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NpeumyulecTsa KBagpynoib-8peMANPONETHbIX MacC- BRUKER
CNEeKTPOMETPOB ANA CKPUHUHTIA

° «HeorpaHquHHoe» KO/TINYECTBO onpeaendaemsbliX B8 O4HOM
dHa/n3e COE,EI,MHEHMI‘;I

Bbicokas npon3BoauTesibHOCTb
daHarn3a

* BbicoKas YyBCTBUTENIbHOCTb B peEXUME permcTpaumm nosiHOro O630pHbLIN aHaNN3 ¢ HU3KUM
Macc-CneKkTpa YPOBHEM NOXHOOTpULaTeNbHbIX
pe3ynbraToB

* BbIicOoKana cneundumnyHocTb Grarogapa TOYHOM Mmacce
Hu3kuin ypoBeHb

JIOXKHONMOJTOXUTEeJIbHbIX

naeHTudmnkaumum
e  WNHbopmaumna o dparmeHTHbIX 1 M3OTOMHbIX MOHAX

* BO3MOXHOCTb PETPOCNEKTUBHOrO aHaNM3a
HeOrpaHM‘-IEHHbIe BO3MOXHOCTU

no AetanbHOM o6paboTke AaHHbIX
. AaXxe Yyepe3 HECKOJbKO NneT nocne
* [loucK n naeHTUPMKauma HOBbIX M HEN3BECTHbIX COeANHEHUN aHanu3sa obpasua (ayguT un

paccnegoBaHusA)




Bruker TargetScreener HR

foToBOE pelleHnA Ha 6a3e BIKX-MC QTOF, ocHOBaHHbIe Ha perncTpauum NoaHbIX Macc-CNeKkTpoB
BbICOKOrO pa3spelleHma AN MHOTOKOMMNOHEHTHOINO CKPUHMHIA, NOATBEPXKAEHMA N KONNYECTBEHHOIO
onpegeneHnsa NecTMumMaoB U HAPKOTUYECKUX COEANHEHWUIM B PA3/IMYHbIX MaTpULLAX

Mpo6onoarotoBka
Td3, KK

Moua, nnaama n .4a.

O6opyaoBaHue
UHPLC-QTOF
* Bruker QTOF
* Bruker Elute UHPLC

foToBbIE ycnoBua aHanun3a
e MC: Fullscan + bbCID MC/MC

*  B3XX: Ko/MIOHKa, NoaguKHble $asbl
rpagveHT

MO AnA CKPUHUHIa U KOAINYECTBEHHOrO aHanusa
TASQ 1.4

O6paboTKa AaHHbIX:
roToBble MeToAbl (C BO3SMOXKHOCTbIO PeAaKTUPOBaHMA)

CKPUHUHT
MpocmoTp pe3ynbTaToB M NOATBEPKAEHNE
KonnyectBeHHbIN aHanus

Pe3ynbrathl
LLla6noHbI oTYEeTOB
* WpeHTndumKaums
* [loaTBep:kaeHue
* KonunyecTBeHHbIN aHau3

basa pgaHHbIX TargetScreener

bonee 2180 coeguHeHuM

Mectnumabl, NICUXOAKTUBHbIE U HAPKOTUYECKNE COeAUHEHNA, NEKAPCTBEHHbIE COeaMHEHMSA,
TOKCUHbI, HOBbl€ NMCUX0aKTUBHbIE COeAUNHEHUNA

ToyHaa macca, BpemMeHa yaep>KuBaHus
[unarHocTMyeckmne NoATBEPKAAIOLIMNE UOHBI
M30TONHan KapTuHa



TargetScreener HR: ychoBua aHanmsa an
. Y BUa

CB3XKX

Bruker Elute UHPLC
KonoHka: Bruker Infinity Solo C18-2 2.1x100 mm, 1.8 um ¢ npeakonoHkon VanGuard BEH C18 (Waters)

MopBukHan dasza: A= H20/MeOH 90/10, B = MeOH (o6e ¢asbl c sobaskoit 5 mM popmmata ammonmsa/ 0.01% HCOOH)
lpaaneHT: HecKonbKo ctyneHem, 5 —99.9% 3a 15 MuH (unKn aHanmsa 20 MUH).
MoToK: rpaaneHT notoka 0.2-0.48 ma/MuH

O6bem npobbi: 2-5 MKn

TemnepaTypa KonoHku: 40° C

Macc-cnektpomeTp
Bruker maXis impact
NoHuzayma: ESI(+) 2,500V

[nanasoH ckaHupoBaHua: m/z 30-1000

Pexxum: YepeposaHue Full scan TOF MS (4eV) c bbCID (25 eV +/- 6eV)* @ 2Hz

« TASQ 14




KBagpynonb-spemanponetHoie (QTOF)

Mmacc-cnektpomeTtpbl Bruker

f micrOTOF-Q Il \

BbiCOKOTOUYHOE onpegeneHmne
MaccC ANA LWMPOKOro Kpyra

/ maXis impact \

YHuBepcanbHbIN Npnbop ans
KaueCTBEHHOrO U

NPUMEHEHUN

PelueHne pyTUHHbIX 33434

- 30,000 FSR -

KO/1M4eCTBEHHOIO aHa/1IM34a

HacTtonbHbIM npnbop
nccnenoBaTeNbCKOro Knacca

. 50,000 FSR .

maXis 4G

4 A

HenpeB3onaeHHoe
pa3pelleHne U TOYHOCTb
onpeaeneHne maccol

PeweHune cambix
CNIOXXHbIX 33434

l 80,000 FSR




eMOHCTPauMOHHAA nabopatopua Bruker BRUKER
A pay, paTop e

TargetScreener HR Toxtyper




NMpuHUuMN aHanu3sa Ha TargetScreener BRUKER
PrRE 6 C0

e Perucrpauma NosIHbIX MAacC-CNEKTPOB BbICOKOro pa3speLeHus B pexxumax MC u
bbCID (wunpokononocHoM auccoumaunm, MHAYLMPOBAHHOM COyAapeHuUamm)

e 10 TASQ aBTOMaTHU4YECKM cBepAeT Habntogaemoe Bpems yaepHKnBaHUA, TOYHYIO
Maccy rnceBaoMOsIEKYNAPHOITO MOHA, U3OTOMHYIO KAPTUHY, BO3MOXHbIe aaayKTbl
N pparmeHTHble MOHbI, NONy4eHHble B pexknume bbCID c 6a3o0i1 gaHHbIX
ekmoueHme TargetScreener HR

noxHononoxutensHbix  © [[puMmeHeHUe NoaTBepPKAALWMX MOHOB ANA UCKAKDYEeHUA
pesy/bTaTos NNOXXKHOMO/I0XUTE/IbHbIX UAEHTUDUKAL U

e Bce gaHHble COXPaHAKTCA ANA PEeTPOCNEeKTUBHOro aHasimsa 6e3 HEO6XOLI,MMOCTM
NOBTOPHOINo aHa/AN34a I'Ip06bl B C/1yda€e NOUCKa AOMNOJ/THUTE/IbHbIX COG,EI,MHEHMI;'I

® Ba3y AAaHHDbIX JIETKO MOXXHO pPacClWmpuTb Npn HAAM4YMM CTaH4aApPTOB
onpeagenaembix COG,D,VIHGHMVI




Pexxum paboTbl macc-cneKTpomeTpa: <)
CKPUHWUHT (CTaHAAPTHO) ( ><)

( MNonHoe \ (CKaHMDOBaHMGBMC pexxume: \

CKaHMpOBaHMe AnA * bes3 nsonaumm Kkeagpynonem
OETEeKTUPOBaHUA * be3 ¢pparmeHTaumm B AYEliKe COyAAPEHNIN (HMU3KAA SHEPTUA COyAaAPEHWI)

"O.O _>: —

BpemanponetHasa Tpyba:
KBagpynonb: fluelika coypapeHuii: Pernctpauna monekynapHbix
MponyckaeT Bce MOHbI Her ¢parmeHTau‘y|y| MOHOB

(LUMDOKOI‘IOHOCHbIﬁ MC/MC pexxum: \

* bes usonaumm KBagpynonem
* ®parmeHTauua BCeX MOHOB B fYeliKe CoyAapeHUI (BbICOKAs aHepPrna coyaapeHni)

