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IHACIIOPT METOJAUKHA

1. HammeHnoBanme MeTO MK

MCTOI[I/IKEI XUMHUKO-TOKCHUKOJIOTHYCCKOI'O
HCCICAOBaHUA o6pa3u0B CTOYHBIX BOJ HA HAJIMYHUC
HAapKOTHUYCCKUX, APpyTrux IICUXOAaKTHUBHBIX
BCIICCTB, UX aHAJIOI'OB U METa00IUTOB

2. lludp cnenmambHOCTH
METOIUKU

27.1(23)

3. Nudopmarius 0
pa3paboTYNKe METOTUKH

KymaraeBa I'.C. riaBHbIA 3KCIEPT MO XUMHUKO-
TOKCHUKOJIOTUYECKOMY BUTY AKCIIEPTHOTO
HCCIIeIOBaHUS, CYy/I€OHO-MEIUIIMHCKUI JKCIEepT
XUMHKO-TOKCHKOJIOTHYECKOTO HCCJIEOBaHUS
NCS nor. Acrana

AbenoBa A.K. cyneOHO-MEIUIIMHCKUNA HKCIEPT
XUMHUKO-TOKCHKOJIOTHYECKOTO HCCIEI0BaHMS
NUCD o r. Actana

4. CylIHOCTh METOAUKHU

Breienenue 1eneBbIX BEIIECTB M3  00pasIioB
CTOYHBIX BOJA M UX WACHTU(DUKALMUSI Macc-
CIIEKTPOMETPUUECKUM METOJIOM B COYETAaHUM C

METOJaMHU HKUJKOCTHOU xpomarorpaduu.
N nentudukamonHbie AHaJIMTUYECKUE
napaMeTphbl: BpeMs yAepKaHUs,

MPOTOHUPOBAHHBIC MOJICKYJIIPHBIE WOHBI (M/Z),
CIIEKTP HPOAYKT-HOHOB BTOpOro mopsaka (MS?),
npyu  HEOOXOIUMOCTH CHEKTP TPOIYKT-HOHOB
Tperhero nopsaka (MS?).

4.1 OOBEKTHI UCCIIEAOBAHUSA

OOpa3upl CTOYHBIX BOJI HACEJICHHBIX MYyHKTOB U
JIOKAJIBHBIX 3JIaHUN.

4.2 Metojbl uccineqoBanusa | Macc-CrieKTpoMeTprudeckuii ~ metod.  Merton
BBICOKOI((hEKTUBHOA
(cBepxBBICOKOA (D (PEKTHUBHOI) KUJIKOCTHOM
XpoMarorpaduu.

4.3 Kparkoe mMO3TamHoe
ONMCaHNE METOUKHU.

Meronuka MCCIIeI0OBaHUs BKJIKOYAET CIIEAYIOIIUE
CTaJVH:

1.ITpoBeaeHne MOATOTOBKY aHATTM3UPYEMBIX MPOO.
- Boinenenue (M3011MpoOBaHNEe) OCHOBHBIX LEIEBBIX

COCUHEHNH W3  OOBEKTa  HWCCIEIOBAHMUS
(PKCTIepTHU3BI) METOI0M TBepaodazHoOH
IKCTPAKIUH.

- Beigenenne (M30iMpoBaHUE) U3 O0BEKTa

uccinenoBanust (3kcreptussl) 1 1-HOp-aenbTa-9-
TETParuIpoOKaHHAOMHOJI-9-KapOOHOBOM KUCIIOTHI.




2. TlpoBeneHue aHATUTHYECKOTO WCCIICIOBAHUS
aHAM3UPYEMBIX MPOO B TENSIX OOHAPYKEHUS U
UICHTU(DUKAITNH TICJICBBIX COCTMHECHUM.
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BBEJAEHHUE

[IpakTrka aHamM3a CTOYHBIX BOJI, MOKET OBITh HCIIOJIb30BaHA B IOTIOJHEHNE K
JIPYTUM TPAAUIIMOHHBIM CIICJICTBEHHBIM MOAX0aM, HallpaBJICHHBIM Ha BBISBIICHUC
HE3aKOHHOTO  000pOoTa  KOHTPOJMPYEMBIX  BEIIECTB, a TaKk ke JJid
AMUACMHUOJIOTHYECKOTO MOHHTOPUHTA TIOTPEOJICHHSI HAPKOTHYECKUX CPEJICTB,
TICUXOAKTUBHBIX M CHJIbHOJCHCTBYIONINX JIGKAPCTBEHHBIX BEIIECTB, UX aHAJIOTOB U
METabOMTOB, YTO MOXET CIIOCOOCTBOBATH MPUHATHIO OOJIee IEICHANIPABICHHBIX
Mep MPOTHUBOACHCTBHS PACIPOCTPAHECHUIO HAPKOTUKOB.

[TpakTHdeckass 3HaAYMMOCTh TEeMbl HccienoBaHus: Ha srame mocymeOHOTO
pacciieloBaHusi U B CYJIONPOU3BOJACTBE pPE3yJIbTaThl HMCCIEAOBaHUS 00Opa3IoB
CTOYHBIX BOJI, MOT'YT OBITh UCTIOJIH30BaHbI KaK OJTHO U3 BO3MOXHBIX JI0Ka3aTEIhCTB
MIpaBOHAPYIICHUSI B IEJIOM, WIM Kak (DakTop, ONMPEeNessIomuid OTAETBbHOE €ro
00CTOSITENIHCTBO, B CIydasxX HEOOXOMWMOCTH WX TIPEACTABICHHUS B KadeCTBE
MIPUHUMAEMBIX K PACCMOTPEHHIO JIeIa JJOKa3aTeIbCTB.

[lenb paboThi: Pa3paboTka u BHenpeHue HaubOosiee d3PGHEKTUBHBIX METOIO0B
MOATOTOBKM aHAIM3UPYEMBIX TPOO, YCTAHOBIECHHWE ONTUMAJIBHBIX YCIOBUN
MIPOBEICHMS AKCIIEPTHOTO HCCIEAOBAHUS C yYETOM CBEPXMAaJbIX KOHIICHTPAIIUN
IIEJICBBIX BEIIECTB B 00pa3IaXx CTOYHBIX BOJ, & TAK)KE BIUSHUAS MATPUIHBIX TTOMEX.

Pemaembie skcriepTHbIe 3amaun: OOHapyXeHHE HAPKOTUYCCKUX W JIPYTUX
MICUXOAKTUBHBIX BEIIECTB, UX aHAJIOTOB U META0OJIMTOB B 00pa3IaX CTOYHBIX BOJI.



1. O6sacTh NpUMEHEHUS

CyneOnas XUMHUKO-TOKCHUKOJIOTMYECKasI AKCIEPTHU3A, XUMHUKO-
TOKCHUKOJIOTUYECKOE UCCIICIOBAHHUE.

[{eneBbIc KOMIIOHEHTHI: TOJSPHBIC W HETOJSPHBIC KUCIOTHBIC, OCHOBHBIC U
HEHUTpaIbHBIE HAPKOTUYECKHUE U JPYTHUE TICHXOAKTUBHBIC COSAUHEHUS, UX aHAJIOTH
U METa0OJUTHL. B kauecmee mapkepos 3¢hpexmusnocmu memooos noo2omosKu
AHATUBUPYEMBIX NPOoD, U UCNOIb3YeMO20 AHAIUMUYECKO20 Npoyeccd, Mocym
CAYAHCUMB NPOOYKMbL Hauboiee MpaouyuoHHbIX KOMHOHEHMO8 Mo4U (Kogeuna u
€20 MemaboaUumos8, HUKOMUHA U e20 Memaooauma KOMmuHUHa,).

UyBCTBUTEIBHOCTh METOAUKH (IIPH KMCIOJIB30BAHMKM OIMCAHHBIX IPOICAYP
MOJTOTOBKK OOpaslia) OT 5 HaHOTpaMM IIEJICBOTO COCAWHCHHUS B OJHOM JIUTPE
obpa3ra.

Ilpumeuanue: 80cnpouz80OUMOCMb Pe3yIbMamos GblNOIHAEMC s NPU YCI08UU
UCNONIL308AHUSL  YKA3AHHBIX 68  MemoOuKe  KOHYESHMPUPYIOWUx nampoHos
(coomeemcmeayrowux npouzgooumeiell.  NPOOYKma) U  COOMBEMCMEUs  UX
MeXHUYeCKUx  Xapakmepucmuxk,  coOmo0eHuss  mpebosaHutl K  ducmome
UCNONIb3YeMbIX — pedaceHmo8 U pacmeopumeriell, VKA3AHHbLIX 6  pazoene
«Hcnonv3zyemvie peacenmol U pacmeopumenu, pacxooHble Mamepuaibly, a maxice
OCHOBHBIX YCI08ULL NPOBEeOeHUs AHATIUMUYECK020 Ucciedosanus. Jloovle usmenenus
GIUSIOM — HA — Pe3yibmamvl — IKCHEPMHO20  UCCIe008AHUsl,  6NAOMb 00
«LOAHCHOOMPUYATNETILHO20 Y

2. CymHOCTb METOAUKH

[IpoBenenue ABYX 3TAMMHON MOATOTOBKH aHATU3UPYEMbIX TPOO HAMPABIICHHBIX
Ha  BBIJCJICHHE LEJEeBbIX COCAMHEHWH u3  00pa3lloB  CTOYHBIX  BO,
KOHLIEHTPUPOBAHHUE U BOCCTAHOBJIEHUE aHAIM3UPYEMOM MTPOOHI.

[IepBblii 3Tamn: BeieIeHUE U3 00pasiia MOJSPHBIX U HEMOJISPHBIX KUCIOTHBIX,
OCHOBHBIX M HEUTPaJIbHBIX COETUHEHUN YHUPUIIMPOBAHHBIM METO/IOM.

Bropoii stam:  BbeleneHue U3 oOpasma  THAPOPOOHBIX  COEIMHEHHUU
CEJICKTUBHBIM METOJOM, I'JIeé OCHOBHBIM 1I€JIEBBIM KOMIIOHEHTOM sBJsieTcs 1 1-Hop-
JeNbTa-9-TeTparuipoKaHHaAOMHOJI-9-KapOOHOBOM KHUCJIOTHI, OCHOBHON METa0OJIHUT
nenbTa-9-TeTparupokaHHabMHOA.

