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ABSTRACT

TITLE : DEVELOPMENT OF LIQUID LIQUID EXTRACTION FOR
THE DETERMINATION OF METHAMPHETAMINE IN URINE BY

GAS CHROMATOGRAPHY
BY : RATREE SIRICHAI
DEGREE : MASTER OF SCIENCE
MAJOR : CHEMISTRY
CHAIR : ASST. PROF. JANPEN INTARAPRASERT, Ph.D.

KEYWORDS : METHAMPHETAMINE / URINE / GC - FID / METHOD VALIDATION
LIQUID - LIQUID EXTRACTION

The objective of this research was to develop the extraction technique for metham
phetamine in urine sample by using organic extractant which was an easy, quick and efficient
technique. Dichlqromethane, butyl acetate and hexane were studied as extraction solvents. The
optimum conditions for extraction technique such as, mixing methods, various concentrations of
sodium hydroxide solution and extracting times were investigated. It was found that
dichloromethane; vortex mixer, 5 M NaOH and extraction time for 1 minute revealed the best
result of the extraction. After extraction, methamphetamine was determined by gas
chromatography coupled with flame ionization detector (GC - FID). Rtx - 5 column (0.25 mm x 30
m) with 0.25 m of film thickness was used. An Injector, detector and column temperatures were
250, 300 and 150 Celsius degrees, respectively. The calibration curve of methamphetamine was
constructed in a range of 0.5 - 50 pg/mL. The correlation coefficient (') was 0.9996. Limit of
detection (LOD) and limit of quantification (LOQ) were 0.0315 pg/mL and 0.0625 pg/mL,
respectively Recovery efficiencies were determined by adding measured amount of
methamphetamine hydrochloride to the urine sample prior to extraction. The recovery ranged from
93.40 - 100.10% were obtained. The intra and inter-day precision were 3.41 - 6.73% and 2.81 -
7.43%, respectively. The developed extraction method can be applied for methamphetamine

determination in drug - addicted urine and be an optional method used in forensic science.
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Ed
miinTwana 107.15

yANABNNAL 185 C

Codeine (C,4H,,NO, .H,0)
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M3en 2.1 msazane ldveswnuemviaiiv (Forensic Science International, 2009)

meazang Base Hydrochloride
Water azawldtloy azay

Ethanol azaY azany

Diethyl ether azaly laiazay
Chloroform [sbAslld! [agay

2.5 msdunnzviemuenmiiv Taomshlgisomaniivaten 359y Nagai method,
Moscow method, Rosenmund method t168¥ Emde method
i
2.5.1 Nagai method 19@1589AU (precursor) lAun BilaTunioqladilaiuuns 19

o o A o -] o 1 = o 1 A = '
wildass iy Fududvihnzawdu 18un nsalslasleleanunzdusalfisound 1dun

oavesauaq
OH
H H
" HI, red P T
\CH3 ’ > H,
CH; Ll
ephedrine - methamphetamine

Ed
2.5.2 Moscow method 1¥a13Radu (precursor) Taun 'ﬁ'sﬂﬂ?uu?ﬂﬁﬂﬁtﬂﬂ?mmz
@ o 4 o o a ' - ar 1 aas 1
Tniisaaidniy Fududihazawsuldun nsalalasleToadn uazdausalgasouni Taua

v
1 TeTeAuuazWoaesauas

OH

H
N
it I, red P,H,0 L e,
3

H
N

CH,

ephedrine methamphetamine

b
2.5.3 Rosenmund method 1§815@3AY (precursor) 1dun BiaTunIoyladimaiu
o o é o o o 1 = ar 1 L ATy =St 4
vazlfniituaisuiu Fududnhazawduldun nsamosanein uazdusalgasoundl 18un

L=} =} a
unamRsLa LS suFame
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OH
N HClO4,H,,Pd/BaSO N
\CH; 4,512, a 4 - \CH3
CH] CH;

ephedrine methamphetamine

3
2.5.4 Emde method 19156 afw (precursor) ‘ldun BiaSunsogladmaiunazly
o o A e o e 1 - a Ll = aa '
wiifmnisudiu Fudludvhazawsuldun  Inlefianaslsduazduivlgisounsl  ldun

unaameyazLUSsugama

OH
i
H S,
N
cn, SOChL H;
e "
chloroephedrine
CH; P H,Pd/BaSO,

ephedrine

H
N
n,

Hj

methamphetamine

= = =y -1 o =4 =1 o 1t v
asdmlaSunozgladiaiudlumsiifigas Tuanamilousuuatigas Tassash

=1 [ . [ n’; 2 o 9 ) n;v aan dc; =
MUANANNY  (diastereomer) AtUIBINlFunundululfasomaninlglumsndamn

Wﬁ"

=t =y ¢ = = - [ '
TGEUR, RN (514 'naﬂs'nu ITLANA AU UATUIAT ALY, 2553)

2.6 WMUBATHUAZMIVUBBNVBIMSINUBNHATTY

dosursgmmummuonmiaifiululSine 2.5 - 15 Sadndy nelu 2 F2lus seny
TunaeamlSinagedia 30 - 170 Todnfudedas uazmniedinluwarmneglugae 8 8 12
e Tasiallanududuludeaiivhldideddniidgends 500 adniudedns wewan
funazmmueumafivzSumy Bludagnzaelunm 20 wii wdwnan  Taoialy
Aszanat 20 - 30% veaFumeiisudly uoumBuszgnivesninlugiiiuuazgnaangy
eiiueonag luzivensadilysauaznsan ladn waznlfeugieglulaseataiifingy
Hydroxyl 1182 conjugates U5z 25% naue’lad (Metabolic Pathway) ¥0auouwaiy

@ninanutlestuaz s s wenanda, 2553) dan i 2.2 SasIEINLAZYUIAYBINITTU
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OH
NH, NHOH

o Glucuronide and
Sulphate conjugates

P -hydroxylation N-oxidation

NH, -
- » Glucuronide and
Asamatic Sulphate conjugates

. hydroxylation
A t i
mphetamine 4-HO-Amphetamine

Norephedrine

Y

Major metabolic route

o)
0
O,H

Phenylacetone Benzoic acid ’ _—
Hippuric acid

A 2.2 F5wmve laduesueumaiiiuluuypd (United nations, 1995: 60)

NH, -

/ Amphetamine

NHCH;

O/Y Aromatic hydroxylation
Methamphetamine \ NH,
(Q/Y ———————» as Amphetamine
H

4-HO-Amphetamine

as Amphetamine

:i ad o = o
/i 2.3 F5mve ladvesswmueumariiuluuyud (United nations, 1995: 61)



13

I o ) )
2.7 wanMINUGIUMIUENAIBITMIanaa semlauedral (Liquid - Liquid Extraction)

s =y ﬁ'.ﬂ o s - A 4
miavinnamaiiaiiinnuswnzAumssiianiiae1sgnsuniuanmsdue
[ = i o s 1 o
WY T155UAIM (Interference) W3IDMNTNT (Matrix) Niijussddsznevlumsdiniailild
dannaunn lilwiedes’ly Sedewwnmssuniueenainarsiisiaule (analyte) msuen fio
ei o v [ 1 9 1 = o q' 1 s
aszuaumsNi R vesnaunlssenidlusdiaiosaosdiu  Tasliosnlsenounaany Taglu
y A ao & ¢ 4 & 4 " ' & ca . @ ¢
daunilalidadiulua (1uoemsg) Y9909AUTTNDUNHANNIY (MF0NINNTT) UDMBUNLDIA

» ¥
Usznouduq luvewaudsdu (guddeyaaumanisise an13douvaand, 2553)

M9 2.1 G201 UNANANSUINAIS

IEmsuen wanmsNug v
MIANAZNOY ANUIANANYDINITAZAYDIMTUsENOL
mandu anuuandsveansazateiiulevesmsisznou
MIafia amuuaniaveamsazatsluveamanyiind lidhuile
1YY
msuanaldowloseu ANUUANAINVBIIINTTNVES lopau Y

'laaaumﬂcﬁs%u (Ion Exchange Resin)
In311 T3 (Chromatography) ANUUANAIIYBIBASINIT AUV sE s UM AT
5180 1as TlsFar (Electrophoresis)  AuanA1sveamsnasufivesats luauIndh
A2 Irlauvlsadumsu ANUANAIBsINTE luauINLs Ivie

] £ ¥ v
(Field Flow Fractionation) amsuasulasveaussluuurdminduiamansnaoun

ar " = niy ' @ ar J o
msafa (Extraction) WumsAuoasidesmsinegludana Tassziuduauga
@ ) ' U A o o a o
Yosmsnszawdvesignazawseninma 2 wadi liswiduileduriu matdamsadaly
Pogliuorsusmumavesiadia ldi
(1) myafanluaveunal (Liquid - Liquid Extraction: LLE)

(2) msafadauerunada (Solid - Phase Extraction: SPE)
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2.7.1 msanamewlaveunar (WNBINY I9YFNNA, 2553)
msanasumaveuran (Liquid - Liquid Extraction: LLE) Wumsuenansi
doamsnnasazaredilaveuran fmammmsﬂsxﬁxwﬁwmﬁaqﬂazﬁwszw:hmlﬂ

a Ay o A T ' v -4 o o
YUYl 2 ‘liuﬂ‘lﬂ'llli‘llllﬂummﬂtj’.)ﬂu ﬁ')uslﬁfg'lﬁ’llﬂu'l (aqueous: aq) HagaIniazsany

v
1= o

a o o i
dunson luiidn (organic: org)

Aaq < > Ams

MnenaugaueInsnIznedl, K, msazaeiiazaiw laa luanhazay
a o ar I'n’: 5 ln’: o" o o o {
BuUNIOeziinmInszne@Iegidu  organic AT wazlunuasaiuddmivash

¥
azawlni1éa

a [4],,

¥ = 2.1)

Y (ad)

) [ o :r @ o a ad 1 =
dmiumsadaasnmidisanhazaedunid i1 K, vesmsiveuaza
@ o = o v 4 :
ludrhazmedunidezganiimsivevazateluih
: @ - w d.y
Yumenlumsatadiomaveunadil dail

1. wudihazaslumsazawndeanmsana

ot

2. wouiveru Temalumsunsnssvievesasvinmsasategaani
a S o
AZAWOUNTY
3 4: 3y 3 o
3. e P iarveamanis 2 mausnesnsindu
2.7.2 dszansmwveamsana (WN53NY1 35 WYRNINA, 2553) Uszdnam weq

MIana (E) 30 Recovery (R) 1u15of I 1dfaaun1sn 2 .2

- Porg - CO’B K"g e Kﬁ (2.2)
n,  (CVorg+C,Vaq) (1+Kp)

8 = phaseratio;V,_ / Vaq
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a 1 ﬂ. s s > I
dadauvesmsiignana (E) ndan1sana n a3 E = I~} (2.3)
(1+Kp)
msanaduaveunal ouldaiaas non - semi volatile organic compounds 11
¥ T (]
st madendnihazawiszuana 19udnnis “like dissolves like” Ysuraansiignana
J af
Yuiu K, uaz B
o ] =) e o e 3 a
msana lagn1suinlTnasdanhazaeaianaieg asesannsoasaas 1alu
" L4 1
PFunahnnnhmsanafseniufodedanihazaeiilsnassummny  dszdnianms

= |J o z a 1
afA Recovery (R) luiuduanudududsduvesms lumsazawaindis

ar ‘i a A"
2.8 wanmsnugunalasnInnsil (Gas Chromatography: GC) (Ui ousaANG ay

oUS INFIAW, 2553)

ufa 1531137 (Gas Chromatography: GC) Usznoudlsaudinnmie daunu

NN 2.4

$ 1 4 L A 1 - 4
M 2.4 dalszneuidigueanisaialasinInas il quiuimsiniesile

Inemans, 2553)

ufia TasunInns W (Gas Chromatography: GC) (HumatiafimanzAumsuen uaz

.l

= 4 =1 4 & .af H
Ansizvas lwanadnfiszme 1 nFewialnsin InnsMilesAilszneuiuguiddey

'
1 =

3 du 1Aun dasndudaussquiam daufireadiuiosniuquanngiiniedeuitidiud

L
@15 (Injection Port) AvdutilazAInTvinAaftegnslundoudinIugueungitazdiuge


Tuk
Rectangle

Tuk
Rectangle

Tuk
Rectangle

Tuk
Rectangle
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a 4 =] - o =
muiluneuiunes i 1inuuazszutanadoyn (Data Processing Storage) Aauaadluniw
24