0o == 0 s g 3 5% ~

T et Aueit . BpemsanponetHasa Tpyba:
Cmecb MOHOB Ksagpynonb: ® Heunka coyAlaperum: Peructpauma scex
MponyckaeT Bce MOHbI ParmeHTaLys Bcex MoHOoB dparmeHTHbIX MOHOB

Cmecb MoHoB

MC/MC ana
NoATBEpP}KAeHUA




Pexxum paboTbl macc-cneKTpomeTpa: <)
noareep:kaeHune (Npn HeobxoanMMocCTK) ( ><)

( MonHoe \ (CKaHMDOBaHMG B MC pexkume: \

CKaHMpOBaHMe AnA * bes3 nsonaumm Kkeagpynonem
OETEeKTUPOBaHUA * be3 ¢pparmeHTaumm B AYEliKe COyAAPEHNIN (HMU3KAA SHEPTUA COyAaAPEHWI)

BpemanponetHasa Tpyba:

\ CMmecb MOHOB Ksaapynonb: flueiika coymapeHuit: Pervctpauus mMonekynapHbIX
MponyckaeT Bce MOHbI Her ¢parmeHTau‘y|y| MOHOB
(ABTomaTW-IECKVIﬁ MC/MC pexum: \
MC/MC ansa *  M30nauma MONEKYNAPHbIX NOHOB KBaapynonem
NOATBEPXKAEHMA *  ®parmeHTauua BbiI6PaHHbIX MOHOB B AYElKe CoyaapeHNi

(BbICOKasA aHeprua coygapeHuit)

=" e T, | . —_—
A 7
Oy = S
| BpemanponetHas Tpyba:
oy pernctpauuna GparmeHTHbIX

h i CMeCb MOHOB Kaapynonb: fAluelika coynapeHuii: MOHOB /1A OZJHOMO
= = = BbiAENAeT Lienesoit MoH ®parmeHTauma BbI6GPAHHbIX MOHOB MO/IEKYIAPHOTO MOHa




ba3a gaHHbix TargetScreener HR (B MO TASQ) BRUKER
& . ( ) BESZS

Mopaaok oTobparkeHMA KOIOHOK B 6a3e gaHHbIX MOXKET bbITb

n3MmeHeH ans yaobcrea npocMmoTpa

TargetScreener HR 3.0 Bksovaer
BbICOKOKa4YeCcTBeHHYI0 6a3y AaHHbIM

| 7% Method settings | < Analytes settings | f\s Internal Standards|

Row Analyte Formula Mass [Da] RT [min] Rttol [min] + Rt Marrow [min] + Rt Wide [min] + TOYHbIX Macc Ans Gonee uyem 2000
284 Clotiazepam C16H15CIN20S 318059 10170 0.500 0.250 0.400
285  Clozapine C18H19CINg 326,130 7.190 0.500 0.250 0.400
286  Cocaethylene C18H23NO4 317.163 5460 0.500 0.250 0.400 Ba3a AaHHbIX BKJ/IIOYAET:
(287 Cocaine C17HZINO4 303,147 4,860 0,500 0.250 0,400 |
288  Codeine C18H21NO3 209152 3400 0.500 0.250 0.400 - Bpemna yaep>xumBaHuA
289 Colchicine C22H25NO6 399,168 6.280 0.500 0.250 0.400 - MoaTBep>KAaloLMeE UOHDI bbCID
290  Corticosterone C21H3004 346.214 8,740 0.500 0.250 0.400
cne o i ~unn  MpoaykTtbl pparMmeHTauum B
_ MCTOUYHUKE
Row Ien Ion formula m/z Spectrum type Mandatory  Areathr. Int.thr. Sens. [%] Min peak valley [%]
1 MsnH CI7H22NO4*1+ 3041543 FullScan 1000 400 99 4 - N3oTOnHOEe pacnpepesieHne
2 182118 CI1OHIGMNO2A1+ 1821176 bbCID 1000 400 99 4 « AAAYKTbI
3 B2065  CSHENAL+ 820651  bbCID 1000 400 99 4
4 105033 CTHSO*1+ 1050335  bbCID 1000 400 99 4 * U3omepbl
5 119049 CBHTO 1+ 119.0491 bbCID 1000 400 99 4
& 150091 COHIZNO*1+ 1500013 bbCID 1000 400 99 4
Edit ion ratio
Remaowe ion ratio
4 e 3
|
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ba3a gaHHbIX TargetScreener (B [0 TASQ) BRUKER
: . ( ) BTRES

Oxunpaemoe Bpema yaepxmnBaHMA U COOTBETCTBYHOLLMNE

A0NYCKN moryTt 6bITb U3MEHEHbI NO/Ib30BaTENEM
HE3aBUCUMO ON1A KaXKA0ro coeanHeHunAa

Row  Analyte Formula Mass [Da]  RT [min] Rttol [min] £ Rt Marrow [min] £ Rt Wide [min] £ Regld
283 Clothiapine C18H1ECIMIS 343091 8.960 0.500 0.250 0400 (2058-52-8)
284 Clotiazepam Cl6H15CIMN205 318.059 10170 0.500 0.250 0400 (33671-456-4)
285  Clozapine C1EH19CIMA 326130 7190 0.500 0.250 0400 (5786-21-0)
286 Cocaethylene Cl1EH23MNO04 317162 5460 0.500 0.250 0400 (529-38-4)

E 287  Cocaine C17HZ1MNO4 303147 4 860 0.500 0.250 0400 (50-36-2) ]
288  Codeine Cl1EH21MNO3 298152 3.400 0.500 0.250 0400 ([76-57-3)
289 Colchicine C22H25MN06 399,168 6.280 0.500 0.250 0400 (64-86-8)
290 Corticosterone C2AH3004 346,214 8740 0.500 0.250 0400 (50-22-8)

...KaK 1 JoNycKK gna ApyrMx napameTpoB 06paboTku (Hanpumep wupuHa EIC, noporosble

3Ha4yeHunA VIHTeHCMBHOCTM/ naowaan, cteneHb coBnageHuna M30TOMHOM KapTMHbI)

Areathr. Int.thr. EIC width[mDa] £+ EIC width[ppm] + mDanarrow + ppmnarrow + mDawide+ ppmwide+ mSigmatol. mSigma narrow  mSigma wide
1000 400 3 9.9 1 3.0 2 7.0 1000 25 60
1000 400 3 16.5 1 30 1 7.0 1000 25 60
1000 400 3 366 0 30 1 7.0 1000 25 60
1000 400 3 286 0 3.0 1 7.0 1000 25 60
1000 400 3 25.2 o 30 1 7.0 1000 25 60
1000 400 3 200 0 3.0 1 7.0 1000 25 60




Ba3a gaHHbIx TargetScreener (8 MO TASQ)

<)
BROKER
(>

i)

basa TargetScreener cogeput

HECKOJZIbKO MOHOB 414 KaxX40ro

coeaunHeHunA

Row  Analyte Formula Mass [Da] BT [min] Rt tol. [min] £ ; ;
— JKCNepT MOXKET Ha3HaYUTb KaXKablA MOH (bl) B
283 Clothiapine C18H18CINGS 343.001 8.960 0.500 KaMECTBE OBAIATENbHO HEOBXOAUMOrO NS
284 Clotiazepam C16H15CIN20S 318059 10170 0500 TOUHOM NAEHTAGUKALIN
285  Clozapine C18H19CINg 326130 7190 0.500 : arns:
286  Cocaethylene C18H23N04 317.163 5.460 0500 0.250 0.40f7 (529-38-4)
(287 Cocaine € Ci7HIH 303147 4,860 0.500 0.250 0400 (50-36-2) |
288 Codeine C1BHZLML - Row Ion Ion formula myz Spectrum type  Mandatory
289 | Colchicine C22H25N06 39016811 1 MenH |[C17H22NO471+ 3041543 FullScan
290 Corticosterone C21H3004 346.214 2 182118 || C10H16NO271+ 1821176 bbCID
291 Cortisone C2IHZE05 360154 3 82065 ||C5HBMAL+ 820651  bbCID
4 105033 | CTH50 1+ 105.0335 bbCID
5 119049 | CBH7OA1+ 119.0401 bbCID
6 150001 | COH1ZNOA1+ 1500013 bbCID

KombuHaums 6a3bl gaHHbIX ToxScreener ¢ MO TASQ AenaeTt BO3MOXKHOM ObICTPYIO U HaAEKHYIO
naeHTUPUKaLMIo Ha YPOBHE ppb B CNOXKHbIX MaTpuLUax 1 obecneymBaeT HU3KUN YPOBEHb
JIO}KHOMONOXKUTENbHbIX ONpeaeneHnn




O6paboTKka aaHHbIX B TASQ
CKPUHUHT

PacyeTt TOUYHbIX Macc onpegenaembix COEAMHEHMﬁ M co3naHue

XpomaTorpamm no Bbl6paHHbIM MoHam (EIC)

Hydromorphone: [C,;H,sNO;+H]*= 286.1438

ECcTb M NMKM Ha XpomaTorpamme no BbIGpaHHbIM MOHaM?

