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I [IpuGops! 1 MaTepHabl:

['azoBelii  Xpomaro-macc-criektpomerp Shimadzu GCMS-QP2020 ¢
KBaJpYyIOJbHBIM Macc-aHaIM3aTopoM, 0a3za JaHHBIX Macc-criekTpo NIST-2017,
Becbl aHanuthdeckue Shimadzu AUX 220 mnepBoro kiiacca TOYHOCTH,
MHKpOIIpHIIbl Xpomarorpaduyeckue Ha 10 Mk, renuit OCY mapku 60. Kononka
XpoMmarorpaduyeckas kpapuesas kamuuripHas DB-5MS 30 m x 0,25 mMm x 0,25
mkM. Kononka s tBeprodastoit skcrpakiuu oobsemom 10 min (Bond Elut LRC
Certify, Agilent Technologies). MHTpHHTﬁﬁHH, HOPTPHINTHIIMH, ILMTalOIpam
(Lundbeck, J[lanus), kJIoMHMNpaMHMH, ManpoOTHWJIMH H J€CMETHJIMANPOTHIIMH
(Novartis, [1IBeiinapus), hiayokcerun 6bu1 npenoctasien Lilly (Benukobpuranus),
MHpTa3anuH M jaecmetuimuprazanuH (Organon, Hunepnanasr), ceprpanuHa
rugpoxiopua, manear necMetruiceptpanuHa Pfizer (CILIA), BeHnadakcuH u o-
necmeruiBennapaxkcun (Wyeth, CIIA). I'entapropbytupossiii anruapun (Fluka,
I'epmanus). BHyTpeHHHii cTanaapT, NpoTonTHiIKHA ruapoxnopun (Sigma-Aldrich,
CILA), meranon XY (I'OCT 6995-77), uzonpomnanon (ocu 13-5 TY2632-121-
44493179-08), ammonus ruapokeun (xu 'OCT 3760-79), stunaueratr XY (I'OCT
22300-76), cniupt atunoseii ['OCT 5962-2013

1.  IlpuroToBieHHe CTaHAAPTHBIX PACTBOPOB

['OTOBAT MCXOJHBIE PacTBOPBI ¢ KOHLEHTpauued 1 Mr/mi Juist Kaxzaoro
aHAJIMTA ¥ BHYTPEHHEro CTaHAapTa ITyTeM pAacTBOPEHHS COOTBETCTBYIOLIErO
KOJMYECTBA COEAMHEHHS B MeTaHosle. M3 3THX pacTBOPOB TOTOBAT pabouuii
CTaH/IapPTHBIM pacTBOP, COAEPIKALMKA aHAIUTHI U MeTaboIUTH B KOHLeHTpaLuH 0,1,
1 u 5 Mr/mMmn B MeTaHole I KaJlHMOpPOBOYHBIX KpUBBIX. Paboumii pacTBop
BHYTPEHHEro CTaHjapTa TOTOBAT B KoHueHTpauuu 0,2 wMr/ma mocie
0CJIeI0BaTEIbHOTO pa3BeieHrst B MeTaHole. Bee pabo4ue ctanapTHbIE pacTBOPEI
xpanaT 1pH 4 °C. ['oTOBAT 1IecTh KaTMOPOBOYHBIX U TPH KOHTPOJIBHBIX 00pasia ¢
KoHUeHTpauuei 5, 10, 30, 100, 250 u 500 ur/mn u 15, 150 u 400 Hr/mn,
COOTBETCTBEHHO, IIyTeM 100aBIEHHS COOTBETCTBYIOIIEro KOJIMYECTBO pabodmx

CTaHJapTHBIX paCTBOPOB aHAJTMTOB B MeTaHoe B 1 M1 06pa3na 6GHOKHIKOCTH.
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2.  IlpoGomoaroroBka o6pa3oB

