieHHOro pucyHKa BUAHO, YTO 00a KOMIIOHEHTA aHAIM3UPYEMON CMECH MOJHOCTbIO
pazzgenstoTest Mexay coboil. B Tabn. 27 mpeacTtaBieHbl MOJNyYEHHBIE XAapaKTEPUCTUKH pa3JiesIeHUs,
MO3BOJISIONIME TPOBOAUTH cenekTuBHOE pazaeneHue XBAK u XBAOK B cmecu.

BreiOpannble A pas3feneHuss KOMIIOHEHTOB YCIOBHUS TO3BOJISIIOT MPOBOAUTH YCIEUIHOE U
CEeNIEKTUBHOE pasjieieHue mpoObl. s manmpHeWmed onTUMH3alMUd CXEMbI OINpeesIeHUs] MPOBOIUIN
BapbUPOBAHUE KOHIIEHTpAaLUU Oy(hepHOro pacTBOpa BEIYILIETrO IEKTPOIUTA U BHIOUPATIH MOIXOASIIIE

napaMeTpsl AeTEeKTUPOBAHUS, IPOMBIBKH KaNWLIspa U BBOJA MPOOHI.
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Puc. 29. Duaexrtpodoperpamma cmecH 2-XJOPBHHHJIAPCOHOBOH W 2-XJIOPBHHHJIAPCOHMCTOM
KkncaoT. KonueHTpanusi KOMIIOHEHTOB B CMeCH 25 mr/J.

Tabauua 27. XapakTepuCTHKHU pa3ieieHusi MCCileAyeMbIX COeIUHeHn i

Bpems
BemecTBo (1m0 mopsaky P ¢ eKTUBHOCTD, THIC. Paspemennue,
MHUTPALUH,
BbIX0/1a MTHKA) TeOPeTHYECKUX TAPEIOK Rn, n+1
MHH
XBAK 11,92 133 20,2
XBAOK 19,36 44 -

Onmumusayus cnocoba NPOMbIGKU Kanuuiapa u odvema 6sooumou npodowvl. Ha cranum
ONTUMM3AIMM  MPOTrpaMMbl  TNPOMBIBKM  KamWuigipa  MEXAY  aHalM3aMM  BapbUpOBAIU
MPOJOIDKUTEIFHOCTH ~ BO3JCHCTBUS ~ HAa  KalmWuIAp  JBYMS  TIPOMBIBOYHBIMH  PacTBOPAMHU:
JICMOHU3UPOBAHHON BOJON M pabOUYMM 3JeKTposuToM. Hammydmme pe3ynbTaThl ObUIH MONYyYeHBI MPH
1ocJe/10BaTeNbHOM MPOMBIBKE B T€U€HUE 3 MUHYT BO/I0M U 3 MUHYT pabounuM OypepHBIM PacTBOPOM.

Bausnue ob6vema 6600umoii npobwl, Kak GyHKIIUU JaBICHUS BBOJA MPOOLI M BPEMEHH, Ha IJIONIAb
nuka U 3QPeKTHBHOCTh Moka3zaHo Ha puc. 30. JlaBneHue BBOma MPOOBI BHIOMpANN MOCTOSTHHBIM 30
MOap, Bpems BBOJa BapbUpoBald B juamnazoHe oT 4 no 18 c. Bwibop pabouezo manpsoicenus,
KoHyenmpayuu pacmeopa eedywezo snekmponuma. KoHueHnTpauus 6ydepHOro pacTsopa B BEIyLIEM
AJIEKTPOJIUTE MOXKET OKa3blBaTh CYIIECTBEHHOE BIMSHHE HA CEJIEKTHBHOCTb pa3JesieHUs] MpPOOBI.
W3yvanu BiaWsHUWE KOHIEHTpamuu Oydepa Ha KapTHHY pas3/ieieHHs. Bpems aHanmza IpH
ucnonbs3oBanuu 20 MM Oydepa HauMmeHblIee, OJHAKO, CHHKAETCS BOCIIPOM3BOJUMOCTD PE3YJIbTATOB.
[TosTomy anst nanbHeielr padboTsl ObLT BEIOpaH G6opaTHBIN Oydep ¢ paboueit konneHTpanueit 30 MM.
JlanbHelilee yBeIMUeHHEe KOHLIEHTPAMK paboyero Oydepa MpUBOAUIO JIUIIb K YBEJINUCHUIO BPEMEHH

