ginsaliazIEAuiiumide

1 gnssimanaany

Mass spectrometer ;'u Trio-2000 UBIUSEN Fisons Instruments 911@A
UsTmAans191UN5

Mass spectrometer iu MD-800 ¥PUSHW Fisons Instruments 9119
UszmAans19e19ns

Gas Chromatography 5: U GC-8000 UDIUTHN Fisons Instruments 1na
UszmAaNI1¥eIUINT

Column DB-1 fused silica capillary, cross-linked 5% Dimethylpolysiloxane
g1 30 w3, Wuruguinannoly 025 W, AMWIYEITaY
0.25 lulnswas ¥eIUTIN J&W Scientific Ussmaanigomsn :

Column DB-5 fused silica capillary, cross-linked 5% phenyl methylsilicone;
o1 15 was, @usuguinamely 02w, Anumuwesildy 03
155 1A50R5 VOIWSEN J&W Scientific Uszmpanigomim

In3pat Mettler Ju AT 200 Uszmeaadenvesuaud

Lﬂ?ml‘llth (Vortex) iu Vortex-Genie No.2 Scientific Industries Inc., U.S.A.

Lﬂ?ms:mauﬁmuunuu (Rotary Evaporator) iu R114 v93UTYN Buchi
Uszmaeimaosuaud

Sredmiunderifou (Water bath) J1 B480 R114 YeauTn Buchi Uszine
adaeiuaua

inSpequilavounadiy 510 ¥BIWTHN Water Associates 1A Uszma

anigoIm
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2 ghaiall
Sep-Pak C,, cartridge UBaU31IM J&W Scientific Uszmsanigomin
Potassium hydroxide ¥84U5¥N EKA KEMI Usemaaiiau
Anhydrous sodium sulfate ¥84U35N Fluka UszmAaaizesiaud
Potassium permanganate Y84U3EM Buchi Uszmaniawesuaud
L-cysteine ¥89U31M Sigma Chemical Co..Ltd. Uszmsanigomsn
Hydrochloric acid ¥84U31iM Carlo Erba Uszmada
Boric acid ¥09U31M Fluka Uszmsadmaesuaua
Monohydrogenpotassium phosphate v09UTHN Fluka 13 zmﬁﬁ"‘mwas" uaus
Dihydrogenpotassium phosphate 484135M Fluka Uszmsenizosuaud
B-Glucuronidase 910 Escherichia coli U®UTH" Sigma Chemical Co.,Ltd.
Useimsansgonsn
Acetonitrile AR grade ¥8UFM J.T. Baker Inc. Uszmsanigonim
Ethanol AR grade U991 L.T. Baker Inc. Uszmaamigomsim
Methanol AR grade ¥BU5¥M J.T. Baker Inc. Yszmaamigomsng

Formic acid ¥84U55" Sigma Chemical Co..Ltd. Yszmaanigomsn

msdpuiuinasgudieiedida1dnnuitv Sigma Chemical Co.Ltd.

Uszimaansgomsm

15032AY (Stimulants)
D-Amphetamine Sulfate
Benzphetamine
Caffeine
Cocaine
Cocaine HCI
(+-) Ephedrine HCI
Ethamivan
Fencamfamine

Fenproporex



(+) Methamphetamine HCl
Methoxyphenamine HCI
(1S,2R)-(+)-N-Methylephedrine
(1R,2S)-(+)-N-Methylephedrine
Methylphenidate HCl
Phendimetrazine Bitratrate

(+-) Phenylpropanolamine
Strychnine Free Base

Theophylline Crystalline Anhydrous
B-Hydroxy Ethyl Theophylline

ﬁ_‘lﬁ]{ﬁjmﬁlﬂﬂjﬂlmﬂﬂﬁﬂ (Narcotic analgesics)
Alphaprodine HCI
Buprenorphine
Codeine
Levorphanol Tartrate
(+-) - Methadone HCI
Morphine Sulfate
Nalbuphine HCl

Pentazocine HCl

mﬂﬂﬁﬂ.ﬁﬂ_‘l (Beta-blockers)
Acebutolol HCI
Alprenolol HCl1
Atenolol
DL-Propranolol HCI
Labetalol HCI
(+-) Metoprolol - (+) Tartrate
Nadolol
Oxprenolol HCI



mm.ﬂ.ﬁﬂﬁlﬂﬁﬁﬂﬁ (Anabolic steroids)
Bolasterone
Fluoxymesterone
Mesterolone
17A-Methyltestosterone
Oxymetholone
Stanozolol

