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Tassawan Kosumpan. (2016). Development and Validation of Analysis method for
Simultaneous Determination of Amphetamine and Cathinone Derivatives by Gas
Chromatography. Master thesis, M.S. (Pharmaceutical Product Development). Bangkok:
Graduate School, Srinakharinwirot University. Advisor Committee: Assoc. Prof.

Dr. Weerasak Samee.

The objectives of this study were to develop and validate a gas chromatographic
method with flame ionization detector (GC-FID) for quantitative determination of 12
amphetamine derivatives and 7 cathinone derivatives in drugs. The method was validated in
accordance with United Nations Office on Drugs and Crime (UNODC) guideline 2009.
Diphenhydramine was used as an internal standard. All samples were directly extracted with
methanol. Chromatographic separation was carried out on a HP-5 capillary column
(30mx0.32mm ID, 0.25um film thickness), using helium as a carrier gas. The assay was linear
over the concentration range of 1.60 — 9.60 pg/ml with the correlation coefficient (r) range of
0.9980 - 0.9998. Limit of quantitation (LOQ) was 1.60 pug/ml, when using 1 pl injection. Matrix
interferences were not found at the retention times of amphetamine and cathinone derivatives.
Intra-day and inter-day precisions were 0.27-7.22 %RSD and accuracy of method were shown
to be acceptable with 86.41-112.38 %recovery. It can be concluded that the developed method
for simultaneous determination of amphetamine and cathinone derivatives in illicit drugs is

sensitive, selective, accurate and precise.
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Molecular Melting

Chemical Molecular )
No Name weight point Purity
Structure formula R
(g/mol) (‘C)
1 C..H.N 163.26 99.900

11717

1 Ethylamphetamine "~ 146
C,,H, N=HCl 199.72 £0.050

~ Y CoHN 135.21 99.950
2  Amphetamine O/ - 149
~ 2 C.H..N *HClI 171.67 +0.050

9 13

d,I-3,4-methylene o N.  CyHNO, 193.25 99.659
3 149
dioxymethamphetamine <o:©/\’/ C,,H,.NO, *HCI 229.70 +0.018
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AN 1 (p1D)

Molecular  Melting
Chemical Molecular
No Name weight point Purity
Structure formula
(g/mol) o)
1,3-Benzodioxolyb - Hoo CeHiNO; 207.21 99.965

4 >~ 153
methylbutanamine <Om C,,H,;,NO,*HCI 243.73 +0.011
d,I-N,N-Dimethy! E“a C11H17N 163.26 99.936

5 “CH 158
amphetamine m * C11H17N «HCl 199.72 +0.010

No  CoHN 149.24 99.467

6  d,-Methamphetamine ©/\r 170

C,,HN <HCl 185.70 +0.015
d,|-Paramethoxy & NO 179.26 99.316

7 /©/T 177
methamphetamine by C,,H,NO *HCI 215.72 +0.090
d,I-3,4-methylene CiaFtiNO; h

8 | e N 187 99.839
dioxyamphetamine s C,,H,,NO, *HCl 215.68

+0.010
~o
d,1-2,5-Dimethoxy i ~_nH, CuMiNO; 195.26 99.479

9 190

amphetamine C,,H, NO, *HCl 231,72 +0.006
O\

. d,I-3,4-methylene 4 1 C,HiNO, 207.27 o1 99.770
dioxyethylamphetamine <om 7 C,,HsNO, *HClI 243.77 +0.125
Trimethoxy e AL I O N (O 225.30 99.479

11 CH, 217
Ampheatamine Heo dem, C,,H,,NO, *HClI 261.80 +0.034

12 d,|I-Paramethoxy mNHZ C,oH;sNO 165.24 99.072

171
amphetamine o C,,H,.NO +HClI 201.70 +0.062

10" 15
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Molecular
Chemical Molecular Melting
No Name weight Purity
Structure formula point (°C)
(g/mol)
fow C,H;sNO 163.22 99.964
1 d,l-Methcathinone AN 182
C,oH;sNO+ HCI 199.68 +0.004
¥ C,H,:NO 149.19 99.969
2  d,I-Cathinone 183
NH, C,H,,NO « HCI 185.69 +0.003
Butylone 1L H  CuHuNo, 221.25 99.769
3 0 ~ 228
<O C,,H;sNO, *HCI 257.75 +0.005
o]
Methylone 8 /B NO, 207.23 99.818
5 < b 244
o C,,;H,sNO, *HClI 243.73 +0.003
? y C,HNO 177.24 99.799
4 Mephedrone N 241
C,,H,sNO « HCI 213.74 +0.008
o]
H
5 Methylone <o Ne_ C,H,,NO, 207.23 pas 99.818
o C,H,;sNO, *HCl 243.73 +0.003
A0
3,4-methylenedioxy <o N C gH,NO, 275.34 99.505
6 238
Pyrovalerone i C,.H,,NO, *HCI 311.84 +0.007
0
H\ C,,H,,FNO 181.21 99.877
7 Flephedrone 220
F C,,H,,FNO.HCI 217.71 +0.005
M99 3 meq@mmuﬂ‘@mwLﬂﬁmmm@mmgmmﬂumm%ﬂ%u
Molecular
Chemical Molecular Melting
No Name weight Purity
Structure formula point (°C)
(g/mol)
§ CH,,NO 255.36 99.996
1 Diphenhydramine | 161
O o™~ C, H, NO +HCl 291.82 +0.018
0 cH
2  Caffeine HscxN/“IN’ 3 CH,N,O, 194.19 99.581
A A 235
S CgH,,N,O, HCl 230.65 +0.005
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(Withdrawal) Azu@AIBINITEBUNALNIN 99UaUIA UANAINLHE0EN9TULIN Hadh AINAR
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2. ANl (Cathinone)™?"

At Wuansiinulu khat @9 khat uteFundeulunazanfiudeusaslinumnszna
Catha edulis aunsnliAtauaraamn THganunsuaeluwINgas “quat and gat” wuxnlu
dszmAunuwansni 3999enndiesnandiall anseengnslu knat Agnslasaaianiaai
% o P IS IS = Qr o A a A
pRaiulAseadantaiaasualaIiu Tnaluaaiiaiseangnananae Ailuu wse
. dI IS c: 4 ' = o o cfl a
benzylketoamphetamine #HfMENTTAULszaMgInIuaNmEL Apdludngeengmssiean
uwazlszamilszian 1 mu w3 dngeengniseanuazilszaim w.a. 2518 wazdmiululuuia
duaznuanseenyniduaiiy (Cathine) %158 norpseudo ephedrine ﬁqm%ﬂ@zﬁuﬂizmm
dszann 1710 2eguasinmiu nanapeluwisiuignadeundnluan asliiduntes
WaNaNUEINL Methcathinone 1w Methyl derivative 29ANTIUU AALATIZTIHIAN

= a 1

Ui eandindu 1998asu HTeEananat1adnauingm Anduingeengniseanuas

L

tszamuszinn 1 A8 W.9.0.9R0e8aNOnERRARLATLTYAM W.A. 2518

e
X
@]

NH NH

CH, CH,

cathine cathinone

ANLIENaL 4 LaAeIATNATINILANIAIANTIU LATATATIU

ﬁﬂﬂm:ﬂﬁ@mﬂqw%mmmmuuﬁu AINTILNNUIREURY R, Brenneisen LAZALZNLIAN
Qr U =3 o al Qr U 1 al o o Y o U
N1928ANONIANIEARINLLANINANNY Tﬂﬁlﬂ@ﬂqmﬁﬂﬁ‘:ﬁluﬂ?:@ﬂﬂL‘HL&L@H')TM N ASNTINITLFL
o o a AQI da’ -dl o a ag/ 1 &l v
21299 lAlarANALIATANNEITU AUFAD LAALLARN ARAYINDENNAIUNT wetialdld lussey

AR MIAANNETNLAST Uszanviaau 12Aan ANAdaNLazidsssanisnialsmiala

o180

aynutresailuundaulunjinanlfidusenddny lusaninunueyinsaesuanm

a

AN FRBENTY AT TN (Methcathinone) 1w#ilat (Methylone) willasi (Mephedrone)

v
1 o

Ta#lau (Butylone) 4-MEC(4-Methylethcathinone) T4a17UANTINNS

b

a

I G EIEARE AT

npuangaiudemisluninseiipuinredngugiananan ivlulszmauazsinslszina

a


https://en.wikipedia.org/wiki/Catha_edulis
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3. unalpsunlang W (Gas chromatography)

wAsasunalasuninns i (Gas chromatography: GC) uiasasianldaaiasunlnng i

Tunsiimsed defianldiuedneand191919 ez NAMNENNITILENUAZ AT TR aeN9a R

¥ o

- o v v A 1o o @ P !
‘ﬂ\‘iﬂﬂ?Zﬂ‘ﬂUsﬁU“ﬁ‘ﬂuvLﬂ LL@ZEI\TI‘MN@‘V]LLNMHW UNAEN LAZSTIALTI Iﬂilﬂﬁ‘x‘]_lquﬂ’]?LLﬁlﬂLﬂﬁ“lluﬁ‘:‘lﬂqqﬂ

o o

wa 2 1a Aa waag Uy (Stationary phase) wisamadnil (Column) ALINALARAUNUTAAIN

=

(Carrier) e lEuaNN19NaNAUAIINUANAINTBIGANABNINAITDIATUFAZTUA TIA1TNAYA

waaNIAdANtaNYNNIBENNIAINABANTINaUANTNNAANANIAL44 i lHiansignniaanun |y
ALANGENNTY ANTUANTIgNWIBaNNNAINABAN AL NATIAdRRtATaIRIIA T AdTYTYI0l
(Detector) Tmanmadpiaziilusnlamuavasasliidudyyiumie iy Granssaaened
Ysnnaunnn dyanams i niiaauiisan dyanunieidnnnaainsonmadn azgndsll
o dl . K % dl

dapzastuinnuaquansaaniiluzdeeslnsuninunss (Chromatogram) @aidun1suana

ANANAUS TZMINAA LI ATENATY YN LA UANNIATRIATIAGA (Detector Response)

Carrier gas Injector

5 EEF B \L T

Flow/ Pressure
control Data system

Column

ANLIENaU 5 LaredNulsenalIadLATae GC

a d [-%4 4 = %4 4 a\ v
4. nMsaAsznayNusradLaNwmIluLazaywuiurasnInluy Tneld
AdA GC

laqifinsdinseziansssmedng anuaanimasndulnnjinazlfiesasuialasunnn

v 1
o o =

= a s ug/, a a 4} aidgl a 1 1%
3 Tunsamssiisludsann muazidefannn G luntisonrisdasmiusansa lddnasls

[ %

andaingn zeaziunisiamzduseauansanialudadng (biological fluid) i 1aem

q

s e s 'y

Taanay 1usiu ANnMsANEI31ENIUISE WL R T ENIUNAE AN IR BNWNTEA AT TR YR US IR

I o & a A dll (2% = =
wanmAHRuarausIa9A Tl Inaldwisesuialasuinne i sl
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@Wﬂ@j:ﬁ@ Manual for use by national drug testing laboratory, UNODC™ i1nns3imsnzii
Z‘i’]ﬁ‘ﬁLﬂuﬂléW/uﬁsﬂ@\‘iLL@NLWM’]TJMVF& 12 1%im TneldiATes GC-FID  tneldiszu temperature
program uae 1 mimmﬁmmaﬁlulﬂu diphenylamine 138 n-tetradecane 438 n-alkane 1A
fmFuaniazaedses GC ildine

Column : DB-5 (5%phenyl 95%dimethylpolysiloxane) or
DB-1 (100 % dimethylpolysiloxane) or equivalent

Length : 10-30 m, ID 0.20-0.53 mm
Film thickness : 0.10-0.50 um
Carrier gas : Nitrogen, helium or nitrogen, at approx. 0.8ml/min

(N2) or 1-1.2 ml/min (He or H2)
Mode : Split mode, Split ratio (20:1 to 50:1)
Oven : initial at 60 "C for 0.5 min and increased at a rate of

12.0 "C/min to 285 "C hold final temperature for 30 min

Detector Temp.: 310 °'C
Inject Temp. : 210-250 °C
Analysis time 49.25 min

AnARe189 UNODC # é1n1sausnatshilueyindaauasmniuianun 12 1ia lu
A A 09; a o 1 = qu o ¥ 1 A
AN 50 UAN kazduneun sEraNAtet e naNtiuneu N liensen1ssTeN N1s
Apeii aruug iy 1 et M liian ldanglunismezifigeauninllfae
. . . .[5] ¥ o =8 o ada -

Blagoj Mitrevaki ka8 Zoran Zdravkovski LENIN1IAN WA AUNATILATIZH BN
pRu luaetradne TnelfiAsas GC-FID Mnisainszieuiutrasuanlmluiannn 6
11in Ineldsz1y temperature program wazld diphenylamine Luansunsgaunie’ly dmiu

AnNnzaadlAad GC Nldaa

Column : SPB-50 (50%diphenyl/50%dimethylsiloxane)
Length : 15 m, ID 0.32 mm

Film thickness : 0.50 um

Carrier gas : Hydrogen, flow 3.2ml/min

Mode : Splitless
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Oven : initial at 135 °C for 2 min and increased at a rate of

