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1.

2
3
4
5
6.
7
8
9

14.
15.
16.
17.

aoduiudrnunaduriugudnns 0.7 mwuRiuns o1 16.0 wuRLAs

. nedududnnaduriguing 1.2 wufies 012 20.0 iR

. Aufiad1061 (Microsyringe) Y110 100 11a250 1y 1530 409 Hewlett-Packard
. Wufla (Syringe) 411 2 T0dnTv03 Tops

. nSeuruAT 904 Sorvall TC6

NIZMNANNT NOY 0.5-5 Y99 Merck

. NITAINNTOUVDY 1 Y09 Whatman

. tﬂém‘ﬂ‘u (Blender) Y99 Waring

. IVIMANAY (Stirrer Magnet) Y94 BDH
10.
11.
12.
13.

w3osds InfhazBen 4 dumia 489 Mettler Toledo
inosdInfhazidon 5 mxmm V84 Mettler AT261
mmqumuqmmmﬂwnnuu (Rotary Evaporator) 494 Buchi {M RE111
m?mmmmwu (Cooling Bath) 484 DT Hetotherm

Ultrasonic Bath 9499 Crest ‘;u 275D ‘nmwn 50/60 1834

dou (Oven) ¥04 Gallenkamp | ' ‘
mﬂ'nu‘}'owuﬂﬂsuqmngu"lﬁ Vé(Hot Plate) Model 21/1 ~

(UM (Muffle Furnace) 484 Carbolite 4 RHF120 }
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VDY Aldrich
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11.
12.
13,
14.
15.
16.
17.
18,
19.
20.
21.
22.
23.
24,
25.
26.
27.
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ufiar uTasiounTend 99.99%

o -\ Q’
. ufa@ifenuSqnige 99.999%

¥
° 4 . . )
117 1000 1Ud (Deionized Water) A214@ UMY 18.3 1wne Tout

. onuiounntdidonTuslud (CH,MgBr) u laefiadised anududu 2 Tuans

{Bu-t8n1 (CH,,) AR Grade Y04 BDH

18Iy (C,H,,) AR Grade 04 J.T Baker

IWUINY (C,H,,) AR Grade %04 J.T Baker

1NIUOA (CH,0H) AR Grade U094 Fisher Scientific

laeadines (C,H,,0) AR Grade Y04 J.T Baker
lanneT5fiinu (CH,CL) AR Grade 484 Fisher Scientific
nsalua3n (HNO,) 65% 104 Merck
nsalaTasnaosn (HCI) 37% Y03 Merck
NIAFANITN(H,SO,) 95-97%v09 Merck
Tmdonlansonlan (NaOH) AR Grade 4949 Ajax Chemicals
uow Tuflounae lsf(NH,CI) AR Grade 484 Ajax Chemicals
Tanfonnae'lsd (NaCl) AR Grade 499 Ajax Chemicals
TasRuudama (Na,SO,) Organic Trace Analysis Grade Y94 Merck
oxqiiifionsenlad (ALO,) ¥ 0.050-0.150 Fafwns Yo Fluka
FA0UA (Si0,) YUIA 0.063-0.200 FABIAT YOI Merck
TnsTuTau (Tropolone) 99%%04 Sigma -
a3 Tnsfafiunae’lsd (Tripropyltin Chloride) 98% ¥84 Merck
fisfafiulninae’lsd (Butyltin Trichloride) 95% 184 Aldrich
ladfiniulanaolsd (Dibutyltin Dichloride) 98% %89 Merck
lastfiafunae’lsd (Tributyltin Chloride) 96% ¥4 Aldrich
Wilafu'lasnno 158 (Phenyltin Trichloride) 98% wo3 Aldrich
laWiiafiulanaelsd (Diphenyltin Dichloride) 98% Y84 Aldrich
lnsWiiafiunnels@ (Triphenyltin Chloride) 98% Y99 Merck
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A o TR [ a d
IATINDATINIUNMITAUATICH

wFewfialnsnlasnsi¥l (GC) {u HP6s90 unaralnTnsimms (MSD) fu HP
5927A Wag HP Automatic Sampler iu G1513A Y84 Hewlett Packard