EC/IY NPUCYTCTBYIOT HECKOJIbKO NMUKOB

Y KaKoro ns HUX Bpems yaepknsaHua bamxke K bnbanotreyHomy?

!

NoaTeepXKaeHWe No ANarHoOCTUYECKMM MOHaAM

!

OueHKa CoBNageHMA OCHOBAHA Ha YeTblpex KpUTepusx:

Intensity

Intensity

Intensity

J Sample 21-10 dilution_RA3_01_2118
A Hydromerphone - ---

M

28 3 32

—
Time [min]

50
10
303
209

10

3 Sample 2 1-10 dilution_RA3_01_2118
_J Hydremorphone - ---

286 - MenH ()

0.0

28 3 32

T
Time [min]

{199 - 198,075

Sample 2 1-10 dilution_RA3 01 2118
Hydremorphone - CyoHisNO; — +++

_| 286 - M+nH (%) i
185 - 185.060 (%)

211 -211.075

TOYHOCTb Macchl, BpemAa yaepxnBaHuUAa, AMarHOCTu4eCkne NMoHbl M U30TOMHAA KapTUHa

(B
Time [min]




O6paboTKa gaHHbIX B TASQ an
OueHKa HaaeXXHOCTU naeHTUPUKaumnm

TOYHOCTb Macchbl

Bpema yaepxmeaHuA

unarHocTnyeckne NoHbl

MN30ToNHaA KapTuHa

TeopeTunyeckas: 286.1438
JKcnepumeHTanbHaa:  286.14440
40" | remerphone— CoFtaNDs :
e Am/z: 0.82 ppm
60 §
I E 40 -
2.0 - % -
PR 285 286 287 288 289 m/z
TeopeTnueckoe: 2.91
JKCNepuMeHTaIbHOE: 2.80
Art: -0.11 min

Bce amnarHoctmyeckue
MOHbI OBHapYKeHbI?

mSigma: 12.5

Obuias oueHKa

134113




MpocmoTp U noaTBepKAeHUe pe3yNbTaToB

BRUKER
ObpaboTaHHasa xpomatorpamma B TASQ

O m @

] Analysis Result 52 v S $ w5 A, Chromatogram 52 QAaeaqesgtdan=0o
Row  Analyte [ List of all determinations found in data set. | ART [min] m/zmeas.  Am/z[ppm] mSigma Area S/N  Exp.Diaglons Found.Diaglons 3 qao ] ur035 cutoff 25,01 348
Oxazeparm - CuHuCIN:O; - ++++ =
4 Codeine 362 003 3001581 086 125 : 2 2 m =
5 Tyamine 283 000 1380913 019 96 56999 14 4 4 287 - MenH () (9)
6 Morphine 299 004 286143 144 48 6289370 3288 2 2 70 {289 - Mo nH+2 (7
7 MOMA 112 003 14174 062 188 12356285 &2 5 5
& Bromazepam 669 002 3160079 041 109 7226 319 4 4 231 -231.068 (*)
- s moea 26 00 8az2 016 14 2860 1520 . 4 S E L
10 Tramadol 454 002 2641055 116 68 128272 4 1 1
11 Methamphetamine 414 002 1501277 048 21 1855392 1305 2 2 60
MNoAarseprKaeHbl — 3 i e ;
i Q0 003 021740 056 28 Ja1d008 5748, 2 PE |
‘ 14 6-0-Monoacetylmorphine (.. 380 007 3281503 024 61 819687 566 1 1
15 MEDB 442 003 2081331 070 10 22949026 1554 1 1
16 Hydrocodone 362 014 3001591 0% 125 16971002 294 1 1 50
17 MDDMA 426 024 2081332 016 14 2578844 1620 3 3
18 Methagualone 751 002 251118 089 37 26094626 1789 2 2
19 2-Phenethylamine 375 013 1220063 104 12 68247 250 3 3
20 Phencyclidine 521 002 2042059 051 10 3404282 2068 3 3
2 Nordiazepam 855 004 2710637 144 151 1431736 757 3 3 R
22 N-Propylamphetamine 165 012 1781501 061 8 73756 55 1 1 H
23 0-Desmethyhvenlafaxine. Des... 454 012 2641055 116 68 12872 4 1 1 = &
4 Zolpidem 554 003 303175 039 96 205606 125 3 3
25 7-Aminoflunitrazepam 507 002 2841192 069 26 5195150 801 1 1
26 4-Methoymethcathinone 412 004 1341174 062 188 12356285 853 1 1 30|
7 Lolsd 494 011 3242069 053 124 24172 12 3 3
28 Benzododecinium 1026 023 3043004 185 79 12827586 03 1 1
29 Dextropropoxyphene 681 003 30271 012 69 15759934 730 3 3
EY 112 002 1361120 032 1s 74140 a5 3 3
3 Grazepam 770 005 287055 T 10 27 ) H H 20
32 N-Desmethylflunitrazepam. 612 003 3000778 023 28 703815 ES 2 2
33 Fenpiprane 624 003 2802058 075 56 264205 54 2 1
31 NN-Diethyl-m-tolusmide. D. 766 003 1021387 198 61 105800 105 3 1
35 Phentermine 414 02 1501277 048 S 4850907 1314 3 2
Tpe6yeTcﬂ 60]" ee % MDA 1413 003 1801018 045 12 1360484 ) 4 3 10
37 Bufeamac 720 001 24128 111 24 300477 6 2 1
[ Dlicgiine 4 251631050 1) 25, 224810 2 . \
v 33 _Phenylephrine 298 022 1631018 055 167 9305 4 2 1
BHMUMaATE/IbHbIN _— :
4L Prolintane 497 003 2131905 085212 27188 2 2 L 00— ‘ ‘ : : : ———
- [ 1= s ; 525 TR a5 08 155861 %2 1 | | em i) i i i 5 o o Ty
rl pOCMOTp Ju Mass Spectrum [ Batch Result 52 a v 4§ @® = O [ Detailed Analyte Ion Result 32 < ias: = 0
Row Data Set SampleType T e Residual [%] RT[min] ART[min] m/z*| |Row Analyte  Mandatory m/zmess. m/zep. Am/z[ppm] mSigma lonType  Formula MRS IonRatio o Ratio Exp. ~lon Ratio deviation
2 Reserpine_Sppb_69.01 393 SAMPLE - 1 Oxazepam 287.0585| 2670562 130 10 MenH
3 Url_0LD_SPE 75 01 394 SAMPLE - 2 Oxazepam 289055 2800557 028 | 108 MenHe2 0216 0338 65,
E UrLS_NEW_SPE 76_01_305 SAMPLE - 3 Oxzepam 2010528 2410527 095 40, 241053
H 01 206 SAMPLE - @ 1 Oxazepam 2600478 2600476 030 78 260048
SAMPLE - 5 Oxazepam 2310684 2310684 010 243 231068
SAMPLE - 6 Oazepam 2000405 2000401 166 86 Owazepa =2
SAMPLE - .
SAMPLE - -

BbicTpO, HAAEXKHO U NPOCTO UHTEpNpeTnpoBaTb = E '