[IpoBeneHre Macc-CHEKTPAIBHOIO  HMCCIEJOBAaHUS C  HCIIOJIb30BAaHHUEM
KOMOMHHMPOBAHHOT'O aHAJTUTHYECKOTO MTPOLIECCa: MacC-CIIEKTPOMETPUUYECKUN METO T
B PEXUME TOJIOKUTEIbHBIX H OTPUIIATEIbHBIX HOHOB B COYETAaHHH C
BBICOKOD((hEKTHUBHOM (cBepxBBICOKOA(D(HEKTUBHOI) KUJIKOCTHOU
xpoMarorpaduei.

[TpuHIMT )KUIKOCTHOM XpoMaTorpaguu COCTOUT B pa3/IeJICHUU COCIMHEHUI B
aHaNM3UpyeMoi poOe, OCHOBAaHHOM Ha Pa3jIMYUU B PAaBHOBECHOM PACIIPEIEICHUH
UX MEXIY JByMSl HECMEIIMBAIOIIMMHUCS (Da3aMu, OJIHa U3 KOTOPHIX HEMOJBUKHA, a
Jpyrasi OJIBH>KHA.



[IpyHIIMNT Macc-CNEeKTPATIbHOTO MCCIENOBAHUSA aHAIU3UPYEMOW TMpPOObI,
OCHOBAaH Ha MOHU3AIIMA aTOMOB M MOJIEKYJI BXOJSIINX B €€ COCTAaB M PETUCTPAIIUU
CIEKTpa Macc o00pa3oBaBIIUXCS HOHOB. lleneBwie coenwHEHWS B oOpasie
UJACHTUDUITAPYIOTCS ITyTEM COITOCTABIICHUS M3BECTHBIX MACC IIEJICBBIX COSAMHEHUN
C WICHTU(PUIIMPOBAHHBIMA MacCaMHd WM TII0 XapaKTepHOMY PHUCYHKY
dbparmerTanu. OCHOBOM [T M3MEPEHUSI CIIY)KUT HOHU3AIMS KOMIIOHEHTOB,
MO3BOJISIONMAsT (PU3NYECKH Pa3IMdaTh KOMIIOHEHTHI Ha OCHOBE XapaKTEPU3YIOIIETO
WX OTHOIICHHWS MacChl K 3apsAly M, U3Mepsii MHTEHCUBHOCTb MOHHOTO TOKa,
MPOU3BOAUTH OTIEIBHBIA MOJACYET JOMM Ka)XXIOTO M3 KOMIIOHEHTOB (IOJIy4aThb
Macc-CIEKTp BEIIECTBA).

Onucanbl ycloBUS ISl YETHIPEX BAPUAHTOB MAacC-CIIEKTPOMETPUUYECKOTO
JNETEKTUPOBaHUsA: TpexmepHoM uoHHOW JoBymku (IT); Macc-cekTpomMeTpoB
BBICOKOT'O Pa3pellieHus TUMa KBaJIpYyNoib-opOuTanbHas oBymika (anri. Orbitrap,
opOWTaNbHAs WOHHAS JIOBYIIKA); TaHACMHOW TPEXKBAAPYIIOJIBHOW Macc-
cnektpometpun (Triple quadrupole mass spectrometer (TQMS)); kBaapymnosb-
BPEMSIIPOJIETHOM MacC-CIIEKTPOMETPHH BhICOKOro pazperienus (Quadrupole time-
of-flight mass spectrometry (QToF-MS)).

Bo Bcex ykazaHHBIX THITAX MacC-CIIEKTPOMETPOB BEIIECTBA MOHUZHPYIOTCS
AJIEKTPOPACIBUICHUEM ¢ 00pa30BaHUEM ITPOTOHUPOBAHHBIX MOJICKYJIIPHBIX HOHOB.
OCHOBHO¥ MOH B CIIEKTPE IMEET MAaKCUMAIbHYIO HHTEHCHBHOCTD, KaK IIPABUIIO, 3TO
HaumOoJiee cTabwibHas 4YacTh ((pparMeHT) MOJEKYJSIpHOTO HOHA. PDparMeHT
(pparMeHTapHBIii HOH) OSTO HOH KOTOPBIM oOpa3zoBajics TIpU  pacmaje
MOJIEKYJIIPHOTO MOHA B pE3yJIbTaTe pa3pbiBa CBSI3€H B CTPYKTYpPE COCTUHECHHUS.

[TpuHiun (parmeHTanuu U CKaHUPOBAHHUS WOHOB, OIICHOYHBIE MOKA3aTeNu
UJCHTU(UKAIINY 3aBUCAT OT TUIIA UCTIOIh3YEMOTO AaHATUTUYECKOTO 000PYI0BAHUSI.

OOpa31pl aHATU3UPYIOTCA KAaK B TOJIOKHUTEIBHOM, TaK U B OTPUIIATEIILHOM
pexume peructpanuu MoHOB. POSITIV-nonoxurensnas nonuszauusi, NEGATIV-
OTpHIIATEIbHAS NOHHU3AITH.

NnenTudukanus JOCTHTAeTCS C TIOMOIIBI0 CBEACHUN O (parMeHTapHBIX
MOHAX 0 OMOJMOTEKaM CIEKTPOB, KOTOPHIC JOJDKHBI COJEPKAaTh HE MEHee TPEX
UCHTU(UKAITMOHHBIX TOKa3aTeCH IS 1IEICBhIX COCTMHCHUM.

3. HopmaTuBHBIE CCHLIKH

B HacTosimieldk METOJIMKE UCIOJb30BaHbl HOPMATHBHBIE CCBUIKM Ha
CIEAYIOIINUE TOKYMEHTHI.

3.1 Ilpuxkaz Mwunuctpa rwocturuun Pecnybmuku Kazaxcran Ne 484 «O6
yTBepxkaeHun [lpaBuy opraHuzamui ¥ TPOU3BOJCTBA CYIEOHBIX JKCIEPTU3 H
WCCIIEIOBAaHUN B OpraHax cyie0HoM skcneptu3b» ot 27 anpens 2017 roxa

3.2 HaumonanwHslil crangapt Pecnyonmku Kazaxcran 01.040.01 CT PK 3805-
2022 «CyneObHOEe XUMHKO-TOKCHUKOJOTHMYECKOE HccienoBaHue. TepMuUHBI U
OTIpEICIICHUS



3.3 CrangapTHble omepanMoHHbIe Mporeaypbl «OO0mme TpeboBaHUS IO
MIPOU3BOJICTBY Cy1eOHBIX XUMHUKO-TOKCHUKOJIOTHYECKUX AKCHEPTU3
(uccnenpoBanuii)», 2016 rox.

4. I/ICHOJIL3yeMbIe COKpamcHusi, TCPpMHUHDBI H OIIPEACTCHUSA

T®D (SPE - Solid-phase extraction) TBepaoda3zHas 3KCTpPaKIHs — METOJ
MOATOTOBKH MPOO, OCHOBAHHBIM HA MPOIECCaX paCIpe/IeTCHUs BEIIECTBA MEXKIY
¢dazamu B pe3ysibTaTe COPOIMOHHBIX UM MOHOOOMEHHBIX B3aUMOCHCTBUM.

THC (tetrahydrocannabinol), TTK — TeTparuapokanHaOMHOI

THC-COOH — metabonur TT'K, 11-HOp-nenpTa-9-rerparuipokanHabuHoI-9-
KapOOHOBON KHUCIIOTHI.

HLB (hydrophilic—lipophilic balance) - cudpogpunvro-runogunvhsiii 6ananc

CB2OXX (UHPLC -ultra-high performance liquid chromatography)-
CBEPXBBICOKOA((PEKTUBHAS KUJIKOCTHAS XpoMaTorpadus

BOXX (HPL —  high performance liquid  chromatography)-
BbICOKOA((PEKTUBHAS KUJIKOCTHASI XpoMaTorpadusi.
RT (Retention Time) - Bpems yHIepKUBaHUS: HWJICHTU(DUKAITMOHHBIN

AHAJMTUYECKUI CUTHAJ, MOKa3aTellb BPEMEHU, HW3MEpSEMbI MpU MPOBEACHUU
xpomarorpauueckux MeTOoJ0B (ra3oBOM W (WJIM) >KUAKOCTHOW) B XHUMHKO-
TOKCHKOJIOTUYECKOM aHAJIM3E.

ESI (Electrospray ionization) - noHU3a1us SIEKTPOPACTIHIIICHUEM

CE (Collision Energy) — aHeprus ssuelku coynapeHui, ea.usm (eV).

m/Z - OTHOIIIEHHE MACChI K 3apsiny

KoHnuenTpupyromuili KapTpuk - KapTpUaKU (COpOIIMOHHBIE MaTPOHBI IS
TDD) B BuAE MWIpuULa, BHYTPU KOTOPHIX MEXAY JBYMS OPUCTHIMH IJIACTUHAMH -
(dbpuTaMu MOMEIIEH ONPEAEICHHbIH COPOESHT.

KonnuunonupoBanue (aktuBauus, ypaBHoBemuBanue) B TAD - mpouecc,
NPOBOJAMMBIA TeEpea S3KCTpakuueil mnpoObl, [ CMauyuBaHUs W AKTUBAIUU
copOeHTa, 4TOOBI (DYHKIIMOHATBHBIE TPYIINBI COPOEHTA MOTJIM B3aUMOJIECTBOBATh
C aHAJIUTOM.

[IpombiBka copbOenta B TdD - mnpomecc ynaneHus HexXeIaTEIbHBIX
coeIMHEeHUH (MOHOB) U3 COpOEHTA.

3arpy3ka npoObl B TdD - KoIWuecTBEHHBIM TMepeBox o0Opasia B
KOHUECHTPUPYIOIIUNA KapTPUIK.

[Ilenoynol rHUAPOIN3 - ITO PEAKUUS  PACIICIUICHUS  OPraHUYECKOro

COEJIMHEHHS BOJIOU B MPUCYTCTBUM ILIEIOUYEH.
Omroat — QUIBTPAT, BRITEKAIOIMNUA U3 XpoMaTOrpaduuecKor KOJIOHKU
DoupoBaHUE MEJIEBBIX KOMIIOHEHTOB B TMD — mporiecc cMbiBa ¢ copOeHTa
KOHIICHTPUPYIOIIETO0 KapTpUka HEOOJBITUM OO0OBEMOM pacTBOpa, KOTOPBIH
JECOpOUPYET 11EIEBbIC KOMITOHCHTHI.