aHaJIm3a.
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Puc. 30. Hasoxkenue 3j1ekTpodoperpaMmm, nory4eHHbIX JIs1 pa3HOro 00beMa BBOJAMMON nMpo0bl, B
oaqHoM MacmrTade. Konuenrpanusi komnoHeHToB B cMecu 10 mr/i. boparusiii 0ygep 30 MM (pH
8,85), BuyTpenHuii 1uaMerp kammuspa = 75 MkM, Lygg/Losm = 50/60 cM, Hanpskenue - 20 kB
(aHOAHBIN BapHaHT), JVIMHA BOJIHBI - 195 HM, TemnepaTypa - 20°C.

Bvibop Onumvl 6onHbL 0151 NpAMO2O OemeKmuposanus. J{ns BHIOOpa ONTHMAJIBHBIX YCIOBHMA
NPSIMOTO JETEKTUPOBAHUS U TOCTPOCHUS CIIEKTPOB IOTJIOMICHHS aHATU3UPYEMbIX KOMIIOHEHTOB OBLI
CHSAT psiji dNeKTpodoperpaMM JABYXKOMIIOHEHTHOM CMeCH KUCJIOT B JAMana3oHe UIMH BoJH oT 190 1o
254 um. [lonydeHHbIe CIIEKTPHI MOTJIOLIEHUS MpeACcTaBleHbl Ha puc. 31.

MaxkcuMyMBbl TIOTJIOIIEHHUSI MCCIIEIYEMBIX BEIIECTB HAXOMATCS B KOPOTKOBOJHOBOH (anbHEN)
o0nacT ynpTpauoJIeTOBOrO CIEKTpa 32 MUHUMAIBHOHN rpaHuiel padodero nuamasona mpudopa (190
HM). OJIHaKO NpU YMEHBIIEHUH JJIUHBI BOJHBI HapsAy ¢ MHTEHCHUBHOCTHIO aHAIWTHYECKOTO CHUTHaa
BO3pacTaeT IIyM 0a30BOH JIMHUM, 4YTO OOYCIIOBJIEHO MOIJIOIIEHHEM BOJbI U PAaCTBOPEHHOTO B HeH
kuciopona. C yMeHBIICHHWEM JTMHBI BOJHBI JACTEKTUPOBAHHS YBEIMUYCHHE IIyMa IMPEBATMPYET Hal
POCTOM OINTHUYECKOW TIJIOTHOCTH, TOPTOMY MpPHU JE€TEKTUpOBaHWH B oOjactu 190 HM coOTHOIICHHE
CUTHAQJI/IIYM HE JOCTHraeT MaKCHMalbHOTO 3HaueHus. OpHako B paifoHe 195-200 HM mornomieHue
BEAYIIETO 3JIEKTPOJIUTA CYILECTBEHHO CHUXEHO, KOA(P(HUIMEHTHl ONTHYECKOM SKCTUHKIMM aHAJTUTOB
€lle JIOCTaTOYHO BBICOKU. TakuMm o00pa3oM, ONTHMajJbHbBIE pE3yNbTaThl JOCTUTAIOTCS IPHU

UCIOJIb30BaHUHU JJIMHBI BONHBI 195 HM (KOTOpas mpuMeHsach B JajbHelmied pabore uis NpsSMOro