12.5 "C/min to 285 °C and hold 1 min

Detector : 300 °C
Inject : 280 °C
Analysis time 15 min

1
=

a o dg/ o’// a v = dl Qdd‘ v a
AMNIUARBTRAINNTOUENANINS 6 a8alintaluwnan 15 win daiudsninanawuins
HaulalunnsieaziganeszAuuniuniu uardunaunisainsounasnainsesnefinilfdne
[ 4 o ¥ 1 7 a 1% 1 oA
Tiduien nlfiannan wazaneldaalunisdinszild wiainuanismaaesnud ATagLeN
= = o = . |
P HuLAzINLa AT £33 tailing ag]
Niamh wazane'” HnanisAnsuasWmun3aainezians 16 1ia Niluayisaasaii
Tuu InelEesee GC -~ MS dszuu temperature program waz'li eicosane 1luansnnsgu

ey Ausuaninzaaaesas GC NldAa

Column ; HP5 MS

Length : 30m, ID 0.25 mm

Film thickness : 0.25 um

Carrier gas : Helium, flow rate 1ml/min

Mode : split mode, split ratio (75:1)

Oven : initial at 90 "C for 1 min and increased at a rate of 8.0

‘C/min to 300 “C hold final temperature for 10 min

GC interface 300 °C

Inject : 225 °C

MS source Temp. : 230

Mass spectra mode full scan mode
Analysis time : 37.25 min

v ! v
AneAdetiaNsauenansiuayiusaasaAluuis 16 gtnlanalunaitlsyunn
= dl Qdd‘ A a o 09; a a d”agj
38 w1 gadludanainnsalinaadinssiicludeanniniazidalsunns wananiduneunns

ANranATedne udupauaan Tududan Tudfiaen derivatization TINT1TILATILHUATNTATA
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Aoedat wnnzanavin ldszgnadldiudieslfumnismuauiludnemuzeaudsean (Routine)
b %
1
. 81y o =2 o ada 'S A o o =
Teruki WATADLE © MANINNIANHIMATWINUNATALAT AN T ue U TasLaNn ANy
7 atluazayiusaasaitug 1 ata Inalfieses GC - MS 1dsvuu temperature program

ANFUANINZARILATE GC NEAD

Column : HP-35 MS (100 % dimethylpolysiloxane)

Length : 30 m, ID 0.25 mm

Film thickness : 0.25 um

Carrier gas : Helium, low rate 1ml/min

Mode : split mode, split ratio (1:1)

Oven : initial at 60 “C for 1 min and increased at a rate of 20.0

‘C/min to 280 "C hold final temperature for 10 min

Inject y 200 °C

MS source Temp. (EID): 250

Mass spectra mode full scan mode
Analysis time : 22 min

aneRaaiaansnuanasiiuayiusaasuanaIlu 7 aliauasayiusaasa e
1 a8ald nglunadsznnns 22 wn aauiludsnainnsnldnmaniasziisludanuninias
a S Aaaid o o g A o yo o %
FL BN eI REUn U RiInzannazin lilseansdlddviunisnsaa dunuazaounu

fein by Aaman Designer drugs

5. #1903 1uNE LU (Internal standard)
annsAnedayanaaiuesAlsenauansuaazatn s9u199AADATIRIA1T NTATAN
o v dl P2 v A o
anwauzlaseaiteresans ieldidudeyalunisiaenaisuinsgiunialu svuanalumise 3
wudaneuelAseas19a89 Diphenhydramine HdauARN8ARSTLANNHBINNIIAINZY LaZIED
W lAimsediuiAses GC whawwudn WAa29 Diphenhydramine T lddauiuiuansiaula
AmIziiuaz Diphenhydramine gaifluansilainiangunnsuazifluenlunguinldufivda ufeinis

wii Neudauliniienld 3adenfiazld Diphenhydramine ifluansninsgiunialu
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6. Arat1aNls1AAINAISNARINISILASIZI (Sample blank)
Foat19laeNNesAlsznaun1eA Fus e umhaiuaania lunguua Wiy

a [l 1 o a dl ; a A = dl 1 [ (=1
WAZATTUL LLWiﬁJNW’JHWL@Wﬂﬂ%@@ﬂqmﬁm@ﬂﬂ%mLWH\?@W?V’WL‘V\I@‘L& Niflugaunauuanludaen

7. mim'ma'aumwgnﬁmmmﬁ%‘%Lﬂ'ﬂzﬁ (Method Validation)
7.1 ANUNNLUBY Method Validation

NN3AINABLAINYNFBIUBITENT3ATIZI (Method validation) A NFELAUNIS

o1 _aa

dla a o=l dl o va c o o‘d‘?/ A
NWFIUIND rJLﬂﬁ"’IZ‘VINWJ’]NLT/TNW%’&NVI@ZM’]VL‘]JEL?]QLﬂ?WZMWWNQMQﬂizﬁx‘IﬂVW]@\‘lﬂ’]ﬁ‘I‘ﬁ\‘l’]u Tnel

'
o o 1% al

ApnuanguniuglassuEiugi INeuAnINAMNIN FTALAMNUNE@NaT89N153LAN N8 1

&9

HaulaANa NIRRT

a o = L aaa L4
7.2 wqiwmmmﬂumsmwmu AMNANABNTBANIGILATIZU

maiwvmuﬁ'%%Lmﬁzﬁmummgmmm United Nations Office On Drugs and

Crime :UNODC (Guidance for the Validation of Analytical Methodology and Calibration of

Equipment used for Testing of lllicit Drugs in Seized Materials and Biological Specimens)m

o

Fan1uUAIINaUANUANTILAT Iz ARt AR R 19T A AWM UITUNITUAAINIWANS
U

o

v aca g . . dl =® v o a
ATINADUAINNNABNTBIIDIATIEN (Method validation) NWEN1AL IPEARININITNANTUILAY

v
o A

WATNINHRD TN A

7.2.1 AMNANNILLANLAIUDIIBILATIEN (Specificity/ Selectivity)

UNNED9 ADAN U ALAANTNAYINA NI IR TNAE AR LHLRNIERY

& A

Nfasnnsnsaadaingu Ineluinissuniuainaisaunananiifadnaiu 1n3snainisn
naaaulilanliinssunIuaINanReluNIzAL LARIINIBIUNAINANIZIANZAIEY

INEUTINTUANTU HANITILATIZITARIRTIA LUNY interference MRS

&

Wwenfuiuanfasnisngaade

7.2.2 AARIMNAANNANTUNFNFALDINIGTILATIZATIAMUNN (Limit of
Detection : LOD)

%

NN N1INARBUNITEAUANNIENTUNAINGATBIN19TLATIENIE

AN 6
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INoUTinIsEaNsy du1snAuanlfann ftusu1n4 Signal to noise ratio

Wiy 3:1

7.2.3 ApdnnanudndunigarainisiiAgzmdalFann (Limit of
Quantitative : LOQ)
=& o v v ell 0I dl a c a
UHIEDE NINAFAUNITEALAN N NTUNAINGALBINNTTLATIZITN
1Bunould
INaUTNNTEaNsU a1nsnATUIlAann ftunynaud Signal to noise ratio

Winfy 10:1

7.2.4 199AN A URAS (Linearity and working range)

N9 Ta9pnNdinduaesnisinszd Ingdaeaanududunreazugna
TugtreensnNnsgIunLanIA N AN LS sEnd N AndinduresaTuAzEnNdauIE U U
Iinsnvesansnfiednismsaadniuansninsgaunigli (Area ratio) Tngavndindunlfiduqn

b % 1 °I 1 ¥ %
NIRTFIU fiaaliningn 6 Anndindv

INausinIssaNsl  wanliazuanamilu correlation coefficient (r) #Ifas

A TsA1n91 0.990

7.2.5 ANLNUENUDIIEILATIZI (Precision)

NN LugUANHUEALAAS A2INAINITDTUNTALATIEIA Faatin9dn
nae AT uANAN 1A lnanInaLasans

nuginisaaniu Tagni1meagauANuNus N8 lusuA Y LAY
22MIN9TU TIAN L AzuaniluAn %RSD Aadliiiu 15 % wazNAudiudun LoQ faeluiniu

20%

7.2.6 AINQNHBITDIIBILATIZN (Accuracy)
=) [ % dl 1 a cal 1 v 2 a =
N8 iua AN B ALAAIIINANIILAIETR AN INAANA39US
% a A 1 dl o b % aca e = o 1 a
gn9davisarNaeniy Tnan1smaaelAYINgNEasTeNanALAT TN IWE UL A3
INUTiNIsEaNTU AuiunsAtANgniasazn lusan s line franay
ANNINALAY (% Recovery) T9AN %recovery fiagatludag 85-115 % daupanauidindui LOQ

Reavaglutae 80-120 %



UNN 3

28ALUUNN5IRE

1. 'qﬂﬂ‘mi LAsRINALAE@5LAN (Material, Instruments and Reagents)

1.1 /471941 ATINU

Amphetamine HCI

Methamphetamine HCI
N,N-Dimethylamphetamine HCI
N-Ethylamphetamine HCI
Paramethoxyamphetamine HCI
Paramethoxymethamphetamine HCI
Methylenedioxyamphetamine HCI
Methylenedioxymethamphetamine HCI
Methylenedioxyethylamphetamine HCI
2,5-Dimethoxyamphetamine HCI

3,4,5-Trimethoxyamphetamine

(AM)  Lipomed, Switzerland
(MA)  Lipomed, Switzerland
(DA)  Lipomed, Switzerland
(EA)  Lipomed, Switzerland
(PMA) Lipomed, Switzerland
(PMMA)Lipomed, Switzerland
(MDA) Lipomed, Switzerland
(MDMA) Lipomed, Switzerland
(MDEA) Lipomed, Switzerland
(DMA) Lipomed, Switzerland

(TMA) Lipomed, Switzerland

1,3-Benzodioxolyl-N-methylbutanamine HCI (MBDB)Lipomed, Switzerland

Cathinone HCI

Methcathinone HCI

Mephedrone HCI

Methylone HCI

Butylone HCI

Flephedrone
3,4-Methylenedioxypyrovalerone HCI
Caffeine

Diphenhydramine

(CN)  Lipomed, Switzerland
(MCN) Lipomed, Switzerland
(MD)  Lipomed, Switzerland
(ML)  Lipomed, Switzerland
(BL) Lipomed, Switzerland
(FMC) Lipomed, Switzerlan

(MDPV) Lipomed, Switzerland
(CAF) Lipomed, Switzerland

(DP)  Lipomed, Switzerlan
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12 @1swaRau s Ad

- Methanol (analytical grade) Merck, Germany

- Helium >99.999 % Air Liquide, Thailand
- Hydrogen >99.999 % Air Liguide, Thailand
- Air zero (oxygen 21 %) Air Liquide, Thailand

1.3 Jan 9insal uaziAzasile
- Lﬂ%‘m GC aju Clarus 600 Perkin elmer, Massachusetts, USA
Detector (Frame lonization Detector: FID)
- Stationary phase Agilent, USA
(HP-5 5% dipheny! dimethylpolysiloxane)

- TR 5 AW Mettler Toledo, Germany
- LA384 Sonicate Benchtop ultrasonic cleaner, Taiwan
- Micropipette 100-1000 pl Transferpette®, Germany

1.4 @rgazanaimsanivaldd1usunisnaans
1.4.1 \A5EIN stock mmzmﬂmmsgmtwiawﬁmﬁmqm"ﬂ’u"ﬁ'uﬂszmm 0.4
NaansN/Naaans Usuimns 25 Naaans (ﬁgwumﬁ 21 1lm 590 f1gansgIuMelunay
caffeine)
fmﬁaﬁmm‘gmu&im*ﬁﬁmﬂ?:mm 10 daandu laluaaadsusums aunn
25 fIaAANT ANiuavant daevnuen 10 faaans 1l sonicate wuLlaannL 5 1T wEatlsy
FNNAIALNNIURA LTTATL 25 NaRART
1.4.2. LASENAITREANENIATTIUNAN wa 21 diim
ﬂLﬂmﬁmmzmﬂmmgmLﬁ'm mealiludia 141 uresnsay 1
Naaans e 1dniu wlal5uiBuinsdaeuniuealiinmy 25 Aadans aznnlileasazans
mmgmmmmi‘i 21 19a wiazainANdindudszann 1.60 lulasniu/ianans
1.4.3. LATHNAITRLAENIATTIUNEN Wa 19 1iim (laiAnasumsngu
mealu)
ﬂLﬂmﬁmmzmﬂmmgmLﬁ'm fmenliludia 1.4.1 urestneay 10