5. PexomMeHpauum 1mo oToopy U XpaHeHHI0 00pa3uoB

Mecta oTO0pa nmpod 1 MepruoAMIHOCTH 0TOOPA YCTAaHABIUBAIOT B 3aBUCUMOCTH
OT UENH JOCYIAEOHBIX M (WIH) CyleOHO-CIECTBEHHBIX AEHCTBUN WIM MPOrpamMm
AMUACMHUOJIOTHYECKOT0 MOHUTOPHHTA.

[Ipu BbBIOOpe mnepuomuyHocTH W (WIM) BpeMeHH 3abopa 0OpasIoB,
HEO0OXOMMO YUYUTHIBATH CYyTOYHBIE KOJICOAHUSI COCTaBa CTOYHBIX BOJI, CBSI3aHHBIX C
Pa3IMYHBIMU MOJICTISIMU SKCKPEIIMHN YeJIOBEKa, & TAaKKE€ C BHEIIHUMH (PaKTOpamH,
TaKUMU  Kak  ocaJku. PekoMeHIyeTcss MNpoBOAUTH  3a00p  00Opas3IoB
MUHUMU3UPYIOMIUX BIUSHUE OTOJAHBIX YCIOBUH.

3a00op oOpasuoB: AHanM3 OOBEKTOB, MPEACTABIAIONIMX HMHTEpEC IS

UCCJeIOBaHUs (AaHAJIMTOB) B CTOYHBIX BOJIaX, HauboJiee TOYHO MPOBOJUTCS C
NOMOIUIbIO 24-4aCOBOT0 COCTABHOTO 0TOOpPA Mpo0b mocie rpy0oil 0UMCTKU Ha BXOJIe
OYHCTHBIX COOPY)KEHWH, dYTO OOECIeYUT TOYHYI) HWHIUKAINIO IMHKOBOTO
MOCTYIJICHUST XUMUYCCKUX BEIIECTB M OWOMAapKEpPOB, BBIICISICMBIX B CTOYHBIC
BOoJibl. Mecta oTOopa mpoO JOJKHBI ObITh MAaKCUMaJIbHO MPUOIMKEHBI K TOYKE
copoca. OtOop mnpoO MNPOUZBOAUTH HA BXOAE OUYUCTHBIX COOPYKEHUH,
00CITyKUBAIOUTUX OMPEICICHHBIA pallOH MECTHOCTH WJIH JIOKAJIBHBIX 3/IaHUI.
Hns  wuccrnegoBanus — oOpa3loB W3  JIOKAIBHBIX  3MAaHUNA  (Hanpumep:
00pa308amenbHbIX, UCNPAGUMENbHBIX YUPeHCOeHUl, PA361eKAMEeNbHbIX 3A6e0eHUl U
Op.) mpoObl OTOMpaTh W3 KaHAIM3ALMOHHOW TpyObl, CBS3bIBAIOIICH 37aHUS
YUPEKACHUS C TOPOJCKON KaHAM3AIIMOHHON CUCTEMOI.

[IpoObI CTOYHBIX BOJ JIOJDKHBI OTOMPATHCS W3 XOPOIIO TepeMelIaHHbIX
MOTOKOB. JlomyckaeTcsi mpuMeHEHUE OJHOPA30BBIX EMKOCTEH A1 0TOOpa POl U3
MOJIMATUJICHA WJIA CTEKJIa C TEPMETUYHO 3aKPBIBAIOIIEHCS KPBIIIKOM.

[Ipob6a momkHa OBITH MPECTABUTEIBHON, 00BEMOM HE MEHEE OJIHOTO JIUTPA.
Ilpu mneobxooumocmu coxpaneHus 8 Kavecmee OOKA3AMENbHO20 00pa3ya
npeodocmasisemcs OONOJIHUMENbHbIU PABHBLU 00BEM.

Ecnu 00pa3ipl He MOryT ObITh MOJBEPKEHBI aHAIN3y B TeueHue 24 4acos,
HE0O0X0IMMO 00eCIeUnTh UX XpaHeHue npu temmneparype -18°C -20 °C.

6. Texunueckoe odecrneyeHue MeTOANKH

6.1 OcHOBHBIE CpelICTBa U3MEPEHUI

6.1.1 Macc-cnektpomerp. Cucrema JODKHA  BKJIIOYATh:  HMCTOYHUK
AIIEKTPOPACIIBUICHUS (MpU HeoOX00uMocmu ¢ mepMogOKyCUpPO8Koll), CUCTEMY
yIpaBieHus U 00pabOTKHU JaHHBIX, MPOTPAMMHBIN MAKET ISl YIPAaBJICHHUS Macc-
CIIEKTPOMETPOM M CHUCTEMOM IJisi pETUCTPAIK U 00pabOTKH JaHHBIX. B dauHou
MemoouKe OnUcambl OCHOB8HbIE NAPAMEMPbL NPOBEOCHUs. AHAIUZA Pealu3yemblx npu
UCNONIL30BAHUU 4embIPEX MUNOE MACC-CNEeKMPOMEMPULECKO20 AHATUMUYECKO20
000py008aHUsL.

6.1.2. KunkoctHoit xpomarorpad (CBIXX mmm BOXKX) ¢ nporpamMmmHbIM
MaKeTOM ISl YIPABJICHHS CUCTEMOM JJIA PETHUCTpalvi M 0OpaOOTKH JaHHBIX.



Cucrema nomkHa OBITh OCHAIIEHA CMECHUTENIEM M CHCTEMOW aBTOMAaTHYECKOTO
3aIl0JIHEHUS ¥ TIPOKAYKH JIMHUHN C TIOMOIIIbIO BCTPOCHHOTO Hacoca.
Cucrema J0HKHA BKITIOYATh: MTOJIIOH /ISl paCTBOpUTEINEH; OMHAPHBIN IPaTuCHTHBIN
HAcOC BBICOKOTO [aBJCHHS C CEJIEKTOPOM pPACTBOPUTENEH U BCTPOCHHBIM
JIera3aTopoM; TEPMOCTATUPOBAHHBIN aBTOCAMJIEP C BOZMOYKHOCTBIO OXJIAXKICHUS U
Harpesa JJis Buaj (WM JIyHOYHBIX IUIAHIIETOB); CTAHAAPTHBINA TEPMOCTAT KOJIOHOK
C BO3MOKHOCTBHIO Harpesa 710 He MeHee 40°C ¢ marom B 1 °C.; BbicOk03((heKTHUBHBIE
KOJIOHKH ¢ oOpatenHo# (azoii (dhazel C18 u C8) u 3alIUTHHIMU KOJIOHKAMHU.

6.1.3 JlaGopaTtopHblii TeHepaTop a30Ta CO BCTPOCHHBIMHU KOMIIpECCOpaMu
(IIpouzsooumenvrHocmo 24 n/mun, wucmoma azoma 99,5%.)

6.1.4 bubnuoreku HUIECHTUPUKAMOHHBIX AHAIUTUYECKUX TMOKa3zaTened st
BEIIIECTB BBI3BIBAIOLIUX 3JI0YMOTPEOICHUE U KOHTPOJIUPYEMBIX B pecnyOiiuKe, X
OCHOBHBIX META0O0JIUTOB U IPYTMX ICUXOAKTUBHBIX BELIECTB.

6.2 JlononHuTenRHOE TAOOpaTOpHOE 000pYI0BaHKE, JabopaTOpHas Mocyaa u
MaTepHuabl

6.2.1 CucremMa mjis OYMCTKA BOABI METOAOM OOpAaTHOrO OCMOCa H
JIENOHU3AITNHN, BKITFOYAsi EMKOCTh JIJIS XpaHCHHSI ICMOHU30BAHHON BOJIBI.

6.2.2 pH — metp (pabounii quanazon pH: 0 — 14, pa3pewmenue 0,1pH)

6.2.3 VYcrpoiictBo sl (QUILTPOBAHUS PACTBOPOB, BKIIIOYAS: CTEKJISTHHBIN
nepxkarenb QuibTpoB nuamerpoMm 47 MM, mpuemHas konba (konmba byHzena),
COEJIMHUTEIBHBIC NIJIAHTH, MEMOpaHHBIN HAacoC.

6.2.4 Baxyymnsiii kosuiekTop (Manudona SPE) nis TOD.

6.2.5 Py4HBIC 103aTOPHI C IEPEMEHHBIM 00HEMOM J03UPOBAHUS OT 1 MKII.

6.2.6 JlabopaTopHbIil a30THBIN UCTIAPUTENH KOHIIEHTPATOP.

6.2.7 JlabopaTopHas yibTpa3ByKOBas BaHHA (00beMOM HE MeHee 21).

6.2.8 Boprekc-mukcep ¢ amantepamu (peryiaupyemas ckopocTh 0-3000
00/MUH).

6.2.9. Illeiikep mabopaTOpHBI BO3BPATHO-TIOCTYMATENIbHBIN. J[namazon
ckopoctH, 100 — 350 o6/mMuH .

6.2.10 Muxpornentpudyra, 10000 06/MuH.

6.2.11 Lentpudyra nadbopatopHas ¢ poTopoM (Ij1s1 TpoOUpoK Ha 15 mu).

6.2.12 Lentpudyra c poropom Ha 60Jb1IME 00BEMBI, MAKC. CKOPOCTh HE MEHEE
5500 o6/mMuH. Pexomenoyemulii 06ém 00HO20 cmakana He menee 250 ma.

6.2.13 Becol anamurrueckue 220 rp/0.0001 r BHyTp.KaTuOpoBKa.

6.2.14 A30THBII HCIAPUTETH CYXOT'0 THIIA.

6.2.15. Buansl o6semom 1,5 mu6o 2 mut Buansl Ay aBrocamiuiepa BOXX ¢
MUKpO-BCTaBKaMu Ha 75-250 M1, 1100 BHAJIBI CO BCTPOSHHOM BCTaBKOM.

6.2.16 Kpbliiku A1t BUaj ¢ HEHTPAIbHBIM OTBEPCTUEM

6.2.17 ITpoOupku KoHUYECKHUE LHEHTPU(YKHbIE C BAHTOBOM KPBIIIKOM.

6.2.18 JlabopatopHas nocyaa (Koa0bl, IUJIUHPHI, CTAKaHbI U T.II).

6.2.19 llltaTuBbl AJ1 IPOOUPOK.

6.2.20 byteumm ans  noaBwxkHOM (da3zel BOXKX (marepuan: crekio
OopocHIIMKaTHOE, 00JIa/lalollee XMMUYECKOH MHEPTHOCTBIO U YCTOMYMBOCTBIO K
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PacTBOPUTEIISAM ), 00BEMBI B 3aBUCUMOCTH OT TPeOOBaHUI CUCTEMBI U JNIUTETLHOCTH
aHaJIN3a.