2.81 aszuumsuenaIslaamseatalasininns il
" 4 e
ufaTasin InnsWidugduuunilsvesnszuaunsuenmsnialasu Inas
Tavi Insu Innsiiyngluvuferdesiunisuisdan (Partition) M38N5UINLIY (Distribu
o d‘ v ar of o A ar
tion) vesa13tlsznovlag Tuignia (Phase) uandniuaosigninlasigmaniladiuignin
{ :i = o é g 4 { 1 o
#n9# (Stationary Phase) tazdnignianilauiluignimniioud (Mobile Phase) Mstinas 11w
\ ar 3 . o 3 1 o
uazmsuenuesvesasszaenlag  serdieigmaniaesszianaiuiuegiumInzaiy
v o o < e u’: 3 [ ! : =
NS (Relative Solubility) vosmniiuluuaazignmia Wemsisznouluveswaunaoui
iuigmianaii Tasiiigmamaouinihl sz lfesdszaeuudazdindluesdisznenly
] v . v
voswaugamilsunndesuananiull  esinanumnselumsazmenuandieiy
= s 9/ A d‘.d s -
asvsannsagauoneenInduld  Fnslanlanuaunsalunisazaisluignmansinun
- ] 1 2 = e 4 = & P a ¥ &
annezldnannanhilumsmaeun Tasnanasudazeialdlunmsmasuiinngasudua
pagamouuigmansiszuandmedull  awdnvas Inssadramaniivesmsudazyiiauay
WusuemzvesmsudaziiSonnmiiinaiinegrionaiimudu (Retention Time 130 t,)
G dinanalyy, 2548)
nszuaumsuonasnlszneulumswaudlruniowialasu Inns il Guein
[ é o e - [ d'l o [ 4 o = @ e
unamdaimihiduigmanaeui lnaeensindeussquid (Gas Cylinder) Taelinnuaui
5 ¥
MugulAsAINILANANUAY  (Pressure  regulator)  MAIRINTULAANWINE InarudINTD
v A o o £ s - & ' - P L £ - A
(Filter) oA NNULAzFUTRLUBLY feunwdgauvesiesnIugugungil Weoas
o | =t s/ 1 = yad = o i N a o 1 ' o 4
fngngnaa Il lududams Taeladuiamsdiodis (Syringe) Radavtrsr iy &9
msthasdedniadh l/lunTewnalasinInns ¥ evnsinszviidtnuanaraiull
1 a o ' a a o o U = o A £
uduastiavesdsatedauazriavenodud  Taena lildwfemsszlinsealdanuiou
(Heater) 1sznousgdan e liasdedisszmonaoiiule Taolwiuimiinlunis

] ¥

flosfiunissrvewianuarasdredsesnainszuy  vennniidudamsluilegiveziine

¥ ¥ E4 "

uAIna (Liner) agmeluvmihiidufinauvesufauas loas Iiduilodouazloaduds

amlsn 1wy Anewawiuionsvgasenn andudedulumsdedisiiliszmeadiule Taild
1 w ' o 1 ' 4 o

Whgeedud Taovieudadananiimseenuuuldiigunseieg immnzaudugiuuulunsia

o135 pluuuiddgvesnsiams ldun dufamsdmSumsaamsuuuidivun (Splitless

Injection) HAZAIURATITUUVLENAIU (Split Injection) (3523584 tanana lvy, 2548)
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2.82 msdamsuuudivua (Splitless Injection)
£
fimsdandrluszninnsiams dnfumsdedisznawiiulenazgam
' 9 a l’e‘: - e 9 [ a0 4 3 g
Aindhgaedminimualunamdmuall ndananamdsmuandinzidacenuduianieg
P a - o o Y 9 g A &
wlovesmisiimaesenll  misfamsuuuiiminzdvasnianudududnnng  wiemsi

TN UUTﬂﬁﬂﬂ%ﬁﬁTiuﬂﬁ ITIMUUIU I.LNuﬂ'i‘W‘Uﬁ\‘lﬂﬁﬁﬂﬁ'l'iulf‘ljﬂi"lﬂuﬂuﬂ'ﬂQﬁ’Qﬂ"IWﬁ 25

1ANNY

o
UAaW

dauanuiou

i 2.5 daudeasdgduuumsiamsuumdivun (Sheffield Hallam University, 2553)

2.8.3 MIRATIIUVUSAAIY (Split Injection)
msmedigniadhgdmiamsiligungiigeeszmenmuiiuleldede
o 1 1 n’ - = [ & ] 9
52057 Tavlovosmsdaulngergnmineeenly luvazilevesmstndaunilagnwiniud

' Y 4 a o : o 1
Qﬂﬂﬂﬂu ll”uﬂ’]ﬂ’]e\iﬂ‘ﬁﬂﬂﬁ—ﬁH]J‘Ulish“nﬂuﬂﬂq ﬂanWﬁ 2.6 Bﬂi']'ﬂ"meluﬂ’l‘ilwﬂ (Spllt

¥ L
Ratio) a1130U5uAa 14 191 250 : 1 vueanw levesarsezgawinseen y 250 dau g

L'

v o 1 =t d’ o e 9 g - o q Y
Aodnitiios 1 @ msfamsuuuimmgduasiianududugs metlosiuliliarsdig

poauTLazneas19 e Ny 11
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WA LaANITY

o o ] = o .
LLﬂﬂﬂ1LLﬂ$ﬁ’Jﬂﬂ1~1‘V]QﬂWﬂ1ﬂ

20NN IURATS

A 2.6 drdamsniigluuumsfauuunendiu (Sheffield Hallam University, 2553)

¥ i 1

naminasdlegnaunsaszme i lugamgindmuavesdiudams wgn
midegluannzidiuuialusesiamsuazgauannindr ligredind Taglovesarsiriu
¥ w o a 3 A & ~ @ o 1 as ..’,‘ ]
Whl lunedniseianisueniiu iieannnar lumanieuiivuneduivesasudazsdnivly
mhfudefina1un deasesnnnneduimszganudigansntauazifadygiu esn
igasuvesmsludnsiedanasimsiuinmsnsuaussvesdiasiniadouiunm  Tae
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Coil +300V

Polarising Voltage
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We v, = swmasverigmansilunedu
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K, = fnfvieo dulsz@ninmsnszaiounsas X
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UT11ATTNUTU (Retention Volume: V) AUAIDUY fiD
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521 9151NATTIMUTU (Retention Volume: V) v8am1sfiualmniisuesiin (Peak Width: W)
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fail
N = 16 (V/ W) (2.9)
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Mobile phase —

MNA 2,10 MSUNITNTTBUVDTITUAT (WNFSAYT ITIYNINA, 2553)
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©1UN13 Van Deemter (Van Deemter Equation)
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H =  Blu+Cu+Cu (2.13)
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@ iaviia lulnsnuuazeaneia (GC - NPD) uautaiond0013 lasanaaluain
' = a - 4 A
azawluanmzaraazviaaeivzay lunmsusnasuoumaiiiy wnwouvaliv U@
o g = d =t o a o o dy o dao ar
Do PUAE 1Ay WEAD wamsAnu ldanziminzanlunsinseviasil aedutidmsy
tona1s 199iia HP - 5 (5% - Phenyl - methylpolysiloxane) 0.25 mm.id. x 30 m x 0.25 Llm film
. 3 o =aa 9/ o o Vo s as 1 =1 = p Qs
thickness 19ufa@douarvdas us iy 1.0 Taddasaouit Tsunsugamgiidmivuenms
flo quugiisudu 120 esmuwalon sesunseia 4 il uduiugamigiidlu 200 sem
madua Aaudas iy 20 esmwaiiuadeudi aeld 6 wii uazgungiivesiaRauazdns
Tariia lu Tnswureareimilu 220 esrnraloe uaz 280 ssruwaFos amuddy Usuns
e " w = add o F il 1 = o
Ay 1 lulasdes 3ANaTuInIduneuide AT uasamsansniacsuou
= - d =g d = g ata = o [y sy g
iy wnuewmaly WuAdue WyAeuazdudd 1dluasafonunszduanududuly
flaaaz 1ddda 90, 140, 120, 120 uag 150 w1 lunsurAsiiadwns muddy Januzaunesth
vt lumsasiiguieduduntuazedluilaan: ludealfidamsaseasian
Anne 11
3523500 1@nanalye (2548) Tdimanaaes TaoasuaanlFlunmsadauonam
= = [ v ‘A 4 1
souaiveonnnilaan:  nnlsRenvosadluaiaun Indoyleasenlad  wudawnse
s - a a4 - - 4
anawnuomalivtazedyiadude TAmuniu
. A o = s = 9
Ming,R.F., TiY.W. (2006) lé&vmsinszinuumnueuaniivluilasizdie
= o a gy da = =
matlansanauuy SPE uazasa9ansizialn lesouunsanialasuinns ¥ uuaanlalng
N3 electrospray tandem mass spectrometry (LC - ES - MS/MS) A9 duiidhuiia reversed phase
C,s Wnsalasyeslsesdan Wumlmadond d, - MA uag d, - AP Ju internal standard Wy
1481 % Recovery (11 97 - 102.1 muddy
Yi, H. and Youn - Jung, K. (2009) ld¥msdmsgimimmusumamiivuazueumlan
fuluilaeniz dremaiia LLME iy lamesvesuuganialasunInns ™ HPLC) - UV
detection Wimsafiadledednlwdonleasen’led udrafandudionsa nuhiaiiadige
¥9IN15ATIVIA MY 0.5 pg/L uazdovazvesnudouuuIATTIMAURNT (Relative Standard

Deviation; RSD) ITBUﬂ’j') 5
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¢ e =t
Takeshi, S. and et al., (2007) @A 1eviv Blasu, usummiiuuaz Tnadu lu
HaenzdroutalnsunInns i unaeanla Tnums Mmsadadiediediumaiin LLE mlvidu
mgﬁ'uﬁ'ﬁ'm pentafluoropropionic anhydride (t8¢ pentafluoropropanol nunldm % Recovery
NAuN 65.8
Hiroyuki, . and et al, (2008) lévmsTinsieivuunuemmaiiv uag dimethyl
sulfone (DMS) #108190g1ugduns crytal AromatiaufalnsinInns i dawsivdastiamian
v v
looo luadu wIvudedvazawlninguy 2 mgL udaAuaisazals 80 % IwummFowy
afvaaudnimsadadiedns daelanaelsiimy : 2 - Twwiwea G : 1 vw) 19
diphenylmethane (1 internal standard AOANYYIA narrow bore capillary WUNMSUENES
C4 = < = =
auyseinaziinnusiaisaldaniios 1.3 i
@ o e L4 ° = - s 1
unsad Sauaninsal (2552) lAmmsasemdSunaumuenaiiuludiedisves
g g/ = o = & a o o a = = o
nanaiy  Taoldmadaunalasmninni¥ Fa5vesdninsuazingawda nsuinemans
F [
msunnd  dvuneulumsmieudiegiandesldnas Isvlesulumsadamsdiedns Wauds
Sn3z¥ilaeld  diphenhydramine HCl (W internal standard lidesadaaisdindiaday
é o o dr 1 - Qo 1 o
ano lsvlesy Faufludrhaeiinelfifasuasioundld Taoldvhnsnaseunnugndesues
3% asouANULNNYEIIT naaeum g1 1duesit naaeudaiiiavesmsasranuLazla

o

HifaveInIsasenuFuSnaazdnnamainne liniveuvesds lumsnadeuanugn
#09U9995  (Method validation) naseuaNMiuduasIafisnTImANUTITUSsEHIN
/ 1 o - 1 ar = ﬂ”
ANMdudUAY peak area ratio Y9Im15INATT M WuNTAnuaziuduasslimdulsednian
td [
duius () iy 09998 FFTTANUsuIzIzes TaghilimssunIauninasou nagou
H
ANMIILYBIITA1 % Recovery 0¢1U%1 10248 - 104.01 UaznareumMsig ldvesisian
futlse@nsvesnnusdiou (%RSD) Wosni 2 % uazf1uIaiA1 Horrat Horwit’s ratio A1
9 1 1 e 2 1 o o @ o w o as - 5
desniwmniy 2 deeglunasinseniula Iadadigaveinisnsivda (Limit of Detection:
LOD) A UMAY 0.015 mg/mL 1azlasnaveIn1Ins19Ia¥al5ua (Limit of Quantitation:
t
LOQ) AN 0.05 mg/mL wenniida ladmuaasany hinivenvesds
Adriaan, A.s., Marais, J. and Laurens, B. (2009) la¥m3asistudunameumaiiiu
] .; b4 el 'y ] - (2]
Tuflaaiz  Taoiinsasinilosdudie3s  immunoassay sazyiimsasvdudunadoune
TasinInas W wwaalaTnums  wudwhlfidueyiusdie  extractive acylation 910
pentafluropropionic anhydride ¥iianoduniiy microbore capillary matenldiaaniosnh