Testosterone Propionate

nuuilaaiz (Diuretics)
Acetazolamide
Amiloride HC1
Bendroflumethiazide
Benzthiazide
Bumetanide
Ethacrynic acid
Furosemide
Hydrochlorothiazide
Mersalyl acid
Spironolactone

Triamterene



L) o a a o o a o

1 "

dihndufiusmindesu (Deionized water) ¥1NM3INENG Reflux) A0
Tﬂummé’mmﬂaﬂmammmﬁaﬁﬁﬂms5u‘n‘s't‘fﬁﬂxﬂu&g’lut‘i? Funalidnd 3 dalw
wdannrnilundundaio lunsugwanadn

2 MIIATUNMIAYMUNATIIU

ﬁwmv’u’mﬁ'wmmgmudawﬁﬂmv‘hmsmaaumsnzmmﬁmﬁanﬁ’w‘h
azmefimanzay

wsumsavawedasuiannududy 100 dwludwdn Epm) v
WEIUBA 70% (V/V) Tt udanhwideslildanududy 10, 20, 30, 40 uaz 50 daulu
dmau (ppm.) ﬁwn%"n‘l%’ﬁ‘lumsmmgmlumsﬁ%’nnﬂﬂmmg‘m

Wituasazaezunueanmassssan Uiy 100 dauludrudau
(epm.) Tuwsuea 70% (V/V) Th udninnideslifldamududu 10, 20, 30, 40 uaz
50 dauludwdau ppm.) dwiuldtiumsnasgulunmsadunsmtinasgu

wisuesazawnduilaanzanududu 500 dauludwdiu Epm) v
1BFIUBA 70% (V/V) Tuih udniwadenaldIdadudu 10, 20, 30, 40 uaz 50 dulu

dudau (ppm.) dmsuMidumanasgulunsadensvinasgw

a o A4 A ) A o o aq 9 e
w3 snigmandeudi laslddmdsenoumiloudnhazaeilsinoums

araoAIgI Uag iAunsanesiin (Formic acid) Wldanududu 1 %

4. a i 4 I ] 9) a
- o y v S - a 2
msdmsevasaeaiwlszan  ondlanuiia, szuuvednmassoun uas
ndullaenz  TaoldmaiinandalasulansMuvaanlnlaswas  Aldundaduiindoou
a a d Aw @ L .

siiauealuamesninsawesinifaloos luadu (LC/MS : Atmospheric Pressure Chemical

v v >

Tonization Technique) Uazifudoyamwizdosuniszguinminiu (APCH)
Snyinsuanaavesmsunazsiaileld cone voltage A1 9 U MIsANYI

v Y q9 Y ¥ ' a9 o Y ¥
msLmnm'umfnsﬂzﬂaﬂ‘vmimmwmluqan'nﬂnﬁwnamﬂmsmmgmmmwuw 100
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1 M B o é ‘
dnludmdm Eem) Yines 100 lulasdasdundes LoMs Taoase (direct loop
injection) Tno Tk unedul HPLC

s Hgluuumsuandavesmsusasyiia

~ 1T a 3 v 3 L4 3 A

worsaiveeuniivianilan i dygratisnudugiiqadezidon1d
fmiumasam

a o v § &

WO UINTUANAIVBINITN cone voltage g4 9 (Uszanat 70 - 80 Taas) aa

a o A o da 9 ) & @ °

mssziansuandnnn lagidenfiniianudugainae q #n Fududnvuzdumevosmns
udnzyila udregUidumandminlflunsasedudu

& o s A aa 1 a L4 =<

11839108A3 1013 Tnavesigmandeuniinadenu 1 lunsSinszinnss
9/ 3 [ 3 & e P [ 3 v
AeamdaIIms navesigmamdeuniimnzaniiga Taonaaealfusasims Inaseud 0.2
va i Tdoud 1 wa i

Cone voltage UHaABMSUANAIUBINS uazunnandiulumsudazyiin 5
9 a £ a 4 P ¥ a a '4
ABIM cone voltage MM 1A lumsTinswigengavesasudazaiia TasSinsizviuy
Selective Ion Recording (SIR) Tﬂuﬂ'uﬁnﬁaauﬁiﬁﬁtymmn’fuﬁm ué”:ﬂ%’n cone voltage