Fa8a8m7 89 9AUTULENIRT 2Ue 250 Raaans [en liidnnw waal5uilFunsAaeuniuea
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Winsy 250 Haaans aznnlifliansarananinsgaunanyia 19 wtn Avudindulszuins 1.60
lulasnsu/Aanans
1.4.4 \FFENAITRSANLNIATFIUNANNLNTY 619 €]
ITENANTAZAENIATTIURANTIANIE NN S1uau 6 ANy
waldifly standard curve Tnanstidmsiansazataninsgrunan de 1.4.3 UINNTIRAANY
o o [ dD
ANNANALIAITS
v v dl a & v
ANdNduaan 1 Tindansazateninsgunan da 1.4.3 Uiums 1
LARAAT A9 119ALSULENIRNTIUA 10 HARART waztidnfansazanannsgiu
Diphenhydramine Nwizanludia 1.4.1 13u1ms 100 uiAsans wein1sidinu udadFuiBumnsfiae
WNIUBAWIATL 10 HARARST
v 7 dl a) s v
ANINTLRAT 2 ThlmfanTacataunsgIupan 18 1.4.3 5unms 2
FAaamT 89 1 9AUTLLENATIUNA 10 HARART LL@:ﬂLﬂmﬁmmmwmmgm
Diphenhydramine Nwzanludia 1.4.1 U3ums 100 insans wein1iidiniu udadFuBumnsiiae
WNUBAMIATL 10 NARART
v v dl a) 6 v
ANNLTNTURAT 3 TidnfdansazanannsgIukan 48 1.4.3 Funns 3
LAaamT 89 1 9AUTLLENIRTIUNA 10 HARART LLmﬂLﬂmﬁmmmmmmgm
Diphenhydramine Nwizenludia 1.4.1 1311m3 100 WiAsans wweinlsidini udadFuiBFunsfiae
WNIUBAWIATL 10 HARARST
A Ninduqai 4 thlndansazanauinsgunas da 1.4.3 1iu1ns 4
FaAaAT A9 1 19ALSULETNIRNTUIUA 10 HARART waztidnfansazaneannsgiu
Diphenhydramine Nwsizenludia 1.4.1 13n1ms 100 iAsans wein1sidinu udadFuiBumnsfiqe
WNIUBAMIATL 10 HARARST
v v dl a) s v
Andindiugen 5 Tulndansazateninsgiunad 4o 1.4.3 iuns 5
FAAAMNT 89 1A UTLLENIATIUNA 10 HARART LL@zﬂLﬂmﬁmmzmﬂmm‘gm
Diphenhydramine Nwsizaaludia 1.4.1 13u1ms 100 Tulasams wenlidingu wdalfuiBuimnsfion
WWNUBAMIATL 10 NARART
v v dl a & v
Andindiugnan 6 tidndansazateninsgunan 4o 1.4.3 1iuns 6
LaRaAT A9 1AL UL ENINIIUNA 10 HARART waztidnfansazanannnsgiu
Diphenhydramine Nwsirasludia 1.4.1 15u1ms 100 TulAsdang wenlfidngu wdadfuiBuinsiag

WNIUBAMIATL 10 NARART
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ac
2. 95N NAaaY (Method)
13 acda 6 [ 6 al a % 1 a
ma‘wmmqmLmqwmﬂ?mmﬂwuﬁmmLL@NLWmmuLL@xmquu TupnagingeLdnNRn
utivaanitly 3 dquldun
= o
1) ANHIANINEIUNIZAN TUN1TheNgdnNs
=8 adal [ o a a o 1 (=3
2) mﬂmmmmnm@qwumvamwmuumxmwiuu Tusnasnadnen
3) mfmmummqﬂﬁ@mﬁ?ﬁLmiﬁ:ﬁﬁﬁwuﬁuimﬂﬂmﬁummummﬁf‘fmi

81a13UURY United Nations Office On Drugs and Crime :UNODC

2.1, MSANEANNUANITANURS oven 7D lUNITIATIZHBYNUSURILANINGT
AU WATAYWUEIRIANATUY SINVIIUNA 19 TUA

v
a o

annnIsNuNIuasIunssunn Tilsunsnguuginldlunimeanslusuide i
[ = o 6 a n:ll 1 % o v a o d”
DUNUEIBITIUBH N AN ULAL A YN UFURI AT TUUTN BN AN Imaaes L lueudaail Tne
o : o o o A [T [y o oA
nstanINRsgIuLsazTiasiTaN A Ndndudszinm 0.4 mg/iml (Te 1.4.1) NnandiATes
wAalATuNIANT W A9uNA 3 3UL AINIUENRAT HENN3AI e laaNTTHN Chromatogram 2184
1 a o P2 1 a = A . dl 1 = v tdl
asusazaiiaN Overlay i aznanulfidnansusazaiind retention time Mwinls Nansazlatingd
Fauiudu  whatingnsuanlude 1.4.2 N1Aae9anfleLAsed GC IAERATIUNA 3 TYUL
, a o =
UALINUATILALY

annen g lunnaiAei

Column . HP-5 5% diphenyl dimethylpolysiloxane
Length : 30 m., ID 0.32 mm

Film Thickness : 0.25um

Detector : Flame ionization detector (FID)
Detector temp. : 300 °C

Carrier gas : Helium (flow 3.0 ml/min)

Injector temp. : 280 °C

Split ratio : 30:1

Sample size : 1.0 uL
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38N 1 Name : Method-1-Blagoj”

Oven, 135°C (2 min) then 285 °C (2 min) rate 12.5 °C/min
Analysis time 16 min

381 2 Name : Method-2Niamh ™

Oven 90 °C (1 min) then 300 °C (2 min) rate 8 “C/min
Analysis time 29.25 min

381 3 Name : METHOD-3-Teruki ™

Oven 60 °C (1 min) then 280 °C (2 min) rate 20 °C/min

Analysis time 14.00 min

= a a (% a L% 1 < a
2.2 MsAnwIsMsanaaywusuanWmiusazamiluwlusiaduidnganan
2.2.1 ANITLATANAIAENG
aal al %3 1 v aal o/ (=1 . . .
AEN17wFTaNAaeeN9lEaNNIaN1TANALIAEN2849 Blago] Mitrevaki  Lag

(% 1 @

Zoran Zdravkovski®  Iasdasnatinadnennuaids 1 8aaniu acluaqnilsuiiunnsauis 10

1
a

{afamns AN Diphenhydramine 7wsisedludie 1.4.1 huams 100 1ulasans uansuinsgau
el udFANamnuen 5 Saaans 1l sonicate Wuileranns 3-5 Wi anthuliBunnsld
ATU 10 NAAARTAELNNIUAA
2.2.2 MsNAKaLAIURS TUN1ISNALAUARINENISANA (%Recovery)
nsnAgeuniIAlesiEun1InALANIeIIaNITAn AT RANTUAL AN
UsyAninnaesdsnisaia deuanadudn % recovery ABNNNTANA LNTUFNITUANTUAN
%recovery 1 fAesatflutae 85-115 %

Asnsmaaevlii spike a1sunmsgunanlude 1.4.3 agli sample blank #

v
o

ANdindisuNn 3 Avndindu Ao 49 na1e A0 TeesaNTiauNe 15 faetng (ANdinduas

v v
5 fiaeeing) a1ntiinnsanmsa sample blank Wlendunaulude 2.2.1
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A3auan

%recovery (NN9&1A) = ([A1/A2] / [A3/A4]) x100

For the extract sample A1 = peak area of analyte
A2 = peak area of internal standard
For standard solution A3 = peak area of analyte

A4 = peak area of internal standard

2.3 NMSATIAADUANNYNABITDIEIATIZUN AU TUT AL ST UNAAN

LNTUNIgEaNSY AaY United Nations Office On Drugs and Crime :UNODC'""*

2.3.1 NMIFANEIAMNINIZLIANEAIURIITILATIEN (Specificity/ Selectivity)
NINTANALAZIATIETANTLaNFATW sample  blank  AaeRENNEUNTW
o o 1 1 o 1 dl 4 1 oA dl a o dl
AU 10 Faatng wiasflatapantdfesnsaalinudnd interference  MaanAsafiuansh

ARaNITLATIZH

232  NSUIANTEASINAANNITNTUNAEATRINITILAIZTLBIAANIN
waztBeFaunas (Limit of Detection : LOD and Limit of Quantitative : LOQ)

1
ad a

NINTATABAZALATIZHAITANAA L sample blank  AaeRENWMUITWN
o P4 ¥ dl o P 4 o 1 ) all % o 1
seAUANNENTUN LOD uaz LOQ anuaumdnsidinduay 10 saasing dnnaf dunA1weniuien
o . \ = ¥ ¥ [ ¥ . . . A
AtUEUN0 Signal to noise ratio TINANNLLINLU LOD azfiaglé Signal to noise ratio #1NNA117A
i o . v v % o . . X A o
wWindu 3 wasiiAanudinds LOD avdiedld Signal to noise ratio NINNGIUIBWNAL 10 LAY

%recovery 184 LOQ fiasagilutag 80-120% waz %RSD laitfiu 20%

2.3.3 NM19AFIARaUANNTIUIAUAS (Linearity and working range)
NINFANALATAATIZH AT @NAA L sample blank A8 5RWMUITUA

o v ¥ o v v % o [ ) v 1 v %
srAUANENEUA UL 6 ANENEY  wEavANdNAUS L EuTErI19A NN ueadns
NnsgIUiLERIdauszudneun lAnsneesansuaz U linsees internal standard 'l

regression equation ANWINNAN correlation coefficient (r) B9AN r HagluA1nan 0.990
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2.3.4 N15ASIAFDLANNINENUDIIBILASIE (Precision)

' [V
an al

NINNTATALAZALAIIZANTLENFA L sample blank FaeRENNUIIUN
o v v o v v % ¥ o/ 1 [
srauAMNdinduresanInInggIud Il 6 Anudindu Anndinduas 10 daete neludu

AR LAY (ANUAU 3 F1) TRAN LENIATUIUNNAN %RSD ( Tadifi 15%)

2.3.5 N1SAFIAFDLAMNLNULRIIBILATIEI (Accuracy)

1
ad a

NINTATALALAAIEHANTLENAA LY sample blank  FaeAENNAUITLT
FLALIANNEINTULLIRNININTFIUAUIU 3 ANNENTU (49 NAN A1) ANLENTUAT 10 faeting

NAT AN ANUITUNNAN Y%recovery (85-115%)

2.4 NN5ILASIENAIBLNLT L9354
Fafadafinenfiunaz@aaudatlszann 0.1-0.3 aansy aeluaamtliuiBiuins
aunn 10 DaAARS AN Diphenhydramine Msiseinludia 1.4.1 1Buams 100 Tulasans Wlugns
N1m9gUNell LARNLNNIUeA 5 NaRARI £i711 sonicate uuLlsvannd 3-5 U7 anntiulFy

1Bu1ms151AIU 10 HARARIAEINNIUAA NIBIFIALINIAIEINTIZANHNIAILAIDAMNLATAS GC
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NANI1TNANRN

P = = a P
1. NANISANHIANIIZUDILATEY GC MUNIZANIUNISIATIEN
1.1 HANNFANBIFNI2ZUAY Oven
ANNNIIANHIANDZU8S oven Minsnzanlunisasziansiiduayifaauan
IS o o a :j a IS . . d}
wRukareyiuiresn1iluu s 19 wila Inadl diphenhydramine ugnsninagnunie’ly s
TAnpaasitaszsilaaldan195189 oven NUANFINAUNNUNA 3 4N19% TINANIINARBINLIN

ANHATNITDNATIZIANT WAAZAN1NE WINATILANFANNTU ARYA 3 AN12Y AINITDILATIZNENTYI

ol

19 afial@ IAsdn1Nz? 2 4IN190UENANFIN 19 aRAaanaNARIAANEA TAtiNTIAILULNNEAA

q

IndiunInngn Ae ANt EA AU DA, CN AU FMC waz ML iU TMA 1Avannsiansune

1
aal |

. a o = ] A A aal A A <
resolution UAINANN 6 WA 1uummmmwaL@'ammnmmm NANLIN quﬁmq:m 2 UUTINFT

qQ

L

AIUULN ATUMUR EA iU DA, CN il FMC uag ML i TMA 1iein resolution Ngendnannasi 1
WAY AN19T 3 WAANLN 4N19E7 2 AINITDLENANTAINAALEANTT FN8ATIBEIAAT resolution F

A1914 6 WAL 1E A1 IUNAlUNN9ALAZIZE 29.25 W senwilsynal 6

A1919 6 WaAINTIUTEALRELAN resolution 289413 EA, DA, CN, FMC, ML uaz TMA Tuusiaz

ANy

A1 Resolution

ANz Oven

EA nu DA CN nu FMC ML nu TMA
@n17=h 1 Blago)” 1.00 0.78 1.60
An197 2 Niamh " 1.89 2.00 1.92

AN19%N 3 Teruki 0.90 0.78 0.40
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MDMA
DMA
MDEA
MBDB
ThiA
BL
CAF
DP
MDY

120:§ EE 5 E

PMA

MDA

1003

20:§ LI j\‘

_Hll]HH]HH]HH]H\|'|||||"||||'|H\|'|||||'|H||'|||H|HH'|H\|'|||||"||||'|H\||||||'|\\||'|||H]||||'||H|'|||||"\|||'||H||||||'|H||'|||H|||||'||H||HH"HH'||H|
on 10 120 13 1

MDMA
Rita
-MBDR
M.
TMA
BL
CAF
DP
MDPY

P Bl

(1)

|

TTT T[T AT [T AT [ IO TR O T [ IT AT [T R [ I T T RO T[T O [T R T [ PO T IO T [T T T A O [T T IO AT [T T IO T [T T IT AT [T T[T T T [T T T[T I [T IT T[T T[T TTT]
2 4 L] & 10 12 14 16 18 20 22 24 26 28

BB

=
=1
=]
u
AM
MA
EA
DA
-MD
PMA
PAMS
MDA
-MD)
MBD!
BL
CAF
DF
MDPY

% Q

- . \

N AL ARA AN AR AR LA RN AE AN AR AN LA A A AL AR AR LA LA AN AR Al AR A AR R A A AR LA R RARRARAAL
1 2.0 4, 50 0 70 2.0 0

AnUsEnay 6 kanalATNAlALNINAINATIATIZHEN9 20 TR (R) 4NN 1 (1) 4NN 2

WA (A) 72LUN 3

antinan 19 2 ursse Tngannan Hold 71 HUNNH UATANGUUNNTWGATINY
RnasinlfanunsndeseilElng et lunnsiiasm=iifias 19.5 Wil edieandnsyuui 2

1uﬂﬁiﬁmuﬂ3%3Lﬁif]:ﬁmiﬁLﬂuwﬁuﬁm@m@mW\Imﬁu LATRUNLEIBIANTI WY Fatma
19 13im Tmeld diphenhydramine Lﬂuma‘mmgmmﬂlwfu i:uuqmﬁqﬂﬁmmmﬁmﬁ:ﬁ155