¥ ¥
319 waznamanuan 15 1un15As19305 129 6 uINide 1§01



33

152A9 WY uAZUATNG Teain (2544) TAWANIITMIATEUIURAINILDY

H ) I'd
waduuazusumariuluilaane TagldufalasunInas i 2 an1az anzh 119 aoduy

Ultra 1 (Crosslinked Methy Silicone Gum 25.0 m. x 0.32 mn x 0.52 [{m) (HP Part No. 19091 A -
112) fansaviasiialuTaswureanesa an1aeii 2 19nedund HP - 5 (Crosslinked 5% PHME
Siloxane 30.0 m x 0.32 mm x 0.25 [tm Film Thickness) (HP Part No. 19091 J - 413) AINTIIA
yitamlawlooo luwdu Tasmsasamusummiuazuoumanfiviiegluilaaizdaoiida
srdanluane pH wnAM 9 wdnhuinsidonsewdalnsinInas @ 91amsh
NATOUAIINGNABIVOIITHU T sz Ansandiiuivesmsiaosiialus 2 aned
mlnd 1.000 vanmsnaTeuAIgNABIYEs3TANT 1 luan 2z 1 veswmueumlmiiuliem
UszAninmvesituasmamudsuuianasgueglugag 92.26 £ 1.57 - 9232 £ 0.47 uaz
ueuaiiu 94.15 £ 2.16 - 102.40 £ 2.29 UAZKANIINANBUAINYNABIVBIITAATIZH U
anzit 2 veswnueulmilul¥AnlsyAniamvesituazmnnudvauuinasgeglu
%24 95.6 =0 3.5 - 100.98 % 1.24 uazuouaiiu 103.32 £ 3.71 - 115.81 £ 3.44 Tasnaney
anduduvoasmuoumaimiulugag 1.60 - 2.40 lulnsniudeiinadns uazuenmmiiuly
329 1.96 - 2.88 Tulnsniudeiiaddns wanmsnAgeuAIiUEwEImTHaresluAR I 1
“l?’i'fhEfnﬂ;zﬁmﬁfmmuﬂiﬂsau%’aﬂax 0.5 uaz 2.24 luannaedi 2 122 uag 2.97 awdidy M
rﬁ“ﬁqﬁﬁmmmm':m5ﬂ'lé'vmmﬂ"fqﬁm‘lui‘Jﬁmaﬂuﬁmozﬁ 1 UAwinY 0.07 uay 0.24
Tulnsnfusedadans luannzdi 2 Sawidy 0.06 waz 0.25 Wlasniudefiadans awd iy
nnmsAmndal wuihmsaseBudunasmueumamfuazueuiaiuluilaeis 1ag3s
ufalasu Inasilszuudaluia aunsaviauldanoa 24 47 Tusuas Inaiigndes wiué
mingdmudeslfiansiitdedeSnann udfiyaansswaudiia

NEATUNINS gmﬁﬂ wagdszde @il (2009) ldasrviammnueuaiiuluwaram
TavldunalasuInns W olavlees luadu  wazshinsadawmuenmaiiudvmmuen
fuiinsiisw s9ad uazlsenda szuunsasaeialéneduniyiia HP - 5 (5 % diphenyl
silicone) Y118 30 m X 0.25 mm X 0.25 pm N3ASNABUANYAABIVBIITNITUAT Y Taw
maEnmsazmmnAsTInreuaiiuadlunamin wansnaasany wnueuwaiiug
AnaTmusuniiy 3360 wd nsmlinasg i lugsanududuassiinaundudu 0.10 - 50
Tulnsnfudefinaans IWmdudse@niondunius (&) vhdu 09999 Tasriadgavesns
asanda @i 00123 Tulnsniudefiadtns uardadifadigavesmsnSinadiar 0.0409

lulnsnfudediadans Fovazms1dAundy (%Recovery) voaumusumamuluwaraun
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Anududu 0.1, 0.5, 2.5, 10, 50 Tulnsniudoiiadfns fin1ogluas 80.65 - 108.95 % AR
MosvosmsInseinoluiufvaiy (inraday) uazsendnedy (nterday) uanslugiliovas
VoI ITIBUUMINATTINEITHT T 1HT29 1.66 - 8.95 % Az 3.91 - 8.68 % AWAIRY
Waiufind iy 23AnA SuUNITo LazAfis g3 (2550) ManAToUAIINGNABS
vounAiin SPME - GC lumsasivendnusimsamueuaiiivluilaazlaels sPME
Fiber Assembly 100 mm polydimethylsiloxane coating 111ﬂﬁﬁﬂ“ﬁ"ﬂﬂﬁﬂ1ﬂﬁ?t?€uﬁ‘i1~lmﬁﬂﬁ?
sthauazldesmsidhgnszuaumsvesniewfia Tnsu Inns W 1¥aednd Ultra 2 (Crosslinked
5 % PHME Siloxane) 329 7ad20 lulasnurleareianismageuanuiumizaoddsamise

senmsmueumaiiy, uoumaiiv, 3.4 - witadu lasendumueumaiiumugs i, wy

"
- ot

meiiy, ylaomaiunazAniiu Tladiadgavesmsnsrvianuunueumlmiuminy 50
wlundu mathllFasndmnedasumueuamiivluilaanzvestes)fifdns Tavms
m’mﬁamgﬂwﬁ'uTﬂmgﬂnﬁﬁﬂuﬁ'smwﬂmﬁauﬂﬁ'ﬂmsqﬁﬁuﬁ'ﬁwm lumsfansef0e19
#l¥wavan asredudunSeuiou3siAy TLC deandoifunaveinisnsiediomaiin SPME -
GC Faisunmmngaufumsnsiammsmnueumaminludas:

waliny sivudeuna 2543) Aoy wamsUiunnuiunsasevesilaans
wiemsmuaIaeg aimldn lidenisanemummueumlnifiuluilaa1izdae 5% color test,
Enzyme Multiplied Immunoassay Technique (EMIT) uag TLC éasﬁu?ﬁﬁ‘l%;ﬂuﬂs:mﬁ"lm
Taoldilaezvesdfiamortuiludroduniugy vinnsnsmud malfuanniunsas
yoeilaaelugae pH 3 - 11 v lifinasemsasavsmuoumaniiu #2633 color test, EMIT
waz TLC mswdnaisudandasunigg ﬁﬁnm‘lumiﬂﬂaaqffhu“lmyj'lsjﬁﬂﬁs«’ianﬁﬂﬂw1
wueumlaiululaaaz sswandasvundaiieduasiuilaanny ud dnvazialdves
Paezeznlaouledwiiulddn  asdudvadlluilaenzudriinadenisasommnuen
wlanfiu fe s g shednfen slenviauazasdulasiinadenisnsas
mimueuAiu #2033 color test, Uag EMIT uatanalinaundemsasstudunumiey
wlailudre3 TLC snduilaairiidunsdnrloniildnaaudenisasiedisds TLC ey
msvandeeilymiiefannmsudanlasy msduilaansfieiinasndmisnivnield
msguavedinudlededialnida

Lillsunde, P. and Korte, T. (1997) l8simuniimsananluilaaiiz Tasmsasi
vaeAafnda3uni1 “Chem elut” 1nnlusnoudazilszinnudazsiinsenanilaaaz Taeld

5 ¥
maiin SPE Mot1ei Idvzgmi lnameuidiosdudoiuawes Tasin Innsuaziilasae
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b
a =1 o '
tudumadloudaInsun Inni i wuaaalalawm’ ssuuiiiidszTonilunisasiraniendnyal
' A ' d . a &4 ;
Yo uAasyin laneuarianma (sensitivity) A FaansonINANeY ldnannaiuiay
- Id °
Asounquas 1ANew 300 wiia Tasvinmlszgnaldluamlssh
pannsandsznd (1995) ldTariimsdmsiziuoumaiivuazamusuaniiv
fMumailna1aq wuanasumaveavial laniednilaaizu 2 Hadans Wuaisazais 2
- Methyl phenlyl ethylamine 13 8 Tulnsniudeiiadans $1uau 0.25 Tadans wuludou
£y .
loasonles Wudu 1 Tuas $wau 2 Jadaas Windu s 5 Hadaes uazidylanasls
3
Hmu $1w9u 20 Jadaas 1 lweunig w5 i lvdawuundly i lladadedunsada
= Y g d o o aa ° [ o s/ u’: o i o
Win Wudu 0.5 Tuars $wmau 2 dedadas i ldwdwesulduensy shamuuindam 15
o aa a - d 9 9 d @ o aa a =1
Uaaans wylmaenleasenlaa Wudy 1 Tua1s w1 Jadans uazidylanaslslimu
; v E 4 v
$u 2.5 Haaaas h ldwowaziluWuenduihduassdiinazaindunis@udleaisazaiy
wammuea : nialalasnaasn (9 : 1 viv) $1uau 50 lulasaas i lsemoutauddmae
aoufalasu Inns i ayloss lumduuwazudalasunInns W lulaswurearesa ata
= o da [ = o !dg o & oo P a as 1 =1
anneaminfurianiaegialifids dasmsvavewdaddoy 1 1 feddasdoui
QuUMQHvedIURATIST 250 - 280 BIFUTATYN QUUNNUDIAIATIVIA 250 - 280 BRI
-1 = H 1 = é =
eraidod uazquugiivesdoufizas 90 - 280 ssruwarioa Fveldiduldsunsugungiiuas
J (K = «
Yuagiuriiavosnedind
= a A = Hq ¥
Myung, S. and et al., (1998) finuriladvveunde lmfoy pH vesmsazarw a4
Tumsada auga nalgandu siaves iuesfimdouuazmsiamsnszduluilaaiiz Tae
Wmsasavdansumaiiy  wnueumailuuaz lawnueumaiiiny luilaae wisudets
Tasiidlamizun 3 fadaas laluwie By 5 Tulasaas vee 5 Tums Twunadoyleasen
T waz 0.9 nu veslwRounae lsaauldidhiu inmsanadlemaiin SPE Tae Fiber nfnw
a2w PDMS nu1 100 lulaswas quasludleduilaans audao Stirer wiu 30 wIH @150
- dos ' ° - ' Y '
Aoamsnsizvsueguu fiber 11 13nszvdoudalnsinInns il wan'lose luadu wuh
msadadlumaiin SPE 1Wuisndouazdinsizvlasiasa  Taolusuiludeslddvazae
3 ' '
Bunid inadyanaiuisunud Imdasnavesmsasieiauoumaiiy amueumaiiiv
wag lammueumaniiu N5=du 10,10 uazl w1 lunsudeiadans awdiau uazldamnuuaiy
[ 1 { @ o
1oglurn 1.4 - 6.6 % meldannzfies 124 anududuvesImdounaslsd 71 30 % uaz

AN AVBITITN 30 YT
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Talwar, D. Watson, D. and Stewart, M.J.(1999) 18fn1135mansaadnizvans
wouaiiv wnueuma1iiu MDMA MDA iiaz MDEA (3 ,4-Methyllencdioxy ethylampheta
mine) IAt1i1A2961931 1Y RUTA20 NQS (Sodium B - napthquinone - 4 -sulphonate) 111708619
Paazan 3 Hadans @y 10 lulnsdns ¥4 dimethylamine 1111 internal standard Annud
du 10 niudedns anadIvENTazAINANEMIULe : nialalaTnaein (6 : 1) S 20
Tulasaas 1l mudTaduy 2 wift wend@rhazmesunsdlszmoniadaouda N, @ 50
psmwaiion vhaznoud 18w Audie 8 % veslmAoumsven $11au 0.5 Taddns uaz 0.5
findans ¥99 0.5 % NQS Mmsnaumsigumngll 70 ssrwaiFoa un 20 11 falfigu
#u 1 findnas vesnas lsvesy 1hlTnneidanlenlesesuudanialasunInns i Tay
Saft 2 Aamenau 260 i Tuwas eglugas 60 - 75 Tulnsniudedns uazanuEIART
450 wiTuwas oglusae 90 - 135 Tulasniudedns uazldadaditavesnmenilSun
Snseiinnuenntu 260 wluams egluga 115 - 155 luTasniudedns uasd
Anueanaui 450 wiluas oglugas 210 - 330 lulasniudedns Idmfesazvasmendy
it 78 % uazhudFimueanlianna (sensitivity) Taus uWz1912998 (selectivity) Tae
Nififindusuniu 1A nuaiuéia cutof 500 Tulnsniusodns