\J a . 2 L ‘yl o J $

Tianudndnddn q ndwninhdeyannSoufeuiui ldns

1 corona voltage ﬁmmzﬁuﬁqﬂ

manududuiidmgaiezannsoiingzfd detection limity Tnodayaa-
nialdvzdeddinmuduganidyanasuniu (signal to noise ratio) ldn 2 v Tausa

v = s d

VUAVBITYYIUTUNIUNINYBAYDINNNFINGALaz N TfNgA (peek to peek)

ihnsmhnasginamdudu 10, 20, 30, 40 uaz 50 dauluddau (ppm)

Answimgniidiuduas (inearity range)

adunsmhinasgulaoldaunsonnsoBudunse (inear regression)

mlfnumsildnnnsatandy % Recovery) TaomsiasieruSunm

] t 4
amsdesiwluilaensi Iddumanasguas luasihilamn: Wasadao3imsde Ui

ada o o’:’ P
4.1. J|AAZMeanuiial
> o o o sy : 2 aas
Juseumsanagianuiimninilaaizdinildisnisues 10C #ai35ns
i 4 0
aao il ldilaaaz 5 wa. lunaeadwmiuily Bunsalelasaaeananududy ¢ N
U31as 1 wa. uaziAy L-cysteine 100 0. wguw1 9 tiuiigungid 100%%. Huna 30 wit

L d »
udna Veugumgiivhiugungiivesiudu diethylether 5 wa. weuiunm 20 wf 9ty
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hlilihidi 2500 seusiowiidiunm 5 wil ansuvesBimosnadliy pH daufidhnir 1
dh 9.6 Tasldmsazawuesmiviles sy tert-butanol 0.5 W@, diethylether 5 .
4oz anhydrous sodium sulfate 3 . Tagnudaver 20 Wit 1hlihudrgesuvosdisesid
hlisemeliudedae rotary evapotator  vinthimazmsluahazaoiitsenoudas

[ 4 » ]
wsweauazthludasidu 1:1 1 va. FureumsiaSondretwagldnmi 7

faanz 5 va.

)

1A cysteine 100 un.

6 N HC1 1 wa.

UuNgumngil 100°%% 30 Wi

1 diethyl ether 5 ya.

A AN -
weudnir 1ty

*’I“yaddumsmmaﬁun‘s’ﬂ'
v KA :

drunazareluii

i

Uiy pH Wil 9.6 Srevesmivives

=

AN t-BuOH 0.5 ¥a.

diethyl ether 5 wa.

sodium sulfate 3 .

.

wiwdnhlliugadiulaudniluszme

I

aza1un1n 14 mobile phase 482111 11/n504

i

1R 1evidae Lo/Ms

4 c’: o 1) o v a '8 :1‘
2w 7 Yumeumsmsondeindmiuiinseintasulinidas LoMs
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hmsazaoi ldunsewdiRadunses LoMs TassamsdSuas 50
- T o = o L) 3 1] 4
Tulnsdas Taoliiuaedus! BPLC Sins1evuuy SIR Taoiuiinmmzdesuiiiulade il
Acebutolol ﬁuﬁnﬁaeuﬁﬁma 337 Da.
Alprenolol 1uiindeouiiinla 250 Da.
o - A
Atenolol 1ufindeouiinia 267 Da.
L
Labetolol 11uNndosuiiuIa 329 Da.
Metoprolol 1ufindoouiiinia 268 Da.
Nadolol Yfuiindesufiiiuia 310 Da.
Propranolol 1fufindeesuiiiiuia 260 Da.
Oxprenolol 11u#indoauUNINIA 266 Da.
- a é’ a = 9 o v =Y
minlasun Inunsullinfadundennfams hinsassaeudmusesuiia
[} i 4 E 4
mlauazasenudeounldasrsmetlanuiiaviiala Wasdonluilaamzeoniindasy
= ) ﬂ’l‘ 9 o - [ -1 o ] oyd G’l’ £
awiiaiu wasliiinisasntudulasnisfamsdiededionads 1a0U5y Cone voltage
' LY =) 3 o o L 3 d
Tl so v neundNaiudinngudoouilddmivasstuduoniasuiioiagy 13 lumsa