6.2.21 CpencrBa WHIWBHIyAJIBHOW 3aIUTHl (JTaOOpaTOpHBIE XajaThl,
HIAMIOYKH, IEPYATKH, MACKH, OUKH )

7. PeakTHBBI U CTAHAAPTHBIE 00pa3ubI

Tpebosanus k peaxmugeam: Xumuueckue peakmugul kiaccuguxayuer «LC-MS
gradey unu maxcumanvHo 8o3modichou ywucmomst (LC-MS, HPLC, GH — MS, LC,
OCY u X4).

7.1 A30T razoo0pasHblii (codepoicanue KUCIOpOOa He OO0JIHCHO NPesblulamb
0.001%).

7.2 Auerat aMMOHUS

7.3 Aueron

7.4 Auetonutpun «toJsibko kiacca LC-MS grade»

7.5 I'excan

7.6 I'enuii razoo0pa3HbIil Mapka 5,5

7.7 T'mapodocdat nHaTpus

7.8 JlenonusupoBaHHas Bojia (Tosibko kiacca LC-MS)

7.9 Nuruapodocdat xanus

7.10 30aMUIIOBBIN CIUPT

7.11 UNzonponwmnoseit cnupt (ucnoib3oBath kinacca HPLC, LC) Bwicokoi

YHUCTOTEHL, 99,9%

7.12 KoHIIeHTpUPOBaHHBIN PACTBOP TUAPOKCHIa aMMOHUS (~27%)

7.13 KonnentpupoBaHHas (JpiMaIas) coyisiHas kuciora (~36%)

7.14 KonnentpupoBanHas (JieqisiHast) ykcycHasi kucioTa (~36%)

7.15 KonuieHTpupoBaHHasi MypaBbuHas kuciota (~98%)

7.16 MeTuneH XJIOpUCThIN

7.17 MeTunoBeIil COUPT

7.18 Hatpus xnopun

7.19 Harpus ruapokapOoHar

7.20 ®opmuaT amMmMoHUs (TBEp/bIi) (Bceraa MCmolib3oBath kiacca LC-MS)
>99,0%

7.21 Xnopodhopm

7.22 Dtunauerar

7.23 CepTtuduiupoBaHHbIC TECTOBBIE 0OPA3IIHI.

7.24 CeptudulHpoBaHHBIC CTaHAAPTHBIC OOpA3Ibl IICJIEBBHIX BEIIECCTB.
Pexomenoyemcsa  ucnonvzoeame 6  Kauecmee  UCXOOHBIX, pACmMEOpbl 8
KOHyeHmpayusax 1 me/mn 6 memanosne.

7.25 CeptuduuupoBaHHbIE U30TOMHO MEYEHbIE BHYTPEHHUE CTAHIAPTHI IS
KOHTPOJISI IPOLIEYPhI MOJArOTOBKH MPo0 M aHanu3a o0pa3uoB. PekomernoosanHbie
8UObI BHYMPEHHUX CMAHOApmos (8bloopourno): D-5 Diazepam: kriomunpamuna-D3,

Odoxcenuna-D3 unu eanonepuoona-D4. peserpine.
7.26 ®ocdatubiit 6ydep (pH 6,0).
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7.27 Auerarnbliii 0ydepnsbrit pactsop pH 3,0
8. Pacxoanbie MaTepuaJibl

8.1 Konnentpupytomme KapTpumpku ¢ nmoauMmepHbiM copoertom HLB SPE
(ane. hydrophilic—lipophilic balance, cuopogurvrno-munoguibnsiti 6anauc) s
OKCTPAKIMK TIOJSPHBIX W HEMOJSIPHBIX KHUCJIOTHBIX, OCHOBHBIX W HEHUTPAIBHBIX
HAPKOTHUYECKUX U JPYrMe T[ICUXOAKTUBHBIX COCIMHEHUW, WX aHAJIOTOB W
MeTabonutoB. Macca copbenta (Sorbent mass) 130-200mg, oObeM He MeHee
6ml. KoHueHTpupyromnme KapTpuHkKu ¢ KATHOHOOOMEHHBIM COPOEHT CMEIIaHHOTO
Tuna. Pexomendoeano ucnonv3zoganue KOHYeHMpupyrowux namporos Matrix
Polymer SPEEXTRA HLB 200 mg 6 ml. (Chromservis, EU); HLB; Oasis HLB 6 cc
200 me 6 ml (Waters, CILILIA) rxomopsie no pe3zyrvmamam anpodbayuu
obecneyusaiom nHaubonee IghhexmusHyo SIKcmpaxyuio yenesvix coeourenut. Qasis
MCX. (Mixed-Mode Cation-eXchange)

pyeue pexomenoosannvie 8 0AHHOU MemoouKe KOHYeHmpupyrouue namponsl
ons TDI: Bond Elut Certify (Agilent Technologies, CIIIA), AccuBond EVIDEX
(Agilent Technologies, CIIIA), cooepixcam KoOMOUHUPOBAHHBIL COpOeHm ¢
HENOJAPHLIM ~ MEXAHUSMOM — YOEPHCUBAHUS U  BOZMONCHOCMAMU — CUTILHO20
kamuonooomennuxa C8. OOvluHO ucnonv3yemcss 04 IKCMPAKYUU OCHOBHBIX
(KamuoHHbIX) COeOUHEeHU.

DAU EXTRACTION COLUMN (United Chemical Technologies. CILIIA)-
ucnonvzyemcs kak oopamuasn (C8), max u uoHooomenuas (beuszoncynrvghonosas
Kucioma) @aswvl, c8s3amuHble ¢ 0OHOU Yacmuyell.

8.2 Konnentpupyrorue kaptpupku st akctpakimu TTK u ero metabonuToB
oOnamaronye NBOWHON (YHKIMEW ISl KUCIOT W THAPOPOOHBIX COETUHEHUH.
CopOeHT nomKeH conaepkaTh JB€ (YyHKUHMOHAJIbHBIE TPYMIbl, BKIIOYAThH
oOpaiieHHy10 a3y U MepBUYHBIN AMUHOBBIH HOHOOOMEHHUK.

Pexomenoosarno ucnonvzosanue xonyenmpupyrowux namponos Clean Screen
THC 200mg/6mL. (Chromservis, EU) u (United Chemical Technologies. CIIIA)

llpyeue pexomenoosanHvie KOHyeHmpupyowue namponsl oaa 1P
cMeulanHvle Kapmpuoxcu, 3anoinentvle HenojsapHoim C8 u cuibHbIM copoenmom
onst uonooomena (SAX): Bond Elut Certify Il (Agilent Technologies, CIIIA),; Clean-
UP Hydrophobic Endcapped C8 (Chromservis, EU).

Basxcno! Kauecmeo xonyenmpupyrowux xapmpuodicetl 0is meepooQaszHoll
IKCMPAKYuUu pasuvlx OPeHO08 MOodcem OmMIUYAmbCsa 0adxdce NpuU 3asA61eHHbIX
o00uHakogvlx xapakmepucmuxax. Ilo peszynemamam anpodayuu noomeepicoena
HeobXo00UMOCmb  UCNONIL30BAHUS KOHYEHMPUPYIOWUX NAMPOHO8 YKA3AHHBIX 6
OaHHOU MemoouKe npou3sooumeiell 8 npoyecce NOO2OMOBKU AHATUIUPYEMBIX NPOO.
Ipu ucnonv3o8anuy KOHYEHMPUPYIOUWUX KAPMPUOHCEL OPY2UX NPOU3BOOUMeNell He
UCKTIIOYAEmCs «CMbl8» (ha3vl, 3a2ps3HeHuUe dI0amos, He0ObeKMUGHbLE Pe3ylbmambl
UCCc1e008aHusL.

8.3 Centel nist Buan (cuiiukoH/PTFE)
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8.4 MewmOpannbie ¢uibtpbl: dunbtp-Hocutens PTFE, 0,22 (um) Mk,
nuameTp ¢puiabTpa 47mm

8.5 IlInpunessie MmemOpanubie puiabTpel: Gunbtp-Hocutens PTFE, 0,22 (um)
MKM

8.6 OmHopa3oBbIi 1ab0paTopHBI mmpuil 5 M st BOXKX

8.7 CrexnoBosiokoHHbIe (QribTpel U3 100% OopocuiamkaTHOTO CTekiIa 0e3
CBA3YIOIIMX BemecTs. Jnamerp nop, Mxm 1,2.

8.8 MukpoueHntpudysxnas nmpoodupka, PP, 1,5 min

8.9 Hakoneunuku g go3zaropos 0,1-10 mxit; 2-200 Mk, 100-1000mk1

8.10 ITpobupku nenTpudyxubie 15 mi, 50 MJ1, KOHUYECKHE

9. OnTuMAaJIbHbIE YCJIOBHUS BbINOJTHEHUS U3MepeHuii

Temmeparypa Bozayxa (20 — 28) °C;
OTHOCHUTEJIbHAs BIAYKHOCTh Bo3ayxa He Oosee 80% mpu 25 °C
HamnpsbkeHue B cetu (220 +£22) B

10. IIpuroroB/jieHus padO04uX PAaCTBOPOB U MOJABWKHBIX (a3

10.1 IlpuroToBineHuss pabOYMX pacTBOPOB U TOJBWXKHBIX a3 i
aHaMTHYEeCKOU cucteMbl «Toxtyper» ommcaHa B 1m.10 METOAWKH SKCIIEPTHOTO
uccienoBanus « TOKCHKO-aHATMTUYCCKUH CKPUHUHT OHMOJIOTHYECKUX 00pa3IoB Ha
HAJIMYUE TICMXOAKTUBHBIX  BEIIECTB C  HMCIOJB30BAHUEM  XpOMATO-Macc-
cnektpoMmetpun amazon speed (IT MS) Tun moHHas JOBYIIKa». YTBEP>KIEHbI
nporokoioM HMC u Yuennoro Coseta LICO MIO PK ot 28 Hos6pst 2024 rona.

10.2 Jlng UHBIX aHAIUTHUYECKUX CHCTEM pabO4Me pacTBOPbI U MOJBUYKHBIE
(a3bl TOTOBATCS B COOTBETCTBHE TPEOOBAHMMA, YTBEPKJICHHBIX COOTBETCTBYIOIMMHU
METOIUKaMi W (WIM) PEKOMEHIOBAHHBIX IPOU3BOJUTEIEM HCIIOJIB3yEMOTO
000pyI0BaHUSI.