Kataoka, H., Lord, H.L. and Pawliszyn, J. (2000) 'lé’v‘i’mmmﬂ%’ SPME 119143538
il LC - ESI - MS (Liquid.chromatography - electrospay ionization mass spectrometry ) Tums
asdanuoummiiy wmueumlmiluuazmseyusvesumiaau lasendluilaaz dae
mafiansadalunaes SPME dumsafamsdunidlusetiidhni udnhasiadald
iihgnasamiaaiimsiaannad’ annzfimunzauvemasaniaaii SPME Aonmisga
msidesms 15 adavesseumsdaethe 35 Tulasdns Tu 50 SaaTuad Tris HCI Aoy 8.5
sasms Tvaveurlmadoudt 100 lulnsdasdowndi Taoldmidlanisnediiaiia Omegawax
250 #amaea SPME 1 wasaamnsadinsizians 14 500 ass wuth Yadiiavoan1snsInineg
Tusas 0.38 - 0.82 Tadnfudedns Jovaznisnduin1dis 81% uailusifide s1a mne
funsdmszimsnssduluilamizuazes Lififinvesestusuniu

Sterk, U. and Kulpmann, W.R. (2000) léwannnszuaumsadamslumisasin
Wnszindiomaiin SPME  Taoldgamgiigen vianlflumswSoudiedisvesmsnsn
Snssionandaluilomaznasluddy  wiondedulanhilaanzadadedniazan
Sumidisnauuaziofinesfaniiioy 9.0 wsndudhazawdunid ldasluvnszmeld

wisdremsimuia N, Idanudeulueaanlafigaumgil 200 ssrnwaidoa adadumailn
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SPME Tau fiber infioudau polyacrylate a1 IRIAAA170YWUTAIY acetic anhydride pyridine
w10 wiit dmsRadudalannInns il wamalaams fgumgil 320 ssmwaden
Wy 45 Wil aansaasvnumInguuenmiaiiy 200 lulasniudedas msnguuidyen
500 luTasniusedns asnguunlalaozdilu 100 lulnsniudedas wuzeannalnlu 150
Tulasnsudedas wmmla 100 lulnsnfudeding uasuesviu 200 lulnsnsudodns

Mauri - Aucejo, A.R. and et al., (2001) msasniavweumariiuluilaaz Tay
1% batch 102 flow injection DIFEMATIAMIAAA LLE JinsizvidoudalasunInas il 1
stailaazunlfudieTndoumivonnduili1d fer 13 adadavlaefiadmes wi
W 60 i nnedetedanszaunses hdetudhszuyTaolililushsimsiua 2
fanaasaeutn WnlUds six port valve Mmsnaudloeiudmesudniuluf extraction
coil MflAMwWET 11 was @urugudnae 0.8 dadwas HimsTamsdas fluorescence fi
AUYINAUVBA emission 277 W1Tuiwns uaz 1¥AuE1IAAY excitation 71 260 11 TuinAs MY
HldadaiiiadigavesnisaseTaveeummiiui 0.3 TSadnfudedns WAdaditaves
manlSadinssivewmuenmamiiud 1 aansudeans Innuios (precision) 7 7
% wazliidosazmsndufuiadoutazndsnsadafl 107 £ 8 % fiszduanudoiy o5 %
Snndease lufimssuniuvesmssu fioglugets

Kiel, 1.S., Morgan, S.L. and Abramson, RK. (1985) vnmsilsedfiuszuvdiesiinade
aseiiu 15 ¥ia Taemsn/Aouuaswewaiiarsindouiioeny tazanuaLLIAsYESin
Y99 primary , secondary L% tertiary amine TaomsiSunldeudfiesveuafimioudi
(mobile phase) 1529 2.5 - 8 uazmsviundsuarududuves sodium ion Tummadoud
Lﬁaﬂnﬂ"lmmamQﬂszﬁwmmsﬁ"hiﬁfam{ﬁmﬂﬁaéﬁuﬁmman;ﬂﬁﬂu"laaauua:ﬁuﬁz
Tolasiou Aaulamtesefudanialnsininnil Taomlandouiives A fu 0.1 Twand
phosphoric acid TuordTnlulnagui (50 : 50) Mandouiives B W 0.1 Tum¥ Tadoy -
lansonlad TuexdlnluInddui (50 : 50) wazmlaadoudt vos € i 0.1 Tward Amine
modifier 1 02 1a 'l IndAuh (50 : 50) 83113 Inavienun 2 Tadansdew# uazdasINs
Tnavesmadoudt ¢ wliudiutu 25% 91ndasinslnananuaTasaududy amine
modifier 8471 25 fladTuard ynnmareuArnsISUNufioresihnsSun/feuan
$n51ms Inavearlaindouiives A tag B wuinalnveaussnsgivosms i oy
Mﬁﬂéﬁuﬁazv‘h‘lﬁ’nmﬁmimagj“l.uﬂaﬁ'uﬁmui'fmﬂﬁ'auﬁaaﬂmaﬁm AIUANUAVNIAT

o < " A4
voafinezgnadunumsuaniaou lessunasiuse lelasmulummnioun
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Tsuchihashi, H. and et al., (1989) Animsnsandnnzimsnssduluilaae Ta
mshoyiutde TFA melunednihmsiadionies waanla uialasunInasil i
atilaaizin $wau s daddas lduaavua 20 dadans @y Tmedsumives 3.5
nfu Wanudeud 80 esrwaiFoe u 20 Wit thdawiiduledhginioudalnsunTnas
W WdSinms 08 fiaddns wleunameyifuidae TFA Tasnishaisazaiw MBTFA (N -
methylbis [trifluoro acetamide) §1147u 1 Hadans ldluviavina 10 Tadaas duuda N, asly
vam S5 ms na 20 faddasdewtd udnhdaufiduufaves MBTFA fadhg sample loop
fiFouronsa six - way vaive Taold switched Imsnszdulavhoyiusmeluuniants
apduil atlaai3wiia DB - 1 AWE1I 30 was Wuruguinail 0.32 Hadwas ANUNLIYeS
W 0.25 Tulaswas Wamnududuaswveamueumaiivlelasaae lsauazueumia
fudamnogluaas 0.04 - 50 lulnsnsureiindans uazsdadifadigavesnisasaninve
wanemmiiulelasnae lsauazuoumaiiudamnogisedy 0.03 Tulasniudeiinanns

gAms gaunsy (2549) TRasravmmlSinaensumusumaiiiuludreddlamiy
TaonSoudoususznhahinilaenzues luasudaazuuthfoauaznszamnsesnin
dognilaanzdinin wumsamuenmlai 1w 10 5w afiadaomsazaiasiu
ez 1 fiadans daeindu 8 faddas wazusBhu 1 $alue Tunsinsed1dss
immunoassay 201389 TDx 9InMINARRINUD M3 ldAumnvesmueummivuunsy
yoanszanseaiinanludhfes (p<0.05) wazhiuandrnnilasie Fanrnmaii idiionn
ﬁ1"lﬂﬂszqﬂﬁi%'uﬁuﬂaﬁnz“lu;ﬂilmﬂs‘mﬂﬁﬁnmmumsgﬁuﬁyﬁ]ﬁﬁnz‘lé’f uenvInt 1
msarmmsamuemmiiuluasilaazuuihfoauaznszaunsesnnilaazias
asasnumsImuennimii $1aw 10 118 Wsuifvuiuaududusudy denauiniy

=]

fu 3 9.1, 2, 4, 12 uag 14 il figuingdl 0c,4C, gampiivewazguuginatwds #a
mananoanu deifufigangd o “Cuny 4 € auf 24 dand WraliunndreninnnB
Au msﬁﬂy1f'famm‘lﬁ|.ﬁu'i'm15;51Jﬂ'5m'umi‘]ﬁzmz"1u;ﬂm~’1'a§qmm'anwumimmmmﬂ
miuluasuiaang 18 wuds 24 dland drumsfviigungifesnzamandanuh as
wnueumaiivarasmudiduluszezng 24 Slamidefousuaududusudu (p<0.05

gowssn Aazgu (2548) TdAnwuazianNnITInnzmSunamsiandamy
weumaflunazuoumlaiiuluilaay  Taoldmatneaanla uialasinInns @l dod
asaviariiamanlose luwduuas ulasnueavesa Tasldmilaaiiaeduiion 30 was

@urugudnans 0.32 Tadwas nAoUAY 5% phenyl polysiloxane 11 0.25 lulnswas (BP -
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5) dmfudnsreiaviamayless luwduuazailaaiinedinion 30 was durmgud
n?19 0.32 UadwasT INABUAY dimethyl polysiloxane Hu1 0.25 Tu1AsIAS (BP - 1) d s
azrv3aviin lulaswureaofaunsihmsfinnan sz auvouniossanlalums
aafodasiledvan fiflwadeiinsada Tanhdesuilaanzn 3 dadaas vssgae
Tuvaavuia 10 Hadans @iy Inuna@oumsvema 1w 2 03y 1Y salting out HaZAVILIY
Gowofiu 100 TulnsAas I interal standard ¥ lSinsvidauatousaalafannnzyes
in30e Aanwdudszana 25 psi naimsdhgaugaly 30 wid gungiin 90 C nailiay
suvosufadhluun 0.2 Wil nafimsdh sample loop 0.01 1W1# NaWesmThFaugaly
sample loop 0.05 U (azA a5 sample loop ﬁﬂn’f@ﬂ?m 2 1 e9nmsasdeden
AWYNABIVOITENUT 3‘%ﬁ"hlﬁmss*umumamsﬁ"uﬁﬁagﬁuﬁ”meimham'lmi‘lmﬁuma
yoeins 9 iartiaman lose luaduvesmuoummlivuazueumaiiuluiloanzeglu
grennududu 1 - 20 Tulnsniudedioddns dmdumdulss@nianduiug fle 0.9990 -
09993  uaz¥uanuihudunssvesdinsniariialulaswurearedavesnmueumaiiiv
uazuauwlaniiuluilaay eglusrnnududu 0.025 - 20 lulnsniudeliadaas dmiumm
GuilszAnanduiug fio 09988 - 09995 anugndesvesitumasluziliesazvesmandy
Auvesms TaoAvvesmsuasgiuasludingis wunlia 99.49 - 101.78 % v8edInsIvIA
wilamlan Tose lutwdu 1az 99.39 - 101.82 % vesiamsaeialulasouomesa miadiia
SrgavesnmisnsiniauasmiadifavesmsasanSinadins e ivesumueumaniiuly
Hlaanzdrdnsrniasiaan less lusduuas lulasueaness aglusiennududu
0.004, 0.002 t1az 0.025 - 0.01 Tulasnsudeiiadans mudrwunazueumaiiuluilaaizdie
Fanantaviiamianlooe lumduuas ulaswurearlesa egfivasarmududu 003, 0.006
uaz 0.1 - 0.025 TuTnsnSudeiiadans mudidu MInMsAnE U@ RALIANNYNABIVBITTNY
1 Ffennseih W lunsaswinnsimmseda amueuafiuazuoumaniiuly

flaaae
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3.1 p3esienlylumsnaaes

3141 lﬂ?ﬂi Gas Chromatography - FID :iu GC - 2010 W3 01AY Auto sampler
§4 AOC -20i (SHIMUDZA)

3.4.2 m?mﬂum%mmmaw (Centrifuge) ¥94 Hettich

3.1.3 1389198 (Vortex) §1 GENIE 2

3.1.4 1A5DY1 (Shaker) Y89 Crest

3.1.5 in3eadanmilon 4 #umis Ju LA 230s v0s Sartorius

3.1.6 §9ANTUNY (Hood) ¥84 FLEXLAB FUME HOOD

31.7 %ﬂmﬂ?ﬂduﬁ"} iu Gravity Convention Oven Y84 Precision

< '
3.1.8 QiUu JU Climatro

3.2 gunsamlilumsnaaes

3.2.1 TinN03 (Beaker) Y11A 5, 25, 50 Uz 150 Haaans

3.2.2 NTLUBNAL YUIA 10 1ag 50 Hadans

3.2.3 luTasdula (Micropiptte) Y118 0 - 20, 20 - 200 taz 200 - 1000 lu1nsans
3.2.4 aeANAADY