J€TEKTUPOBAHMS).
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Puc. 31. 3aBucumocts miomaau nukoB XBAK u XBAOK ot 1JMHBI BOJIHBI 1€TEKTHPOBAHUSI: A -
XBAK; e —- XBAOK.
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Ilocmpoenue epadyupoeounvix 3asucumocmeti. B BBIOpaHHBIX YCIOBUSX OBIITM TOCTPOCHBI
IpaJlyipOBOYHbIC 3aBUCUMOCTH JUIsI KOMIIOHEHTOB aHAIM3HPYEMOI CMECH B JMaIia30He KOHIICHTpaLuit
1.0 — 40 Mkr/mit st 2-XJIOPBUHUIAPCOHUCTON KUCIOTH U 1.5-60 MKI/Mi Ui 2-XJTOPBUHIIAPCOHOBOU
KHCJIOTBI, PACCYMTAHBI MPeesbl OOHAPY)KEHHUsI U METPOJIOTHYECKHE XapaKTePUCTUKU aHaim3a (Tal.
28). IlpemnoxkeHHBI MOAXOJ XapaKTEPH3YeTCsl HEOOXOAMMOI YyBCTBUTEIHHOCTBIO, XOPOIIMMH
METPOJIOTHYECKUMH XapAKTEPUCTUKAMH U IKCIPECCHOCTHIO ONPEICTICHHUS.

Taouauna 28. MeTpojiornyeckue XapaKTepuCTUKH Pa3padoTAaHHOIO MOAX0/1a

Junanazon
[Ipenen
VYpaBHeHue ’ OIpeeIsieMbIX
BemectBo r 0oOHapyXeHMS, . S, %
IpagyupoOBOYHOrO rpaduxa ) KOHIIEHTpaLuii,
MT/T
MKT/T
XBAK S, =36.729 xC, 0.98 0.3 1-40 6
XBAOK S, =21.875 xC, 0.99 0.5 1.5-60 5)
s BbpIOOpa YCIOBHM TaHAEMHOI'O Macc-CIeKTpoMeTpuueckoro aerekrupoBanuss XBAK u

XBAOK mnpoBogwin yCTaHOBIEHHME BIMSIHMS I[apaMETPOB, OTBEYAIOLIUX 3a YYBCTBUTEIBHOCTH U
CEJICKTUBHOCTh JI€TEKTUPOBAaHUS (IIOTEHIMAN JEKIACTEpU3allii, BXOJHOM IMOTEHLMAI Ha HYJIEBOM
KBaJpyIoJie Macc-aHaJU3aTopa, SHEepPrusi parMeHTanus M Ip.) U BHIOOP ONTHUMAIbHBIX Map HMOHHBIX
nepexosioB Juisi Macc-crnekTpomerpudeckoro aerektupoBanuss XBAK u XBAOK. B macc-cnektpe
XBAK mnpucyTcTByeT HHTCHCHBHBIN MUK ¢ M/Z 213, KOTOPBIi MPEANONI0KUTEILHO MPEACTABISIET CO0Oi
annykt XBAK c¢ mpucyrcrByronieii B pacTBOpe MYpaBbMHOW KHCIOTOW. B ciydae uccienoBaHus
XBAOK B macc-criekTpe NpUCyTCTBYEeT MHTEHCHBHBIN MUK JCTTPOTOHUPOBAHHOW MOJIEKYJIbI ¢ M/z 185.
Ha pucynke 32 mpuBeneHbl Macc-crieKTpsl HOHOB-TIponykToB XBAK u XBAOK, mony4deHHbie mpu

(dparmenTanu HOHOB ¢ M/Z 213 u M/z 185 coOTBETCTBEHHO.

52 (2F2100] CE -1 100 MCA scans o Sampe 5 [CVAA_MS2_713_) of CYARCADA sty (T Spey
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32. CnekTp »3J1eKTPOPACHBLUINTE/]BHOH HOHU3ANMU (OTPUIATEIbHbIE HOHbI) HOHOB-

NPOAYKTOB AenpoTOHMPoBaHHBIX MoJiekyJ XBAK (a), u XBAOK (b).
Haubonee nuteHcuBHBI HOHHBIE TTepexobl 213 — 169 B cniyuae XBAK u 185 — 123 u 185 — 149
B caydyae XBAOK, koTopble B JaJbHEHIIEM HCIOJIB30BAIM AJIS ONPENEICHHS JAHHBIX COSAUHEHUN B