a o A ' = G’l’ = ~ o’:
Wlﬂ'W'UEQGUﬂiUﬂﬂﬂ’JOfJ']'ﬂu‘ﬂﬁﬁn&’UU'}ﬂﬂﬂu‘ljﬂ'l‘lfuﬂ‘u‘u

4.2. Winnzdeed luuesuuednmansoss :
duneunisafaoziuuoAnmABIBeA 1933N 15Y0e Masse LATANE

(37) 1ff99n 383909 10C Aoefimsnionnedinl XAD-2 UAIBAIAYDY Masse 14 sep pak
C,y Fifoaldmiunsasaniuilaaizeduds uar Masse wenIEnsaiaTinldua
msafanduAndi3ives 1oc &aiiSEnsdede I ve sep pak C,¢ cartridge AIUIITIUDA 5
wa. wazthndu 5 wa. viniuldilaae 2 va. a4l sep pak C, cartridge Lﬁei‘]ﬁmazgn@ﬁ
sonmuaudasededauindu s wa. udavmivsosdeoninlavld wiwea 5 wa. nhlsf
whsdrounaTulnsiouiigangi 40%%. azmudaumniimdedavesFaminiles (pH 5.2)
anudaudu 02 Twand 1 wa. thillafamAvseoadeasslavld dietyl ether 5 wa. dau
nouginamdvseehszegluerdiaminies  WunalulasouherSmminives Tudei
qungil 40°%. uduAY p - glucuronidase 25 Tulnsdns vuiigangd 55%%. Wunan 1 v,
wiennie BIHEuududy K,CO, 100 uA. uaz diethyl ether 5 ¥A. IWEIAY vortex-mixer
Huraan 30 Ui 1AY sodium sulfate anhydrous 1 n§1 udAVRARBRWIUNE 10 WAR 11

: 2 : &
Tiluii 2500 rpm. udrgatuvesdises i Ididuduinlanhlsemods  rotary
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v L 4
evaporator td230h llazansludnihazaemlszneudiowsivealunh 70% 1 wa. Tunou

L) a ] o d‘
ﬂ'lilﬂiﬂl.lﬂ’]ﬂﬂ'l@ﬁ?ﬂﬂﬂﬂ'mﬂ 8

flaeiz 5 wa.

l

vaomtuea 5 wa. udnillsame It

lamsazawadluneduil XAD-2

l

@uloadmivivlos pH 7.0 Arwidudu 02 M 1 wa.

e diethyl ether 5 ya.

L

ANTIENAY LC/MS

v ¥ 9
FUVDITTAZAWOUNTO Fuvoai
szmodihazaeduns g 1uns laTas ladadroeulmion
E. coli
J ¥'s
Q2070 residue A28 mobile phase N304 U 55%% 1 92Taq
l !

1A potassium carbonate 100 4.

Y diethyl ether 5 ua.

!

wen 10 w1 wazi Uiy 5w

o o a adq 9 9
3L"Uﬂ7ﬂ1ﬂ$ﬁ1ﬂﬂuﬂiﬂ1ﬂllﬂq

2

azaeNINAY mobile phase M1 11ns04

\ A
ANTIENAW LC/MS

] 9
mﬂﬁ_a 'ﬁ'uﬁt‘mmsm‘s’uumameﬁmsmmswﬁazuunaanmﬂasauﬁ'ﬁ"zﬂ

LC/MS
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thesazawitldnnsewdiadundes Loms lagRams so0 lulasdns
Ansduuy SR Taotufinmmizdosuiitulade lui
Bolasterone ﬁuﬁnﬁaauﬁﬁma 317 Da.
Fluoxymesterone ﬁuﬁnﬁaauﬁﬁma 337 Da.
Mesterolone 1u#ingesuiifiuan 305 Da.
Methyltestosterone ﬁuﬁnﬁaauﬁﬁma 303 Da.
Oxymetholone 11u#inSooUTINYIA 347 Da.
Stanozolol Tfufindeoufifiuia 329 Da.
Testosterone propionate ﬁuﬁnﬁaauﬁﬁma 345 Da.
mniﬂmﬂmmsuﬁﬁmﬁﬂifunﬁ'wmﬁﬂms“lﬁ'ﬁmﬁm’:ixfrauimnﬁaauma
whlauazasetudosuiildnsremezunuednmnesesduiiala Wasdonluilaeizon
fezuuvednanoseudwiiaiy uazlihmsarntudulasnisiamsdiedudsnnss Tae
U5y Cone voltage ity 80 V. AeuudrSuiufinngudeeufilddmsvasduiuozuuy
ednmaosaoaiagy 1 lumsng mnnudesunsunndteh luilaanziiosuuvednam

d a o’a’
2IvUATUAUU

4.3. Minnzdnduilase
e’: [ % [ Yt A A asy
yureumsananduilamiznnilaanedingldiinsues 10c 85505
b4 (4 3 Lol
Aol ¥¢ sep pak C,, cartridge #aumim00 5 A, uaziNdY 5 wa. st ldiaaos
2 L d v
5 wa. 891U sep pak C,, cartridge etlaanzgngavenruauditediedandngdy s va. uas
n-hexane 1 ¥a. iudufifneglunednilasyzdae diethylether 6 ua. uay WMo 2 1A,
T 1 o 4
ihdwid Iéamua lszmolfutalao1$indes vacuum rotary evaporator 8¢ vacuum
] L ¥
desiccator udruANFNhazawiiszneudomsveanseali 70% 1 va. Tumey

ManIoNAIedeagURIn NG 9
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ez 5 ua.