3.2.5 VIAUTIYANIVIARN (Vial)

3.2.6 ¥ouanas (Spatula)

3.2.7 unuAIAUEIS (Stirring rod)

3.2.8 navAQAIS (Dropper)

3.2.9 1070151185 (Volumetric flack) ¥i1@ 5, 10, 25 uag 100 Haaaas

3.2.10 vaauAIdN

a_ o o

3.2.11 NIZANUINY
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3.3 mIaN

3.3.1 msnasgu wnueumlaiiu lelasaaolsd (Methamphetamine
Hydrochloride) ﬂ??ﬂﬂ?qﬂ§99.0 % U89 Alltech

332 'lanaeTsilnu (Dichloromethane) AuL3 N 99.5 % Y89 CARLO ERBA

3.3.3 @il (Hexane) AR grade U839 Mallinchrodt

3.3.4 117Nz FAN (Buthyl acetate) mmu‘%‘qw%“%.s % Y839 CARLO ERBA

3.3.5 Tmfon'leasonlod (Sodium hydroxide) Y84 CARLO ERBA

3.3.6 1hndy

3.3.7 unauedls (Air zero)

3.3.8 ufa luTasiou (Nitrogen) mmn?qw%"99.999 %

3.3.9 unalalasiau (Hydrogen) ANWLTANT 99.999 %

3.3.10 uRa@@uN (Helium) ANUUTAND 99.999 %

3.4 IEsmsduiiums

i 2 o
3.4.1 Anyvesyanuguvesunuauaiiy
3.4.2 Anywazsiusiudeyanenuguauianismenmuazmaniiveaun
ouA Y
3.4.3 wisuanuniouvesiesdfiianmsuazinieaiie
3.4.3.1 asvdounieslon1s nlFluminaassliegluanmuionldau
3.4.3.2 mawisunseadadunieidnhndrunsead 1azen 1in
¥ 1 v + ' "
wniuasewda luglnhnauudnih levludoumiewdingamgil 60 semwaidon I
Y o 3
uranousiunlyau
3.4.3.3 Jamsoumisni A iazalouasaIsazaIuNIAITIHYBANNUBUW
r=1
il
344  fAnvItmawssudedsilaaiznnieauaisg Taefnyuwazsiusiude
yavesmsanadledeamueumaniuluilamizuaznmsinizvaeisuialasmn Inns il

way'loss lumdu
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=
3.4.5 MIASBNATITAZTALNINTGIU
= o @ as o =1
3.4.5.1 mawsouaniazaenaigudmivisunalasnInniilaule
00 1uId
= at d g g
wisumsazawaasgumnueumatiiulelasaas lsa Wudu 1
lulnsniuseiianans laoFuunueumariulalasaas'’lse 0.0031 nsu azaiwlu'lanasls
- Y v s = = oan a = a8 a3 3 =
fimu udanlaviadalsies vuna 25 dadaas uazlSulSunassudliadinlanas Isiimy
(stock solution)
= 4
wisnesazawasgunuenvlandiulelasaaelsd Wudu 1.0
s P an ] = o
lulnsnsureiiadans lamihesazaeumasgiuamueuaiiivlelasnaelsa Wudu 100
Tulasniudesiadans USuas 025 fadans azawlulasaslsimu udnldldviada
151185 vua 25 Taddas wazdSulSumsauntade lanas lstimy
3.4.5.2 MIAIoNEITAZABNATTINEMTUMsana
wssumsazmenasymmuenaiiiulelasnas lsadmsuy
- a v 9 a 1 a asn n'J -1 4
spiked urine sample 1[Wu9u100 lulasniudeiianans Tasuunueummiiulalasaneolsa
v ¥
0.0031 nfuazgarwlutihnau udinlduiaialiines vue 25 adans uazdfuliuasauds
= : o %
YAAWUINAY (stock solution)
wisymsazawmas ey lalasaas lsddmsu
- s Y 9 @ 1A aa °
spiked urine sample Wudu 1.0 luTasnfuneiadaas Tasharsazarsinasgruwnuouma
Tulelasnan'lsd Wuduioo lulasnsuseiadans USuas 0.25 Tadans azaieluthndu
udanlaviadalTuias vuia 25 Taaans wazdSulSuasaudadademinau
3.4.5.3 wssumsazare Tadonleason lad anududu 0.5 Tuans
o =1 o o : o = a aa
e lmaoulansenlod 0.5 nfu azarwluiindy 1Usuas 25 Taddns
3.4.4.4 wisumsazaw oy leasenlod anududu 1.0 Tuars
u‘t = o o :’ o = a an
Falmdoulaasen lod 1.0 nu azarwluiindu Usuas 25 Jadans
3.4.5.5 wisyuesazaw Imdon laasen lod anududu 2.5 Tuars
' v '
e lwdon'laasonled 2.5 nu azateluiingu Usuias 25 aaans
3.4.5.6 wivumsazatnlwdey leason lod anududu 5.0 Tuars

o - o o °y o = o aa
‘]fﬂ"‘lﬂﬂﬂﬂulﬂﬁiﬂﬂmﬁﬂ 5.0 N3y n:awlumﬂau 151105 25 Hadans
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- a - )
3.4.6 fAnEanzimmnzanveamuenmsmnuelmiludasie aw
unalasinInanil wlanless ludy
Wimsazaiede 3451 faduasewdalasuInnsianloes Tuduy

1] ¥ v
TaomsUsulasuanznsnaassveaniounalasu Inns i ay lees Tumdu dall

o

4 a a d 1
wasuu/asgungiivesdunames (injector: t) 35131 230 - 280 C
= = o o 9 3/
Lﬂnuuuﬂmqmﬁqmmﬂaauu (column: t) A7Y temperature program Taald
. (-] o
gamiiuAU100 - 200 € Taoliguugiigaiuilu 260 ¢
P = =l I'd ' o
wavuwlasgungiivesdimames (detector: t,) 531319 280 - 310 C
wasuuilasdasims Inavewhan (flow rate) 910 0.6 - 1.0 laaansae
“ o = c‘:{ ] 9 T Ay - Y e &
Wi hwadeszvin ldinadensmsznneiiuildfinnugamgiinie
3.4.7 a319n519l3NA3§1U (Calibration curves)
wisumsazmemnaspuamueumaiivlalasnaelsd 4 seduanududu
20 0.5 - 50 lulnsnsuaeiaanns i dinszd launsouda Iasu Inns oy loos Tuw
su TaglFaneimuzayande 3.4.6
=S n'l o s o = ¥ =
3.4.8 fAnmaansimnzanamsumsanamnuessmiivludaani: dremaiin
ar v L drd \ =y = r
mIananalaveunanazauilsninanedszansmmvesmsana
34.8.1 fAnymMITNsHaNmsimzay Teonasuudasdsmsnavans 18
Ll d\cl 1 A‘i n!i '] o 1 = aa =
A 35108180509 shaker HAZIATOY vortex laidiersilaaiiz 3 Hadans uussomily
spiked urine sample TagTlulamsazaeuInsgiu 910 3.4.5.2 U511as 30 Tulnsdas @
L4 = a = =1 =
1 Tuey Twdon'leasonled Usuims 50 Tulasdas  vortex 10 Juri 1aw'lanas Isfimu
15115 1 Haaans Iaeldsnmsnaumsalomsoananyl 18un n309 Shaker a2 Vortex (11
= o n’: ° ; - 4 $ o < 1 oy
na 1 wn wasnntdnih iumdsane Ianaznoy fdasus2 3,500 seuasui Whinan
=1 [ ] c: ° A ol
15 il gamsazaedui o lifadueiewdalasinInns i wlav'leos Tuwdu aw
ANMTNMINZEAUIINTD 3.4.6
3482 dnymmansananmunzeay lasalfsumlassiiavesmsana 1dun
Tanaslsiimy, Tafiaosdien uaz wnwy lasthdedeilaanis 3 Hadans uussouiiy
spiked urine sample lastilaasazareanasgiu 11nde 3.4.5.2 Y5uas 30 lulnsdns wu 1
4 d A a = = o {
Tuans Twdoulaasenlas 1Usuas 50 TuTasans vortex 15uan 10 3w @uaisadanfnyl
1un laaaolsiimy, dimaesdien wazensu  Iasldasnisuaumsimunzay 9ndo

ar g o y 3 4 i o =1 1
3.4.8.1 1fumar 1w wasniuh ldtumdeadio lanaznou Asas157 3,500 souneuri
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W 15 w1 gaamsazmwdnilmh luiaduedewda s Innsfliowlooo Tumdu
aansimusaueInde 3.4.6

3483 AnmanududussazawTndenleasen ldimuzay  Ta
wasunlasanududuvesasaza Imdonlansonlad 1dus 0.1, 1.0, 2.5 waz 5.0 Tums
Taniwheduilaaig 3 Tadans wunSeuily spiked urine sample lastiamsazarvanag
g1 vnde 3452 Ysinms 30 lnstes Aunududuaisazaslvdonlensenlad i
dAnun 18un 0.1, 1.0, 2.5 uaz 5.0 Tuas Usuas 50 Tulasaas vortex (Huran 10 Junil A
asasanmnzay vinde 3.4.82 TnoldSnmamauarsiinzauainde 3.4.8.1 dune 1
Wit wdamhni liumisaftelfanasneuiisns s 3,500 SOUADLIN Wua 15 wIn
aaensozmwdavilmi ldadindoudalnnnnnswivawlese sy aweaizd
MUIEAUINTD 3.4.6

3484 dnvmnmiimnzanlunsate Teondoumawaldud o5,
1.0, 3.0 uaz 5.0 wi Taevhdredeilaane 3 findans yunsouily spiked urine sample Tavd)
nlamsazmwanasge ninde 3452 5ums 30 lulasdas @uanududumsazan
TaRowlanson ludfmanzay 1nde 3.84.8.3 US1nas 50 Tulnsdns vortex lunan 10 5w
duasadaiimuizan 1inde 3.4.82 TaeldSsnsraumsfivinzaunnde 3.4.8.1 dunad
Fnw 18un 0.5, 1.0, 3.0 uaz 5.0 Wit wdminhliumdoaitel¥anaznou Asasds
3,500 5o (Tunan 15 WAt gamsazawdadlmihlyiadueseuda Tnsin Tnns il
wlaaloos lumdu muanzfivinzaunnde 3.4.6

3.4.9 NATBUANNGNABIVRIITIUATIZH (Validation method)

3.4.9.1 Aanuiuiduns (Linearity) tazgasnuiunduns (Linear
range) anuithuduasuaioylasms@umanasguamueulaiiiulalasaaelsd  Tuda
ptnsilaaaz lugsnnududu 0.5 - 50 Tulnsniudeiiadans 5 seauanudutu udnhms
anaTaomamioudetnilaaie 3 dadans uda spiked urine sample IaeTilaesazay
wasgumnueuaiiulalasnaslsd 11nde 3.4.52 Ysas 30 lulasaas aell @uaaw
Wuduvesmsazaeludon leason ladnimnzay minde 3.4.83 Yswas 5o lulnsans
vortex (Fu3a1 10 3uift Wuesadafimanzeay vnde 3.4.82 USinas 1 Tanans udaims
wauesdonieiiminzay 1nde 3.4.8.1 Sunafmzay 1nde 3484 inthily
Thumsaiielianaznouiinnuga 3,500 soudewrit Hunan 15 Wit hasazaedudla

' " ; i
TWRaduaTownalasun InnsWilayless ludy  fianzmiowdalasuInns fiay
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Tooe lwwdu Ju GC - 2010 WiouA2 Autosampler 1 AOC - 20i (SHIMUDZA) 140 Column
Rtx - 5(30 m x 0.25 mm. x 0.25 pm) fannzimuzay 1nde 3.4.6 MmsiinseiIsduany
Wtz 7 41 Snserinamsnanes ﬁ1ﬂ'1ﬁ'lé’ﬁ%'1qnﬂﬂmmg1u1ﬁu1%’fi1m?imﬁuﬁ“lﬁﬂﬂﬂ
yoawnuoumaniiuluudazanududulinu y Huiuilgnsmunzun x i

3.4.9.2 aanuihuduasoilasmsiAsmsazaranasgiumueumia
fuleTasnaelsdaaludmetnilamzaududugei  duilumsinsnziisudfude
3.4.9.1