4 oo o
e AasruLNlian1azmall

Column : HP-5 5% diphenyl dimethylpolysiloxane
Length : 30 m., ID 0.32 mm
Film Thickness : 0.25um

Detector : Flame ionization detector (FID)
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Detector temp. : 300 °C

Carrier gas : Helium (flow 3.0 ml/min)

Injector temp. : 280 °C

Sample size : 2.0 uL

Oven : Initial 90 °C (1 min) then 230 °C (1 min)

rate 8 °C/min

Analysis time : 19.5 min

1.2 NANISANHIANISTIANIZANTDR Split ratio
AnnsANEaNI12a84 Split Ratio Asnzas Iumﬁm‘m:ﬁﬁﬂuwﬁuﬁmm
naNiadnLaza LS Ia9AIN LY Favsa 19 7iln Tneninn1sdiAssiansaza e NIRTgIUNEAN
ﬁmmﬁu%ﬁu@q(9.6 lulpsnFu/Naaang) LazANNE duAn (1.60 lalmsniu/Radans) Ineld
szULTWRIUWEAUAsN ST Spit ratio wudn Spirit ratio Tinfigedeslidasaes %RSD Fisn i
AMNKANIINARBINLIINTAN Split ratio 10:1 Vlzxmfmm%w’z]uﬁ:w(1.6o TuIATNFU/NARANT) WAL
panadiandings (9.60 lulnsnFu/madans) 1idas %RSD #isnnda Spiit ratio a1 TeaziduAs

PN

A1379 7 LAAITA9789 %RSD ldn12enlen Split ratio NWANFAAL (n=5)

range of % RSD

Split ratio
Low Conc.(1.6 ug/ml) High conc. (9.6 pg/ml)
10:1 1.28-7.29 0.39-3.89
15:1 0.62-27.91 1.28-40.02
20:1 1.36-65.54 0.44-12.66
25:1 1.88-21.27 0.39-18.25

30:1 1.97-27.61 1.25-17.69
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AN®1aN19z199LATEY GC Y19 Oven uaz Sprit ratio agU/lidnaniasinldly

a e dl [ = o & a :/l a d‘dd‘ I
ﬂ’]ﬁ‘QLﬁ?W$M@’]§‘VILﬂu‘ﬂiéwuﬁ“llﬂ\‘]LL@NLWWWNMLL@S@HWHﬁﬂ@\?ﬁ’W}qu N 19 TUA Wﬂm@ﬂ N

o

dSJ
AN1ITPNY

Column

Length

Film Thickness
Detector
Detector temp.
Carrier gas
Injector temp.
Split ratio
Sample size

Oven

Analysis time

HP-5 5% diphenyl dimethylpolysiloxane
30 m., ID 0.32 mm

0.25um

Flame ionization detector (FID)

300 °C

Helium (flow 3.0 ml/min)

280 °C

10:1

2.0 uL

Initial 90 °C (1 min) then 230 °C (1 min)
rate 8 “C/min

19.5 min

AN94 8 LAANNIFLLFLIN LT AZIAY AURILFRZAD

Runtime Carrier gas/ Injection ATUIURTN
Method Column o
(min) flow rate mode Ausananta
SPB-50, 15 m, o .
Method-1- Hydrogen/ DUNUFURILBNN
- ID 0.32 mm Splittless - -
Blagoj 16.00 Flow rate AN 6 TUR
0.50 um
3.2ml/min
split mode ,
Method-2- HP5 MS, 30 m, Helium / . . -
- splitratio  BUNWULITAIAIN
Niamh 29.25 ID 0.25 mm flow rate -
(75:1) U1 16 1Hm
0.25 um Tml/min
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M99 8 (FiR)

Runtime Carrier gas/ Injection ATUIURNTN
Method Column o
(min) flow rate mode AN1sanentea
HP-35 MS, 30 split mode ,  aUNUFUBILEN
Method-3- Helium / . -
5 m, ID 0.25 mm splitratio  WAHYW 7 1A
Teruki 14.00 flow rate -
0.25 um (1:1) LAZANN LY 1
Tml/min -
TUR

splitmode , auWUFIRILAN
HP-5, 30 m

Method-4- Helium / splitratio  wWmA1HW 12 18ln
19.50 ID 0.32 mm R
Kosumpan* flow 3.0 ml/min (10:1) LAazANTI W 7
0.25 um

WA

o

*adndl
VENNENUN

= aa [ % o d = a (% 1 [~
2. NANISANEAENSAN AR YAUELaNW AN BLATAI LU TuAad Il
= a a aal o dl o 6 = a o 1
nsAnelszdansnmassisnisannansiiiuayiusueswaiduuazati luwludaating
WAL11W NN13ANE IALANUIIANSRLAZNNTNALANLRIRENTANA (%Recovery) T9ANSRLAY
N1INALANLLITENTANATB9A19MIuNA 19 T3n Tneld Diphenhydramine luasuimsgiu
. n " N 1.2 . . .
nalu wazniniranmaianam 3 Audindu nanldne Naaudindunn (1.60  lulasniu/
Haaang) HA1TeaazNIINALALYe9IBN19ai g lWEa9 96.25-114.25 % NAuEindunan
(4.80 TulasnFu/daaans) HANTasarn1INAUAUINIIDNTANABL 1T 89.92-107.81 % Ua?
AMiNdiuge (9.60 TulpsnFu/dadans) HANseaazn1INAUANTIRIIINI9ainaL LUt 94.05-
111.29 % T¥FasazNIINAUANIDBINNIATRDY lutenusinsaniuaas UNODC An Anjat
AZNIINAUAUIAIIDNNTATA (%Recovery (411A)) atiludaq 85-115 %  $18AZIALALARAIAT

19719 9
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%Recovery (M98 A) TULARZAMNLTNTY

LNk 1.6 ug/ml 4.8 ug/ml 9.6 ug/ml
(rf‘i’ﬁ) ” (na9) ” (49) RSP
AM 101.26 5.28 102.12 1.69 110.16 1.66
MA 106.16 2.77 97.93 5.92 109.32 0.93
EA 106.17 0.81 100.72 5.31 110.77 0.78
DA 112.42 1.62 103.04 2.47 107.44 1.14
PMA 96.25 3.36 93.43 218 106.32 1.83
PMMA 111.29 3.72 106.97 2.18 99.27 2.74
MDA 98.80 4.51 101.98 3.04 94.05 2.40
MDMA 97.03 3.07 100.07 1.26 99.95 0.93
DMA 100.40 5.49 101.91 1.84 100.54 6.75
MDEA 100.03 3.34 98.19 0.75 109.37 3.70
MBDB 91.04 4.48 89.92 2.13 108.10 1.17
TMA 95.98 5.35 94.65 3.06 96.33 4.76
CN 102.14 5.39 103.05 5.61 111.29 4.42
FMC 104.78 5.48 99.19 1.97 108.27 3.09
MCN 109.20 4.28 98.21 1.74 107.77 1.63
MD 100.37 4.52 101.14 3.54 98.65 0.83
ML 109.35 5.85 104.72 1.73 106.12 0.70
BL 114.25 6.06 107.81 2.48 102.96 0.81
MDPV 99.69 6.55 105.21 0.69 101.90 0.85
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L4 (% q?’

3. NANFASIAFALAMINYNABIURIBIATIUNNAUITULALLTTLHUNA AN
\NEUMNNFEaNSUUR9 United Nations Office on Drugs and Crime: UNODC
HaNIN13NAA84 A LARIN 1IN ENUIITAIATIZUILASA NAUNALUN NN UILEIAINATD

[y

111 lun331AzifAeEn9a3e T53LATTIIUABIHIUNNTAIIAADLAINYNABIUANTEILAIIY

ada

P4 1 o dl Y a QI/ P 2 b % P4 1 o I
AITNUNABDN LWNUETLASAINU LW@IVLH@@’J’]NNLLSLWVLQ'JW Qﬁ"JLﬁﬁ‘ﬁ:ﬂﬂﬂﬁl@1ﬁgﬂm@ﬂLLNuﬂ’] N

ANHINNZANANNT0UN 1A LAz A usatneldase AatiuAsadufaAnEI ATadatANNY

& aala g . . dI dl A s Yo Qdd‘ o 49’
UNABNABNIDILATISU (Method Validation) sﬁ\‘lLﬂuﬂﬁ‘$‘]_|f3uﬂ’1§‘1’1@'1S\I’W?QEILLEHLLWJ’] AENNENUNUU

v
o A

nduiANgnsied Ineluuimienisasaasy AN liA1NNIRI§IUL99 United  Nations
Office on Drugs and Crime : UNODC AlEsunnseanuani lanifafunsiinszsiansly
NANELEANAR 1#un United Nations Office on Drugs and Crime .(2009). UNODC (Guidance
for the Validation of Analytical Methodology and Calibration of Equipment used for Testing of

lllicit Drugs in Seized Materials and Biological Specimens). United nation. New York. IR

v
o

N19A9IAABLANINYNFABITBIEDAATITI IFiNaN1IATIAael Al

3.1 ANALNIELANAIURINEILAFITI (Specificity/ Selectivity)
AINANNIZIANEAI T4 T3LATIEY wandlfiannlasunlaunsudsninilsenay 7
Sewudnen retention time ma‘ﬁl,ﬂuméﬁuﬁ'mmu@uLWmﬁuLmeﬁuﬁrﬂmmmuu Favsia 19
1iia fidaglutag 317 Wil amnsnuenainfinges diphenhydramine il iluansunnzgnu
nalu %\‘lﬁﬁ'ﬂ retention time Us2antd 13.6 19 LAZAINNINARAL sample blank 719U 10
Fiaasing wuqnlu sample blank | caffeine (CAF) ¥ Tudaunanlugingn 60 retention time 7
Uszannd 13 i %ﬂu’m’qmmumurﬁ”‘uﬁmmmaﬁﬂumﬁuﬁ‘mmLL@Mw\lmﬁmm:mmuu WAz

dsunquiiAze diphenhydramine (DP) iflugnsuinsgunielufioy Atuansluniis 10

100 | s g 5.2 8 z
B A =2 £23%E 2 =
2 $55 %3 3 22§ §2 ¢ £ gz &5 g

20

G0

20

(IR IATA AT (R TA TR A IR AT AT AR ARRTARTRRINTRARIAN
E)

L

RN A L LR L N A L RN LR N LR LR LA LN LR RN R
2 4 5] g 10 12 14 16 12

[}
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100

a0

jalu}

20

o |

TTT T TT T T[T T T T[T I T [T AT T[T T I [T I T [ TT T T[T I T T[T T [T I T[T AT T[T T [T I T[T I T [T IT T[T T[T ITT[TTTT[TT
g 10 12 14 16 15

=l

nilsznen 7 wanslasunlaunsunlfiannnisaszianslunguaeseyiussasuasinn iy
v & a | o & =

wazrayiusrasniiuu Tne (n) ulasunlnunsnassaslunguayiusraauas AN WLAL

ayRuFIaIARlUE AWEY wazarn1nsgunaly (o)dulasunlnunsuaes ABULAY

sample blank

F11319 10 uanINuRlfingWaed sample blank Nztizina11eIn1s3iAsIzianslungy

= a
wasaNRULazA Tw

A9 Auiléna1vl sample blank (n=10)
N 1 2 3 4 5 6 7 8 9 10
AM 3.50 0.00 0.00 0.00 0.00 0.00 0.0 0.00 o0.00 0.00 0.00
MA 417 0.00 0.00 0.00 0.00 000 000 000 0.00 0.00 0.00
EA 4.84 0.00 0.00 0.00 0.00 000 0.00 0.00 0.00 0.00 0.00
DA 5.01 0.00 0.00 0.00 0.00 000 000 0.00 0.00 0.00 0.00

PMA 768 000 000 0.00 000 000 0.00 000 0.00 0.00 0.00
PMMA 795 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
MDA 8.2r 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
MDMA  9.05 0.00 000 0.00 0.00 000 0.00 000 0.00 0.00 0.00
DMA 9.51 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
MDEA 9.74 000 000 0.00 0.00 000 000 000 0.00 0.00 0.00
MBDB 10.33 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
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m1919 10 (F|)

A9 Auildnaw Sample blank (n=10)
3 R
M5IIA ' 1 2 3 4 5 6 7 8 9 10

TMA 11.71 000 0.00 0.00 0.00 0.00 0.00 000 000 0.00 0.00
CN 587 000 000 000 000 000 000 0.00 0.00 0.00 0.00
FMC 6.04 000 000 000 000 000 000 0.00 0.00 0.00 0.00
MCN 6.25 000 000 000 000 000 000 0.00 0.00 0.00 0.00

MD 6.88 000 0.00 000 000 000 000 0.00 0.00 0.00 0.00
ML 11.49 000 0.00 0.00 0.00 0.00 0.00 000 000 0.00 0.00
BL 1225 0.00 0.00 0.00 0.00 0.00 0.00 0.00 000 0.00 0.00

MDPV 16.83 0.00 0.00 0.00 0.00 0.00 0.00 000 0.00 0.00 0.00

3.2 AARINARNMNITNTUNFAIFATBINITIATISATIAUNNUASLTILEN (Limit
of Detection : LOD and Limit of Quantitation : LOQ)

[ ]
v A =

mnﬂﬁﬁﬂmmwL%’mumﬁwqmmmﬂumjuﬁLfluﬂwﬁuﬁ'mmLL@NL‘V\Imﬁu
uazayiufaesAilug nudafiaonudaduiivszanm 080 lulasniumadans e SN
unndiderintu 3 fe a1sfiliien SN Hesfigeiinauidiaiu 0.80 Inlasniu/dadans tHun
Cathinone (CN) 1A SIN Wi 3.70 + 0.24 wazanailiian SN wnfigaiiranandadiu 0.80

lulasnfu/Naaans A Methamphetamine (MA) 19iA0 S/N winfid 40.02 + 13.01 wasimanu

1
4

¥ Y 1 dl o o = o o a { 4
L‘umumﬂuﬂqmmLﬂu@uwuﬁmmu@ummmu LL@?J'ﬂTéWHﬁT‘ﬂ\‘Iﬂ’WITuu WUITAITNEANTUN