ABTOMATHUUYECKUIA NOUCK U OuUueHKa coBnaaeHua c 6ason
AdHHbIX

BbigeneHue uBeTOM B 3aBUCUMOCTU OT OLLEHKMU
coBnaageHuA

dkcnopt B JIMMC nau Excel



AHanuns ctraHgapTHOro obpasua moumn

Medidrug Drug Confirmation Cut-off -25% BRUBER

Sirhwmit Cut-off Gravimetrischer Wark | [] Analysis Result 37 &
Bestandteil f Constitwent [ Composant Linit EWDTE Gravimetric Valus -
Lbriité Valmur gravimétriqus Row  Analyte MR... RT[min] ART[min] m/zmeas. Am/z[ppm] mSigma Area
AMPH | Amghetamin(=) L 200 152.2 1 LD 4.0 002 3242068 -0.53 124 224172
e — o - P 2 Caffeine 431 004 1950874 108 82 2017545
3 Codeine 3.62 003 3001591 -096 125 16968546
A S SR e S pa/l 200 = 4 Morphine 299 008 2861434 144 a8 6289370
MDE [MDEA) 3.s-Mctiylen(c) dioxy-f-cthylemphctaminic) pa'l 200 1522 5 MDMA 412 0.03 104,1174 -0.52 18.8 12356285
MO = 2-Hethylen(=) diexymedempietominfc] po/L 200 1522 [ Bromazepam 6.69 -0.02 316.0079 -041 108 347226
MBDE m-mcthyl-1-(3,8-Metylzn(z) dizxyehenyl-2-Bulonmmim (=] po/L 200 1522 7 MDEA 426 004 2081332 -0.16 14 21684060
8  Methamphetamine 4.14 002 1501277 -048 11 4855392
BARS | Secafisstital b/l 150 fez 9 [iiydiomarphans 299 023 296143 144 48 6201771
BN (et ol 4Ly g 10 Dihydrocodeine 359 002 3021749 -0.56 22 18148008
Eromazzzam Pl 100 76,1 11 6-0-Menoacetylmorphine (... 2.80 2007 3281543 0.4 61 840687
JN— /L 07T 761 12 MEDB 442 003 2081331 -070 10 22049026
o — o pp — 13 Hydrocodone 3.62 014 3001591 -096 125 16971002
[ 14  Methagualane 7.51 002 2511181 0.89 37 26094626
T pal ey P 15  2-Phenethylamine 275 013 122.0063 104 12 768247
Zolpidem pa/L 100 76,2 16  Phencyclidine 521 002 2442059 -051 10 3404282
17  Mordiazepam 8.55 004 2710637 144 151 1431736
THC-COO0H P
CANMN 15 114 .
23wz TRE ke nadues | 1enara M THE serkanyle end kel 18  Zolpidem 5.5 2003 3081756 -039 96 23045606
coc Benzoylecgonin=) poiL 150 1140 18 7-Aminoflunitrazepam 5.07 002 2341182 -0.59 88 5195150
Ecganini=) matiy =ster pol 150 1141 20 Dextrepropoxyphene 6.81 -0.03 340.2271 012 6.9 15759934
: 21 Amphetamine 412 002 1361120 -0.32 15 774140
OPI Morphin(=) poil 300 2784
22 Oxazepam 7.70 005  287.0585 110 110 284207
Morphin(e]-3-8-0-gluzuronid(=) Ha/lL 00 2i6.4 23 N-Desmethylflunitrazepam. .. 672 003 3000778 -0.23 28 793815
Cogsin(s) pail 300 2285 24 Phentermine 414 024 1501277 -048 11 4850007
Dihydrocodein(=) e 300 2783 25 MDA 413 003 1801018 -0.46 12 1360484
E-MAM 2-mamececthylmarahnte] e 10 761 26 Norbu.prenorphlne 5.26 0.02 414.2641 045 408 155861
27 Ecgonine methyl ester 1.67 -0.32 2001281 -0.26 38 3551084
reiraelE pal =1 1915 28 Methylscopolamine 372 028 3181697 101 120 482274
EDDFP z-etvplidon(=]-1,2Simethyd-3, 3-Sphcnylpyrralidingc) po/L 230 1515 29  Buprenorphine 1.12 -0.10 468.3119 222 8.8 429806
e oy = 181 30 7-Aminodesmethylflunitraze... 451 000 2701039 066 5458 52761
———— —ry B — 31 EDDP 5.62 001 2781909 197 1112 55491236
32 Methadene 7.00 002 3102173 229 1269 52217404
Progepphen(=) pa/L Ll Bl 33 Naftifine 778 012 2881752 165 1723 443315
LSD uacrgsaurssictiylomid  Lyacriz oo dithylamate pavL 1 0.76 34 Oxycodone 3,75 006 3161541 086 5723 228653
Methagqualzaiz) paL 300 2165
Phencydidind=) poil 25 19,1
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1. MNoaTBepKaeHne obHapyKeHna KappeHTaHuna
B 0bpasuax buomarepunana @., ., O. BE%R

*  WccnenoBanncb aKCTPAKTbl M3 NEYEHU, MOYN U XKUAKOCTU, COAEPKALLENCA B
KOHTEeMHepax C Pa3MOPOXKEHHOM NeYeHblo

* [pobonoaroToBKYy NPOBOANAMN METOAAMM TBEPAOPA3ZHOM SKCTPAKLUNN,
3KCTPAKLUMM FEKCAHOM M 3KCTPAKLWUM renTaHOM NOC/ie KUC/IOTHOIO M WEeN04YHOro
rmaponmsa.

* MNoppobHbie npoueaypbl NOAFOTOBKU NpeAcTaBAeHbl B AOKAaAaX HUKUTUHOM
H.M. n Aiirymosa M. LL.

* AHanu3 06pasLoB NPOBOANAN C TPUMEHEHMEM NCTOYHMKOB ESI (cTaHAapTHbIN

UCTOYHUK INEKTPOpacnbineHna U lonBooster (3ﬂ€KTp0paCI'IbIIIeHM€ C

TepMmodOKYCUPOBKOW)




MoaTBepKaeHUe 06Hapy»KeHUA KapdeHTaHuNa

B 06pa3uax 6uomarepuana auy @., ., O. BRUKER

« XXunaKocTb U3 KOHTEelrHepa ¢ neYveHbio P., IKCTpakLUUs rekcaHoM, UCTOYHUK ESI, 5 Mkn

=] Analysis Result &3 2] D A S ‘.‘ 'v am = g
Row  Analyte MR... RT [min] ART [min]  m/z meas. Amyz [ppm]  mSigma Area 5N Exp.Diaglons  Found.Diaglons i
1 Clozapine HHH 6.42 003 3271368 -0.80 9.1 191078 117 3 3
2 Nicotine FHH 2.87 012 1631225 -2.99 73 2078313 56 2 2 =
| 3 Carfentanil HH 595 | 003 | 395.2330 | 022 | 153 525976 42 | 2 2 |
4 Tacrine HHH 4,68 015 1991236 3.02 19.5 901922 4 1 1 1
5  Carfentanyl HHH 5.95 003 3952330 0.22 15.8 525976 42 2 2
4§+ Mass Calibration | [ Detailed Analyte lon Result 52 M Chromatogram 32 Qaca@srtdan =0
= :dOS 'Fedusuv\i_varhExanE_N_Ol_lQE
Row  Analyte Mandatory m/zmeas. m/fzexp. Am/z[ppm] mSigma Ion Type Formula MRS ] f;’f:i”!ﬁ;i;‘“’“mo"””
1 Carfentanil 1130567 | 1130597 038 na. 113.060 T 221 )
2 Carfentanil 2461488 | 2451489 042 na. 246149 i
3 Carfentanil 395.2330| 395.2329 022 158 M+nH CaaHaN20s2* HE
4 Carfentanil 335.2117| 335.2118 -0.39 na. 335212 -
5 Carfentanil 396.2363| 396.2361 046 371 MenH+l  CpHzN,0:° §

* OO6Hapy*KeHbl BCe NoATBEPXKAAOLLNE UOHbI
* Am/z meHee 1 ppm
* ART 0,03 min.