3493 m%m‘ﬁm‘ﬁqmmmiﬂﬁﬁﬂ (limit of detection: LOD) azad1na
¥9IMs AT IEHUTII (limit of quantitation: LOQ) SnsizHiededlaazfidiuarsazaty
wasgveunueumariiulelasnaelsd fszduanudududng men dudunsdinsed
WuiReatude 3.4.9.1 dwadnnzindostudygavesmsild ) fudyaiasuniu )

Tnsadigavesmsiaeg ldanudnduvesesilidygnantly 3 whwesdgygimsunau

(LOD = 3N) uazdadigavesmsuaneiSnaduanududuvesasilidyanuns

v
Tt 10 hvesdaNmsuNIU (LOQ = 10N) (M3 AATIEH 7 1)

-4 o &

3.4.9.4 rfevazmanduinld (% Recovery) (NIuinmenansnsunng, 2549)

a = 4 [ o [
Wumsazavuesgusnueumlaiivlalasnaelsa 4 szduanududuasludiedis

@

Alaane duilumiimseiruRetude 3.4.9.1 Mmsimsieiszauanududuay 7 ¢
= s " [ o o L3 Y o A
s izrHanInaasaza e siFuans lanauduy

fMuradesazmsnduauld (% Recovery)

_ (C1-C2)x 100
- C3

% Recovery (3.1)

cl fo anududuvosasly spiked matrix blank
C2 A9 ANUYULUUDI matrix blank

3 fio anududuve analyte NiAY

NN MTBNSY Recovery (NITUINGMAATMIUNNE, 2549)
The AOAC Manual for the Peer Verified Methods Program (1993) Téfmuaumuania

FMSUNITNIITUINITOONTY % Recovery 1a8%12 11 mua1319 3.1 dmsumsian 3.2
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Wi Codex 1A mualB3dmsvauduaisandeaninesiuyauazedaianaialy

2IU3

@319 3.1 Analyte %Recovery dviumsiinIsanvensuiinnudududieg (@ A0AC)
a wa Y asa d =1 9 a wa
aulfiamsnaaeunnugadesuesdd insizimani lasiealfians

1fe7, 2549)

ANMAUNTUUBI Anayte % Recovery
100 % 98 — 102
> 10% 98 — 102
> 1% 97 -103
>01% 95 - 105
100 ppm 90 - 107
10 ppm 80-110
1 ppm 80-110
100 ppb 80-110
10 ppb 60— 115
1 ppb 40-120

519N 3.2 Analyte %Recovery M5 UAISHAsI80USUNANUTUTUAIA199 Yo aI5An
1 o d a wa
Aennseiuwasazndaiandieluens @ Codex) (tunlfiians

NATOUANNYNABIVEID AT IwHMuA TavHes fiTAmsiRun, 2549)

ANMVUTIHYBY Analyte % Recovery
<1 ugkg 50-120
> 1 pg/kg <0.01 mgrkg 60— 120
> 0.01 mg/kg < 0.1 mg/kg 70 - 120
> 0.1 mgkg < 1mgkg 70110

>1 mg'kg 70-110
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3.4.9.5 AMUITBY (Repeatability) (NSUINIMAATMTUNNG, 2549)
o = = d o o o o 1 [
Auiumsansirwaedude 3491  Tasiimsnaasenieluiuferiuiassenineduy
nsizrinansnaaoaazA A ndsauy (Standard Deviation: SD) ¥9dlAazAMdudY
uazmsmuuAbowNasIuduins % RSD msdmos % RSD ueldnanuiioa
SR v ¥ o
(repeatability) NANUVNVUUUS

SD x100

%RSD = (3.2)

NUNMIEONTY ANUTLS (MTHINIINAATNITUNNE, 2549)
mstszdumssensuamnsai ldvawds wu asdid lulimsdvuamieousy
1A Mededanuszszdnld TavmsnSoufiousuandiuin’lden Horwitz s equation
1laz HORRAT (Horwitz ratio) ﬂ1uﬁi$u1uThe AOAC manual for the Peer Verified Methods
program (1993) vielunsdiitinmsnfSoumovanuiisaweiaesdsnld F - test lumsdszdiu
¢
o oy P . s 5 [~ =
M31)3ziiuA2e Horwitz’s equation 110z HORRAT Horwitz’s equation (JUaun1sh

e é[ ey = J @ o ] o
W19y 1Ay Dr. Willium Horwitz Taoad 190U 1nanuduwus 521313 % RSD fuanududy

Horwitz’s equation
@ M3U Reproducibility: % RSD = 2779 = " (3.3)
@13V Repeatebility: % RSD = 0.66 x 279 =0.66 x 2¢*"*" (3.4)

Tas C ri'flu concentration ratio ('h}ﬁmi’w)

HORRAT %30 Horwitz's ratio D 9A18IUIZHI19A1 RSD Niduaa ldvinnanis

nAABI (RSD,,) A1 RSD 11294910 Horwitz's equation (RSD,.,,)

g D
@131 Repeatebility: HORRAT = .. (3.5)
RSD.

expected
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i : i o ” o T
Mmaen 3.3 M expected % RSD Nf 12910 Horwitz’ s equation AanududuaIe
o wa ¥ Qs d = 9/ a wa
(uu')'ﬂ{]Uﬂﬂ'ﬁﬂﬂﬁ'f)l]ﬂ'J'lugﬂﬂﬂi‘ilﬂ\l’lﬁ?tﬂ‘i?S‘H'VINLFI)JIﬂﬂﬁﬂ@ﬂﬂﬂﬂﬂTj

(@87, 2549)

ANMTNIUYDS analyte C Expected % RSD
100% (100 g/100g) 1 0.66 x 2 x (1) =13
10% (10 g/100 g) 0.1 0.66x2x(0.1)"" =18
1%(1 g/ 100 g) 0.01 0.66 x 2x (0.0)""" =26
0.1%(0.1 g/100 g ) 0.001 0.66 x 2 x (0.001)""" =37
100 ppm (100mg/kg) 1x 10™=0.0001 0.66x2x (1™ =52
10 ppm(10 mg/kg) 1x 10”=0.00001 066x2x (1" =74
1 ppm(1 mg/kg) 1x 10°=0.000001 0.66x2x (19" =105
0.1 ppm %30 100 ppb 1x 107 = 0.0000001 0.66x2x (1) =149
0.01 ppm %30 10 ppb 1x10™ = 0.00000001 0.66x2x(1H™* =211
0.001 ppm %59 1 ppb 1x 10° =0.000000001  0.66x2x(17)™™* =298

H a 1 - o e a o @
MM 3.4 INUNVOIA1 HORRAT Noewiufl AOAC uag Codex U EU fvualinag T
Qs :Iy = e 9 ada o =1 3 a wa
Asil (ulfiiamsnageuanugndssusaddamsizimani lasie s §ia

M3AE, 2549)

Reference A1 HORRAT ngousu
AOAC <2
Codex, EU <9

3.4.10 MINATIENAIBEN
dedilaadSuas 3 fadaas @y 5 Tuand TwAey'leasonlea
U51as 50 Tulnsans 1l vortex Wt 10 3uidt mmfudlanaeTsiing Uuas 1
fodans 1l vortex 1 11# v lihumdsaditelanazneu finad 3,500 50UAD
it W 15 wii gamsazmedauiilaiadiadouda s Inns # maulese lumdu
MRS ARALERRIN N 3.1 An1azlunINAnesdedl AoduiTailA Rix - 5 AW 30

1 4 - e w s a
A3 Lf’r'umuquunma 0.25 yaaunl ﬂ'.nnwm'!mﬁﬁn 0.25 'lIJIﬂﬁﬂJ’ﬁ'i ARV I AN
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o
ar = 1 = w d
loo0 luardy qmwgmmmuﬁﬂmi (t) 250 C guuusIRBaVY () wpy lilsunsy

.
- e

o ¥ d v ]
QNI (temperature program) 19gamgiiGuAY 150 C ANl o guungiil 1 W17 INTUINY
(] " v
C i oufle 260 C AN & QMR 3.5 Wil

9

o

=4 ¥ o 2
gauniivuaude 260 C AdwdnsMaiy 20

aSaaa

L]
gungivesdamsinda (1) 300 C 8asms lnavewde 0.8 TAddAnsAoMIH MsRamsuuy

- = = - -
splitless U5umslunmsfaars 1 lulasans sauman 10 i

areunilaaiiz 3 Uaaans
l @ 5 Tuans Tadew'leasenlaq 50 lulasans
Vortex 10 ’)mﬁ

!

wylenasiimy 1 iaaans

!

Vortex 1 W

v
Centrifuge 3,500 SOUADUN

hawunle

31A512H A28 GC - FID

Y = '3
Mun 3.1 madmsziwmueumaiuluilaan:



uni 4

<
Nﬁfﬂ‘5ﬂﬂﬁ@ﬁ&lﬁtﬁﬂ1iﬁlﬂﬁﬂ1iﬂﬂﬂﬂﬂ

= o A 4 = s o
4.1 Nﬁfnﬁﬁﬂﬂ'lﬂ'ﬂT?L"ﬂl‘ﬂﬂ'I%‘;ﬂu‘llﬂ@lﬂ‘iﬂﬂlﬂﬁiﬂill'li‘ﬂﬂﬁ'lﬂ Mnu“l@at‘ﬂuw‘wu !lﬁ&"ﬂ‘ﬂﬂﬂ

) :;d ' = d
AN NUANANDINITUATIEH

= ~ A d = o
msfnuannzimuzauveuniowna lasu Inas i anlose luwdu Tums
Amszvansuaspuamueumiiulalasaaelsd miasnndalasualasinInas ¥l way
Tooo luiadu 1¥nedmiviia Rex — 5 8717 30 was @uruguina1e 025 Hadwasuazaw
wwwesilay 0.25 Tulaswas 1Fudadidon He) Wuudaw ufalulasiou () 11y make up
gas
4.1.1 wamsfnugumgiivesduBams () 9INWaNIsANYT guugivesduia
L o
13 lavdagamgiivesdudamis 1diian 230, 250, 260, 270 uaz 280 C WAMIAISANHA
= [l - ar = A o g Hq ¥ — o
qaungiivesdufams uaasdannd 4.1 dovhiunldnsmnldennminaassmasans

Auguvgiivesdaudams ns i lduaasdsnmi 4.2 nnswud annziininzeay Ae

¥ 4
= VA

= 1 = -:; ) = i d'l =1 P 9 a:; t:;
gUUQIYeIaIURAMTNYUNYII 250 C HesnngamguiIviunlansmnunniga
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500

4 o
T,=230 C
o -

T T
3.4 3.8

peak area

500

500 -

i ' T,=260 C
il

3.4 3.8

500

4 . °
T=210 C

34 3.8

peak orea

mui 4.1 Tasu Inunsuvesmsazawmasgusmueuaiiulelasnas lsananududy

v (<]
1 luTnsniudeiladdns Nguugiiaudas 230, 250,260, 270 uaz 280 C
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550 -

Area response (V)
-
b

400

350 1‘ T T T T 1

230 250 260 270 280

<]

Injector temperature ( C )
amil 4.2 nsmliassnnuduiusszniegumgiivesduiaans (injection temperature) 1A%
A dgy = se )
wunldnavesmsazmemasguumuenniivlalasaas lsananududu
(o]
1 lulnsnSudefiaddas an1iznisnanss fie gungiivesneduil 150 C (1 wif)
-]

' o [}
8RS WY (heating rate) 20 C /min §14 260 C (3.50 U1#i) guIngiiAIngI193n 300 C

élﬂ'i'lﬂ'livlﬂﬁ‘lmﬂuﬁ'ﬂW'l 0.8 mL/min

4.1.2 womsAnugungiivesnedwd (1) vnwansAnygungivesnean Tag

k4 1 o
dagaungil Isunsuvesnedun] Suduldiisn 100, 120, 150, 180 uaz 200 C w gungiiily
i -

-:'a. é‘ ad @ @ © oA @
v 1w uduiutusudegungiin 260 C drwdasuiia 20 C /i uazashngamgil 260

q LY

= ] a w o o { < o & { 1
¢ dlunm 3.5 il wansinvigungivesnediniuaasdanmi 4.3 devhiunldnsmin’ld

vnmsnanesnwieansiugumgivesneduing it luaasianni 4.4 Lﬁatﬁuqmﬁgﬁ
vesnednfiudy  wuhumueummiivezesnnanaeduniitaiy udﬁnﬁnqmwgﬁﬂm
aednfinniduly 1wy 150 © i 180 C waz 200 © finitl&azTignifinfindredy (broad)
uazinsidouveuduge (base line shif) MI¥nsinsdiBalSinaenianain o