Bapuante BOXX-MC-MC. O6pa3zoBanue 3TUX (parMEeHTOB MPOUCXOIUT ¢ paspylieHuem cpsszeit C-O
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noHa aanykra XBAK u monexkynsapaoro nona XBAOK.Ha ciemyromem stame paboThl HCCIEA0BAIH
paznenenne XBAK u XBAOK wmeronom BOXKX. Ilockonsky XBAK m XBAOK cymectBeHHO
OTIUYAIOTCS 1O CHJI€ Kak KHUCIOTHl (pacdyerHble 3HaueHus pPKa,xpax=4.5,. pKa,xsaox=3.0,
ACD/ChemSketch® ver. 10.0), wms onpenenerns XBAK u XBAOK HCIONB30BAINCH PA3THUHBIC
MPOrpaMMbl TPAJIMEHTHOTO SJIIOMPOBAHUS, B YCIOBUSAX KOTOPBIX YAAaeTcsd OOOUTHCA HMPHUEMIIEMBIX
3HaYeHUH XpoMmaTorpapuuecKux MapaMeTpOB pas3AeieHUs s IeNeBbIX BemecTB. B Tabmuue 29
IIPEJICTaBJIEHbl [IPOrPaMMbl I'PAJUEHTHOIO 3JIIOMPOBAHUS, KOTOPBIE MCIIONB30BAIN JUIsl ONPEECIICHUS
XBAK u XBAOK, B ganubix yciaoBusx kodddummentsl emkoctu (K) mmt XBAK u XBAOK
coctaBisitoT 5.6 u 0.7, coorBeTcTBEHHO. UTOOB! yMEHbINTH pa3mbiBanue MMKoB XBAK u XBAOK B
XOJIe aHallu3a, B KauecTBe MOJBMKHON (as3pl mcronpzoBanu 0.5 % BOIHBIA PacTBOpP MypaBbUHOU
KHUCJIOTBI, KOTOpas MOJaBIAeT aAuccouuanuio kuciot u B pactBope XBAK u XBAOK npucyrctBytor
MPEUMYIIECTBEHHO B BUJIC HE3aPSIKEHHBIX POPM.

[TpoBoauau BEIOOP MpoLeayphl TpodonoaAroToBku Moun g onpeaeneHuss XBAK u XBAOK, ans
3TOTO MCCIIEAOBAIM BIMSHHE TUIA copOeHTa KapTpumka Ha mpomyckanne XBAK u XBAOK. TIpoGsr
MOYH TOAIISIaYNBAIA aMMuakoM 10 PH 9 mis toro, utoOsr epeBectn XBAK 1 XBAOK B aHHOHBI,
KOTOpBIE TIOXO YIEPKUBAIOTCS Ha COpOEHTaX KapTpHIKEH, U, Jajee, MPOBOJUIN OUYUCTKY 00pa3lioB
MOYM Ha JIByX THUIax KapTpukeit: Strata Screen C (cmemanuslii copOeHT ¢ rpynnamu C8 u KaTHOHHO-
oomenHbIMH Tpynnamu) u Strata X (copOeHT ¢ MPHUBHUTHIMU TPYNIIAMU CYJIb()OOEH30I0BON KUCIIOTHI,
o0iajaromuii KaTHOHHO-OOMEHHBIMH CBO¥cTBaMu). KpuTepuem BBIOOpAa ONTHMANIBHOTO KapTpHDKa
aprsgercs mMakcuManbHoe mpornyckanne XBAK u XBAOK uepe3 copbent. Hammyumux pesynbraTtoB
ylaercss NTOCTHTHYTh TPU HCIIOJIB30BaHMM KapTpumka Strata Screen C, misi KOTOporo nmpomycKaHue
XBAOK cocrasnsger 0onee 60% u XBAK 6onee 90%, coorBercTBeHHO. Vcnonb30BaHne KapTpuaka
Strata X npuBoaut k 3HauuTenpHbIM notepsiM XBAK n XBAOK Ha copOeHTe KapTpuaxka, uyToO
HernpuemIieMo Ipu omnpeaeneHnu cienobbix konmmyectB XBAK u XBAOK B o0pa3nax Mouu.