Baoicno: Pexomenoyemcs 2omosumu cgedicue 3110eHmbl NOOBUNCHOU (hasbl pa3
8 Hedello, ecliu OHU He UCHOIb3YIOMCAL.

He oonyckaemcs oobaenenue ceedcux 3110eHmMo8 NOOBUINHCHOU (ha3bl K paHee
npucomosneHuviM. lleped noemopmviM HANOAHEHUeM HeoOX00UMO NPOMbIMb
émrxocmu 07151 NOOBUIICHBIX (hasz ¢ pacmeopumenem (6000U UlU AYEMOHUMPUTOM).

Xpanume u 2omoeumb pacmeopuvl ciedyem 8 XUMUYECKU CHOUKUX,
2ePMEMUYHBIX eMKOCTAX, HaNpumMep, MEPHbIX KOLOAX U YUTUHOPAX Kiacca «Ay.

11. IIpoBeaenne anaausa odpa3ua

11.1 IlpenBapurtenbHas NOATOTOBKA: ISl IPOBEACHHUS MPOILIECCOB YKCTPAKIINKI
oOpa3ell CTOYHBIX BOJl HEOOXO0IUMO IIeHTpUuyrupoBaTh B TeueHue 10 MUHYT mipu 5
TBIC. 0OOPOTOB B MUHYTY, MO BO3MOXHOCTH NMPOGUIBTPOBATH uepe3 (PuibTp u3
OOpPOCHIMKATHOTO CTEKJIA.

B cayuae ecau obpazey Ovl1  3aMOpOdNCEH HENOCPEOCMBEHHO Nnepeo

nposederuem ucciedosanus oopasey CB 0ondicern Oblmb NOIHOCMbIO PA3ZMOPONCEH
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npu KOMHAMHOU memnepamype (pexomenoogannas memnepamypa om +20°C 0o
+25°C) u mwyamenvHo nepemeuian.

1) TexHUKH TTPOBEACHHS SKCTPAKIIUN TOJIAPHBIX W HEMOJIIPHBIX KUCIOTHBIX,
OCHOBHBIX W HEUTPAIbHBIX IICJICBBIX COCAUHEHUN METOIOM TBepaoda3sHOU
OKCTPaKIIAH.

Heobxoaumoe KOTU4ecTBO KOHIICHTPUPYIOIINX KapTPUIKEH 71 TIOATOTOBKU
0JTHOTO 00pasiia 3aBUCUT OT 00bEMa 00pasiia UCCIeTOBAHMUS.

O6meM obpasiia: 500 mt.

KomuuectBo SPE matponoB: 2 mT (¢ 3arpy3koii o 250 mi1.)

s  nonyuenus IKCmMpakmos OOUH U3 NPEONONCEHHBIX NPOMOKON08
nposeodenusi meepoopasHoll IKCMPAKYUU.

a) [Ipotoxou 1. [{1s1 KOHIEHTPUPYIOUIUX KapTPUHKEH cofepKalux COpOEHT
HLB (ynusepcanvnwiii nonumepmsiii copbenm oopammoi gaszvl, pazpabomanmsviii
Ol U36NIeYeHUsl WUPOKO20 CHEeKmpa KUCAbIX, WEN0YHbIX U HeUumpaibHblX
COeOUHEeHUlL):

Konuentpupyromme kaprpumxu: SPEEXTRA HLB 200 mg 6 ml
(Chromservis, EU) mu60 Oasis HLB. 6 cc 200 mr.

Texnuka nmpoeaenus: 500 mu nuentpudyrara odpasua (pH obpaszya oondxicHo
ovimb 6 ouanasone 6-8). Ilpu neobxooumocmu oobasume 0,25MKn pacmeopa
sHympenHe2o cmanoapma, pacmeop D-5 Diazepam ¢ memanone ¢ konyenmpayuei
10mke/ma, THIATENBHO MEpeMeIaTh (He MEHee OJTHOM MUHYTHI ), UCTIOJIB3YsI IIEHKeD.

KonuyectBo SPE natponos: 2 mt (¢ 3arpy3koii mo 250 mut.)

Ckopocmb nomoka yepe3 KOHYEeHMpUpyIiowull Kapmpuodic Ha 8cex cmaousix
1 ma/mum.

Konnencarnus narpona: [IponycTuts uepes KapTpUHKH M0 3 MJI METHUIIOBOTO
criupTa.

VYpaBHoBemuBanue mnarpoHa: [IpomycTuTe dYepe3 KapTpuku 10 3 M
JIEMOHU3UPOBAHHOUN BOJIBI.

Copbenm He Oondxcer Obimb CYXou MedAHcoy Cmaousimu KOHOUYUOHUPOBAHUS U
dobasnenusi npobvl. Hao eepxnum gppumom (nopucmeim ouckom Hao copboenmom)
00/12#CHO ocmasamucsl He MeHee | M pacmeopumens.

3arpy3ka oopasna: O0pasel HOPIHUOHHO MEPEHOCUTCS B KapTpUIXu. [lepesoo
npooOvl 8 KOHYEHMPUPYIOWUe KapmpuoiIcu 0CYWecmeausniemcs ¢ NOMOUbI0 NUNEMOoK.
Ecnu epems ne numumuposano, mo ayuuie 6ce2o oanee 000a6iamy AHANIUIUPYEMbLIL
pacmeop no kanjasam. s 003uposaHtol no0adu npoodowvl 8 KAPMPUOIC MOHCEM Oblmb
UCNONIL306AHO  YCMPOUCMBO Ol NEepeluéaHusi UH@Y3UOHHBIX — PACmEopos
0OHOKPAmMHO20 npumeHenus. M3eneuenue anaiumos s611emcs HAuUIyduum, eciu
Kaxcoas nopyusi pacmeopa (aiuxkeoma) conpuxacaemcs ¢ Hacaoxou om 20 ¢ oo 1
MUH.

[IpombIBKa copOeHTa: MPOMYCTHTh JABYKPATHO KapTpummK 5% BOIHBIM
pacTBOpOM MeTaHoja o 1 mo.

DIOUpPOBaHNE HEUTPABHBIX COCAMHCHHUH IyTEeM JABYKPATHOTO MPOITYCKAHHS
METaHoJIa, Mo 2 MII. Drroamvl coopams 8 NPoOUPKy, NpedsapumesibHo 6HeCmu 8
npooupxy 50 mxn 0,2M pacmeopa x10pucmo8o0opooHol KUCIOMbL 8 MEMAaHoJle.
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[Ipommyctuth nBykpaTtHo mo 1 mu pactBopa 5% pacTBOpOM THAPOKCHIA
aMMOHHSI B METaHOJIe. BBICYyIIMBaTh KapTPUIK B TE€YEHUE 2 MHUHYT HCIOIbL3YS
BaKyyM.

DIIoUpOBaHUE TIEEBBIX COCIWHECHWA OCHOBHOTO W CJIA0OKHCIOTHOTO
XapakTepa myTeM JABYKpPaTHOTO mpoiyckaHus 2% pacTBOpa MypaBbUHON KUCIOTHI
B METaHOJIe, MO 2 MJ. Jatoamsl cobpams 6 NpoOUpKy ¢ NepeviM INI0AMOM.
BricymmBaTh KapTpHUK B TEYCHUE 2 MUHYT UCTIOIB3YS BaKyyM.

KonuentpupoBanre  aHanuupyemon  npoObl:  CoOpaHHbIE  3IIOATh
O0OBEMHUTh B OJHY MpoOy M OpraHudeckyro ¢aszy BbIIapuUBaTh 10 MOJIHOTO
UCIIapEHUs, B TOKE a30Ta WM HCIOJIb3Ys CUCTEMY BbIIApUBAHUS PACTBOPUTEIS
(npu Temriepatype He 6omee 40°C).

Cyxoii octaTok pactBopuTh B 75-100 Mk moaBuxkHOM (a3bl A (1160 cMeChbio
MOABWXHBIX (Pa3), PEKOMEHIOBAHHBIX IS HCIOJIB3YEMOTO AHATUTUYECKOTO
o0opyIoBaHUs.

0) [IpoTtoxomn 2. [{ns copOenta Oasis MCX. (Mixed-Mode Cation-eXchange) —
KaTMOHOOOMEHHBIN cOpOEHT cMemannoro tuna. Oosem 6¢c, copbenta 150mg.

O6pazenr CB HeoOxoauMo moakuciauTh: Ha 500 Mi1 ipoObI BOJIbI 100aBUTH 2
M 2 M pacTBOpa XJIOPUCTOBOAOPOIHOM KUCIOTHI M THIATENBHO MEpEMEIaTh (npu
Heobxooumocmu 0obasnsimes 2 M pacmeop xn0pucmogo0opooHol KUCIOMbL 00 meX
nop, noxa 3Havenue pH ne cmanem menvwie 2). Jlanee no6aButh 100 MK
CTaHJAapTHOTO paboyero pacTBopa BHyTpeHHeEro cranaapta (50 Hr/mi).

AKTHBaIus: MeTaHoJoM (4 MJI) M TOAKUCICHHOW Bomou (4 mi, pH=2) co
CKOPOCTBIO MTOTOKa He Ooiiee 4 mi/muH. [IponycTute AByKpaTHO MO 2 MJI METaHOJIA,
3aTEM I10 2 MJI BOJEL.

3arpyska oopasina. [Ipomyctuts mo 50 mit obpasma CB, co CKOpoCThIO 0KOJIO 2
Mit/MuH. lpu nuskux pH éce ocnosanus npedvlearom 6 UOHUZUPOBAHHOM COCIMOAHUU
U yoepocusaomcsi N0 UOH OOMEHHOMY MEeXAHUsMy, d HeumpaibHble U KUCTble
MOJIEeKYIbl — N0 00PAUeHHO-PA3080M).

[IpombiBka mepBbid dtamn. IIpomyctuts 4 M 0.1M  Boasblid  pacTBOp
XJIOPUCTOBOJIOPOJTHOM KHUCIIOTHI CO CKOPOCTBHIO MPOMBIBKM HE Oojiee 4 MII/MUH.
Pacmeop xnopucmosooopoonoti xuciomelr yoansiem Oeiku U NPUBA3blAem
wenounsle MONEKYIbl K COpOeHmy no UOHOOOMeHHOMY mexanusmy. Ha oanmnom
amane modycem ObIMb UCNONB308AHA OYUWEHHAS 8004.