D

dszanns 1.601ulAanTu/Aiadans Wik SN snndsitawiniu 10 Aaasdiliien SIN Hesdigad
A Nindy 1.60 Tulasndu/maaans tawn Cathinone (CN) 19iAn S/N WNAL 12.41 + 1.61 waz
ansfiliien SIN snfigeiiaaadisdiu 1.60 Tulasnsu/maaans 1Eun Ethylamphetamine (EA) 1
A1 S/N Wi 80.66 + 10.55

= o o acla el v o o v v o a a -
@Q@ﬁ:ﬂiﬂqq ﬂq?W@Ju’nﬁqLﬂ?"]gﬁ‘wuslﬁ?lE”I'ﬂqﬂ@ﬂ')']llwllﬂummqm@aﬂluﬂ’]?qLﬁﬁv]gﬁ/i

1 1
v A

BIAUNIW (LOD) aganudinduilszann 0.8 Tulasnin/iadans uazinainaaudinduingn
galun1sdmseidsiBuin (L0Q) e udindudszains 1.60  lulasnfu/dadans

?Wﬂ@tLﬁﬂﬁLL@ﬂ\‘]ﬁ\‘inﬁ‘%‘] 11 LAEAN9I9 12



AN99 11 LAANAN S/N Aa9ANNENdun LOD

Peak Retention Concentration
Name time (R) (ug/ml) SN = SD %#RSD
AM 3.48 0.9008 17.31+£7.12 41.14
MA 4.14 0.9304 40.02 + 13.01 32.51
EA 4.81 0.8696 35.19+£14.72 41.82
DA 4.98 0.8400 36.78 £ 11.94 32.46
CN 5.84 0.8220 3.70+0.24 6.48
FMC 5.99 0.8344 16.24 £ 5.75 35.40
MCN 6.20 0.8420 16.90 + 5.82 34.43
MD 6.83 0.8360 12.18 £ 4.16 34.09
PMA 7.62 0.8120 27.54 + 8.88 32.09
PMMA 7.89 0.7960 14.39 +4.79 33.28
MDA 8.21 0.8000 9.31+2.86 30.68
MDMA 8.98 0.8744 22.87 + 7.54 32.99
DMA 9.43 0.8272 10.60 + 4.27 40.26
MDEA 9.65 0.8808 29.62 + 9.50 32.06
MBDB 10.24 0.8336 29.17 £ 9.06 31.05
ML 11.38 0.9540 6.69 £ 2.24 33.52
TMA 11.62 0.8152 7.31+2.65 36.25
BL 12.13 0.8540 15.87 £ 5.51 34.72
MDPV 16.66 0.8660 22.08 £ 7.10 32.14




AN99 12 LdmeA S/N a9 Ndudun LOQ
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Peak Retention Concentraion

name time (R) (ug/ml) S/NSD. %#RSD
AM 3.48 1.8016 58.51 +7.49 12.79
MA 4.14 1.8608 79.93 + 7.81 9.77
EA 4.81 1.7392 80.66 + 10.55 13.08
DA 4.98 1.6800 71.19+£9.17 12.88
CN 5.84 1.6440 12.41 + 1.61 13.00
FMC 5.99 1.6688 37.91 +3.13 8.25
MCN 6.20 1.6840 39.90 + 5.35 13.42
MD 6.83 1.6720 37.61+4.43 11.77
PMA 7.62 1.6240 59.69 + 6.83 11.44
PMMA 7.89 1.5920 37.42 + 4.96 13.25
MDA 8.21 1.6000 29.46 £ 3.77 12.81
MDMA 8.98 1.7488 49.94 + 5.66 11.34
DMA 9.43 1.6544 32.78 £ 4.45 13.57
MDEA 9.65 1.7616 60.42 + 6.68 11.06
MBDB 10.24 1.6672 58.48 + 6.82 11.66
ML 11.38 1.9080 19.32 £ 2.63 13.64
TMA 11.62 1.6304 22.82 +3.28 14.40
BL 12.13 1.7080 36.98 £ 5.13 13.88
MDPV 16.66 1.7320 4547 + 4.76 10.47

3.3 AN ULAUAT (Linearity and working range)

AALFULY Internal standard  waLlUNNTIRLATIRIANINNTANETINNA 6 ANNLTNTL

Tun1991AT1 a9 3950 AaN NNl E INaaAANARIALARD L

=

aa
19N17T

1
=

AR N

v
Asdindiuilszanns 1.60, 3.20, 4.80, 6.40, 8.00 uaz 9.64 LulATnIN/Nanans antiutindeya

N1EaT9NTNN AN A NANAUE T AU NIAN N NT R TN TAINFU/RARART (WNU X) WA

2 1 2 1 1
gnsndanszudnaiuinlsinsvaesansiuiunlinsmaesansuinsgiunialuy (wnu Y) Geazld
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nalaesansusazainsNyiauun 19 n3a Ineld Diphenhydramine 1fuansuinsgiunialu
LAz ATUININNAN correlation coefficient (r) TeWLINANNITEWATIIS 19 NaW Wen r agludas
0.9980-0.9998 Faiflulilmiuinausinisaeniuues UNODC Aa AN r daaldmindn 0.990

PUAZIDUAUAAIAT AN 13

A1379 13 LAANANNITIEUATNUAZAN r TR9ANTILFAZ TR

ﬂ’]%‘ﬁﬁl’i’)@iﬂ linear equation i r

AM Y =0.1772x - 0.0859 0.9995 0.9997
MA Y =0.1974x - 0.0106 0.9977 0.9988
EA Y = 0.2142x - 0.0665 0.9993 0.9996
DA Y =0.1974x - 0.0747 0.9961 0.9980
CN Y =0.1316x - 0.1855 0.9959 0.9979
FMC Y =0.1311x - 0.0453 0.9979 0.9989
MCN Y =0.1578x - 0.1013 0.9956 0.9978
MD Y =0.1603x - 0.0625 0.9988 0.9994
PMA Y =0.1897x - 0.0083 0.9986 0.9993
PMMA Y =0.1578x - 0.0754 0.9997 0.9998
MDA Y =0.1432x - 0.0623 0.9985 0.9992
MDMA Y =0.1531x - 0.0122 0.9994 0.9997
DMA Y = 0.1499x - 0.0621 0.9976 0.9988
MDEA Y =0.1752x - 0.0246 0.9993 0.9996
MBDB Y = 0.1763x + 0.0001 0.9990 0.9995
ML Y =0.1031x - 0.0924 0.9969 0.9984
TMA Y =0.1410x - 0.0868 0.9994 0.9997
BL Y = 0.1507x - 0.0707 0.9973 0.9986

MDPV Y =0.1512x - 0.0343 0.9969 0.9984
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3.4 ANNLNEIARIIBILASIZI (Precision)

ANNHNENARIITILATIZH NN URNILEANF ATUFIRE N9 NANRS LAAIFIEIAN

& a

%RSD  rasayiusuasmn inazayiuirasa1iiuu luaianin d1ufunisdimensiludu
WAEIR7 (Intraday Precision) a1uq1 3 44 'ﬁmmLfﬂuzﬁummméﬁuﬂl,@uLWmﬁuLmz@uﬁuﬁmm
ANATULR Winfu 1.60 , 3.20, 4.80, 6.40, waz 9.60 lulasnfufiadaans Aualdu Tnailan
%RSD  TR4ANTUAAZTNA NUARZAMNENEL LATHANNTALATIZT AL LN TEMdNe Ty
(Between-day Precision) ﬁmm%’m?ﬁmmwﬁuﬁmuW\Imﬁuu@:@uﬁuﬁmmmmuuﬁ Winfy
160 , 3.20, 4.80, 6.40, 8.00 uaz 9.60 lulAsnsa/aaRanT USR]

fpnuidindiu 160 Tulasnfumadans fufl 1 a1siiliiAn %RSD Hasiigade
3,4-Methylenedioxypyrovalerone (MDPV) A1 %RSD infiy 0.88 LA IR AN%RSD mm‘?ia;m

A8 Methamphetamine (MA) A %RSD Winriu 4.70 Ui 2 @13iliirn %RSD Hetfgana 3,4-

=

Methylenedioxypyrovalerone (MDPV) A1 %RSD winfiu 0.88 wazd13n 1HA1%RSD Nnfidge Aa

q

A

Butylone (BL) #1%RSD winfiu 541 uazdun 3 a1snliiAn %RSD flaaignan 3,4-
P =

Methylenedioxypyrovalerone (MDPV) A1 %RSD winfil 0.87 uazd13n WA1%RSD uNnfidgn Aa

q

Methylone (ML) A1 %RSD infu 5.44

fpmnuidindiu 320 Tulasnfu/madans fufl 1 a1siiliiAn %RSD fHasigaie
Mephedrone (MD) A1 %RSD 1L 0.70 LLﬂzﬂWﬁf‘ﬁiﬁﬂ"}%RSD mm“f';a;m Aa Cathinone (CN)
AN %RSD WL 3.38 Sufl 2 @13 lHAN %RSD ﬁ@ﬂﬁqmﬁ@ 3,4-Methylenedioxypyrovalerone
(MDPV) A1 %RSD winfiu 0.64 LL@:mﬁ‘Iﬁﬁﬁ%RSD mnﬁzgm A8 Cathinone (CN) A1 %RSD

Winiu 534 wazdun 3 @13nliten %RSD Heeigana 3,4-Methylenedioxyethylamphetamine

1
al

(MDEA) A %RSD W11 0.91 waz@13n1#A1%RSD 1nn#ign Aa Cathinone (CN) A1 %RSD

Q

WINAY 3.89

1
= A

AANENTu 4.80 Tulasnfu/Aaaans Jun 1 4190 1%A1 %RSD Haananna

q
'

3,4-Methylenedioxypyrovalerone (MDPV) A1 %RSD winriu 0.31 LAZENIT AN %RSD NINTGA
Ao Fephedrone (FMC) A1 %RSD winffu 7.02 §ufi 2 ansiiliidn %RSD tetfignie 1,3-
Benzodioxolyl-N-methylbutanamine (MBDB) A1 %RSD Linfiu 0.57 LAZENsTIHAN%RSD 11N
ﬁzgm A8 Fephedrone (FMC) A1 %RSD iy 7.22 LATTUT 3 @nanliiAN %RSD ﬁ@ﬂ‘ﬁ'zgmﬁ@
1,3-Benzodioxolyl-N-methylbutanamine (MBDB) A1 %RSD ¥Nfiu 0.49 LAZAN3T AN %RSD

NG Aa Fephedrone (FMC) A1 %RSD Winril 7.17
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A

fenidindu 6.40 Tulasnfu/madang ufi 1 a1sfildien %RSD fasfigafe
3,4-Methylenedioxyethylamphetamine (MDEA) A1 %RSD Ny 0.27 Laz@NIRIAAN%RSD
mﬂﬁfqm Af Cathinone (CN) A1 %RSD WAL 3.50 $ufi 2 gn37iliAn %RSD ﬁ@ﬂﬁqmﬁﬂ 3,4-
Methylenedioxyethylamphetamine (MDEA) A1 %RSD infiu 0.47 LAZANITLHAN%RSD 1N
'ﬁzgm A8 Butylone (BL) A1 %RSD 1L 3.96 LATIUN 3 @nanliiAn %RSD ﬁ@ﬂﬁqmﬁﬂ 3,4-
Methylenedioxyethylamphetamine (MDEA) A1 %RSD i1y 0.40 LAZEN A IHAN%RSD 1N
fige Aa Cathinone (CN) A1 %RSD Wil 3.75

=

fipnnudindin 8.00 lulasnfu/daddns Jufl 1 a1siiliien %RSD feafigaie

3,4-Methylenedioxyethylamphetamine (MDEA) A1 %RSD 117U 0.69 LAzANIRIAAN%RSD

mﬂﬁzgm Ag Dimethylamphetamine (DA) A1 %RSD iy 6.09 Fuf 2 ansildien %RSD fiag

ﬁzﬁmﬁ@ 1,3-Benzodioxolyl-N-methylbutanamine (MBDB) A1 %RSD inriu 0.43 LAZENs RIS

AN%RSD mnﬁqm Aa Dimethylamphetamine (DA) A1 %RSD WU 6.25 LAZAUT 3 @ns Tl

AT %RSD ﬁ@m«?‘iqmﬁfa 3,4-Methylenedioxymethylamphetamine (MDMA) A1 %RSD iy 0.44
a

waza13N A1 %RSD 1 n7idn AB Dimethylamphetamine (DA) AN %RSD WinriL 6.25

q

=

fipanadindu 9.60 lulasniu/dadans Jufl 1 a1siiliien %RSD feafigaie
Cathinone  (CN) A1 %RSD  v1Au 1.26 LmzmamﬁﬁW%RSD mm’?izgm Af 34,5
Trimethoxyamphetamine (TMA) A %RSD ¥inriu 5.59 ufi 2 @197 lfiFn %RSD Hatfigaie
Dimethylamphetamine (DA) A1 %RSD infiu 1.79 LAZENIRIHA%RSD mmﬁ'zgm Af 3,4,5
Trimethoxyamphetamine (TMA) A1 %RSD 1My 4.85 LAZAUR 3 @n37ildien %RSD i’i@ﬂ'ﬁzgm
Aia Cathinone (CN) 1.63 A1 %RSD Wil 0.44 uaza"s7ilHiAN%RSD mﬂ‘ﬁ@m Aa 3,4,5-
Trimethoxyamphetamine (TMA) A1 %RSD il 5.56

agtludsandiaya %RSD ﬁnﬂmmﬁm%u WINPT %RSD 1edusaziu usia
WQWNL%N%H"H‘NLM@?J@’]? ﬁhummeﬁmm@ﬁmm UNODC ﬁ’ﬂ %RSD 13JLﬁu 15% ?WEI@?JL%F;IW