MoaTBepKaeHUe 06Hapy»KeHUA KapdeHTaHuNa

B 06pa3uax 6uomarepuana auy @., ., O. BRUKER

« XKMOKOCTb N3 KOHTENHEPA C NeYeHbto [1., 3KCTpakumMs rekcaHoM, UICTOYHUK ESI, 5 mKkn

[ Analysis Result &3 & B ET v IS .‘ ‘ ‘ ’ = 8
Fow  Analyte MR... RT [min] ART [min]  m/z meas. Am/z [ppm]  mSigma Area 5N Exp.Diaglons Found.Diaglons i
1 Caffeine HH 4.30 003 1950874 1.24 16.2 191427 36 3 3
2 2-Phenethylamine T 3.80 008  122.0962 -1.49 26 4676684 96 3 3
3 Amphetamine HH 415 005 1361118 193 2.5 1305414 @2 3 3 L
4  Tetryzoline T 4.53 015  201.1383 -1.55 178 255219 11 2 2 1
5  Nicotine T 2.86 013 163.1226 -2.27 6.6 22867274 350 2 2
6  Cotinine T 3.90 003  177.1020 -1.58 173 353351 41 1 1
7 Carfentanyl HH 545 003 3952332 0.54 8.4 A99914 344 . 2 m
&  Fenproporex (NARL) T 412 013 189.1382 -214 5.5 3249849 125 1 1
[ 9 Carfentanil HH 5.5 | 003 | 3952332 | 0564 | 8.4 A09914 344 | 2 2
10 Methamphetamine ] 433 021 1501275 1.23 9.5 316914 9 2 1
- - .. [ L 1] - - - - f—— i —— - _ - —— - - @"qq"@\&kﬂ';.n=n
% Mass Calibration [ Detailed Analyte Ion Result 22
Row  Analyte Man:iatory m/zmeas. m/zexp. Am/z[ppm] mbigma Ion Type Formula MRS
1 Carfentanil 113.0595| 113.0597 -206 na 113060 # 1
2 Carfentanil 2461486 | 246.1489 105 na 246149 # 0]
3 Carfentanil 2052332 395.2329 064 84 MenH CaaHaNo0:1* B
4 Carfentanil 335.2121| 335.2118 099 na. 335212 i X
5 Carfentanil 306.2365| 396.2361 090 B4 MenH+1  CoaHaN;05 B i
® 06Hapy)KEHbI BCeé noarsepxaatowme MoHbl
* Am/z meHee 1 ppm
e ART 0,03 min. 1 A




MoaTBepKaeHUe 06Hapy»KeHUA KapdeHTaHuNa

B 06pa3uax 6uomarepuana auy @., ., O. BRUKER

« XXunakocTtb 13 KOHTENHepa ¢ neveHbto O., IKCTPaKLUKUs rekcaHoM, NCTOYHUK ESI, 5 Mkn

[ Analysis Result &2 &1 _,rn'jnL MEOES W OIS ‘.‘ 'r ﬁ - = B8
Row  Analyte MR... RT [rnin] ART [min]  m/z meas. Amyz [ppm]  mSigma Area  5/N  Exp.Diaglens  Found.Diaglons i
1 Fluoxetine HH 7.45 003 3101411 -0.67 11 20239342 5. 1 1
| 2 Carfentanil H 5,96 | 004 | 3952326 | -0.76 | 8.7 1887949 208 | 2 2 [
3 Carfentanyl HH 5.96 004 3952326 -0.76 8.7 1887949 208 2 2
4 2-Phenethylamine HH 381 007 1220061 -291 1.0 1711634 105 3 3 £
5  Harman S 465 004  183.0910 -3.61 27 19956144 497 1 1
&  Cannabidiol HH 1219 008 3152318 017 19.8 404489 64 2 2
7 Cotinine HH 301 002 1771018 -2.59 6.5 537247 42 1 1
8  Benzodedecinium S 10.37 012 3042999 0.10 2.2 1163187 464 1 1 TN
9  MNicotine HH 2.88 011 1631225 -3.10 8.4 6967195 329 2 2
10 Merfluoxetine D 7.49 003 2961253 112 39 24129942 1... 2 2
M Chromatogram 1 AacQQocrddan =0
{I} Aazs Calibration [ Detailed Analyte lon Result &3
Row  Analyte Man:iator}r m/z meas. m/zexp. Am/z[ppm] mSigma Ion Type Fermula MRS
| 1 Carfentanil 113.0504 | 113.0507 -3.14 na. 113.060 H
2 Carfentanil 2461486 | 2461489 -1.08 na. 246149 i ]
3 Carfentanil 3952326 | 395.2329 -0.76 87 MsnH CaaHz1N203* B
4 Carfentanil 3352117 | 335.2118 -0.33 na. 335.212 i
5 Carfentanil 306.2362 | 396.2361 -0.23 87 MenH+l  CogHaNz0s2 HE ]
° 06Hapy)KEHbI BCe noarsepxaarowme NoHbI ]
* Am/z meHee 1 ppm -\
* ART 0,04 min. RE==s —— ——— ———




KOHTpOI’IbHaﬂ npoGa, cogepiKallan KadeEHTaHMII BRUKER

[ Anakysis Result &2 ARy B4 S =0
Row  Analyte MR... BT [min] ART [min] m/z meas. Amyz [ppm]  mSigma Area 5/N  Exp.Diaglons Found.Diaglons =

[ 1 Quinidine 498 021 3251905 160 47 13375062 3... 2 2 — @hcaasrtsan=o
2 Azithromycin (Me2H)2+ 502 014 3752617 045 a5 213080 154 1 1 s e
3 3-F-Amphetamine 427 006 1541025 -0.86 24 1970719 589 3 3 a7 comemani-Cubaiion - o2 5
4 Cotinine 374 019 1771021 072 17 800116 28 1 1 1 Ty
5 Hordenine 320 014 1661224 116 56 52228 13 1 1 E )
6 Carfentamyl 595 003 39572331 040 30 1624540 645 2 2 396 - W+nHe1
7 Hylometazoline 6.8 005 245.2009 124 106 3588911 2. 1 1 u 25
8 Methadone 7.08 006 310.2164 -0.60 38 ITEE 1. 1 1
9 Ansbasine 312 014 1631278 -0.89 20 4341434 14 1 1
10 Trans-3-methylfentanyl 595 008 3512433 053 25 1073290 676 2 2 e
11 Amphetamine 415 005 1361119 118 15 12339060 1. 3 3 .
12 Mortriptyline 146 003 2641744 122 24 862510 12 £ 3 H
13 Methamphetamine 416 004 1501276 115 22 13247862 3. 2 2 S s
14 3-Methylnorfentanyl 466 007 2471801 145 61 5764760 750 2 2
15  Quinine 493 005 3251905 -1.60 47 13389837 3. 2 2
16 cis-Methylfentanyl 595 006 3512433 053 5 1074330 646 3 3 10
17  Phentermine 416 022 1501276 115 32 13258555 2. 3 3
18 Caffeine 432 005 1950876 -0.06 125 S0M3 44 3 3

P19 Carfentanil Loa s 04 30 1624540 645 2 2 05
20 Chloroguine 004 3201889 101 04638 362 2 3
2 4-F-Amphetamine 005 1541025 24 1670206 610 E 3
22 2-Phenethylamine 012 1220065 42 02110 55 S 3 00| = : - ‘ ‘ : : : — :
23 Benzododecinium 013 3042003 63 1666303 636 1 1 L > > > 3 s & ol
24 2-Flucramphetamin 002 1541025 24 1971885 584 3 3

Moz Calibration [ Detailed Analyte Ion Result £3

| Row  Analyte Manaatory m/zmeas. m/zexp. Am/z[ppm] mSigma Ion Type Formula

1 Carfentanil | 113.0584 113.0597 -283 na 113.060
2 Carfentanil | 2461485 2461489 -147 na 246149
3 Cadfentanil | 3952331 395232 040 30 MenH CacHzN;05*
4 Corfentanil 3352113 3352118 131 na. 335.212
5 Carfentanil 396.2367 396.2361 145 31 MenH+1 CaH31N20s2*



CpaBHeHue cneKktpos MC/MC kapdeHTaHUN],
3aperucTpupoBaHHbIX NPU aHanuse obpasua skctpakta BRUKER
u3 neyeHu M. n KOHTpoabHOro obpasua

Intens. Fopou_liver_HCI_Hept_HCI1_MS2_45_01_377.d +M52(355.2334), 15.0-30.0eV, 5.5min #1104 Intens. Khexane_B5_01_211 d: +MS2(395 2318}, 15 0-30 0V, 5 5min #1118
3952332 =0t 295.2321
3000 54
1+
20004 o] 246.1488
1+
2461496 113.0538 1+
335.2111
335.2122
113.0535
1000 2
1+
134.0965 1
275.1853 1+
134.0965 2751852 353.2060
3632072
1+
14202.1227
l 202.1226 \ 126 1279\
0 etk \L....‘L. ol ‘.lhu.u,.l.“IL ITRRENETN WRPON AT T Y | : 0 ‘ L | ! L . . . .
50 100 150 200 250 300 350 400 450 mz 50 100 150 200 250 300 350 400 450 mz