Tab6anna 29. Ycaosus xpomarorpaguyeckoro pasgenenus Aias onpenenennss XBAK n XBAOK B
BOJHBIX PacTBOPax U B MOJIeJIbHBIX 00pa3uax 4desoBevyeckoil Mouu. [loaBu:knas ¢asza A — 0.5 %
pacTBOp MYPaBbUHON KHCJIOTHI B BojAe, NOABHKHAdA (a3a B — aneronuTpuia

TemnepaTtypa TepMocTaTa KOJIOHKH 20 °C;

CKopoCTh MO1aUM IMHOEHTA 0.30 m/muH;

0.00 —2.00 mun — 10 % B, 2.01- 9.00 mun — 10%-60% B,
9.01-10.50 muu- 60 % B, 10.51-10.80 Mun- 60%-10% B,
10.81-11.80 muu — 10 % B
0.00 — 2.00 mun — 5 % B, 1.51- 7.00 Mun — 5%-70% B,
7.01-9.50 mun- 70 % B, 9.51-9.80 mun- 70%-5% B, 9.81-
11.80 Mua — 5 % B

Jlis OlleHKHM METPOJIOTUYECKUX XapakTepucTHuk crocoda omnpenenenuss XBAK u XBAOK

IIporpamma rpagu€HTHOTO JIFOUPOBAHUS

pu onpeneneann XBAK

[Iporpamma rpaiu€HTHOTO 3JFOUPOBAHUS

pu onpeneneHnu XBAOK

MIPOBOAMIIN aHAIM3 00pa3oB YeIoBeuecKoil Mouu, uckyccTBeHHO 3arpsizHeHHo XBAK n XBAOK. Ha
OCHOBaHUU TMOJYYCHHBIX JaHHBIX Tpeen oOHapykeHus B oOpa3iax yenoBeueckoi moun coctaBmi 0.3
ar/mi mist XBAK u 3 ar/ma gt XBAOK.

Ha »rtame ampo6Gamuu moaxona ompenenenns XBAK u XBAOK wmertomom K33 ¢ mpsmbiM

CHeKTpO(i)OTOMeTpI/I‘IeCKI/IM ACTCKTUPOBAHHUEM OBLIO HN3YUYCHO MCEIIAammee BIIMAHUEC MaTpullbl H
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MpoBeJicHa TMpOBEpKa MpPaBWIBHOCTH pa3paboTaHHoro mnoaxoxa. IlpemnoxkeHHbl moaXox ObLT
OnpoOOBaH MpU aHAJINW3E PACTBOPOB CMECEH aHATM3UPYEMBIX BELIECTB B PEAIbHBIX MPoOax BOJBI
(mpoBepka NMpaBUIBLHOCTHU MOJX0Aa METO/IOM «BBEJICHO — HAIEHOY).

[Tomyuennsie snekTpodoperpaMMmbl MpelcTaBieHbl Ha puc. 33. B kauectBe 0OBEKTOB MAJis
UCCIIEIOBaHMs BBIOMpaIN 0Opaslbl BOJbI, CYIIECTBEHHO OTIMYAIOIIMECS MO KIIOYEBBIM MapaMmerpam,
XapaKTepU3yIOIIUM XMMHUYECKUH COCTaB — KOHILIEHTpAalMsIM METaJIJIOB, aHUOHOB, OPraHUYECKHX

BEILIECTB U APYTUM MOKA3aTEISAM.

XBAK

XBAOK

MHTEHCHBHOCTL, OTH. ea.

A 8 12 16 20

Bpemsa, muH

Puc. 33. Hajoxenue »3iiekTpodoperpamMm, MNOJYYEHHBIX MPH HCHOJb30BAHUU PA3JIMYHBIX
peasbHbBIX 00pa3suoOB BOJA B KayecTBe MaTpullbl, B OJHOM Macmrade. BBoxy mnpoodbr -
ruapoanHamuyeckuii 180 mobapxc, Oydep Ooparubii 30 MM (pH 9,45), BHyTpeHHU# AuameTp
Kanuasipa = 75 MkM, L,gp/Losm = 50/60 cm, Hanpsizkenue - 20 kB (aHoAHBIH BapuaHT), 1JIHHA
BOJIHBI - 195 HM, TemnepaTtypa - 20°C.