(<]

4 aa o dal =
anneimingeay Ao gungiisuduvenedningumgil 150 C
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500

T,= 100 C

m in

500

Peak area
i
I
%}
o
o
O

min

500

3.2 34 36 38

500

Peak Area.

o 43 TasinInunsuvesmsazawmaspuamusumiulelasaae lsananududu

(=]

1 luInsnsudeiiadans NguuginediniFuduiiu 100, 120,150, 180 uaz 200 C
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550
T
500 1

450

Area response (JLV)

400 -

350 T

100 120 150 180 200

o

Column temperature ( C)

é o o o 1 - o o d{ P 3/
NN 4.4 AR NUAURUTITHINgUUYNvoIRaNY tazWuN lansvesmsazay
o @ 1 A aa
wasgmnueumaiiu lalasnaslsd nanududu 1 lulasnsudeiiadans
o (=]

ANNZNMINANDING QUUYNVBIAINRATIS 250 C YUNHUAINTIVIA 300 C

80313 Inaveudani 0.8 mL/min

4.1.3 wamsAnyIguriivesding9ia (1) nwan1sAnyIMIgamgiveding
L4 o
Fa Taudsqungiivesdinsaedaliiar 270, 280, 290, 300 uaz 310 C wamsARMIGUUYI
] ' k4 ' ]
vosimsndanaasdan il 45 dishiuildns i Ideinnisnaasamdsans iy
gaunivewinsIvians i lduaasdesnmil 4.6 nnswinun aneimnzan fie
] (-] i) v & ] ]
guMiiveiInIdai 300 C wesnngungiiildinunldnsnnganazTasu Tnunsy
d‘ = A 6; = o o = U 9 - dy .dl
nldanuauas Weougumgiivesiinsaviamnmiuly wu 9n 300 ¢ dlu3sio ¢ Aud

1#nsanaq
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peak area

500

500 -

500 -

% A & I

i 4.5 TasinInunsuvesesazmomasgumieuniulelasaae lsananududu

1 0
1 luTnsnSudeiindans Nguvqiinansaea 270, 280,290, 300 uaz 310 C
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540 -
520 -
500 -
480
460

440 -

420 +— T T T T

270 280 290 300 310

=]

Detector temperature ( C)

P o o o ' = o [ dly g ¥
MM 4.6 nsuaanNuFuRUSsEHINgUNNvesdIns I Tauaziun 1Ans vesas
- o 3 g [
azmemasgnueumaiiulalasaas lsananududu 1 lulasniude
fladdns an1zMsnanesie guugilvesdIuiams 250 C gungiivosneau
Le] ’ o o
150 C (1 WI#) 8ASINSINAN (heating rate) 20 C /min §14 260 C (3.50 W) DAY

M3 IMavesudan 0.8 mL/min

4.1.4 Wan3Anu19nsIMs liaveuna (Flow Rate) 91nHaANY18AIINT Inaves
ufawt Taodasasims inaldsien 0.6, 0.7, 0.8, 0.9 1A 1.0 HanansABUIN HANIIANYIOAT
Travesufawansianni 4.7 iewdoanslaauns Van Deemter Plot 5313198031013
Tnavesufavuarmanugaiifousiifumaamequiuansdanmii 48 wuhanngi

- ar 1) ai. oS A 1 = LT e'
Mz Av 8R3INS IMavewAawIN 0.8 Hadansaeuli 1Al H drga



500 —

\’w‘—/¥ Flow rate 0.6 mL/min
0 -

a0 4.2 4

i 1 Flow rate 0.7 mL/min

s00

Flow rate 0.8 mL/min

peak area

0 Flow rate 0.9 mL/min
A O g

30 38 4.0
m in

500 o

I
| \uow rate 1.0 mL/min

2.8 ) 38
m in

= = St
ann 4.7 Tasun Inunsuveamsazatewasgummuemmmiivlelasnas lsananu
Wudu 1 lulnsnsudeiiadas Adnsims Ivaveaufan (flow rate) 0.6, 0.7,

0.8, 0.9 Uag 1.0 HadansAeuIn

o7
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0.8 -

0.6 4

0.4

H centimeters

0.2 -

0.5 0.6 0.7 0.8 0.9 1 .1

U centimeters/second

MWA 4.8 131 Van Deemter Plot 5313196R31713 1Mav0unaw (flow rate) LAZAIAIINGY

o

MNGUININUHAANIINGE] F11IZN1INAADIAD QUUYTVBIAIURATIST 250 C

gaMgiivesnemnd 150 C (1 u1#)20 C/min§14260 C (3.50 ud)
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4.2 n531A5§ W (Calibration Curves) #az3n911AY8IN150 32930 (Detection Limit)

Tauwssuasazamasgumuoumamiiulalasaaelsd 4 szduanududu
fl9 0.50, 2.50, 10.00 uaz 50.00 Llg/mL 1¥NNINTIZH laon3es GC - FID Taoldanzfimuny

ﬁﬂJ'ﬂ’lﬂ‘i’l‘ﬂ 4.1 wamiﬁnmuﬂmﬁ’amswﬁ 4.1 LAZNNN 4.9

{ 1 e a o o o o o o
M3 4.1 adulsednfandunng ) uazdiadriavesnisnideia

a % o L7
ANMVHUYY Hunldnswl IaNfAveIMs  auMIIFUATIVEY
g/mL Mean + SD 733930 (Llg/mL) navlinasg
0.50 436.67 +29.15 0.50 Y =3521x
2.50 3281.33 + 36.47 r =0.9976
10.00 30978.00 + 755.93
50.00 177184.00 + 2212.14
200 -
= y = 3521x
e 2
- J— R’ = 0.9976
1 1
g
§_ 100
o
20
E 50

0 10 20 30 40 50 60
Conc.(llg/mL)

A 4.9 nswlinasgvesmsazmonsgummueuwmiiulalasnas lsd
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4.3 HANTIANEIAN IZMINZANVRIITMIANA

43.1 HAMSANYIMTID luMIHaumsImInzaudmsumsana 1dun mInauais
4 4 o y lﬁ‘. =4 ﬂ’d' =9
&101A594 vortex LAZIA30Y shaker Tadanudldns s sumueuaiiulalasaas lsanay
¥
aslutlaane 3 anududu Tasadannududuas 7 91 fiv 0.25, 0.50 uag 1.0 lulasnsude
o aa d‘l Y 9 dl. = ai
faddas deasavtaldnsmusnesnuiiinal 3.460 Ul KamMSANYINSHAYASTIMINZ AN
FMSUMTARAUAAIAINITITN 4.2 LAZNINT 4.10 INNITNARDINTHANAITAIUATOI vortex
3 1
Tiunldnsmgalunnanududuamnseadammueumaiivuaz Inanisasiedaluszdy
¥
Y o o

Y ¥ o y A = & a a
mmwmum"lﬂ AIUUNMTINTUAITAWIATOY vortex w‘flumimwaumsmﬂmzﬁwqﬁiu

msanamnueumaiiuluilasn:

MS19N 4.2 Havssrtiaveunsenaua1sniFlunsadamsazamunueumaniiulalas

naolsAly Spike Urine Sample

AMmdutuve amueia i Huildnsm
1alasnanlsd (ug/mL)
Vortex Shaker
Mean = SD Mean £ SD
0.25 771.00 £22.54 72850+ 25.86
0.50 1204.27 + 44.29 1110.63 + 51.43

1.00 2222.47 +30.87 2033.50 +£47.45




Area response(pVx10°)
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35 -
30 4 vortex
25
shaker
20
15 |

10 -

0.25 0.50 1.00
Conc.(pg/mL)
v ¥ '
Al 4.10 asmluaasnnuduiusseniuanududuiaziuildnsmvesmsuiasgu
wnuouwlatiu lalasaas lsd nanududu 0.25, 0.50, uay 1.00 lulasnsu

A0InanANT IAUNTUAITAIUIAT DY shaker LAZ vortex

4.3.1 wamsfnumasatanmzaudmsunsana 1édun lanaslsiimy d79a
a [ Y a o { =
pramnuazienry lagdanuin ldnsvesunueumaiivulelasaanlsd Nduasluilaae
¥ v
3 anududy Tasadannududuay 7 1 A9 0.25, 0.50 uaz 1.0 lulasnsudeiiadans e
a3 3a linImuenoonifiiaT 3.460 LI HAMSANEIMITSANATIHLIZAULAAIAIATT 1N
' ¥ v '
43 waznmi 4.11 Mawamsnaaed lanas lslimunlfiiluasanaldiuildnsmgendms
as a & Y 9 os = 9 s o
anariaduluynanududy swsaadawnuenmiaiiuuaz Iinanisasivialuszduany

v v [ ]
Wududnld daiulasas lsimlauarsiminzaviigalumsadaumuoumlaiiuly

flaaie



MmN 4.3 waveen1s 19 lanae 1simu danaosFanuazienay Wuasadalunis

anamIavmewnuemmaiiiulelasnae 13 1y Spike Urine Sample
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ANV HVBUNNLDH uildnal
mmiivlalasnaelse
(ug/mL)
Dichloromethane Butyl acetate Hexane
Mean = SD Mean + SD Mean = SD
0.25 771.00 £ 22.54 535.10+ 12.85 ND
0.50 1204.27+ 4429  834.80+ 11.88 ND
1.00 2222 47+ 30.87 2055.10 £ 17.69 ND

ND = liaunsonsaadala (Not Detecable)

35 1 Extractant
.-a; -
;"" 30
= - 2h Dichloromethane
(o]
[72]
g 20 . Butyl acetate
2 |
g 15 T
< ‘

10

5 1 Hexane

0 t LS . e T - 1

0.25 0.50 1.00
Conc.(pg/mL)

H as -7 1 &' d'
i 411 nsnlusmsnnuduius sz nududuuazivuildns mlvesmsunasgu
wweulaniiulalasnanlsd nanududu 0.25, 0.50, uaz 1.00 luTasniy
P ar
wnueumlaiiivlelasnaslsa Annududu 0.25, 0.50, uaz 1.00 lulasnsy

aeliaaans laoldarsana’ldun wnwy, lanaslsiimu uaz Jiassdian
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433 wamsfn¥manududuvesaun oy leason ladnmuzay dmsy

ar 1 ot g i
msanaldun 0.5, 1.0, 2.5 uaz 5.0 Tuad Taedanunldnsmveswmuenniiylelasnae-

¢ A a a :’
l5a ndvasluilaaniz 3 anududulasadaanududuas 7 91 Av 0.25, 0.50 uag 1.0

lulasnsuseiiadans weasdvialdnsmiuensenuiiiat 3.460 wIh wamsAny ALY

3 = St o P P
'uu'umTmﬂﬂu‘lamaﬂ'lqmwmmzimuﬁm AT HN 4.4 UATAINN 4.12 NHANTTINADD

= s ¥ 4 ar =
anududun 5.0 Twars Miunldnswigelugnanududu duiuanududuvesTndon

loasonlasn 50 Tward Sufluanududuiminzauiigalumsasammueumaiiiuly

a1y

M3 4.4 wavesmsiAvmsazavanududu ludeuleason ladmaig aslums

anamsazarswmuamlaiiulelasane 154 1u Spike Urine Sample

AMUVUTUVD N

4 ,
anuaTuvesasazawlmaunlsasonlyanly Juas)

werlmitulalas #uildnal (Munde + SD)
nae 137 (ug/mL)
' 0.50 1.00 2.50 5.00
Mean + SD Mean + SD Mean + SD Mean = SD
0.25 45557+ 19.08 771.00£22.54 1088.47+22.64 1215.60 +8.49
0.50 616.10+7.70  1204.27 +4429 1617.87+57.37 1921.50%23.33

1.00

1051.60 £35.87 2222.47 +30.87 2999.60 +50.00 4443.70 + 58.69




Area response (uVx107)
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NaOH

50 -
45 | 50M
40 -
35 25M
30 -
25 | 1L.OM
20 -

B 0.5M
10 - H»/—‘

5 L

0+— : ‘

0.25 0.50 1.00

Conc.(ug/mL)

- . i, ' y v A dqu
muil 4.12 nsuaasnnuduiussznianududunaziuildnsmvesesasgiu
mnueuaniivlelasnaslss nanududu 0.25, 0.50, az 1.00 lulasnsu
aodianans lavldanududumsazawlndoylaasenlad 1dun 0.5, 1.0,