Obpa3eLl, 3KcTpaKTa M3 nedvenu [, KoHTpobHbIN 0b6pa3sel,

* Bce OCHOBHblE U MMHOPHbIE NMUKKN B CNEKTPE KOHTPOJIbHOro 06pa3ua 06HapyKeHbl B CNEKTpe
KaHAnaaTa

* COOTHOLWIEHUA NMMKOB TOXKe COBMNaaaloT

* MpucytcTBre KapdeHTaHuNa B Npobax NOTATBEPKAEHO



CpaBHeHMe pa3nnyHbiX cnocobos npobonoaroToBKku

npu onpeaeneHnn KappeHTaHUna BRUKER

* Ob6pasubl XXNOKOCTU U3 KOHTENHEpPA C NeYeHbto, BBoanmMas npobda 5 Mkr, NCTouHuK ESI

2000000
1800000
1600000
1400000
1200000
1000000

800000

Mnowaab nuka kapdeHTaHMNa

600000

400000

200000

0
M O

TO3 437944 310299
B DKCTPaKLUnNsA rekcaHoM 699914 1887949




CpaBHeHMe pa3nnyHbiX cnocobos npobonoaroToBKku

BRUKER
npu onpeaeneHuu Kapcbel-rral-mna
« O6pasubl nevyeHun, BBoanmMmas npoba 2 Mk, NCTOYHUK ESI
450000
© 400000
I
$ 350000
i
€ 300000
&
X
= 250000
4
=
E 200000
N
5
z 150000
= 100000
0 - [— [
NeyeHb © MNeyenb 1 Neyenb O
u TBepaodhasHasa akcTpauuns H.o. 51316 81798
" Llenouron rmpponms, 200652 397364 367323
SKCTpaKuund rentaHom
® Kycnbid ruaponns, aKCTpakums 72459 179144 155628

rentTaHom



3aBUCUMOCTb NIOLAAN NUKA KapdeHTaHuANa OT TUNa

WOHHOIO UCTOUYHMKA BRUKER

- BBogumasi npoba 2 mkn

3000000
2500000

2000000

ESI
m lonBooster

1500000

1000000

Mnowaab nuka kapdeHTaHuNa

500000

O, T3, moua 0O, XXKDO, neyeHb




2. O6Hapy»eHue JICA/n30-/1CA, B noNYyYEHHbIX BRUKER
obpasuax (M. u P.)

« Obpa3seu XNAKOCTU N3 KOHTENHepa C nedveHbto M., TO®D, nctouyHmnk ESI

[ Analysis Result 52 & Mmoo 1 W= B A Chromstegam i T Q@& x4 8@ =0
- ﬂui 7Pav\uv\warSFEjﬁ,ﬂl,Zm
Row  Analyte MR...  RT[min] ART[min] m/z meas. Am/z[ppm]  mSigma Area 5/M  Exp.Diaglons Found.Diaglc * “_IW'LSD’C“‘H“N’O’““ s

1 N.N-Diethyl-m-toluamide. D.. 7.70 007 1921378 241 93 347730 75 3 3 ghans
2 Haman 465 004 1830913 184 n1 38772072 2080 1 1 oy
3 Carfentanyl 595 003 3952330 024 224 437944 67 2 2 |3 J23-23150)
4 Carfentanil 535 003 3952330 0.24 24 437944 67 2 2
5 15D 20| 007 |324.2088 57 717956 98 g
6  Cotinine ELl 002 1772017 EE 86 2289768 6 1 1
7 2-Phenethylamine 280 008 1220960 -376 14 2163351 82 E] 3
&  Ciprofloxacin 421 004 3321400 130 68 2017950 490 1 1
9 Tyramine 287 004 1380909 -3.09 28 6488376 16 4 4
10 ¥R11 177 005 3302228 -0.00 163 11378 67 2 2 .
11 Nicotine 287 012 1631224 EF/] 69 28717824 348 2 2 £
12 Benzododecinium 1037 012 3042997 -045 09 1147094 482 1 1 z
13 MDA 424 014 1801014 266 85 1730410 178 4 4

| 14 Iso-LSD 499 | 006 [324.2068 | 077 | 57 714486 1w |3 EN|
15  Fenproparex (NARL) 412 013 189138 -2.64 34 212113 S 1 1
16 DMAA Fragm 57 448 003 57.069 447 205 15489 4 2 1
17 BDEB 460 018 1941170 -268 39 18231590 2207 E] 1
18  Rivastigmine 434 010 2511749 191 07 1561233 146 2 1
19 Caffeine 430 003 1950872 228 6.0 345688 50 3 2
20 Methadone 708 006 3102162 103 7738 83203 2 1 1
21 Malathion 914 00 3310426 235 421 7991 20 1 1
22 Thebaine 438 009 3121597 082 56.6 357434 56 1 1
23 Anabasine 287 039 1631224 ¥ 69 30180470 352 1 1 -
24 Histamine 11 032 1120866 -281 61 9144058 724 1 1 ' T T T
25 Harmine 451 03 2131018 104 48 879906 3 2 2 1 6 Timelmi]
2%  Tacrine 424 029 1991275 229 136 455984 25 1 1
27 Morfluoxetine 749 003 2961257 007 135 71664 5 2 1
28 Tetryzoline 453 015 2011382 -236 4556 307526 17 2 1
29 Ethenzamide 5.26 018 1660859 233 363 57319 14 3 1
30 Mikethamide 4560 002 1791173 318 5156 287474 EN 2 1
31 Meloxicam 6.80 004 3520418 060 563 10361 40 2 1 il

CWETares 4 oe a2 sanmeen e o 2nnncs ae N s

* Ob6HapyXeHbl Bce HE0HX0AMMble NOATBEPKAAIOLME UOHDI
* Am/z meHee 1 ppm

 ART 0,07/-0,06 min.

e OcHoBHble meTabonnTbl JICA He o6HapykKeHbI



O6HapyrkeHue J1ICO/n30-/ICA, B NONYUYEHHbIX BRUKER
obpasuax

« O6pazeu moun ®., TGS, ncrouHmnk IonBooster

1 A{ Batch Managemen | Ay B[P E = O cromarogem [Aaca@ s s dan =0
- xlClj | fedosov_UR_SPE_Natalya_IB_30_01_415
Row  Analyte MR.. RT[min] ART [min] m/zmeas. Am/z[ppm]  mSigma Area S/MN  Exp.Diaglons FoundDiaglc * R
3 Cotinine 386 007 1771021 -0.66 65 1986556 pE] 1 1 [ o] M"E‘? @
4 1-(2-Methoxyphenyl)piperazi... 290 021 1931333 111 181 263431 4 2 2 iy
5 Harman 465 004 1830013 181 6.2 500928 11 1 1 |5 B
6  2-Phenethylamine 275 013 1220958 -4.83 12 4107261 448 3 3 P
[ 7 1so 497 | 005 | 324.2072 | 036 | &A 3850612 173 [1 1 |- 1
8  Cadfentanyl 594 002 3952326 -0.88 45 1330989 124 2 2 1
9 Tiapride 352 005 3291525 -130 23 458920 118 1 1 s0]
10  Diphenhydramine 582 002 2561692 135 23 1272258 84 2 2 1
11 XLR-11 171 001 3302229 0.50 138 223547 177 2 2 1
12 Iso-LSD 197 3242072 85 3867518 209 40
13 MeOPP 290 002 1031333 111 181 263431 4 2 2 1
14 Benzododecinium 1031 D18 3042097 071 60 3827942 792 1 1 " 1
20 ;
1.0
R o
005 T T T T - —
(&) 43 45 47 19 51 53 55 Time[min]

* OO6HapyKeHbl Bce HeobxoaMMble NOATBEPKAAIOLME UOHDI
* Am/z meHee 1 ppm
« ARTO0,05/-0,08 min.