AN %RSD UANANTHANZTUA LAAIAIFANTI 14-19

3.5 ANULNUURIIBILATIEI (Accuracy)

AN ULBIITALATIEFIN TN AT ANRA LUFRE 98 dNE A LARIAQEAN
$R8ATN1INALAUNT (%Recovery) TavayusuaNaINBLazayiuirasafiluu Tuaansn
dl v v o = o & a dl
NAudniuvaase iUt ua i ularayiuiraaA A luunlszun 2.40, 5.60 waz 8.80

Tulasni/aianans muasu Tnaiien %Recovery aa9asusiazaiin Nusazadnidindu fevag)
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lug9e  85-115 % UATHANITIATIZIANNLNUIBNI TR Ta LS LA NN AN L AT e RS
289A% U TUaLanEA WUA1A

fannuidindu 240 Tulasniufiadans a1s7iliidn %Recovery fanfign Ae
Ethylamphetamine (EA) AN %Recovery il 86.41 + 0.83, %RSD Nl 0.96 LAzanT AN
%Recovery N’m‘ﬁ@'ﬁ A8 3,4-Methylenedioxypyrovalerone (MDPV) A1 %Recovery Wiy
111.04 £ 1.37, %RSD Wi 1.24

fannudindu 560 Talasniufiadans a1s7iliisn %Recovery faniiga Ao
Methcathinone (MCN) A1 %Recovery Ny 87.69 + 0.94, %RSD 1y 1.08 LATEN TR 1A
%Recovery mnﬁqm Aa Methylone (ML) A1 %Recovery Wiy 110.77 + 1.35, %RSD i
1.22

fannudindu 880 Tulasniufiadans a1siliidn %Recovery fianiiga Ao
Methcathinone (MCN) AN %Recovery Wnfiu 93.31 + 2.11, %RSD W1 2.26 LAZENT LSRN
%Recovery mm?‘izgm A8 Mephedrone (MD) A1 %Recovery winfiu 112.38 + 1.27, %RSD
winfiu 1.13

agtudnaindieyari3eaazn1INaLAY (%Recovery) UAZAT %RSD TBIAIUH

azailn Tuusiazaaadindiy inwnmusinisaeniuaes UNODC Aa An %Recovery aglutag 85-
115 % wazAl %RSD 1diAu 15% eazidenri %Recovery WY A1 %RSD 18481 TLAASTHA

LAANAIRINGI 20



F1379 14 UAAIANANNINUENT89NTTTAT TR LS La A HuLaz eriuirasa1 i Tuun A adindutlszanns 1.60 Tulasnin/diadans ludaetineen

WNAA (n=10) TSUALNAULALITUINTU A1 3 51

Day 1 Day 2 Day 3
Peak
Measured %Recovery Measured %Recovery Measured %Recovery
Name %RSD %RSD %RSD
value +SD value +SD value +SD
AM 1.7770 98.63+2.94  2.99 1.8331 101.754£2.73 2.68 1.7687 98.17+2.91 2.96
MA 1.7816 98.64+4.64  4.70 1.8061 100.00+4.63 4.63 1.8029 99.82+3.75 3.75
EA 1.7382 99.94+3.37  3.38 1.7520 100.73+3.07 3.05 1.7406 100.08+4.42 4.42
DA 1.7872 106.38+3.08  2.89 1.7813 106.03+3.46 3.27 1.7780 105.83+3.22 3.05
CN 1.6207 98.59+3.09  3.14 1.6673 101.42+3.50 3.45 1.6002 97.34+4.76 4.89
FMC 1.5832 94.87+3.99  4.21 1.5905 95.31+£3.89 4.08 1.5841 94.92+4.12 4.34
MCN 1.7125 101.69+2.26  2.22 1.7437 103.54+3.07 2.97 1.7219 102.25+2.71 2.65
MD 1.6998 101.66£2.98  2.93 1.7600 105.26+3.01 2.86 1.7911 107.12+£3.98 3.95
PMA 1.6230 99.94+1.50 1.50 1.6522 101.73+1.98 1.93 1.6159 99.50+0.91 0.91
PMMA 1.6498 103.63+2.79  2.69 1.6810 105.59+2.77 2.63 1.6659 104.64+2.23 2.13
MDA 1.5409 96.30+3.35 348 1.5774 98.59+2.79 2.83 1.5047 94.04+2.28 2.42
MDMA 1.7367 99.31+1.80 1.82 1.7553 100.37+1.23 1.23 1.7261 98.70+1.46 1.48
DMA 1.5188 91.80+£3.09  3.37 1.5712 94.97+2.36 2.48 1.5371 92.91+£3.75 4.03

(A%



AT 14 (p1R)

Day 1 Day 2 Day 3
Peak Name Measured %Recovery Measured %Recovery Measured %Recovery
%RSD %RSD %RSD
value +SD value +SD value +SD
MDEA 1.7507 99.38+1.40 1.41 1.7562 99.69+1.57 ™ 1.7679 100.36+1.55 1.54
MBDB 1.8293 109.72£1.07  0.97 1.8379 110.24£1.09 0.99 1.8259 109.52+£1.25 1.14
ML 2.0155 105.63£3.37  3.19 2.0696 108.47+4.62 4.26 1.9717 103.34£5.63 5.44
TMA 1.56155 92.96+3.43  3.69 1.5724 96.44+2.52 2.61 1.5191 93.17+1.74 1.86
BL 1.5530 90.92+3.19 3.51 1.5974 93.52+5.06 5.41 1.5322 89.70£2.19 2.44
MDPV 1.7836 102.98+0.91 0.88 1.7909 103.40+£0.91 0.88 1.7866 103.15£0.90 0.87

A%



F1379 15 LAAIANAYNINWENT89NTTTAT T e LS La A HuLazeriuiaasa i Tuun A dindullszan 3.20 Tulasniu/diadans ludaeting

a o A o ! o o o
LANFA (n=10) Tuduaeniularsenanedi aauau 3 Ju

Day 1 Day 2 Day 3
Peak
Measured %Recovery Measured %Recovery Measured %Recovery
Name %RSD %RSD %RSD
value +SD value +SD value +SD
AM 3.5203 97.70+£2.33 2.39 3.5458 98.41+£2.17 2.21 3.5434 98.34+3.29 3.35
MA 3.6175 97.20+2.55 2.62 3.6339 97.64+2.69 2.76 3.6341 97.65+3.83 3.92
EA 3.4215 98.37+2.40 2.44 3.4322 98.67+2.79 2.83 3.4342 98.73+3.02 3.05
DA 3.3203 98.82+2.87 2.91 3.3293 99.09+2.78 2.81 3.3296 99.10+3.44 3.47
CN 3.0204 91.86+3.11 3.38 3.2268 98.14+5.25 5:34 2.9918 90.99+3.54 3.89
FMC 3.2471 97.29+£3.15 ] 3.3139 99.29+2.62 2.64 3.2357 96.95+3.14 3.24
MCN 3.0965 91.94+2.22 2.41 3.1164 92.53+1.79 1.93 3.0943 91.87+1.73 1.89
MD 3.3005 98.70+0.69 0.70 3.3345 99.72+1.51 1452 3.2761 97.97+1.46 1.49
PMA 3.2092 98.81+0.75 0.76 3.2237 99.25+0.84 0.85 3.1913 98.25+1.27 1.30
PMMA 3.1385 98.57+1.83 1.85 3.1917 100.24+2.15 2.15 3.1392 98.59+2.04 2.07
MDA 3.0814 96.29+1.49 1.55 3.1597 98.74+1.91 1.93 3.0596 95.61+1.01 1.06
MDMA 3.4851 99.64+0.81 0.81 3.4979 100.01+1.03 1.03 3.4845 99.62+1.08 1.09
DMA 3.1510 95.23+£1.95 2.05 3.1815 96.15+2.11 2.20 3.0943 93.52+2.20 2.35

(9174



A9 15 (Fid)

Day 1 Day 2 Day 3
Peak
Measured %Recovery Measured %Recovery Measured %Recovery
Name %RSD %RSD %RSD
value +SD value +SD value +SD

MDEA 3.4963 99.24+0.88 0.88 3.5063 99.52+0.96 0.97 3.5063 99.52+0.91 0.91
MBDB 3.5682 107.01+£0.93 0.87 3.5851 107.52+£1.20 1.1 3.5672 106.98+1.21 1.13

ML 3.6976 96.90+1.64 1.69 3.7227 97.56+1.87 1.91 3.7126 97.29+1.66 1.70
TMA 3.0498 93.5342.21 2.36 3.1327 96.07+2.03 2.12 3.0406 93.25+1.92 2.06

BL 3.1693 92.78+1.82 1.96 3.2764 95.91+2.71 2.83 3.1231 91.43+1.80 1.97
MDPV 3.4633 99.9840.78 0.78 3.4662 100.06+0.64 0.64 3.4877 100.68+1.09 1.08

4%



F1379 16 ULAAIANAYININWENI8INTTTATzTaLu LeN B HuLazeiuiresa i TuwnAnudindulssann 4.80 Tulasniu/madans Tusaetia

a o A o ! o o o
LANFA (n=10) Tuduaeniularsenanedi aauau 3 Ju

Day 1 Day 2 Day 3
Peak Name Measured %Recovery Measured %Recovery Measured %Recovery
%RSD %RSD %RSD

value +SD value +SD value +SD
AM 5.3129 98.30+3.02 3.07 5.3814 99.57+2.57 2.58 5.3580 99.13+3.12 3.24
MA 5.5255 98.98+2.72 2.75 5.56932 100.19+2.31 2.31 5.5217 98.91+2.52 2.55
EA 5.1902 99.48+2.91 2.92 5.2130 99.91+2.66 2.67 5.1918 99.51+2.84 2.85
DA 4.9653 98.52+3.45 3.51 4.9715 98.64+3.43 3.48 4.9621 98.45+3.33 3.39
CN 4.6520 94.32+£3.10 3.29 4.8786 98.92+4.60 4.65 4.5937 93.14+3.08 3.31
FMC 4.9150 98.17+6.88 7.02 4.9886 99.94+7.19 7.22 4.9290 98.45+7.06 747
MCN 45755 90.57+2.72 3.01 4.5946 90.95+2.49 2448 4.5651 90.36+2.62 2.90
MD 4.9277 98.24+1.67 1.70 4.9787 99.26+1.48 1.49 4.9007 97.70+1.42 1.45
PMA 4.8266 99.07+0.88 0.89 4.8622 99.80+1.07 1.07 4.8160 98.85+0.77 0.78
PMMA 4.6872 98.14+2.84 2.90 4.7098 98.61+£2.74 2.78 4. 6889 98.18+2.46 2.50
MDA 4.7453 98.86+1.19 1.20 4.8193 100.40£1.77 1.76 4.7035 97.99+1.23 1.26
MDMA 5.3077 101.17+£0.74 0.73 5.3185 101.37+£0.70 0.69 5.2918 100.87+£1.74 1.72
DMA 4.8113 96.94+1.54 1.58 4.9051 98.83+1.27 1.29 4.7767 96.24+1.99 2.07

517



A9 16 (FiR)

Day 1 Day 2 Day 3
Peak Name Measured %Recovery Measured %Recovery Measured %Recovery
%RSD %RSD %RSD
value +SD value +SD value +SD
MDEA 5.2866 100.03+0.56 0.56 5.2956 100.20+0.58 0.58 5.2967 100.23+0.67 0.67
MBDB 5.3722 107.41+0.51 0.47 5.3886 107.74+0.61 0.57 5.3695 107.36+0.52 0.49
ML 5.5389 96.77+2.40 2.48 5.5425 96.83+2.76 2.85 5.5123 96.30+2.84 2.94
TMA 4.6767 95.62+2.42 2.53 4.7730 97.58+1.50 1.54 4.6345 94.75+2.84 2.99
BL 4.7845 93.37+1.89 2.02 4.9381 96.37+£3.53 3.66 4.7897 93.47+1.66 1.78
MDPV 5.2121 100.31£0.31 0.31 5.1939 99.96+1.69 1.69 5.2244 100.55+0.51 0.50

1%



F1379 17 UWAAIANANININWENT8INNTTATzTaLuE LeN B HuLazeiuiresa i TuwnAnudindulszan 6.40 Tulasniu/madans Tusaetia

a o A o ! o o o
LANFA (n=10) Tuduaeniularsenanedi aauau 3 Ju

Day 1 Day 2 Day 3
Peak Name Measured %Recovery Measured %Recovery Measured %Recovery
%RSD %RSD %RSD
value +SD value +SD value +SD