Kak BHIHO W3 NpENCTaBICHHBIX PE3YyJIbTATOB MEILIAIOLIEE BIMSHUE MATPULBI B YETHIPEX W3 IATH
HCCJIEIOBaHHBIX peallbHbIX 00pa3iax BoJ (KpoMe CTOYHOU BOABI, 111 KOTOPOW MaTpU4YHBINA 3 (EKT ObLa
Ha ypoBHe 0.84+0.1) mpakTHuecku He CKa3bIBa€TCS Ha OINpPENEICHUH aHaJIU3UPYEMBbIX KOMIIOHEHTOB Ha
YPOBHE coJiepKaHus 2 MI/J 1 BbIle. TakuM 00pazoMm, ONpeIeIeHNI0 aHATUTOB HE MEIIaeT NPUCYTCTBUE
HEOPraHMYECKUX aHHMOHOB, METAJJIOB, IIOBBIIIEHHBIE 3HAUYEHUS )KECTKOCTH, MyTHOCTH Y LIBETHOCTH.

Takum o0pazom, ObuT pa3paboTaH U anmpoOUWpoBaH Ha oOpas3lax MPUPOJHBIX BOJ HOBBIM CIIOCOO
onpeaenenuss XBAK wu XBAOK wMmeromoM  kanwuisipHoro siektpodopesa ¢ OpsSIMbIM
CIEKTPO(OTOMETPUUECKUM JeTeKTHpoBaHUEeM. [loka3aHo, YTO MpPeNIoKEHHBIH MOAXO0J MOXET OBbITh
ycnemHo npumeHeH st ckpuHuHra XBAK u XBAOK B mmupokoM auana3oHe KOHIEHTpalui B BOJax
Pa3IMYHBIX THUIIOB.

Ha cnegyromem stane mpoBenu anmpodanuio noaxoaa omnpeaeneHuss XBAK u XBAOK metogom
B2XX-MC-MC npoBoaunu aHaian3 oOpa3loB KPHICHHOH MOYHM, OTOOpaHHBIX B pa3Hble JHU IOCIE
MOJTyYeHHs 10361 JIFoU3uTa N Vivo. Kpeic moaBepraiu BO3ISHCTBUIO JIIOU3UTA B Pa3IMUHbIX 103ax: 0.25
LDsp m 0.1 LDsy (1,25 u 0,5 mr/kr cooTBeTCTBEHHO). B pe3ymbrare wucciaegoBaHUs HE YAAIOCh
obHapyxuth XBAK B npobax, olHaKo Ha CIeIyIOUUil JeHb Mocie 3apakeHHsl JI0M3UTOM B oOpasiax
MOYHM KpbIc Habmojaercs MHTEeHCHBHBIM mHK XBAOK, KOTOpBIi COOTBETCTBYET copaepkaHuio 20

MKr/mi. Ha ocHoBaHuu IOJIYUYCHHBIX IOAaHHBIX MOXHO CA€jJaThb IMMPCAIIOJI0XKCHHUE, YTO JIOHU3UT B
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OpraHM3Me KpbIC B TE€UEHHUE IMEPBOTO JHA C MOMEHTa 3apaxkeHusi mpeBpaimaercs B XBAOK uepes
craguio oopazoBanus XBAK. Takum o0pa3oM, TaHHBIN CIIOCOO MO3BOJISET MPOBOAUTH CEIEKTHBHOE U
gyyBcTBUTENbHOE onpenenenne XBAK n XBAOK (mpenenst ooHapyxenus coctaBuwin 0.5 Hr u 3 Hr B |
M mour it XBAK 1 XBAOK, coOOTBETCTBEHHO) B MOY€E B TeUEHHE 3 JHEH ¢ MOMEHTAa HHTOKCUKAIIUH
0.25 LDsou 0.1 LDsp mronsurom (puc. 34).

B XIC of -MRM (4 pairs): 185 /1227 Da from Sample 10 [Z2CVAOA D 1 LDEQ 3 days rat urine002) of Rat urine CUAABCUADA wif ( Turbo Spray), Max. 1 Ot cps
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Puc. 34. XpomaTtorpamma o0pa3ua KpbICHHOI MOYH HA 3 IeHb ¢ MOMeHTa noJy4yenusi 103bl 0.1 LDs
JIIOU3UTA.