[TpombiBKa BTOpOIt Tam. [IpomycTuTs 4 M1 MeTaHOJIa CO CKOPOCTHIO HE OoJiee
4 mut/mMuH. 3aTeM KapTPUIK CYIIUTh MO BAKYyMOM.

DironpoBaHue TICPBBIH 3TaM (0151 cOOPA HEeMPAbHBIX U KUCTLIX COCOUHEHUIL).
[Tporryctuth 4 ma 100% meTaHosa. JByKpaTHO MO 2 MJI CO CKOPOCThIO He Oosee 1
MJI/MHH.

DmoupoBaHuEe BTOPOU ATaN (0712 cOOpa 0CHOBHbIX coeduneHutl): IIpomycTuTh
4 mn 5% pacTBOpa rMAPOKCHUIA aMMOHMS B METAHOJE, JBYKPATHO MO 2 MJ CO
CKOPOCTBIO He 6osiee 1 mur/mMuH.

Konnentpupoanue mnpoObl: KoHIIEHTpUpOBaHUE aHAIM3UPYyEMON MPOOHI:
CoOpaHHble 3110aThl 00bEIMHUTD B OJIHY MPOOY U OPraHUUYECcKYIo (ha3y BbIapUBaTh
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110 00bEMa okoJ10 150-200 MKJI, B TOKE a30Ta WIIK UCIIOJIB3Y S CUCTEMY BBIMTAPUBAHUS
pactBoputens (npu temreparype He 6osiee 40°C).

B) [IpoTokou 3. I[TpoTOKOA 111 KOHUEHTPUPYIOIIUX KAPTPUIKEN, COACPIKAIUX
cMmeulanuvle copbenmol, 3anoanennvie HenoaapHouim C8 u cunouvim copbenmom ons
uonooomena (SAX): Bond Elut Certify 130 mr (Agilent Technologies, CIIIA),
AccuBond EVIDEX 200 mr (Agilent Technologies, CIIIA).

Texnuka nmpoBeaenus. S00 M nentpudyrara obpasna (pH obpasya 00n4cHO
ovimb 6 Oouanazone 06-8). Ilpu neobxooumocmu oobasume 100 mxn pacmeopa
6HympenHe2o0 cmanoapma, pacmeop D-5 Diazepam 6 memanone ¢ konyenmpayuei
10He/mn, TIIATETHHO TepeMeIaTh (He MEHee OJJHOM MUHYTHI), UCIIONb3YS IIEHKED.

KomuuectBo SPE matponoB: 2 mT (¢ 3arpy3koii o 250 mi1.)

Ckopocmb nomoxa yepe3 KOHYeHMpUupyrouwutl Kapmpuodic Ha ecex cmaousix 1
MI/MUH.

[TocnenoBaTenbHO aKTHUBUPOBATH KAPTPUKH METAHOJIOM (ABYKpAaTHO MO 2
MJ1) ¥ ICMOHU3UPOBAHHOM BOJIOM (JBYKPATHO IO 2 MJI)

3arpy3ka rnmpoOsl 1o 250 MJT B K&Kl KapTPUIK.

[IpombiBKa: 2 MO JE€HOHM3MpPOBaHHOW Bogpl w3 M 0,IM
XJIOPUCTOBOJOPOIHOM KUCHOTHL. CylllKa 5 MUHYT IPH IIOJTHOM BaKyyMe

[IpOMBITE KaXIplil KapTpUK 2 MJI METWIIOBOTO cnupTa. BeicymmBaTh B
TE€YEHUE 5 MUHYT UCTOJb3Ys BaKyyM.

DnoupoBaHUE TIMyTEM JIBYKPAaTHOTO TMPOMYCKaHWs MO 2 MJI CMECH
pacTBoOpUTENIel METUJIEH XJIOPUCTHIN: U30MPONaHOI:aMMUak BoaHbIH (78:20:2).

CoOpanHble 35110aThl 00BEIUHUTHh B OJIHY MpoOy U ymaputh jaocyxa. Cyxou
OCTaTOK pacTBOPUTH B 75-100 MKJI moaBM>KHOM (a3bl A (JTMOO CMECHIO MTOABUKHBIX
¢da3), peKkOMEHIOBaHHBIX JJIS UCIIOIB3YEMOTO aHATUTUYECKOTO 000Dy 10BAHMUS.

r) Ilpotokon 4. {ns konuentpupyromux kaptpumked CLEAN SCREEN®
DAU EXTRACTION COLUMN (United Chemical Technologies. CIILIA) 200 wmr,
o0beM 6 Mi. CMewmaHHbIM copOeHT, oOnamarouMii Kak ruapodoOHBIMHU, TaK U
KaTUOHOOOMEHHBIMHU CBOMCTBaMHU.

[ToaroroBka obpasna:

K 250 mn 0,1M docdarnoro 6ydepa (pH 6,0) nobaButs 250 Ma oOpasia
nepeMeniaTh/B3001TaTh U OCTaBUTh Ha S MUHYT. pH mpoObI T0JKEH COCTaBIATh 5,5-
6,5. Ilpu nHeobOxomumocTu otperynupyiire pH c momomsio 0,1M  pactBopa
OJTHOOCHOBHOT'O MJTM ABYXOCHOBHOTO (ocaTa HATpHUSL.

[Tomyyennyro cmech neHTpudyrupoBath B TeueHue 10 munyt mpu 2000
00/MHH, 0CaJIOK YJaIHTh.

KomunuectBo SPE narponos: 2 wr (¢ 3arpy3koi mo 250 mi.)

Ckopocmb nomoxa yepe3 KOHYeHmMpupyrowjull Kapmpuoxic Ha écex cmaousx 1
MI/MUH.

[TocnenoBaTenbHO aKTUBUPOBATH 4 MJI Me€TaHoIa, 4 MJI JEMOHU3UPOBAHHOU
BOJIbI
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VYpasnoemmuBanue: 4 min pocdarnoro Oydepa (pH 6,0). Cyiika npu moJIHOM
BaKyyMe€ WJIU JIaBJICHUH

3arpy3ka oopasna.

[TpomsiBka: IlocienoBaTenbHO 4 M IEMOHU3UPOBAHHOM BOIbI , 4 M 0,IM
YKCYCHOM KUCIOTHI U 4 Ma MeTanona. CyIika npu MOJTHOM BaKyyMe HITU 1aBIICHUU

OnroupoBaHue: MOCIE0BATEIFHO MPOMYCTUTh 4 MJT CMECh METHIICHXJIOpUAA:
u3omnponanona:25% pactBopa ammuaka (78:20:2 nmo o0wbeMy), naiee 4 Ml cMecH
ATHIaleTaTa/ u3onpononosna:25% pacreopa ammuaka (78:20:2 nmo o0beMy)

Baowcno: I'omoeums pacmeopumensv 015 210UPOSBAHUS HENOCPEOCMBEHHO 8
O0eHb e20 ucnoavzosanus. Cmewams usonponanon c 25% pacmeopa ammuaka,
nepemewatime, 3amem 0ooasvme memunerxaiopuo (pH 11-12)

OObeIMHUTD BCE AJII0ATHI, BBICYIIUTH IO CYXOT'0 OCTaTKa MpHU TeMIlepaType <
40 °C

PactBopuTth cyxoii ocratok B 100 MKJI mOABUXKHOU (a3bl.

Pexomenoyemulii 06vém 0151 npooOvL, NOO2OMOBNEHHOU NO OAHHOM) NPOMOKOJLY
unstcekyuu 20 MK npooul.

2) Texuuku npoBeaeHus sxcrpakiuu THC-COOH merogom tBepaodazHoi
AKCTPAKIIMH.

a) [Ipotokon 1. Jns konuentpupyromux kaptpumxedn CLEAN SCREEN®
THC 200 mr o6bemoMm 10 M (Chromservis, EU) u (United Chemical Technologies.
CIIIA)

[IpoBenenne ruaponusa TIIOKypoHUI0B B mpobe: K 250 mun obpasma
nob6aspTe 50 Mi 10 M pactBopa ruapokcuna Harpus. llomydeHHYIO cMech
nepemeniath U B30oaTathk. [Ipoiecc ruponnsa npoBouTh B TeueHue 20 MUHYT MPU
temmneparype 60°C, cMech oxmaauTh u goBectu pH mpoOwr go 3,0, nobaBuB
aeastHou ykcycHol kucnotsl (pH nomxen 0b1Th ~3,0)

AKTHBaIMs KOHIICHTPUPYIOIIETO MaTPOHA: MOCIEI0BATEILHO TPOMBITH 4 MIT
MeTaHoJIa (ABYKPATHO MO 2 MJ1), 4 MJI OYUILIEHHON BOBI.

VYpaBHoBenienue: 2 mi arietatHoro 6ydepa (pH3,0)

Cyl1iika npu MoJIHOM BaKyyMe WM JaBJICHUU

3arpy3ka o0pasiia co CKOPOCThIO 3arpy3Ku 1 MJI/MUH.

[IpombIBKa: MOCHEAOBATEIBHO MPOMBITH 4 MJI JEHMOHU3UPOBAHHOW BOJbI
(mBykpatHo 1o 2 M), 4 mi cmecu 0,1 M pacTBopa XJI0pUCTOBOIOPOTHON KUCIOTHI
u aneroHuTpwia (B cooTHomenuu 95:5 06.ex). Cymka B Teuenue 10 MuHyT npu
MOJTHOM BaKyyMe€ WJIU JIaBIICHUU

JIns ynaneHusi OCTaTOYHOM Biark MPOMBITh KapTpuk 200 MK rekcaHa.
Cylika B TE€YEHUE MPHU MOJTHOM BAKyyME WIH JABJICHUU. Y IaUTh OCTaBIIYIOCS
KHUIKOCTh CO CTEHOK KOHIIEHTPHUPYIOIIET0 KapTpuIka 0€3BOPCOBBIM MaTEPHATIOM.
[TomecTuTe KapTPUIK B IEHTPUPYKHYIO TPOOUPKY U LICHTPpU(DYTUPYHTE B TEUEHUE
10 munyT npu 1500 06/mMuH.

DIIIOUPOBaHUE: TPEXKPATHO CMECHhIO T'eKCaH: dTWJIaleTaT (B COOTHOIICHUU
50:50 00.e1) co cCKOpOCThIO 1 MJI/MHUH.