AM 7.1391 99.07+1.44 1.45 7.2044 99.97+1.49 1.49 ATrr 99.60£1.49 1.50
MA 7.4655 100.30£1.53 1.53 7.4864 100.58+£1.91 1.90 7.4630 100.27+1.56 1.56
EA 6.9526 99.94+1.87 1.87 6.9499 99.90+1.96 1.96 6.9419 99.79+1.89 1.89
DA 6.5875 98.03+2.26 2.30 6.5847 97.99+2.44 2.49 6.6138 98.42+2.10 213
CN 6.5808 100.07+£3.50 3.50 6.7368 102.44+1.49 1.45 6.5020 98.87+3.72 3.75
FMC 6.7186 100.65%2.71 2.69 6.7623 101.31£2.61 2.57 6.6936 100.28+2.66 2.65
MCN 6.0627 90.00+1.82 2.02 6.1012 90.58+1.71 1.88 6.0314 89.54+1.33 1.48
MD 6.5463 97.88+0.75 0.76 6.5915 98.56+0.91 0.92 6.5266 97.59+0.76 0.77
PMA 6.5006 100.07+0.90 0.90 6.5134 100.28+1.29 1.28 6.4923 99.94+0.99 0.99
PMMA 6.2812 98.64+1.32 1.34 6.3007 98.94+1.35 1.36 6.2608 98.32+1.45 1.47
MDA 6.3225 98.79+0.97 0.98 6.4370 100.58+1.47 1.47 6.3034 98.49+0.98 1.00
MDMA 7.0905 101.99+1.24 1.21 7.1300 102.56£1.01 0.98 7.0749 101.77+£1.32 1.29
DMA 6.4966 98.17+£1.29 1.32 6.6349 100.26£3.86  3.85 6.3861 96.50£1.32 1.36

yA4



AT 17 (p1R)

Day 1 Day 2 Day 3
Peak Name Measured %Recovery Measured %Recovery Measured %Recovery
%RSD %RSD %RSD
value +SD value +SD value +SD
MDEA 7.0562 100.14+0.27 0.27 7.0492 100.04+0.47  0.47 7.0439 99.96+0.40 0.40
MBDB 7.1060 106.56x£0.47 0.44 7.1096 106.61£0.58 0.54 7.0919 106.34£0.55 0.52
ML 7.4141 97.14+0.78 0.81 7.4436 97.53+0.75 0.77 7.4035 97.01+£0.86 0.89
TMA 6.3306 97.21+£1.06 1.09 6.3870 98.07+1.27 1.29 6.2566 96.07+1.88 1.96
BL 6.6048 96.68+2.88 2.98 6.8871 100.81£3.99  3.96 6.5478 95.84+1.64 1.72
MDPV 6.9197 99.88+0.58 0.58 6.9033 99.64+0.52 0.53 6.9135 99.79+0.74 0.75

1%



F1379 18 UAAIANANININWENT8INTTTATI TR e U LaN A HuLazeiuiresa i TuwnAnudindulssunn 8.00 Tulnsniu/madans Tusaetia

gWANHA (n=10) T AT UBAZIENIN9TU ANUaw 3 F1

Day 1 Day 2 Day 3
Peak Name Measured %Recovery Measured %Recovery Measured %Recovery
%RSD %RSD %RSD
value +SD value +SD value +SD

AM 8.9467 99.32+4.20 4.23 9.0217 100.15+4.45 4.44 8.9824 99.72+4.15 4.16
MA 9.4796 101.89+4.27 419 9.5235 102.36+4.33 4.23 9.5297 102.43+4.51 4.40
EA 8.8313 101.56+4.37 4.30 8.8620 101.91£4.10 4.02 8.8603 101.89£4.20 413
DA 8.4876 101.04+6.16 6.09 8.5170 101.3916.36  6.27 8.5159 101.38+6.33 6.25
CN 7.9613 96.85+5.51 5.69 7.9965 97.28+5.01 5.15 7.9864 97.16+5.44 5.60
FMC 8.4764 101.59+£5.92 5.83 8.5663 102.66£6.03  5.87 8.5556 102.54+£6.19 6.03
MCN 7.6387 90.72+2.68 2.96 7.6170 90.46+3.46 3.82 7.6927 91.36+2.50 2.73
MD 8.0489 96.28+1.10 1.15 8.0977 96.86+1.32 1.36 8.0694 96.52+1.15 1.19
PMA 7.9581 98.01x1.21 1.24 7.9456 97.85+0.81 0.83 7.9381 97.76x0.79 0.80
PMMA 7.7100 96.86+2.99 3.09 7.7473 97.33+£3.15 3.23 7.7228 97.02+2.93 3.02
MDA 7.8011 97.51+1.76 1.80 7.8519 98.15+1.29 1.31 7.8476 98.09+1.74 1.78
MDMA 8.7136 99.65+0.70 0.71 8.7594 100.18+0.45 0.45 8.7503 100.07£0.44 0.44
DMA 8.0519 97.34+1.44 1.48 8.1004 97.93+0.82 0.84 8.1124 98.07+1.28 1.30
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A9 18 (FiR)

Day 1 Day 2 Day 3
Peak Name Measured %Recovery Measured %Recovery Measured %Recovery
%RSD %RSD %RSD
value +SD value +SD value +SD
MDEA 8.7486 99.33+0.68 0.69 8.7607 99.46+£0.70  0.70 8.7423 99.25+0.71 0.72
MBDB 8.7704 105.21+0.86 0.82 8.7889 105.43+0.45 043 8.7955 105.51+0.50 0.47
ML 8.7595 91.82+3.01 3.28 8.8729 93.01£2.49 2.67 8.7904 92.14+2.86 3.11
TMA 7.8873 96.75+1.92 1.98 8.0850 99.18+1.73 1.75 7.9494 97.51+£1.95 2.00
BL 7.8293 91.68+1.78 1.94 8.2418 96.51+4.01 4.16 8.1491 95.42+3.55 3.72
MDPV 8.3753 96.71+£1.40 1.45 8.3802 96.77+£1.47 1.52 8.37 96.70+1.46 1.51

0S



F1379 19 UAAIANANINWENT8INTTTAT TR LS La A HULazeriuirasa1 i Tuun A adindulszinn 9.60 Tulasnin/diadans Tusaetinen

WNAA (n=10) TSUALNAULALITUINTU A1 3 51

Day 1 Day 2 Day 3
Peak Name Measured %Recovery Measured %Recovery Measured  %Recovery
%RSD %RSD %RSD

value +SD value +SD value +SD
AM 11.3071 104.60+2.62 2.50 11.3631 105.12+2.74 2.60 11.2787 104.34+2.85 2.73
MA 11.4662 102.70£2.80 2.73 11.4818 102.84+2.53 2.46 11.4382 102.45+3.03 2.96
EA 10.8028 103.52+£2.83 2.73 10.8317 103.80+2.64 2.54 10.7714 103.22+£3.08 2.99
DA 10.5712 104.87+£2.00 1.91 10.5595 104.76+1.87 1.79 10.5633 104.79+2.34 2.24
CN 10.9148 110.65+£2.39 1.26 11.0148 111.67£2.67 2.39 10.9011 110.51£1.81 1.63
FMC 10.2103 101.97+£1.87 1.83 10.3552 103.42+2.80 2.70 10.1478 101.35£2.03 2.01
MCN 9.2425 91.47+2.12 2.32 9.2809 91.85+2.20 2.40 9.2130 91.18+2.53 2.78
MD 10.6474 106.13+£2.73 2.57 10.6274 105.93+£2.46 2.32 10.5813 105.48+3.05 2.89
PMA 10.2825 105.53+£3.29 3.12 10.3469 106.19+£2.93 2.76 10.2505 105.20+£3.13 2.98
PMMA 10.2201 106.99+2.85 2.66 10.2273 107.07+£2.96 2.77 10.1802 106.58+3.26 3.06
MDA 10.0762 104.96+3.34 3.19 10.2245 106.51+£3.67 3.45 10.0921 105.1324.11 3.91
MDMA 11.0440 105.25+£3.73 3.54 11.0856 105.65+3.38 3.20 10. 9820 104.66+3.65 3.49
DMA 10.3732 104.50+£3.97 3.80 10.4786 105.56+3.53 3.34 10.3495 104.26£3.89 3.73

8¢,



A9 19 (FiR)

Day 1 Day 2 Day 3
Peak Name Measured %Recovery Measured %Recovery Measured %Recovery
%RSD %RSD %RSD

value +SD value +SD value +SD
MDEA 11.0404 104.45+3.58 3.43 11.0455 104.50+3.26 3.12 11.0168 104.23+3.46 3.32
MBDB 9.9132 99.10+4.21 4.25 10.5108 105.07+£2.64 2.51 10.4600 104.57+£3.40 3.25
ML 11.3991 99.57+4.96 4.98 12.7279 1l 8E201 1 1.90 12.5765 109.86+1.91 1.74
TMA 9.9497 101.71+5.68 5.59 10.0307 102.54+1.98 4.85 9.7745 99.92+5.56 5.56
BL 10.4028 101.51+£4.31 4.24 10.6250 103.68+3.54 3.41 10.5472 102.92+3.56 3.46
MDPV 11.0911 106.73+3.09 2.89 11.0657 10648+2.83 2.66 11.0753 106.58+3.24 3.04

cs



F11379 20 UAAIAN %recovery 183N15kATIzdRTUSuaNa AL TeRlfrasA T luun A dndusyinns 2.40, 5.60 uaz 8.80 TulAsniw/

Faaams M98 @nAn (n=10)

2.4 p/ml 5.6 p/ml 8.8 p/ml
Peak Name Measured  %Recovery Measured  %Recovery Measured  %Recovery
%RSD %RSD %RSD
value +SD value +SD value +SD
AM 2.7383 101.33+1.18 1.16 6.3871 101.29+1.57 | 53] 10.9520 110.53+£1.44 1.31
MA 2.7148 97.26+2.22 2.29 6.3867 98.06+1.27 1.30 11.0488 107.96+1.67 1.54
EA 2.2542 86.41+0.83 0.96 5.6497 92.81£1.30 1.40 9.9927 104.46+1.80 1.73
DA 2.6126 103.82+1.69 1.63 5.7208 97.2912.43 2.50 10.0694 108.98+2.46 2.26
CN 2.6447 107.25+4.05 3.78 6.0789 105.65+2.66 2.52 9.2546 102.35+£3.52 3.44
FMC 2.3501 93.88+3.54 3.77 5.2176 89.33+£3.25 3.64 9.5266 103.79+2.89 2.78
MCN 2.3239 92.00+1.63 1.77 5.1685 87.69+0.94 1.08 8.6425 93.31+£2.11 2.26
MD 2.7252 108.79+2.40 2.21 6.2151 106.33+£1.03 0.97 10.3219 112.38+1.27 1.13
PMA 2.5841 103.08+1.50 1.41 5.9738 105.10+£0.98 0.93 9.9181 111.04+1.26 1.14
PMMA 2.6293 110.10+2.11 1.91 5.7652 103.47+£1.43 1.38 9.7399 111.24+2.31 2.08
MDA 2.5347 105.61+3.40 3.22 5.9377 106.03+1.06 1.00 9.7764 111.10+£1.43 1.29
MDMA 2.7645 105.39+2.77 2.63 6.4603 105.55+£1.27 1.20 10.6499 110.72+£1.85 1.67
DMA 2.5479 102.67+4.29 4.18 6.1208 105.71£1.16 1.10 10.0631 110.59+1.26 1.14

€S



A137197 20 (5in)

2.4 p/ml 5.6 p/mi 8.8 p/mi
Peak Name Measured  %Recovery Measured %Recovery Measured  %Recovery
%RSD %RSD %RSD
value +SD value +SD value +SD
MDEA 2.7346 103.4942.20 P8 6.3871 103.59+0.99 0.95 10.6041 109.45+1.11 1.01
MBDB 2.3883 95.50+1.97 2.06 5.8414 100.11£0.60 0.59 9.8019 106.90£1.29 1.21
ML 2.6248 104.78+3.14 3.00 7.4052 110.77£1.35 19282 10.3309 104.02+£2.35 2.25
TMA 2.4081 98.47+6.24 6.34 5.9402 104.10+£2.82 N 9.5732 106.76+2.57 2.40
BL 2.6090 101.83+1.27 1.25 6.0511 101.22+£1.11 1.09 10.2844 109.48+3.48 3.18
MDPV 2.8848 111.04£1.37 1.24 6.4759 106.83+£1.04 0.97 10.7034 112.36£2.24 1.99

125
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3.6 NANNSALATIZRAIDENIENANAR
n3dAITsifaetNeanaRTiada N a1980n MRS iUR 1ML 7 Aaetng
AN d1TUATINNTRATRIANgataanEn 4110901 U4, Tnsnanniiiassiusasfiaasing
WU TBILAINTINWINLN LU A1N903 AT zidaetnaLdnaanfna ot zianzay
@ = a a L ! o 1 1 ! d‘ ! '
390139 UaztUsz@nann tne A1 %RSD 189umarAdeene agflutae 0.75-3.55 daaelugaans
2auiuYe9 UNODC 31882188A0INANITILATIEN A9AT9199 19-26 uazTasunInunsuaes

FnatinalfarsnatinafanInlsznaun 8-14

F0eeh 1 WALIMIINANUUUATNY TUIAEWENUALENANLIENN 0.8 [EWRAINAT YW

Uszannd 0.4 lruiumg dviingrasaedadaen 1 Wa windu 276.4 Aadnin

5.2 @
o i BTy < =
= Z NG a9 226 0838 9 S a® SN g

8 8 [

v b D beves Do b B b Deene benaa Dovaa by

3

=]

o
o
o

20 20 40 50 60 7.0 80 a0 100 110 120 120 14.0 150 160 17.0 180 190

nilsznay 8 wanalasunnuNINaa9snat NS ALLANGA Faagi1en 1

M13719 21 UAASERINFIUTENIN PMMA Uazasnnsgunielu 48978E197 1 (n=3)

2
1%

A5 Areaof PMMA  Area of DP Ratio  %@19134n5  1BN10uAN913qNE7

RTIANL/ WA (mg)