2.5 uaz 5.0 Tua1s

434 wamsAnymnamsanaimnzaudmsunsaia 18un 0.5, 1.0, 3.0 uaz
a g { = =1 e - .
5.0 Wi Tagdaunldnsmvssumueuaiivlelasaas lsanduasluilaane 3 anudy
v ¥
ulavafaanududuaz 7 41 fie 0.25, 0.50 uaz1.0lulasnsureiiaadns Wensraiald
nsvlueneening 3.460 W WHAMSANEIMINAINISAAANMIIZANLAAIAIAISIN 4.5
P = o g v dey 3y g
HAZNINA 4.13 MInHantInaaesiam 1.0 Wi IWaunldnsmgaluynaaududy awise
' ¥
anawnuaumaiiuuaz namsasiadaluszauanududud1d dafunar 1.0 wif Sadu

naimngruigalumsadawmuouaiivluilaai:



65

4 | o o a
m3en 4.5 wavesnad I lumsadamsazasmueulmiiulelasnanlsalu Spike

Urine Sample

ANMVUVHYBIIN naillumsada ool

wesimiiulalas ﬁu‘m#’fﬂﬂﬂ(ﬁuﬂéu +SD)

nael5A(ug/mL)

0.50 1.00 3.00 5.00
Mean + SD Mean + SD Mean + SD Mean + SD

0.25 83295+ 134  121560+£849  691.50+3.53  819.85+8.84
0.50 114580+ 61.66 1921.50+23.33 934.80+ 8.91 847.35+32.74
1.00 1937.05£45.33 444370+ 58.69 1433.50+47.38 1355.60 % 39.31

Extraction Time

50 -
45 - 1.0 min
Ng 40
i 35 -
~— 30 d
2
8 #89 .
g‘ 20 b :: min
= | "
E % Mg e
10 Z :
= 5.0 min
5
0 T T
0.25 0.50 1.00

Conc.(pg/mL)

[ b4 [
i 4.13 nsmluaasnnudniussenianududuuaziuinldnsmyesmsunasgu
amueummiiylalasaaelsd nanududu 0.25, 0.50, uaz 1.00 lulasnsy

apdiadans lavldnarlumsanaldun 0.5, 1.0, 3.0 uaz 5.0 w9
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=
4.4 aNNIZNHAIZANVININANDY

o A o - P
44.1 aMEnNug ﬂu"]a“ﬂiaﬁﬁﬂﬁiﬂﬁlﬂiﬂ ﬂﬂﬂ IV UITTNUDING

a iy 1 o - @ =
ANTIZUAIULATDILN ﬁiﬂﬂ]'ﬂ'ﬂﬂi 'lﬂllﬁﬂ\?ﬂﬂﬂﬁ“ﬂ 4.6

= ei A o =
A1 1NN 4.6 AANTVHUIZTUVDY lﬂiﬂquﬂﬁiﬂiu1i°ﬂﬂs1ﬂ

Parameters Optimum condition
Column Ritx -5 (30 mx 0.25 mm x 0.25 kim
t; 250 DC
t 150 oc (initial temp.)
s 300 ©
Flow rate 0.8 il sia

432 annzimnzauvesmsada
idedellaanslsings 3 daddas  @umsazawlmdoyleaseon lad
anududu 5.0 Tums Usinas 50 lulasdas vortex Wyt 10 Jundi dumslanaslsiimu
V511A3 1 1aAaA3 vortex WM 1 1f nimuih lliumdsaioanaznouiinnua 3,500

soudewi gamsazarwdiulafaduniownalasin InnsWivan Tooe ludu

=1 9 acdas é
4.5 HANIIANEIANINGNADIVRIFAUATICH

4.5.1 Linear range 18 Calibration curve 1081511502210 105 MNLDUW -
5 Qs 1. an
miu lelasnae lsnasluilaay 5 anududu Ae 025, 0.5 uaz 1.0 lulnsnfudeiiadans
4 r o o \ o
Tavadannududuaz 7 41 vinanududuassl@amdulszanfanding ) whiu

0.9996 AauaAluNINN 4.14
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250 -
y = 4247 .8x - 4148.2
200 - R? = 0.9996
=
b
> 150 -
-
2
g 100
8
3 50 p
<
0 ; ;
30 40 50 60
|
-50 J
Conc.(pg/mL)

MmN 4.14 $eanuduassesamueudaiiulalasaaslsd luilaais

452 nMsvIvasnavesnsasdaaswnueuanduluilaaiy wunanu
9 o = dq ¥q 9 o ' o & o o
Wuduvosmsnmmstaned I Wi dyanauiu 3 mhwesdyanusuniuuaziindiiavesns

= a ' 1 Y 9 A o a q Vo '
asndSinadmaey  nuhanududuvesssiimsinnedidyapadu 10 vhees
o o P 2 = s d =
dyaasuniu wamsAnuaaiien 4.7 FldmelimsAnyimsinsizidlumaiia
wamila aasnavesnisasieiammuemmlmiiv1ddnuegluszau 0.5 Tulnsniude
fiadans@ws, 2548) uaz ldfimsAnuadiaiiianisasiedanmueudaiiulddnu PBeglu
szév 0.03 Tulnsniudeiindans AremsioyWus TEA (United Nations, 1995) naz 1&iinms
o = - s = 1 2 o o ‘;
afamsaomailamaveurar Annzidisudalazninnsi wuhdadinadigauesms
@ = YR 9 1 ar ar I & as
asviaveuunueuaiiu 1adny11legluszau 03 lulasniudeiiadans (Moore, KA,
2003) ienfSoudoudeyanunisnimsins i I¥ sensitivity hia Taelidoaieysius
P} = °'s a o o = =y 'd P g/ =

YpemsNdeIns N iuazladinaveansnsndSnadinsigy ¥ ldmeiimsinuims
= o - ' A 9 W LY = = d o
Inszrmemaiaeamlalimiaiinanisasiniadsnadmnzivesmasniawmuey-
mafiu1dfnu Beglusedy 1.0 lulasniudeiiaddas lAlimsadamsdromaveunar
= a o =1 - ) o = d a
Inszviarsuna Iasun Inns i nuhdaditamsaselsunadmszvusansasisiaveuun
uouafiu ldfnu1Beglusedy 1.0 Tulasniudeiiadfins (Moore, K.A, 2003) ionfSuu
deudeyanuindtimiimsinned Idanm’ly (ensitivity) #ia Taoludesheyiusvosmsi

Vv a o
ADINITAUATIEN
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maeh 4.7 Iasvadgavesmsariauaziasiiavesnisaiedfinaimnned

L7 9
ANV (ppm)
MINATFIY
LOD LOQ
wnneuafummiiulelasnanlsa 0.0315 0.0625

4.5.3 ¥ouazminduaulA (% Recovery)

Wimsinnzdanugndesvesnsinged Tasumsazanasgvasly
MsFet 4 srdvanududy asiianesidudazsrduanududuas 7 afe mamsnu
uensdamseil 48 e ldinelimsfnuinisdinazidaeuialasu Inns il 18fnm eglu
72U 80.65 — 108.95 % (NsINeINEATMsuNNG, 2549) 1dTimsaiadis SPME sy
fu LC - ESI -Ms 18dAnu113egluszdv 81 % Sevazmsndufinld 18Anu113egluszdu 78
% AMINBYWUSAIY NQS (Yi, H. and Youn — Jung, K, 2009) Fevazmsnduduld 14fnun
ﬁ”'afiﬂuuazﬂﬁaﬂﬁﬁﬁﬂ‘l”iag“luszﬁu 107 & 8 % lasmaiiamsatadumaveunar Inszd
FundewdalnsnInns il Moore, KA, 2003) iffenfSeudivudoyanuh FEivims

= PP 4 " ° o o { =
ez Wanm' (sensitivity) 715 Tae lidesheyiusvesasiideansins g

MmN 4.8 msesazmsnaunuldvewunueumariiulalasnaslsa

13 FEAUANMVUTY Mean * SD %RSD % Recovery
fdaadhl (ppm)
eIy 2.50 2.34 1 0.08 3.42 93.60
lalasnaelsd 5.00 4671020 4.28 93.40
10.00 9.65 1 0.65 6.74 96.50

50.00 50.09 +2.71 5.41 100.18
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4.5.4 MIMIAIANUNG
° = s =t S o
mmsiengimsazawnasgumueusmiivlelasaaslsan 4 szdv
v ¥
anududundazanududuiiadr 7 a5 TaskimsinsziaoluiuRerdu (nta day) uaz

581193 (inter day) HAMIANYUAAIAINTIN 4.9 11824.10 MURIAY

Maan 4.9 anunavesminzineluiu@eaiy (intraday)

M3 LAUANNUNTY  Meant SD % RSD  Horwitz’s  HORRAT

ﬁnﬁum'hl (ppm)

wnueuHaiy 2.50 234 +0.08 3.42 9.29 0.37
lalasnan’lsd 500 467 2020 4.28 8.37 0.51
10.00 9.65 £ 0.65 6.74 7.50 0.90
50.00 50.09 £2.71 5.41 5.86 0.92

d‘. pr - o 1 o -
A1319N 4.10 ANUNYIVDINTITANTIEHILHIN9IU (interday)

M3 FTAOUANNAUNTY Meant SD % RSD  Horwitz’s HORRAT

fduasll (ppm)

wnueureliy 2.50 2.76 £ 0.11 3.99 9.06 0.44
lalasnas’lsd 5.00 498 +0.14 2.81 8.29 0.34
10.00 9.69 +0.72 7.43 7.50 0.99

50.00 54331273 5.02 5.79 0.87
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¢
4.6 wam3raszrmTnamanmuenmmindudlesatlaane

° = =1 w T a 4
MmnsfnymlTinamsumueuiaiiuludresnilaaiznnnsuInnmans
Mg 331 IAgUATITEI 119U 42 AI9019 AI00191ATIN TNUNTNYDIHANTNANDILTAY

AT 4.15 nagagdmanen 4.11

5000 —
4000
3000

meth

2000 +

peak area

1000

3.0 3.5 4.0
min

MU 4.15 dreo1alasu InunsuvesmsaasizndlSauunueumaiuludeosllaaie



M8 4.11 wamsaaszddsuamsmmueuaiiivlugediilaae
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a1y GC - FID aay GC - FID
nfeea anelaiiy (ppm) fidedhs smuesvlmiiu (ppm)

1 1.65 22 2.54

2 2.67 23 1.02
3 ND 24 4.66

4 1.15 25 10.35
5 3.60 26 1.55

6 1.28 27 11.26
7 10.24 28 4.04

8 5.12 29 5.87

9 5.57 30 12.59
10 1.10 31 4.19
11 ND 32 1.16
12 ND 33 3.47
13 ND 34 1.28
14 1.59 35 4.59
15 4.82 36 ND

16 441 37 5.09
17 2.12 38 4.62
18 2.43 39 1.45
19 3.74 40 1.08
20 7.63 41 1.05
21 11.05 42 1.75




UNN 5

azdwamsnaaes

vnAsfAnaneimmneveunioanalnsu1 Inns1¥ (Gas Chromatography)
o o a as 4 i . o o o
aansaviaviamay looo luwdy (flame ionization) AOANUFNA Rtx - 5 AW 30 1A
1 a a o 1
Wurugudnans 0.25 dadwas anumuvesilay 025 lulaswas Taodmlngjmsumuen
mafivezgnivesninlugilidumeilasiz  Memanzimingaulumsuonveslnsunin
A - o A L = q ¥ = d v
unsy  Wennseniai ldammaslumsuen (resolution) uazafldlumsinsizd wun
P = =) = 1 =)
anmziminzanlunisuenlasun Tnunsuvesumueuwaiiiy fie guugivesdudads (t)
o a o o P - a
250 C guvguvoInoauu (t) uuuTﬂimmsuqquu (temperature program) qmﬁqun'suﬁu
° 4 s £ 3 ad o s 9
150 C naf o1 Quugilil 1 wifl Imhuiugamglyusuda 260 C A208ATINISNY 20 C IY
” 4 nd’ ] - o o e o o
9260 C AN @ gamgilil 3.5 Wil guugilvesiingIvda (1) 300 C asIMs maveuna
0.8 danansAeuIN MIRamsUUY splitless 51aslumsiams 1 lulasdas souna 10
UM

PINMIAnEIIaN Iz audmsuMsafadlaaveurad aswnuema

]
q’q o o

= ﬁ = y A - ﬂ Ao :Nl%dd
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