Takum o00pazoMm, moka3zaHa BbICOKass A(P(GEKTUBHOCTh pa3pabOTaHHOrO crocoba aHalu3a Ams

MMOATBCPIKACHUSA (baKTa BO3IIGI71CTBPI$I JIIOM3UTa Ha OpraiHu3M MJICKOIIUTAIOIIUX.
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BbIBObI

[TomyyeH KOMIUIEKC NaHHBIX 00 OCOOEHHOCTSIX MAacCC-CIEKTPOB MEPBOTO M BTOPOTO MOPSAKA
ANEKTPOPACIIBUTUTEILHON MOHHU3AIMM M XMMHYECKOM MOHU3AlMU MPU aTMOC(EepHOM [aBICHHUU
psana  O-ankunmMeTuapocHOHOBBIX KHCIOT, AIKHI(POCHOHOBBIX KHCIOT, AHAIKUITAYPHHOB,
OPOAYKTOB  TpeBpamieHus  V-ra3oB, THOIUIIMKOJIEBOW  KHCIOTBL, psiia  MPOJYKTOB
(epMEeHTAaTUBHOTO TpeBpallleHUs] uInputa (f-1uasHble aaayKThl), XJIOPBHUHHIAPCOHOBOW H
XJIOPBUHWJIAPCOHUCTONH KHUCIOT M OCOOEHHOCTAX WX YACpPKHBAaHUS B YCIOBUAX OOpaIIeHHO-
¢a3oBoii xpomaTorpagum.
[IpenuioskeHsl yCIOBHS POBEACHUS TPOOOIIOATOTOBKHU I XPOMATO-MacC-CIIEKTPOMETPUIECKOTO
onpezaeneHuss NpoAykToB Tpanchopmanuu OB, oTnuyaromuecs NpocTOTON, IKCHPECCHOCTHIO U
oOecrnieunBarIIie HEOOXOAUMOE U3BJICUECHUE U OTACICHHE MEMIAOIIUX KOMIIOHEHTOB MaTpHIIbI
npoObl. OOOCHOBaHA BO3MOXKHOCTH CYIIECTBEHHOTO YIPOIICHHUS MPOOOMOArOTOBKH 0OOpa3loB
MOYH U TUIa3MbI KPOBU C HUCIOJIB30BAHUEM COPOIIMOHHOTO KOHIIEHTPHPOBAHUS, a TAKXKE CIIOCO0a
BBOJI1a ITpoOKI mociie pa3zdaniaeHus (Texauka «dilute and shooty).
[IpennoxeHsl cocoObl BBHICOKOYYBCTBUTEIBHOTO OMNpeeNeHus: MeTHI()OCcHOHOBON KHCIOTHI
MmetoaoM runpopmipHoil BOXKX-MC/MC B npupoAHBIX BOAAX U B 3KCTPAKTAX IMbLUIC-TPYHTOBBIX
cMeceit ¢ mpenenom oorapyxkenus 200 nr/mit; 2-(N,N-1raiKuiIaMuHO )-3TaHCYTb(HOHOBBIX KUCIOT
MeToioM  oOpamieHHo-¢pazoBoii  BOXX-MC ¢ mpenmenom  oOHapyxkeHuss 25  HI/MI;
THOJUTIINKOJIEBON KUCIOTHI MeToioM BOKX-MC/MC B 6uoornyeckux oopasiax u IpupOIHbIX
Bogax ¢ mpexenamu obOHapyxkeHus 50 w10 HI/MI, COOTBETCTBEHHO; IHHAKOJIMJI
MeTuidochoHOBOM KHCIIOTBI, n300yTHIMeTHIHOCPOHOBOM KHCIIOTBI, M30IPOIIUII
MeTHII(HOCc(HOHOBOM KUCIOTHI U ATUIMETUIPOCHOHOBOM KUCIOTHI B OMOJIOTMUECKUX JKUAKOCTAX B
BapuaHTe oOparieHHOo-(a30Boi (ynpTpa)-BOXX-MC(-MC), ¢ npenenamu obHapyxenus 0,1, 0,4,
0,5 u 0,8 HI/MJI; XJTOPBUHWIAPCOHOBOW U XJIOPBUHWIIAPCOHUCTON KUCIOT — MeTogoM BOXKX-MC-