Baoicno: Ybeoumecsw, umo npobupra 015 coopa snoama abcomomHo cyxas.
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Cyxoit octatok pactBopuTh B 100 Mk nmoaBukHou (a3bl B (mubo cmechro
MOABWXHBIX (Da3), PEKOMEHIOBAHHBIX [JIsI HCIOIB3YEMOTO AHATUTUYECKOTO
00opy0BaHUS.

0) IIpoToxon 2. Jns KOHIIEHTPUPYIOLIUX KapTpuDKEH
Bond Elut Certify I1 200 mr, 10 mn. Kombunuposaumuwiii copbenm, Komopwiii
couemaem Henosipuvie ceolicmea copoenma C8 u cuivmvie AHUOHOOOMEHHbIe
ceoticmea. Copbenm cneyuanvbHo paspadoman OJisk IKCMPAKYUU COeOUHEeHUll ¢
AHUOHHBIMU HENoJIAIPHbIMU CBOUCMEAMU, K KOMOpubIM omuocumcsi u  11-Hop-
denbma-9-mempacudpoKaHHAOUHOIKAPOOHOBAS KUCIOMA.

[IpoBeneHne MIEI0YHOTO THAPOJIM3a TIIIOKYPOHHUIOB 13 oopasna: K 200 mu
oOpasua po6aBere 40 M 5 M rugpokcuaa Hatpusi. llomydeHHyIO cMech
nepemeniath U B36oaTats. [Ipoiiecc ruiponnsa npoBouTh B TeueHue 20 MUHYT MPU
temmneparype 60°C, cMmech oxiamuTh U aoBectd pH mpoOwr no 4.5-6.5, nobaBus
KOHIEHTPUPOBAHHOW COJITHOM KHUCHOTBL. OkoHUarenbHbd pH goBoauth 10 7 ¢
nomoisio 0.1 M anerata natpus (pH 7), ¢ 5% metanosa (1o oobemy).

AKTUBaIlUsi W YPaBHOBEUIMBAHME  KOHIEHTPUPYIOLIETO  IMAaTpPOHA:
MOCJIEA0BATEIBLHO MPOMBITH 2 MJI MeTaHoJia U 2 M anietara Hatpus (pH 7), ¢ 5%
METaHoJIA.

3arpy3ka odpasua: B 3 kaptpuaxka (mo 60-70 M1 mpoObl Ha MATPOH).

3aTeM NpOMBITh KapTpuxu 2 mi 50% MeraHoua.

Cyuika B TeueHue 10 MUHYT MpU MOJTHOM BaKyyMe€ WIH JaBJICHUH. Y JAIUTh
OCTAaBIIYIOCS KUIKOCTh CO CTEHOK KOHIICHTPUPYIOIIETO KapTpuka 6€3BOPCOBBIM
matepuasioM. [lomecture KapTpumK B HEHTPUDPYXKHYIO TOpOOHPKYy U
nentpudyrupyiite B reuenue 10 munyT npu 1500 06/MuH.

DIIIOMPOBaHUE: TMPOMYCTUTh Yepe3 KapTPUIXK 2 MII CMECH PacTBOpPUTEIEH
rekcad: stwianetar (75:25) ¢ 1% neasHol yKCYCHOM KHCIIOTBI CO CKOPOCTBHIO 1
MJI/MUH.

Bce coOpanHble ¢ KaXJ0ro marpoHa 3J0aThl 0ObEAUHUTH, BHIAPUTH JI0
CYyXOro OCTaTKa CO CKOPOCThIO 1 MJI/MHUH.

Baxno: Yo6eaurech, uyTo nmpobupka Jjisi coopa daroara abCOMIOTHO CyXasl.

Cyxoi octatok pactBopuTh B 250 Mxa 50% meranona.

11.3 IIpoBeneHrne aHATUTUYECKOTO UCCIICIOBAHUS aHATTU3UPYEMBIX TTPO0

Kaxnas mnpoba aHanmu3upyercs CKPUHUHTOBBIM U TMOJTBEPKIAIOIINM
(ONITUMU3UPOBAHHBIM WJTU CEJIEKTUBHBIM ) METOIAMHU.

O06BEM 1IpoObI 1 uHKeKIuu 10-20 MKII.

AHanusupyemyro mpoOy TpoQmiIbTpoBaTh Yepe3 MEeMOpaHHBIN (QUIBTP
[IT®S (0,22 MKM) W TEpEeHECTH B MHUKpPOBHAIy (BCTaBKY JMJIsI BHAI) s
JaNbHENIIer0 AaHaJUTHYECKOro HuccienoBanusd. [llpu Heobxooumocmu (npu
NOJYYeHUU MYMHOU JHCUOKOCMU HA Odmane pacmeopeHusi Cyxoeo 0ocmamka)
HOJYYEHHYI0 HCUOKOCMb nomecmumsv Ha 30 ceKyHO 8 YIbmpaz8yKo8yio 6aHHY,
3amem yenmpugyauposamo 6 meyerue 10 munym npu 10000 06/mun 00 nonyuenus
NpPO3PAYUHOU HAOOCAOOUHOU YACMU HCUOKOCTU.
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a) IlpeaBaputenbHO  TMPOBECTH  HUCCIEAOBAaHHE  TECTOBBIX  MPOO,
PEKOMEHJOBAaHHBIX JJISI UCTIOIh3YEMbIX aHATUTHIECKUX CHCTEM.

0) Xpomarorpadpuieckoe pa3icicHHE B YCIOBHUSAX TPAJUCHTHOIO pPEKHMa
MIOABIKHOM (Da3bl.

B) [lpuniun QparmMeHTanmuu W CKAaHUPOBAHHS HWOHOB 3aBHUCIT OT THIIA
UCIIOJIB3YEMOTr0 aHATUTUYECKOTO0 000PYI0BAHMUSL.

OO6pa31iibl JOJKHBI OBITH TPOAHATU3UPOBAHBI KaK B MOJIOKUTEILHOM, TaK U B
OTPULIATENBHOM  pexuMe peructpauuu  HoHOB. POSITIV-nonoxurenbHas
nonnzanusi, NEGATIV-oTpuniarenbHas MOHU3ALMSA B PEKUME MHOKECTBEHHBIX
peakiuii MonuTopuHra (MRM). MakcumanbHass 49yBCTBUTEIIBHOCTh MOYKET OBITH
JOCTUTHYTA MyTEeM YTOYHEHUS SHEPTUU COYIapEHUM I KaXKI0TO Iepexoa.

llokazamenu nomenyuana oexnacmepunea DP(V) u snepeuu cmonknogeHus
CE(eV), ona oocmuoicenus Haunyyuielu Yy8CMEUMENbHOCMU, OO0JHCHbL Oblmb
ONMUMUIUPOBAHDL, KOMOPblEe ONPEOeNsIIOMCs NPpU NOCMAHO8Ke Memooa, nymem eé
nociedosamenvbHoco yeeaudenus (¢ wazom ¢ 5 B) om 5 0o 50 B. Jlaunvie uonmwix
nap Ond HeKOMOpbIX UeNeblX COeOUHEHUN U GHYMPEHHUX CMaHoapmos,
Hanpsicenue Ha 0ecKloCmep, IHepeus. CMOAKHOGEHUs, Ol AHAIU3A 6 pedcume
MRM npueedensvt 6 ucmounuxe (2).

Jlpyrue mapaMeTphbl, BIMSIONIUE HAa  YYBCTBUTEIBHOCTh  AHAJINU3A!
ctosikHoBUTENbHBIN a3 (CAD), 3aBecHbiii ra3 (CUR), pacnbuisitonuii ra3 (GS1),
BcriomorarenbHbiii  raz  (GS2). Ilepen  ucmonb3oBaHUEM — HEOOXOIUMO
ONTUMHU3UPOBATh  PACXOJl KaXKIOr0 raza Il JIOCTHXKEHHUs  TpeOyemoii
YyBCTBUTEIBHOCTU MacC CIEKTpoMeTpa. Mocym O6vims UCnoib308anbl Napamempol
HACmMpoUuKu macce-cnekmpomempa, peKomeHOyemble npouzeooumeinem
AHATIUMUYECK020 000PYO00B8aAHUL.

11.4

1) YcinoBus mpoBeieHUs] aHATUTUYECKOTO UCCIEA0BAHUS C UCIIOJIb30BAHUEM
cucteM amazon speed (IT MS) Tunm moHHas JOByIIKAa OMHMCAaHBI B METOJMKE
AKCHEPTHOrO  uccienoBanuss ucrounwk (1) m.11.1.2.1. wu m11.2.1.1.
HerexktupoBanue B pexxume MS1, MS2, MS3 (Full SCAN) 70-800 a.e.m. npu
OJIHOBPEMEHHOMN PEeTruCTpalliM MOJOKUTEIIbHBIX U OTPUIIATEIIbHBIX HOHOB B OKHAX
MOKMCKa IIEJIEBBIX BEIIECTB.

2) Hexkoropsle mapamMeTpbl YCIOBUN TMPOBENCHUS aAHATUTHYECKOTO
UCCIICIOBAHUS, PEKOMEHJyeMble [JIsi JIPyTMX THUIOB COOTBETCTBYIOLIETO
o0opynoBanusi. Yciogus mozym Ovimb CKOPpEeKMUpoBausvl 6 3a8UCUMOCMU Om
Gaxmuueckot cumyayuu 0Jis1 KOHKPEMHOU aHATUMUYECKOU CUCTEMDbI.

a) Jlns ananuTHdeckoro oOOpYIOBaHUSA C TPEXKBAAPYIOJbHBIM Macc-
CIIEKTPOMETPUUYECKUM JIETEKTOPOM: — MOTOK 4epe3 pacnbumrtens (Nebulizing Gas
Flow) 3 n/muH.; — moTok ocymaromiero raza (Drying Gas Flow) 10 n1/MuH.; — mOTOK
HarpeBaemoro raza (Heating Gas Flow) 10 n/mMuH.; — TeMrneparypa OCYIIarOIIEro
raza (DL Temp) 250°C.; — Temnieparypa untepdetica 400°C.

JIs CKpUHUHTOBOTO METOJA: JUIUTEIBHOCTh PErucTpallii CEJICKTUBHOTO
nepexoja — 2 Mc, JJIMTEIbHOCTh 33JI€PKKUA — | MC, CKOpOCTh ckaHnpoBaHusa — 30
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000 cxkanupoBaHul B CeKyHIy. JlJis MOITBEPXKAAIOUIETO METOA: JUIMTEIbHOCTh
perucTpauuu CeyleKTUBHOro nepexona — 10 mc, ckopocts ckanupoBanus — 5000
CKaHUPOBAHUU B CEKYHJY.