O6Hapy:keHue JIC[, B cTaHAapTHOM 0bpasue mouun an
Medidrug Drug Confirmation Cut-off -25%

[ Analysis Result &2

O6paszey Moum Medidrug Drug Confirmation Cut-off -25%, XX>X3, ncrouHumk
IonBooster

M REYy LAt $ e =0

Row Analyte MR... | RT fmln] LRT [min]  mfz meas. &Am/z[ppm] mSigma Area 5N Exp.Diaglons Found.Diaglon: =
7 Dextropropoxyphene HH 681 003 3402271 012 69 15759934 2730 3 E
8  N-Desmethylflunitrazepam. ... i 672 003 3000778 023 28 793815 386 2 2
9 Bromazepam 6.69 <002 3160079 041 109 347226 319 4 4
10 EDDP 562 001 2781909 197 1112 55491236 1417 2 2
11 Zolpidem 5.54 -0.03 3081756 039 96 23045606 1125 3 3
12 Norbuprenerphine 5.26 0.02 414.2641 0.45 40.8 155861 92 1 1
13 Phencyclidine 521 002 2442059 -0.51 1.0 3404282 2068 3 3
14 7-Aminoflunitrazepam 5.07 002 2841192 -0.69 8.6 5195150 801 1 1
15 LSD 4.94 002 | 324.2069 -0.53 124 224172 12 1 1
[ 16 Tso-LSD 4.94 041 | 324.2068 -0.60 569 17578 12 3 3

m

For Chromatogram 52 QAeeQQb st San -0

O6HapyeHbl Bce HeobxoaMMble NOATBEPKAAOLLINE UOHDI

Am/z meHee 1 ppm
ART ana 1ICA 0,02 min, a gna n3o-J/ICA -0,11 min.

OcHoBHble meTabonntbl J/IC He o6HapyXKeHbI



NCAO v n30-J1ICQ: nutepatypHble AgaHHble BRUKER

* JICO v n3o-JICL, aBnAaroTca ctepeomsomepammu
* un30-JIC[l He ABNAeTCA NCMXOAKTUBHbLIM

* W30-J/1C[ BcTpeyaeTca Kak npumecs B JIC «noanosibHOro»
NpPOn3BOACTBA

B pactBopax JICA v nso-JICl moryt nepexogunTtb APyr B Apyra

Figure 1.3: LSD isomerization to 1so-L5D at the C-8 carbon.



NCAO v n30-J1ICQ: nutepatypHble AgaHHble BRUKER

JICO v n3o-J1ICQ nmeroT 0AMHAKOBbIN HAbOP MOHOB B H
Macc-CrneKTpax ¢parMmeHTaLuumn, HO pasHblie
COOTHOLWEHMA NoHOB 223 n 281

* B KauecTBe BHYTPEHHero ctaHaapTa npu
onpeaenennun JIC[ 4acto NPUMEHAOT N30OMEPHbIN
METUN-H-MPONUAAMNA NN3EPTMHOBOMN KUCOTbI
(LAMPA). Mpun 3TOM OH ABNAETCHA NCUXOAKTUBHbIM U
KOHTPOIMPYEMbIM COeAUHEHNEM.

- 4 MRM channels ES +
LSD, 1 TIC
LSD-D3, - 9 96es
nor LSD

*  TopAnoK Bbixoaa B ycioBuax Od BIMKX:
LSD, 3atem LAMPA, 3atem iso-LSD \J\L/MA

hﬂ) ﬂ}n—LSD
S AN

L4 16 18 20 22 24 26 time




<)
BRUKER
( ><

2.2 LSD Analogues

Being extremely potent and relatively easy to produce, LSD (1, R1=R2=Et;)
is a drug particularly suited for illicit traffic. Several procedures for its
manufacture have been developed and mastered by clandestine chemists [1].
However, diethylamine, the key precursor in LSD synthesis is a highly
suspect and closely controlled chemical and has been occasionally replaced
by another suitable dialkylamine [2]. Consequently, in spite of their
generally lower potency. several LSD analogues have sporadically been
detected on the drug market.

Thus, the ethylpropylamide (LEP-57; 1, RI1=Et; R2=n-Pr) shows about
50% of LSD psychotomimetic activity in man. The morpholide (2) and the
methylpropylamide (LMP-55, LAMPA; 1, R1=Me; R2=n-Pr) [7] are still less
active (30% 3], 10-15 % [4,5), respectively). The identification of these
substances was described in several recent papers [6].

ONR_R
He 172

HN

S~ 1 2
0.15-0.4 mg

Most of the other LSD analogues ( e.g. piperidide, pyrrolidide) show very
low or negligible LSD-like activity in humans [6]. Only two LSD analogues
have recently been reported to be more potent psychotomimetics than LSD
itself [8]. However, there is no evidence of their eventual abuse or clandestine
manufacture,

« e
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NCAO v n30-J1ICQ: nutepatypHble AgaHHble BRUKER

*  MC2 cnekTtpbl JICA v n3o-/1ICA 66111 3anNpoLLEHbl Y HEMELKMUX KONNET.

L3 1ad [ ), 24.0- #3483 Intens. is0-L5D, [ ), 24.0- #71E
x104
23,322
304
254
208.0
22222222
204
15
1200208
1.04
2054582 2811648
054 251.1181
157.1061 a0564
73955 180.0732 - 100.0757
128,062
100.0757 ET ‘ ‘ ‘ LTS 308.1835 | | ‘ | 3091844
I | . PR 1 l .‘ | | I 0.0 BRSNS | ST A el | ‘|||.ll [ .|‘ . | | .
50 100 150 200 250 300 miz 50 100 150 200 250 300 350 miz

* B 6ase gaHHbIx TargetScreener pparmeHTHble MOHbI HA XPOMaTorpamme
YKa3aHbl B nopazKe ybbiBaHUA MHTEHCUBHOCTU



CpaBHEeHMe COOTHOLLUEeHUA UHTEHCUBHOCTEM
parMeHTHOro UOHa

Jtn Chromatogram 3 QaqcR@Qbssadas =0 QaeQQEEtSas =0

M Chromatogram 2

4 T ur0.35_cutoff 25 01 348 =
MO 15D CokeaNZO -+ 70 - 10> fs";"_"’c""’f,'_‘s,i%?;o};zf‘ .
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£ 7 €
20
15+
104
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00~
E3ED) Time [min] [0
0 Mass Calibration [7] Detailed Analyte on Result 5% = 0 | Mass Calibration  [=] Detailed Analyte Ion Result £2 e = 0
Row  Analyte Mandatory m/zmeas. m/zexp. Am/z[ppm] Intensity mSigma Ion Type Formula MRS Ion Ratic  Ion Ri Row  Analyte Mandatory m/zmeas. m/zep. Am/z[ppm] Intensity mSigma lon Type Formula MRS IonRatio lonR:
1 LsD 3242080 224.2070 033 44562 124 M+nH CagHzsNz 0 1 LD 3242068 324.2070 077 138069 57 M+nH CaoHzeN30* i
2 LsD 3252094 325.2101 -2.28 10166 126 M+nH+1 CaoHzehz0% 0.228 2 LsD 3252098 325.2101 -1.07 31244 57 MenH+1 CaoH2eNz0* 0.227
3 LsD 2231229 | 2231230 035 26091 359 223123 CpzHisNl* 3 LD 2231227 2231230 131 53884 267 223123 CyzHyeN,*
4 LD 2080080 208.0095 268 6163 | 2361 208.099 CaHpoNH 4 1D 2080988  208.0995 -330 12735 | 4058 208099 CyeHpaN,*
5 LD 2811653 281.1648 160 3167 | 3057 281165 CrsHz N0 5 LD 2811647 2811648 050 30165 204 281165 CiaHzN;0t
6 LSD 740964 740964 -0.26 5683 15 74.09% [ 6 LSO 740060 74.0964 =514 701 15 74.0% CaHpaNE
7 LSD 1281069 128.1070 043 8060 161 128107 CrH1NOM 7 LSD 1281067 1281070 228 6342 4799 128107 CoHpsNO™

ObpaseL, KNAKOCTU N3 KOHTENHepa C
neyeHobto M.

Obpaseu, coaepxawmm J1ICA



Cnektp MC2 kaHaupgata u cnektp MC2 LAMPA an

Paulov liver SPE_76_O1_205.0: +M52(324.2065}15.0-30.0V, 5.0min #568
3242070
P
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Obpa3seLl, }KUAKOCTU U3 KOHTENHEepPa C
neyeHbro M.
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ba3a gaHHbIX macc-cnekTpos mzcloud.com
MC2 cnektp LAMPA

9-Jun-17



Cnektp MC2 kaHgupata u cnektp MC2 LAMPA.

