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MeToabl CKPUHUHIa B AONMUHI-KOHTpPOJ1e C NOMOLUbIO rasoBow
XpomMaToMaccC-CnekTpomeTpumn

CnOpTUBHbLIA AOMUHI MPOTUBOPEYUT HE TOJIbKO CaMou
waee CNpaBedsiMBOrO  COPEBHOBAaHWS, OH  HeceT
3aMeTHbI YPOH 300pOBbi0  crnopTcMeHoB. [lo aTon
NpUYMHE NPOBOAUTCS PErynspHbl  OOMNUHI-KOHTPOIb
CMOPTCMEHOB B COOTBETCTBMM  C  MpasBunamu
BcemupHoro AnTngonuHrosoro AreHtctea (WADA).

B Tabnuue 1 nepeyncneHsbl OCHOBHbIE
WHCTPYMEHTarbHble METOAbl MpPU NPOBEAEHWU AOMNWHI-

CKPUHWHTa.

KBagpynonbHbin

rasoBblll  XpomaTtomacc-

cnektpometp (MX-MC) wucnonb3yetca nna  aHanusa
TPYAHOMNETYYMX HapKOTUYECKUX CPEACTB, OAMYPETUKOB U

B-6nokaTopos.

aHanus
COBMECTHO

HeneTy4nx

B paHHoe coobLlieHun onucbiBaeTcs
HapKOTMKOB,  MPOBEAEHHbIN
c BuoknuHnyeckomn nabopatopuii

MITSUBISHI KAGAKU, odwvumanbHO ynonTHOMOYEHHOMN

WADA.

Tabnuua 1. Knaccudmkauma MeTogoB CKPUHUHIA B AOMNWHr-aHanM3ax y CnopTCMEHOB.

Ne n/n Knaccbl coeanHeHni Mpumep MeTop aHanusa

1 JleTyyme HapKoTUYecKne CoeaMHEHNS AmdeTamunH X-Tna

2 TpyaHoneTy4ne HapKkoTU4ecKue CoeMHEHUs MeTabonuTbl kokanHa 'X-MC

3 TepmonabunbHble coeauHeHns [ekcameTasoH XKX-Q-TOF

4 Designer crepougbl TecToCcTEpPOH 'X-MC (pexwum SIM)
AHabonuyeckne cteopuapl CraHosonon "’X-MC BbICOKOrO paspelueHus

5 HdnypeTnkm Pypocemmg 'X-MC (pexwum SIM)

6 CTepongHble TOPMOHbI AHOPOCTEHAMOH 'X-MC n30TONHOro paspeLueHus

7 B-6nokaTtopsl MeTtonponon 'X-MC (pexwum Scan)
[NenTnaHble ropMOHbI SpuTtponoatuH, XMy Nd-aHanms, MMMyHOBNOTTUHT

m AHanuTuyeckue npoueaypbl.

O6paboTka npobbl gna  aHanmM3a W yCroBWUst  €ro
npoeegeHus Ha MX-MC npuBegeHbl Ha puc. 1 1 B Tabn. 2
COOTBETCTBEHHO.

Mpu nogrotoske Npobbl k 5 mn obpasua Moun an6aBnﬂ|oT
6 M ConsiHyto KUCIOTY U BbiaepxuBsatoT 30 MuH npu 105°C
ansa  npoedeHvs  rmgponmsa. [locrne  nNpoOMbIBKM
ONSTUNOBLIM 3chbMpoM K BogHOW cpase npubaensaoT 2-
MEeTUN-2-NponaHon M BHYTPEHHWW cTaHgapT, gosoasaTt pH
00 3Ha4veHus 9.62£0.1 n NpoBOAAT SKCTPaAKLMIO ANITUNOBLIM
achupoM. OKCTpakT BbICylUMBAKOT B atMocdepe asoTa. K
cyxoMy ocTtaTky p[ob6aBnsioT pacTBOpbl  METWUMOBOrO
OpaHXeBOro, aueToHuTpuna u TpudTopaueTaTta, 3aTem
MSTFA  po nosiBNeHns XKEenToro OoKpalumBaHus,
BbIAEPXUBAIOT 5 MUH npu 80°C, np|/|6aBnm0T MBTFA n

Ofpasey mMoum
+ [oGasuTe 6M HCI, npoBeCTM MMAPONKU3

MPOMBITE AUITUNOBLIM 3CPUPOM

| rm ponmar (BogHan chaza) |

[oGasnTb BHYTPEHHWIA CTaHAAPT
- Oosectn pH9.6+0,1

MNp Bt e Ge3BOAHLIM HUITPATOM HaTpUA
MpoBECTH IKCTPaKLMIO AUITHNOBbLIM IhUpom

+ BBICYLLUMTE B NOTOKE a30Ta

[Cyxoit octator

Mp Tk METI W faueTtormTpun /

pacTsop TpudTopata

opat

+ [pubaeuTs MSTFA A0 NOABNEHUA MENTOrO OKpaLLMBAHMA

HarpesaTte 5 MUH. Npwu 80° C

“* MpuGasute MBTFA
..« Harpesate 10 muH. npu 80° C

|A]epwnamwpoaannbm ofpasell |

GC/MS analysis (Scan)