1 7006.22 24313.85 0.28816 68.06 188.12

2 6884.52 23937.64 0.28760 67.96 187.83

3 6941.72 23455.29 0.29596 65.60 181.32
ﬂ"]L'aajﬂ 0.29057 67.20 185.75
SD 3.1382

%RSD 1.69
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Fatieh 2 e msananuLuaiiAa I aduiuAuinatelszin 0.8 wuRNAT

wdsennd 0.4 ummAg Bvingynasaesnadaen 1 We Wiy 274.5 Jaaniy

3 5= = =

503 B A <3< 25 B8

3 Z S =z =% 2 558 83 8 &2 - % s g
E =5 B3 % §8%F 28% 2 = o=z 98 r

w

Qﬂé

203

10§

a-»|u|u||||nuu|||un|4u||uu.uu||n-p»u|uu|mn.u|||nnuu||un1uu|un|uu| |||||||| (RLRANRAZENRRRNRLRRR] RN LARAS IRAERIRIARS ILARANRARR] LRARAIRARLS ULAARIRARR] | LAEANERLE} | RLAANERE]
[=X: ] 10 20 30 <0 50 8.0 7.0 8.0 2.0 10.0 11.0 12.0 13.0 14.0 150 8.0 7.0 18.0 19.0

nlsznay 9 wamalasun nuNINIasIatNIdAtNENFA Aaatined 2

M13719 22 UAAIERIIAIUIEUINS Butylone LazanInImsguniely 2189588197 2 (n=3)

A% Area of Butylone  Area of DP Ratio %mm??qm%r ﬁmmmm’?ﬁqm’éﬁ
AIIANL/ LA (mg)
1 9094.16 24720.06 0.36789 75.76 207.96
2 9052.39 24715.19 0.36627 79.91 219.34
3 9356.98 24747.95 0.37809 73.53 201.83
V’]I’]LQ?QIEI 0.37075 76.40 201.83
SD 7.2534
%RSD 3.59
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Faaei1ed 3 1dREIMINAaNULUATIIANG TUIAEURIBAREINALIENI0L 0.8 [IURLNAT

wdsennnd 0.4 luRmAT tuingynasiettudag 1180 Windu 296.5 Jaaniu

E S = o=
E w . =iz £ B g £
55 @2 3 2% 54 % ¥ 2 5 2

Alsznat 10 wanalasun TnLNINTasFaatiNdRENENGA faatnei 3

AN 23 LAANARITIAIUTZIIIN MDMA meﬁmmgmmﬂlu 109598197 3 (n=3)

AN Areaof MDMA  Areaof DP  Ratio  %@N3Usgns  UsunuaNsLsgnsy

ATIANL/ LA (mg)

1 10711.42 24147.72 0.44358 52.74 156.38

2 10549.21 22790.45 0.46288 56.93 168.81

3 10666.09 23201.35 0.45972 53.64 159.03
V’]"]Lfa?ﬁlﬂ 0.45539 54.44 161.41
SD 5.3452

%RSD 3.31
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FateN 4 WAL MINANLLUATIAA U AEuEuALENaelszNI 0.8 EURLINAT

wdsennd 0.4 ummAg Bvingyasaetnadaen 1 Wm windu 301.2 Jaaniy

5 2 o=
E UE <2z <5 8
w3 2 355 @4 § #2989 8§48 §

ThiA

BL
CAF
«Dp

-MDFY

Asznat 11 wanalasunTnunINeasFiati Nl ntNEnGa faatinei 4

M1379 24 UAAIERINEIUTTUIN Methylone UATa1TNIATFIUNE T 289528199 4 (n=3)

A¥aR  Area of Methylone  Area of DP Ratio %miu?zgm%r ﬁmmmiu?zgm“ﬁrﬁ
AIIAaNL/ LA (mg)
1 4506.41 25688.47 0.1754 52.99 159.60
2 4789.88 25910.67 0.1849 51.58 155.37
3 4803.89 25858.75 0.1858 53.81 162.09
V’]I’]LQ?QIEI 0.1820 52.70 158.73
SD 3.3582
%RSD 2.12
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F0teN 5 WALIMIINANKLUATNY TUIAEWENUANENAUTZNIN 0.8 [IUFLNAT YN

szannd 0.4 wumung tvdngnasmedadaen 1 We windu 284.1 Haaniu

5 = = =
E w oo siz 25 B 3
2 %35 m3 3 289 82 % 2 &5 E

Alsznat 12 wanalasunTnunINeassiatindneN@nGa faasnei 5

M137149 25 UAAIERINEIUTTUIN Methylone UATa1TNIATFIUNE T 1895228199 5 (n=3)

p¥ai  Area of Methylone  Area of DP Ratio %mii_l?zw%r ﬁmmmm?zw%fﬁ
AIAnL/ LA (mg)
1 6082.58 24824 .57 0.24502 85.02 241.55
2 6130.99 24790.23 0.24731 87.88 249.68
3 5991.01 2458717 0.24366 86.99 24712
V’]I’]LQ?QIEI 0.24533 86.63 246.12
SD 3.3957
%RSD 1.38
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M137149 26 UAAIERINEIUTEUINS Butylone wazansnmsg ey 2189588197 5 (n=3)

Area of Butylone  Area of DP Ratio %mﬁ“iﬁ‘mlé ‘Lﬁmmzﬁ’lﬁ“iﬁqwéﬁ
AIIAnL/ LA (mg)
1 4252 .61 24824 .57 0.1713 3.74 10.62
2 4533.15 24790.23 0.1829 4.04 11.48
3 4465.70 2458717 0.1816 4.02 11.42
Alede 0.1786 3.93 11.17
SD 0.3913
%RSD 3.50

o ' dl (=1 = 09/ ¥ 1 Ly a
FARENN 6 LHAHININNANLLUATNAS muwm@umu@ummqﬂﬁ‘zmm 0.8 LTIURALNRAT

nlszanns 0.4 LURWAT Wntingyasaetangn 116 infy 295.2 Jaani

s = o
3 CUE A 5§< < o= 2 = E
2 335 w2 % 238 82 % £ 2 &5 E

Adsznay 13 warelpsun N Iuaa9Fag AL ANRA a1 6
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M137149 27 UAAIERINEIUTTUIN Mephedrone wazansuImIgIuniely 21895988199 6 (n=3)

i

AT Areaof MD Area of DP Ratio  %@193gns  FNNUa19L3gnE

ATIAaNL/ LA (mg)

1 8935.83 25251.45 0.35387 44.73 131.95

2 9155.64 25327.29 0.36149 48.78 143.91
3 8884.79 25113.79 0.35378 46.29 136.55
V’]IWL@?QIE 0.35638 46.60 137.47
SD 4.9238

%RSD 3.58

o 1 dl =3 ay ¥ ¥ 1 Ly a
FARENNT 7 LHALININNANULURAANLAN mummumu@ummaﬂi:mm 0.6 LHURLNAT

nlszanns 0.25 luRNAs ningnasewda winiu 90.10 Jaaniu

FMMA
DA
MDMA
i)
£

DML
il

hIRDR
-l
<Th

BL.

C

D

MDPY

MY
FMA

s
3
=
&
&
3]
R
&
3
®
®
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AN9N 28 LAANARINEIUIL NI Methamphetamine mewmmgmmﬂimmﬁq@ﬂ'wﬁ 7

(n=3)
pSail Area of MA  Area of DP Ratio %miiﬁqmﬁf Lﬁ‘mmmm?zgw%u
ATIANL/ LA (mg)
1 21226.64 24073.79 0.8817 11.78 10.62
2 21800.84 23701.62 0.9198 12.61 11.36
3 21571.75 2384411 0.9047 12.41 11.18
ﬂ'WL'ﬂE‘]IEI 0.9021 12.27 11.05

SD 0.3182
%RSD 2.88
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NN9A3IAADUAINYNHBTBIRTALATNETNRMUN TN BUTUINIBAINAID 411090
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o

Fatneenianfinlfatnagnsiasnan1aiiATIzIinugn TN UAWEHNUANNINUTNNTEaNTUYe 3

o

UNODC Tngnanisnaaadluusaznnsimesii dunsnesune limaan
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Parameter

Validation requirements

Acceptance daiteria

{B) GOHPLY Capillary electrophoresis (Continued)

Specificityf
Selecuvity

Az for qualiadve analysis

As far qualitative analysis

LOQ

Analyss, coce each, 10 sample blanks exoacted from a rypieal
drug matrix each coniaining the drug at concentrations near

The LOO should be fiv for purpose (e,
if participating in an extersal quality con-

Limearicy and
working range®

Analyzz a blask sample and slx independenty prepared blanks
containing the drugls) of intesest at different six concentradons
evenly spaced covering the range of interess,

Working range should be fit for purposa,

Precisicn under
repeatability and
reproducibiliny
conditfons

Analyza 10 independenily prepared blank zamples spiked with
the drugls) of interest at each of six concentratons across the
wogking range and express the variation in terma of the standand
deviation at each conceniraton,

RAD for the lower contrels must be lower
than 20% and for the other conimol levels
betier than 13%.

Accuracy

Anzlysz 10 independenily prepared blank samples spiked with
the drogis) of interest at threg different levels (high, medium
and low} and express the difference between the mean result
and the expected resolt as a percentage

Emors for the lower controls must be
lpwer than 205 and for the other control
levels betier than 15%.

Recovery (whers

Prepare samples of the target analyte at three different concentra-

Recovery should be reproducible to within

exiraction is tons in & gypical marrx, Make five replicate extracts of each +13%,
required) sample, To each extract add a known amount of internal sand-
erd. At the same time anzlyse sandard selutions of the mrget  Mote: As indicated in part 2 F, the abso-
analyte(s) conmining the same amount of intermal standard. The ot percentzge recovery is oot critical a5
recovery i5 then calenlated by comparing the ratofs) of analyle  long as it is reproducible and provides
peak ereas o inernal sandard peak area (5) for the extracied  adequate LLOKY
and unextracted samples.
(&) UNODC
Recovery % = ([ALAZ)[ATALD x 100 e
For the extracted samples:
Al = peak anea of analyee
Al = peak area of internal standard
Guidance for the
For the standard solutions: Validation of Analytical Methodology
and Cal?bralion.of Equipm_ent qsed
A3 = peak area of analyte Materal and Biolagical Specimens
Ad = peak area of internal standard
Uncerainty Estimate the errors at each stage of the analytical process using  As a general guideline, uocertinty should

the dat from the validadon where evailable end calculate the  be in the region of £15% at DO £105%

overall uncerfinty (see 2.6},

mid-range or higher

More! Inn GC-ME, the miss spectrometer <ol be operated o eiltser the repetitive L] sian mode or e Selected ko Manilering (SIM) mede. I LC-M5-MS, the mass
specirozmilic ekt be operated 1 either T repetitve Al scan sedde of B e mulliple redion seiang (MM meds,

A widsznau 15 memmeﬁmmgmslumﬁLmﬁzﬁmﬁmm 199 UNODC

[17]
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» o wdnsaetng
sVl - - Area of PMMA Area of DP Ratio
(Haangu)
1 0.34 7006.22 24313.85 0.28816
2 0.34 6884.52 23937.64 0.28760
3 0.36 6941.72 23455.29 0.29596
ALRAE 0.29057

andayanlfaniasasuiatasunTnna W wudnan ratio 199997 1 Winri 0.28816 Aa
A1 Y luannadunsy 29ann19idunsenes PMMA aan Calibration curve A9
Y = 0.1636x-0.0904

UWNUAT Y FeIAN ratio NG 0.28816

0.1636x-0.0904
(0.28816+0.0904)/0.1636

X
2.3139 = X
AauaA 1NNAeaNe 10 win (Thilem 1 Aaaans U5uilFuans 10 Radans)

LAANINAN NI NIRRT NaUAaa Ad 2.3139x10 = 23.139 lulpsndu/aaaans
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81 A7U9U 10 HadART N3N0 PMMA winfu 231.39 lulAsnsu
FIFRENNHN 0.34 NAANGU axlan? PMMA  winAw 0.2314 TaaNTH
BH9AN881907 100 HAAN5N Axla1T PMMA  winAu 0.2314x100
0.34
WINAL 68.06 %

Fnatinei 1 wviinsalda windu 276.4 Naaniy
NIzaziiu Wingn 1 Weazd 15810 PMMA  276.4 x 68.06 = 188.12 AAANS«

100
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&5 ANNTLAURTY R R
AM Y =0.182x - 0.0942 0.9998 0.9999
MA Y = 0.2014x-0.0201 0.9987 0.9993
EA Y = 0.2072x-0.0347 0.9995 0.9997
DA Y = 0.1903x-0.0448 0.9991 0.9995
CN Y =0.1273x-0.1479 0.9976 0.9988
FMC Y = 0.1215x+0.0002 0.9978 0.9989
MCN Y =0.1724x-0.1052 0.9983 0.9991
MD Y =0.1732x-0.1032 0.9982 0.9991
PMA Y = 0.199x-0.0374 0.9992 0.9996
PMMA Y = 0.1636x-0.0904 0.9965 0.9982
MDA Y = 0.1502x-0.075 0.9996 0.9998
MDMA Y = 0.1543x-0.0203 0.9982 0.9991
DMA Y = 0.1575x-0.0674 0.9993 0.9996
MDEA Y =0.1724x-0.0106 0.9999 0.9999
MBDB Y = 0.1702x-0.0253 0.9974 0.9987
ML Y =0.1097x-0.1094 0.9986 0.9993
TMA Y=0.1466x-0.0824 0.9971 0.9985
BL Y = 0.1553x-0.0494 0.9983 0.9991
MDPV Y = 0.1501x-0.0301 0.9971 0.9985
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