st tBepmodasHoit sxcTpakumu Hcnonb3yoT KonoHKy LRC Certify,
colepIKalllyl0 CMEIIaHHbIH COpOeHT, coCTOAIMI U3 HenoaspHoro copbenta C8 u
cuinbHOro katuoHoooOmenHoro (SCX) copOeHTa. DKCTpaknHMiO aHAJIUTOB M3
00pa3loB OHOXUAKOCTH BBINONHAIOT clenyrolnuM obpazom. K 1 Ma kaxmoro
o6pasna go6asnsoT 30 MK pacTBopa BHyTpeHHero cragapta (0,2 Mr/mi) i 5 M
¢ocdarnoro Oydepa (0,1 mons/n; pH 6.0). 3areM mpoBOAAT NepeMeLIMBaHHE W
neHtpudyrupoanre npu 2000 o6/MuH B TeueHHe 5 MHH. 3aTeM HaJIOCAJI0YHYIO
KHUAKOCTh MOMENIAloT B 2 M MeTaHosia M aobasistor 2 mu 0,1-mMonsipHOrO
docdarnoro 6Gydepnoro pacrBopa (pH 6.0) ¥ MemneHHO NPOIMYCKaOT IIOA
BaKyyMOM 4Yepe3 KOJIOHKY IS TBepA0(a3HOH 3KCTPAKLIMKU CO CKOPOCTHIO 1 MJI/MHUH.
3aTeM NMPOMBIBAIOT KOJOHKY 2 MJI J€MOHM3UPOBAHHOW BOIBI, H00aBisioT 1,0 M
ykcycHo# kuciaotsl (1,0 Mons/n), a 3atem npomsbiBaioT 3 M1 MeTaHosa. KomoHKy
3aT€M IIPOCYIIMBAIOT B BBICOKOM BakyyMe (10 MM pr. CcT.) B TedeHHe 5 MHH.
DIIOUPOBaHUE YIEPKUBAEMBIX AHAIUTOB MpOBOAAT C jgobamneHueM 1,5 i
CBEXKEIPUTIOTOBJIEHHONW CMECH ATHJIALleTaT | M30IPONaHON : THAPOKCHI aMMOHHUS
(85: 15: 3, % 06. / 06. / 06.). DmoaTsl AepuBaTH3UPYIOT nobaBieHueM 50 M
rentapTopOyruposoro anruapuaa B 100 mi anerona npu 50° C B Teuenue 30 MuH.

B CHCTEMY XpOMaTO-MacC-CIICKTPOMETpPa BBOIAT 1 MK IMOJIYY€HHOT'O pacTBOpa.

3. XpoMaTo-Macc-CreKTPOMETPHYECKHH aHaIu3

Hcnone3yror cucTeMy Tra30BBIi Xpomarorpadp — Macc-CIEKTPOMETp
Shimadzu GCMS-QP2020 ¢ xBaapymoibHBIM Macc-aHanusaTopoM. Pasznenenue
AQHAJIMTOB BBINOJHAIOT HAa KOJIOHKE M3 IuiaBiaeHoro keapua DB-SMS (mmura 30 M,
BHYTpeHHUH auameTp 0,25 MM, TONIIMHA IUIEHKH HETOABHXKHOM ¢a3sl 0,25 Mm), B
KauyecTBe raza-HOCHTENs HCIONB3YHT eI CO CKOpocThio moroka 1,0 mMi/MHH.
HavaneHyto Temmepatypy KoJlOHKH ycTaHaBimuBairoT 50 °C W BbIIEpKHBAIOT B
TedyeHHe | MHH W 3aTeM YBeJIHYHUBAOT co ckopocTeio 40 °/mun mo 300 °C,

BeIiepkuBatoT 12 MuH. TeMneparypy unxkekropa yctanaBiubaroT 240 °C B pexxume



Oe3 [OelleHHs IIOTOKA. YCTAaHABIMBAIOT TEMIIEPAaTypy HMCTOYHHKA HOHOB H
uHTepdeiica xpomatorpad-macc-aerektop 230 u 280 °C cOOTBETCTBEHHO.

MoHu3aiuio mpoBOAAT JJIEKTPOHHBIM yaapoM ¢ dHepruei anektpoHos 70 3B. Coop
IIaHHBIX MPOBOJUTCS B PeXHUME MOJIHOTO HOHHOTO MOHHTobHHra (cxaHMpoOBaHHEe B
aumamasone m/z  40-700) gms  onmpeneneHWs BpPEMEHH YIEPXKHBaHHA U
XapaKTepUCTHK Macc-GpparMeHTOB ISl KaK/I0T0 aHAJIUTa, a 3aTeM IPOBOIAT paboTy

B pPEXUME CECJIEKTHBHOI'O HOHHOI'O MOHHUTOPHHTIA.