Puc. 1. Cxema npo6onoarotoBku B Metoae CKpuMHUHra

HarpeBaloT cmecb 10 MUMH npu 80°C, nomnyyvB Takum No2.
obpasom N-TFA-O-TMS gepuBaTtusat npobsbl.
Ta6auna 2 AHAJIUTHYECKHE YCIOBUS
Mopens GCMS-QP2010
[porpammuoe obecreueHne : GCMSsolutiom Ver 2.5
Kosonka : DB-5 (15M x 0,25MM X 0.25MKkM
- GC- -MS-
10 mrK. :280°C t® maTepdeiica :300°C
t° KomomKH 2 100°C (1 mum) — 16°C/vum — 300°C (2 M) t° monnoro ucrousmka  : 200°C
T'a3-HocuTens : He (Pe>xuM IOCTOSTHHOM JIMHEHHO JlmamazoH ckaHupoBanus : m/z 50-550
CKOPOCTH))
JIuneiinas ckopocTh : 51,8 cM/cex Murepsain ckanupoBanus : 0,5 cex

MeTtoa MHKEKLIUU

Jlenenue noroka 2111

. C ICJICHUEM I1IOTOKa




m PopmaT OTYETOB CMOPTUBHbLIX AOMNUHI-TECTOB.
Ytobbl  nMpencTtaBuTb  pe3ynbTaTbl  TECTMPOBAHUS
Hanbonee aMdPEKTUBHO, HEOOXOOAMMO pPacnonoXuTb
NnoKasaHua no Kaxaomy coeguHeHuo B Jlerkom ansa
BOCMpuATMA opmarte. Hanpumep, oT4eT AOMKEH ObiTb

HapKOTMKOB M WX MeTabonuToB AOSKHbI pa3melLaTbcs
psgom. O GCMSsolution nossonsetr 6e3 npobnem
BHECTN B e,D,VIHbII7I oT4yeT BCe XpomaTtorpammbl WU
pa3MecTuTb UX Haubonee yaobHbIM ANS BOCMPUATUSA

MakCUManbHO  KOMMaKTHbIM, @  XpOMaTorpaMmmbl cnocobowm (puc. 2).
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Puc. 2 OkHO co3gaHua oT4yeTa
YT10bbl 0bBecneuntb HapexHocTb pesynbtatoB, WADA He codepXalimMe HapkoTWkoB) TpebyeT  TOYHOro

TpebyeT npoBedeHNs pasnMyHbIX MOATBEPXAALLMX
TecToB. B cnyyae npuMeHeHus CKPUHUHIOBOrO MeToda
Ne2 pana noarteBepxaeHusa 4yecTBUTENbHOCTM [X-MC
METOAUKMN  YCTAHOBMEH MWHUManbHbIi  Tpebyembin
ypoeeHb (MRPL) onpepesneHms 0.5 wkr/mn (ans

cobnioaeHus npoueaypbl NPOOONOArOTOBKN.

Ha puc. 3 nokasaHbl pe3ynbTaTbl aHanuM3oB B OT4ETE,
creHepupoBaHHoM nocpeacteom 1O  GCMSsolution.
XpomaTtorpammbl HECKOSbKMX aHanv30B pPacnosfioKeHbl
TaK, YTO MOXHO FNerko onpeaenuTb MpPUCYTCTBUE UMK

cTpuxHuHa - 0.2 MKF/MJ'I) Kpome ToOro, aHanms OTCYTCTBME  aHanuavMpyeMmblX  COEAVMHEHUN  [axe
KOHTpOIbHOM Npobbl (0bpaseL, MoYM 1 BOAHbLIV pacTBop, BU3yarnbHO.
Direct Standard MRPL Control Drug Free Urine Water Blank
Pethidine Pethidine Pethidine Pethidine Pethidine
RT.:6.736 RT.:6.736 R.T.:0.000 R.T.:0.000 R.T.:0.000
Mass : 218.00 Area:695183 Mass : 218.00 Area: 221332 Mass : 218.00 Area:0 Mass : 218.00 Area: 0 Mass : 218.00 Area: 0
363,029 218|[112,618 21 218 24,384 | 21
' A W
1,285,509 24a7|379,438 24 2a7|[10,124 74
70 72 70 72 70 72 7.0 72
Codeine Codeine Codeine Codeine Codeine
R.T.:10.929 R.T.:10.930 RT.:10.928 R.T.:0.000 R.T.: 0.000
Mass : 313.00 Area: 221473 Mass : 313.00 Area: 110979 Mass : 313.00 Area : 260355 Mass : 313.00 Area: 0 Mass : 313.00 Area: 0
[487,630 | 313 [61,172 41,642 | 31 | 313
1,631,849 A 10,707 36,573 276 371
1.4 : 11I.U 11.4 I 11|.0 11.4 ' 11I.0 11.4 ' 11|.0 11.4

Puc. 3 NMpumep oTtyeTa aHanu3a Ha HanM4ne CNOPTUBHOIO AOMNUHra

1 MUHMManbHbIe npegensl AeTEKTUPOBaHNS 3anpeLleHHbIX npenapaTtos — TexHudeckun gokymeHT WADA TD2004MRPL