\ 4
lamsazawaslundy Sep-Pak C18

A 4
YA diethyl ether 2 3@

E 4
HAZIEIUBA 2 ¥a. 3 AT

W
semenwlagyama

W __
AYaUNINAY Mobile Phase 118211 1Un504

V_
AN LC/MS

¥ v
ﬂ_’lﬂf]_Q ‘UuﬂﬂuﬂTilﬂ?UUﬂ?ﬂdTQﬁT"SUQlﬂi'lxﬁﬂ'l‘ll'ﬂﬂﬁﬁ']')zﬁ"w LC/MS

ilnseadaiadunies LoMs Tasiams so lnsaas Sinseruuy
SR Taotiufinmmeseouditade il

Acetazolamide Tufindooufifiuna 222 Da.

Amiloride Tufindooufifiuna 230 Da.

Bendroflumethiazide Tufindeeufitiuaa 322 Da.

Benzthiazide Yufindeouiilinag 197 Da.

Bumetanide 14#in8oouiiliula 365 Da.

Ethacrynic acid Tufindeeufifiuia 303 Da.

Furosemide 1uiindooufitiuaa 251 Da.

Hydrochlorothiazide u#indoouiinia 298 Da.
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Spironolactone 1fufindoouNNIa 341 Da.
LY - A
Triamterene JUNND08UNNNIA 253 Da,
o a é’ [ = 9 o 1 a
winlasnTnunsufifinfatiundanniams Whihmsasivaeuimusesy
» 1 L2 ~ ) d L - .73 \ -7
v lauazaseanudeeunldasremoduilaaizyiale MWaedoh luilaanzeniiondu
9 t 4 v
Taanzrilaiu  wazlihimsasntudulasnsiamsdetnddnass  Tanlsy Cone
voltage 1fiilu 80 v neuudRuiuiinngudoouilddmivasnduduniuilaans a1
v
Tumsn manudesunsunadrte luilamizfioduilaczriiaiu
a 4 :’
5 NAFOUANUAINITDIUAITANTIZHE
quansdeainan 1 silaunhnsTinsed Taoldanneiimnzaiigaly
v E 4 £ 4 E 4
MsnTeHmsyialy Taonsaamsaandndisy 30 asilaoRamsvniuassas 2 wii
o o &' :i 9 U d' -~ [l A
uwdnhwhmsmnunldns i wasma e asaunda (mean) Hog AMTEUVUIINTFIM
6 a - o L] a
a o 9/ 9 9/ a ' z A o’:
Msunsvmsaesilagldmailn LoMs wiutly 2 duneu fie Yuasy
t 4
MIATINWALVUADUNITATIVTUGTY
Yy 9 A P> P21 a o
ATWMANIABIN N ABIABN cone voltage munzaungalumsinsierans
v v v
vangu uazidomiuiindeeun lfdmsuasrommanguniu
2 o : y
maiifinsnngiuntuTasnTnunsuldasaaeuh  Sesufinlsingiivaa
s Y o & @ o G’I’ ” R A : o u -}
asanumslalihwnasastududnaiiTaoiuiindesuimuanumsedmiunisasioiy
E 4 v
dumsyiiaiu  Siidesunfiunanhiulumsuyndooy  uanshluilasziasdostu

t 4
FUANY

anailaanzuazmsazmonasgin Tavlétmes 2 wa. uazldunaiGou

Teasonladanududu 5 N 05 va. @unowleasaludondanta 3 n. wewdi iy
uon gadvesdiTefinaeidas GoMs msagnadeaifeyans retention time wag
mass spectra WINDITUT

rowmnauiBuilumsdesiuiideinneiiing - windianiEuly
flaemuiu 12 Tulasnfudeilaenay 1 faddaserfoduiiumsdaleldmsdonty Sadeq
nsminasglaldmsazmemasgunnududy s, 10, 15 uaz 20 Tulasndawa.
wdnhliinszidn coMs msadunshnasguezldanugaueinumunis 19w

A d Y] '
luﬂﬂ‘i]']ﬂﬂﬂ'nu@ﬂﬂﬂ«J"lﬂﬂ'n
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