MC 0e3 ucnonbp30BaHMs AepUBaTU3aLMU B 00pa3iax MO4M C npezenamu ooHapysxkenus 3 u 0,5 Hr
B | MI MouYM, COOTBETCTBEHHO; S-(2-mudTuiaMuHOITHI) MeTmidochoHoTHoara, S-(2-
JUHU30IPONHIIaMUHOATUI)MeTHIIhocpoHoTHOATa, OMC(2-N,N-TU3TUIaAMUHOITHI)AUCYIbGUAA U
ouc(2-N,N-1uu30nponuiIaMruHOATHI ) IUCYIbPUaa B TPUPOIHBIX Boaax MeTonoM BOKX-MC/MC
¢ npenenamu ooHapykerus 0,3 — 50 ur/mi, 1,1'-cynbdonmnduc-[2-(MeTuncynbpunua)stanal u 1-
METUICYTbPUHII-2-[2-(MeTHIITHO )3THICY IbGOHWI |3TaHa, a Takxke 1,1'-cynbhonnnduc[2-S-(N-
aneTUIIMCTenHWN) 9TaHa]| B Mmoue MetogoM BOXKX-MC/MC ¢ npenenamu obHapyxenus 0,05 — 5
HI/MIL
Pa3zpaGoranHble crmocoObl anpoOMpOBaHbI Ha pealbHBIX OOBEKTaX: IOKa3aHO, YTO JIaHHBIE
MOJXOABl  TMO3BOJSIOT  HPOBOAUTH  HAASKHOE  OINpElesieHHe  HCCIeIyeMbIX IPOIYKTOB
Tpancpopmain OB B OHOJOrMYECKHUX >KUIKOCTSIX (MOYE M KPOBU) JTAOOPATOPHBIX KUBOTHBIX,
KOTOpBIE MOABEPIIMCh BO3JECHCTBUIO HEpBHO-Mapanutuyeckux OB, wunputa u Jrousura.
[TonTBepxeHa TNPaBWIBHOCTh MX OOHApyXeHHs B o0Opa3lax 4YeJOBEYECKOH MOYH C
UCIOJIb30BAaHUEM pa3pabOTaHHBIX CIIOCOOOB.
W3yueHsl mporieccsl BBIBEINEHUS HEKOTOPBIX MPOAYKTOB TpaHchopmammu OB w3 opraHu3zMoB
KpbIC M OLEHEHa pEeTPOCHEKTUBHOCTh NPEUIOKEHHbIX moaxoaoB. Ilokazano, uyro O-
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n3onponuimeTmidocdoHnar, O-nuHakomuia-mMeTmiIdgocdoHar, O-uzo0yrunmeruiochonar
BBIBOJATCS W3 OpraHu3Ma J1a0OpaTOPHBIX KPBIC B TEUYEHHE TEPBBIX JBYX CYTOK IIOCIHE
naTokcukanuu ®OB. Metabonut unputa 1,1'-cynbdonmnduc|2-S-(N-aneTuayucTenHui) 3TaHa |
yllaeTcsi HaJIeKHO OOHApy)XHMBaTh B 00pa3ile KPHICHHON MOYM Jake rociie 22 JHeH ¢ MOMEHTa
WHTOKCUKAIIUU 5-F0 MI/KT HMIIPUTA. YCTAHOBJICHO, YTO JIFOM3UT B OPraHU3ME KPBIC B TCUCHHE
MEPBOrO JIHA C MOMEHTa 3apakeHus J1030M 0,5 MI/Kr mpeBpamaeTcs B XJIOPBUHWIAPCOHOBYIO
KHCJIOTY Yepe3 CTaJui0 00pa30BaHus XJIOPBUHUIAPCOHUCTON KHCIOTHI.

Paspabotanbl ciocoObl CKpUHUHTA MPOJIYKTOB TpaHchopMmalmu HepBHO-mapamutudeckux OB u
JIOU3UTa B TMPHUPOJHBIX BOJAX METOJOM KaNMWJUIAPHOTO AyeKTpodopesa ¢  MpeaesiaMu

obHapyxenwus 0.3 — 5 MKr/mI.
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