4.  IlpoBepka MeTPOJIOrHYECKUX XapaKTEpUCTHK

ITpoBepka CeJNEKTUBHOCTH IIPOBOJAMUTCS IIyTE€M OINpeAeNeHHs [ECTH
pa3IMYHBIX aHAJTHUTOB B XOJIOCTBIX MPobax Ui onpesieleHus MaTpUYHOro 3¢ dexTa
¥ JIOOBIX BO3MOXKHBIX BMEILIATENLCTBO H3-3a IHIOTEHHBIX coequHeHui. OleHka
crieUU(UYHOCTH BBIMIONHSACTCS MyTeM A00aBleHHs B XoyiocThle oOpa3ubl SO M
cMmemaHHbIX paboynx pacTBopoB (10,0 Mr / MiT) 4acTO KOHTPOJIHPYEMBIX aHAJIUTOB
B OuoxuakocTsx (mapaueramos, JguasenaMm, HopAas3emnaM, —arpasojam,
Opomasenam, 7-amuHOGIYHUTpasenaMm, jopasnaM, ¢eHobapOuTan, KBETHAIUH,
OJIaH3alMH, XJIOPIpOMa3HH, JeBOMENPOMa3uH, OUNepueH, 30/muaeM, TpaMaziao,
amperamuH, MeramperamMuH, 3,4-MeTHIEHIUOKCUMeTaM(peTaMUuH, JUIOKauH,
KeTaMWH, HOpKeTaMuH, 3¢eapuH, D9-rerparuapokansabunon, 11-Hop-9-
kap6oxcu-D9-TeTparuipokanHabuHoOI, OynpeHopduH, HOpOynpeHopGuH,
MeTaaoH, MOpGHH, KOJEHH, 6-MOHOALEeTHIMOP(GHUH, KOKauH, G€H30MJIDKIOHUH H
METHJIOBBIH 3 Up IKTOHHMHA), B pe3y/bTaTe KOHeYHAsi KOHIEHTpALUs A0KHA ObITh
koHueHTpauus 500,0 Hr / M AnA KaXa0oro COeAUWHEeHHs, 4YTOOb!I ONpenesIHTh
BIMSHHE O3THX COeIMHEHMH Ha wuccieayemble aHanuTbl. OueHuBaercs
UHTephEepeHIIM Ha XpoMaTorpaMMe [0 BPEMEHH YAEepKMBAHMs JSHIOTEHHBIX H
9K30reHHBIX coeluHeHHMH W uX MertabonutoB. [lpemen obHapyxeHus Chuy
ycranaBiauBaroT 1o ¢popmyine: Cy = 3C/(S/N), rne C — KOHUEHTpaLHsl aHATATA, S
— CHTHaJIa OT aHaJMTa C JaHHOW KOHIeHTpauue, N — aMruTyna QuryKTyaruH
myma Xpomarorpammbl. [Ipenen omnpeneneHuss pacCYMTHIBAIOT YMHOXEHHEM

npenena oOHapyxeHus Ha 10. JIMHEHHOCTh ONLEHMBAeTCAd II0 HYETBIPEM
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KaTMOpOBOYHBIM KPUBBIM B pa3Hble JHU B auanaszone 5,00-500,0 Hr/mi ang Bcex
aHAJIMTOB, MOCTPOEHHE rpauka MPOBOAUTCS B OCAX: OTHOLIECHHE IUIOIIANH ITHKA
aHaidTra K IUIOL@AM T[HKa BHYTPEHHEro CTaHAapTra — KOHILEHTpauus
COOTBETCTBYIOILLEr0 aHaINTa. JIMNHUKM perpeccuy pacCUUTHIIOT C HUCIOJIB30BaHHEM
METOJl HaMMEHBIIMX KBaJApaTOB C BecoBBIM Koahduimentom 1/x%, rae X -
KOHIIEHTpalHs Kaxnoro aHanuta. Kosdbduunmnents: xoppemsmun (R?) mis Bcex
aHAJIMTOB JOJUKHBI OBITH He Xyke 0,990. AGconmoTHOE M3BIIEYEHHE I KaXKI0ro
aHaJIHTa PaCCYMTHIBACTCS 10 COOTHOIICHHIO IIOLIANH THKA AHAIUTA, MIOJTy4E€HHOI0
oclie SKCTPaKIHUU U3 obpasua K 3KCTPaKTy W3 COOTBETCTBYIOLIETO METaHOJBHOIO
cranaapra. AGCOMIOTHOE W3BlIEUEHHE ONpeeNseTCs ISl CEPHH U3 IIECTH OIBITOB.
[TpaBunbHOCTE  (NMPOLIGHTHOE  OTJIMYME  MONYYEHHOro  pe3yjbTata  OT
TEOPETHYECKOr0) M  IPELU3HOHHOCTh (BbIpaXkaeMoe KaK OTHOCHTEIBHOE
CTaH/apTHOE OTKJIOHEHHE) OINpedessieTCs MyTeM IPOBEIeHHUS IIECTH IMOBTOPHEIX
OMBITOB Ul TPEX YPOBHEH KOHLEHTpAlMM aHAJIUTOB B T€UEHHUE YETBIPEX Pa3HBIX
JaHei. Kpurepuu npueMieMocTd MpaBUILHOCTH M NIPELIM3MOHHOCTH: B Ipejenax
15%. BHyTpHCyTOYHas IPaBUIBHOCTE U TPELU3UOHHOCTh PACCUUTHIBAETCS ITyTEM
BBIITOJTHEHHs LIECTH ITOBTOPHBIX OIBITOB JJIs1 TPeX YPOBHEH KOHIIEHTPAI[UU B OJUH
JeHb. [Ipenu3noHHOCTE U NPaBUIBHOCTh BHYTPUCYTOYHAS JOJDKHBI OBITH MeHee

10%.
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