3) Jns aHamuTudeckoro oOOpYyJOBaHUS C MAacC-CHEKTPOMETPUYECKHM
JIETEKTOPOM BBICOKOTO pa3pellieHus TUMa KBaAPyHoIb-0pOouTaIbHas JIOBYIIKA.

Tun nonuzanuu: moHusauus B HarpeBaemoM 3iekrpocnpee (HESI); pexum
MOHM3AIMK - TOJOXHUTENbHAs/OTpULIATEIbHASA;, TEMIEpaTypa HOH-TPOBOISIIETO
karmwuiipa 350 °C; Hanpspkenue kanwuisipa 3,0 kB; auanason ckanupoBanusa 100
— 750 m/z; paspemenre 35 000; Bpems 3amucu cnekTpa 13.5 MHH; TOYHOCTH
JNETEKTUPOBAHUS M/Z: 5 ppm.

[TapameTpsl MacC-CIHEKTPOMETPUYECKOTO JNETEKTUPOBAHUS TUTST
HarpasiaeHHoi unentudukanuu THC-COOH, 11t noBbIlIeHUs! 4YyBCTBUTEIBHOCTU
MHCTPYMEHTAJIbHOTO METOJla MPHUMEHATh PEXKUM MACC-CIIEKTPOMETPUUECKOTO
JIETEKTUPOBAHUS t-SIM. [TapameTpsbl MAacCC-CIIEKTPOMETPUYECKOTO
JIETEKTUPOBAHUS: — peKUM cKaHupoBanus t-SIM (targeted single 1on monitoring); —
tun noun3auuun HESI; — pexuM nonnszanuu: oTpuuaTenbHas; — TEMIEpaTypa HOH-
nposoasuiero kamwurapa: 350 °C; — Hanpsbxkenue kanwuispa: 3,0 kB; —auana3on
ckanupoBanus: 1,0 m/z (£ 0,5 m/z); — pazpemenue: 35 000; — BpeMs 3amucu
cnekrpa: 8,0 — 11,0 MuH; — TOYHOCTb JETEKTUPOBAHUA M/Z: 5 ppm.

4) Jlns aHAIUTUYECKUX CHUCTEM KBaJIpyMHoJib-BPEMSIIPOJIETHOM Macc-
creKTpoMeTpuu BbIcOkoro pazpemenust (Quadrupole time-of-flight mass
spectrometry (QToF-MS))

VYcnoBust Macc-CIEKTPAIBHOTO MCCIENOBAHUS: — IIOTOK Y€pe3 pacHbUIUTEIb
(Nebulizing Gas Flow) 30 psi/g.; — notok ocymatomiero ra3a (Drying Gas Flow) 13
J/MUH.; — TOTOK HarpeBaemoro raza (Heating Gas Flow) 12 n/mun.; — remneparypa
ocymatoiero raza (DL Temp) 250°C.; — temnepatypa untepdeiica 400°C.

Pexxum (Ion Source Type) — Dual AJS ESI. Mass Range Mode - Both.
Huanazon macc ot 100 mo 1000 m/z. Metox «AutoMSMS» B pexume
MOJIOKUTENBHBIX HOHOB U MeTo1 « AutoMSMS negative» B pexXxrMe OTpULIaTEIbHBIX
MOHOB.

Huanazon macc MS Min Range (m/z) 100 MS Max Range (m/z) 1000 m/z.
MS Scan Rate (spectra/sec) 8.0; MS/MS Min Range (m/z) 50; MS/MS Max Range
(m/z) 700 MS/MS Scan Rate (spectra/sec) 4.0

[Ipu ycnoBum AOCTYMHOCTH COOTBETCTBYIOUIUX MACC-CIIEKTPOB JJISI LIEJIEBBIX
COCIMHECHUN M BHYTPEHHUX CTAaHIAPTOB HCIOJIb3YyWTE (DMKCUPOBAHHYIO YHEPTHUIO
cronkaoBeHus (Use Fixed Collision Energies) 10.00, 20.00, 40.00 (eV). Ilpu smom
8 Yenax OOCMUNCeHUs HAUIYYuel Yy8CmeumenbHOCmu OaHHble HoKa3amenu
O00MCHBL  ObIMb  ONMUMUZUPOBAHBL OISl KAXHCO020 — YeNego20  COeOUHEeHUs
UHOUBUOY ATILHO.

12. Ouenka pe3yJbTaToB

WUnentudukanus JOCTUraeTcs € MOMOIIbIO CBEICHMH O (QparMeHTapHBIX
MOHaX B PEKOMEHAYEMBIX IIPOU3BOIUTENIEM 000PYI0BaHUS OUOIHOTEKaM CIIEKTPOB,
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KOTOpbIE JOJIKHBI COJEPKAaTh HE MEHEe TPEX MACHTHU(PUKALMOHHBIX MOKa3aTesei
JUISL LEeNeBbIX coeauHeHuid.  IloilydeHHbIE [MaHHBIE OLEHWBAIOTCS 10 JBYM
KpUTEpPUSAM: MPOLUEHT COBIAJEHUS MAacC-CIEKTPOB €  COOTBETCTBYIOLIUM
OMOIMOTEYHBIM MAacCC-CIEKTPOM M KadecTBO (OopMBI  XpoMaTorpapuuecKux
npoduseil (creneHb pa3MbIBaHUS XPOMAaTOrpaUuecKoro MukKa, XapaKTepUCTHKA
CUMMETPUYHOCTH NHKa (MUK CUMMETPHYEH, €Cd (PaKTOp acUMMETpUHU paBeH 1),
paspenieHue MeXJy MHKaMU JABYX BELIECTB CMECH (ONTHUMAJIbHBIM CUUTAETCA
Jara3oH paspenienus ot 1,2 1o 1,5)

12.1 ITpu ucnons3oBanuu cucreM amazon speed (IT MS) Tun noHnHas JioBy1iKa
pe3ybTaT CUUTAETCS MOJOKUTEIBHBIM MPU COOTBETCTBUU KPUTEPUSIM, YKa3aHHBIM
B11.11.1.5. onmrcaHHBIM B METOJIMKE SKCIIEPTHOTO UccaeaoBanus (Mcmounux 1)

1) Jnsg napyrux aHaJuTHYECKUX CHCTEM, IPU YCIOBUU JIOCTYHHOCTU

COOTBETCTBYIOIIIMX MAacCC-CIEKTPOB JUIS LIEJIEBBIX COCIUHEHUH W BHYTPEHHHUX
CTaHAApTOB UACHTU(UKALMS JOCTUTAETCS C MOMOUIBIO CBEIEHU O (hparMeHTax U3
COOTBETCTBYIOIICH OMOINOTEKH.
XapakTepucTUYECKUEe HMOHHBIE Tapbl MAacCC-CHEKTpa M COOTHOIIEHHE MX
MHTEHCUBHOCTEHN MOJTYYEHHBIX B PEKMME MHOKECTBEHHBIX PEaKI[Mii MOHUTOPUHTA
(MRM) ciuyxaT OCHOBaHMEM JUIsl KauyeCTBEHHOIO aHallu3a, IpU YCIOBUU
JOCTYITHOCTH JIaHHBIX, ONTHUMAaJbHBIM SIBJIIETCS HCIIONb30BAaHUE B KayecTBE
KpUTEpHS UICHTU(PHUKALNU U IOKa3aTeNs BpeMEeHU yaepuBanus. COOp JaHHBIX 1O
TOYHO H3MEPEHHBIM MAaccaM C BBICOKMM pa3pelI€HUEM OCYILECTBIIETCS NpU
Pa3HBIX YCIOBUAX. B OHUX Cily4asX MpU HU3KOM 3HAYEHUH SHEPIHM COYyAApECHUM,
B JIPYI'MX — [IPU HECKOJBKUX BBICOKMX 3HAUYCHMSIX dHepruu. HuskosHepreTuyeckne
CHEKTpPbl NPEUMYIIECTBEHHO OTOOpa)KatOT TOJIBKO MOJIEKYJISIPHbIE HOHBI (WM
MOHBI-TIPEIIECTBEHHUKN ) COEIMHEHUH, TOT/1a KaK BBICOKOIHEPTeTUUECKUE — HOHBI-
IpEIIIeCTBEHHUKH U UX (hparMEeHTHBIE HOHBL. Hexkomopbie kauecmeenHble UOHHbIE
napel 05l Yenegvlx COeOUHEeHUl U BHYMPEeHHUX CMAHOApmos, a makxdice 6peMs
yoeparcuUsanUs npueedeHvl 8 UCMOYHUKe 2.

2) IIpu ucnosib30BaHUM (PUKCUPOBAHHBIX MTOKA3aTeNEe SHEPTUU CTOJIKHOBEHUS
(Use Fixed Collision Energies) 10.00, 20.00, 40.00 (eV), noyiydyeHHbIE JaHHbIC
OLICHMBAIOTCA MO JBYM KpPUTEPHUSIM: MPOLEHT COBMAJCHHUS MAaccC-CIEKTPOB C
COOTBETCTBYIOIIMM  OMOJMOTEYHBIM MAacC-CIIEKTPOM M Ka4ecTBO  (HOpMBbI
xpomatorpaduueckux npodunend. HWaeHTudukanuss BeEIIECTB BBIOIHSACTCS
nporpaMMaMu B aBTOMAaTHYeCKOM pexkume. [Ipu 3ToM HeoOXoauMoO MpoBecTH
BU3yaJbHOE CpPAaBHEHHME MAacC-CIEKTpa  OOHApPYKEHHOTO  COEOUHEHHS]  C
ONOMMOTEYHBIM  Macc-CIIeKTpoM. (OCHOBHBIM — TIapaMeTpoOM  UIACHTU(UKAITUN
CIIEKTPOB sIBIIACTCS 3HaueHue «Purity», KoTropoe 10bKHO OBITH HE MeHee 75% mpu
COBIAJCHUM MOKa3aTelsl BPEMEHU YIEPKUBAHU.

Baoicno:  OxonHuamenvhas oyenka pe3yivmamos UCCIe008anusi O0aémcs
9KCnepmoMm, npu d2MOoM 6 CcuHmesupyloweu dacmu «3aKmoueHus 3Kcnepma
(cneyuanucma)» npuOOUMCcst COomeemcmayuee 000CHOBAHUe.
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