BRUKER
O6nactb m/z 72

Compound Spectra - Pavlov liver SPE_76_01_205.d [Spectrum Data - %] . a
ntens +M52(324,2069), 15.0-30.0eV, 5.0min 2968 ~| Sketch Recalibrated Spectrum
g FTMS + ESI ms2 324,2070@hcd50,00 [50,00-334,21]
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Add as New Sketch
W 2 Formula Mass Diff mSgma Cleavages dff|  Recalibrated Spectrum
1 Cahs .03 1 CHNO
2 cHe 72045 2 FTMS + ESI ms2 324,2070@hcd50,00 (50,00-350,00]
3 Cistsha 223,124 1
4 CaoHzgNaO+  324.208 0 Ca7H;
60
] L S D
= 40
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20
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Ul | x 72,04439
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ObpaseL, KNAKOCTU N3 KOHTeNHepa C
ba3a gaHHbIX macc-cnekTpoB mzcloud.com
neyeHoto .

MC2 cnektp LAMPA n LSD

9-Jun-17




O6HapyxeHue JICA/n30-1CO nn3epruHoBoiA
KUCNOTbI B NONYyYEHHbIX 06pa3uax: BbiBOAbI BRUKER

IKCTPaKTbl U3 Mo4n D. N KUAKOCTU, coaepHKalemnca B
KOHTeMHepax ¢ nevyeHbto . u . a TakKke neyeHn M. n <.,

BEPOSAITHEE BCEro COAEpPKaT ANITUNAMUA NN3EPTUHOBOM
Kucnotbl (LSD)

* [1nA ogHO3HA4YHOro NoATBEPKAEHUA TpebyeTca Hanmnume
ctaHaapToB JICA n metmnnponnanammaa 1M3eprmHoOBOM
KUCNOTbI, @ TaKKe onTumunsaumna ycnosuim BIXKX aHanunsa ana
bonee adppekTnBHOro pasaeneHma LSD n LAMPA




O6HapyxeHue XLR-11 B nony4yeHHbiXx obpasuax BRUKER

* B 3KCTPaKTax U3 NevyeHm, *}KUAKoCTU U3 KOHTENHEPA C NeYEeHbIO
N MOYMU, NONYYEHHbIX meToaoM TP TaKxKe obHapyXKeH
KaHHMbuMmeTuK XLR-11 B HaTMUBHOM BMnAae

* TaKoe noBeaeHme He XapaKTepHOo A1 JaHHOTo COeINHEH A,
0b6bIYHO B BMONOrMYecKknUx obpasLax perucTpupytoT
meTtabonutbl XLR-11

* B npeacTtaBneHHbIX 06pa3uax ocHOBHble meTabonmntbl XLR-11
He 3aperncTprupoBaHbl

* O6HapyeHue XLR-11 B HaTUBHOM BUAE OYEHDb NMOXOXKE HA
NoXHononoxutenoHoe...HO!



O6Hapy»xeHune XLR-11 B nonyyeHHbIX 06pasuax
BRUKER

- O6pa3seL XMUAKOCTU U3 KOHTENHepa C nevyeHbto M.

[ Analysis Result 53 ARy st S$ @ = Ao Chromatogram 51 Qad
- O
Row  Analyte MR... RT[min] ART[min] m/zmeas. Amfz[ppm]  mSigma Area 5/N  Exp.Diaglons Found.Diag.Ici —
3 Carfentanyl 595 003 3952330 0.24 224 437944 67 2 2 pae
4 Carfentanil 595 003 3952330 0.24 224 437944 67 2 2 a2 Eo
5 LsD 499 007 3242068 0.77 57 717956 98 1 1 121100
6  Cotinine 391 002 1771017 321 86 2289768 6 1 1 ] e
7 2-Phenethylamine 220 008 122.0960 376 14 2163351 82 E ER 1
8  Ciprofloxacin 421 004 3321401 -1.30 68 2017950 490 1 1 0
9 Tyramine 287 004 1380909 -3.09 28 6488376 316 4 4 ]
10 XLR-11 1177 005 3302228 -0.00 16.3 211378 67 2 2 1
11 Nicotine 287 012 1631224 -3.27 69 28717824 348 2 2 H "] ﬁ\
12 Benzododecinium 10.37 012 304.2007 -0.45 09 1147004 482 1 1 = /
13 MDA 4.24 014 1801014 -2.66 85 1730410 178 4 4
14 Iso-LSD 499 006  324.2068 0.77 57 714486 107 3 3
15  Fenproporex (NARL) 412 013 1891381 264 24 2212113 29 1 1
16 DMAA Fragm 57 448 003 57069 447 205 15489 4 2 1
17 BDEB 460 018 1941170 -268 29 18231590 2207 3 1
18  Rivastigmine 434 010 2511749 191 07 1561233 146 2 1
19 Caffeine 430 003 1950872 -2.28 6.0 345683 50 3 2
20 Methadone 7.08 006 3102162 1.02 278 83202 29 1 1
GB v on [T Detailed Analyte Ion Result 22 2 = 0
Row  Analyte Man:iatory mfzmeas. m/zexp. Am/z[ppm] mSigma lon Type Forrmula MRS Ion Ratic Ion Ratio Exp.  Ion Ratio deviation
1 XIR-11 3302228 330.2228 -0.00 163 Me«nH CaHzsFNOL ° O6Ha py)-KeHO 60]’] bLUMMHCTBO
2 KLR-11 1250962 125.0961 092 0.7 125096 CgH130%*
3 KLRA1 2221131 2321132 073 845 232113 CraHisFNOY*
4 XLRA1 3312258 331.2261 075 202 MenH+1  CyHzsFNOM* 0241 0.234 28 n OlﬂlTB e p)K,EI,a O LLII NX NOHOB
5 XLR-11 971012 na 97101 C7H™
6 KLR-11 1440441 1440444 211 720 144044 CgHgNO™ ® A m / Z \eHee 1 p p m
7 XLRA1 3122122 3122122 003 2030 312212 CaHzFNY
8 XIR1 2971878 297.1887 299 | 1688 297.189 CaoHaFNY* ° A RT O 05 m | n
9 XLR-1 107.0855 na. 107.086 CaHnl* ’ °
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Ona pononHUTENbHOro NoATsepKAeHua 6bin

3apeructpuposaH MC2 cnekTp MONEKYNAAPHOro BRYKER
noHa XLR-11 B pexxume auto-MS2
- O6paseu XMAKOCTU U3 KOHTENHEpPaA C nevyeHbio O.
- lmu gis P 3L:L = m 5'0“593:95‘“‘ }‘l!aul“‘ - L‘ﬂL e l *2{50 \ : ﬁauk =
MC2-cnekTp cTaHaapTta XLR-11, Obpa3seLl, 3KcTpaKTa 13 neveHu [l.

3apPErncTpMpPOoBaHHbIN Ha TAKOM XKe
npubope B EBpone



O6HapyXeHue XLR-11 B nonyyeHHbIX ob6pa3uax:

BbIBOA,bl BRUKER

* O6HapyxeHue XLR-11 B ob6pa3uax, npeaocTtaBaAeHHbIX ANA
aHa/In3a He AB/IAeTCA OWNOKOM HenocpeaCcTBEHHO XPOMATO-
MACC-CNEKTPOMETPUYECKOTO aHa/In3a.

* XLR-11 npucyTtcTtByeT TONIbKO B 3KCTPAKTaX, MOJYYEHHbIX
metoaom TP B ogHOM 13 nabopaTtopuin.

e XLR-11 npucyTcTBYET U B KOHTPO/IbHOM Npobe.

* B 3KcTpaKTax, nony4yeHHbIx metogom TP B Apyroun
nabopatopum XLR-11 He obHapyKeH.

*  @aKrt notpebneHmna XLR-11 He ycTaHOBANEH.
[lpumeyaHue: coenacHo orsimy Kossnez, 8 paoe cay4yaes XLR-
11 obHapy»cusaemcsa 8 HOMuU8HOM 8uode rpu yca08uu, Ymo
ynompebuswul cpa3y nocsae nompebseHuUs 8rnas 8 KoMy
usu ymep, Ymo He UCK/AHYEeHO 8 OOHHOM Cry4ae




Bonpocb!?

E-mail: dmitry.burmykin@bruker.com