AN UMS

1. My wazdhudieduneounneg  Aaudasnen mides-mnmde,
woemdn, Aena uazueanIn (Carlier-Pinasseau, Astruc, Lespes, & Astruc, 1996) (fiuf0819
ussq"lﬁqewm'dm gnlfniuiuniivemanes neyeenangs mr“lumﬂmsqﬁ"w
Fmzadiunm 2 Falue snfniudidosennnuiennes udrdradauinduliazon
Wevuilenoen nﬁamm‘xsum"lﬂﬂmmi‘luut‘fmﬁmﬁumsqm“lw*m‘[wﬁmﬁﬁu Varhufiy
$Snuantfigangiitszana -20 ssmaiiua

nnoimg fAredrmeiuaiguinentaninnldinuinstisafuiet nazms
afaA033 Sonication

Metmesmagiiuniinged 3 aerilifudeirudlosud 2 NguIu
W.A. 2546 HErARenIsedl 1

P o o ' 1 - o
AITNN 1 PIUIUAIBENBIINANY Hazanveveuldeniildlumnanes

aonil @) ANuuTvedenvoy
(Hadung)
#1fansiu 30 54-70
819" | 30 56-89
unauiy 30 60-75

2. muaSounTowdnouinnld ﬁ'mmuwmummmﬁ“mﬂ Taodnaday
hodraunfosuds Ardaodindu g 10': 90 (viv) n3a'lum3n : indu i 12
Falus dradaotiilooelud udahldudenousinnld ;

3. mawSoweyiusimufiavesaslsznoudyndunid dauvasuen auml,
W ueNY, 1A 190 LAZUTAULY (Stab, van Hattum, de Voogt, & Brinkman, 1992)
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F1'las TnsRofiunaelsd 100 Tadndu Wi Vial vina 20 fadans Aueni
YSwas 10 fiaddins @unFuduiadienud Ao mudinuuntdonTuslud 2 Tuand
USun3 0.7 Nading e 1w¥ Yarh H‘ludwffﬁ'ouqmnqﬁ 30 serwaidoa Wunm
40 i MhmenSusniadienuddududoniadailain 2 Tuard USinns 5 Hoddns
qﬂmsasmu‘fs”’unuﬁau Pasteur Pipette 1814 Vial ¥11a 15 fiafidnsandSuinsdums Flow
ufaluTasiouly Sand Bath qaingil 60 seriwaiFuasumaediuiniy udrhusqnd
fumsimnediniufrmunadusiugudnan 07 wudins 61 160 wuAKRT Mussy
Aawezgiiun o 6 niu szdrudu-enu YTinas 12 Taddas mudodu-leneny
loofiaBised Sasrdam 9:1 YSwas 35 nddas Y Fraction oz 2 TaRdns vhudas
Fraction 11111/3a&28 GC/MSD/SCAN TauiimisanainInsuTasunsu idonnmie Fraction
fusgniihlswiuanilfings udailud sunsziniminasd dnnanledigud vied
udnih luignliondnusivesasndaiheyius Tavanniuves 'H-NMR “C-NMR uay
waralnady Mdmudunewdy Wasumsszneuyndunididiudafiaiiulnsnaelsd
lafiafiafiulanaelss lasifiafiunaelsd ueusHilafiulasaaelsd laiiiadiu
lanaolsd uaglasiiinfiunaelsd mudiy aquldennd 2
4. MIwIsNAIsIAdl

41 msuenAnadanuea danusasuiigamgd 180 ssenaidua unm
1240w illfuluedinnedouduiigamgitedewi g

42 mauendnmesgiiu ezgiiuey figangd 200 esraia Hunm
24 2l hldduluednmefsubuiigumgivesneuilule

43 mawiounowleadalmdoudoma himfeudamn oufigungdl 450
svuaios Wunm 12 2T hldduluedinmeiouduiigaungitesemilg

4.4 mswievarsazarwlas InsRamufiaiunrandudu 1000 ppm alwiin
Ayn) Taudelns Twsamufiadiu 0.0260 niw finFeu'ldainde 3 asluvan Sarlsunns
e 10 Jaddas YsudSnasdrnenmusudeiiainlunns

4.5 mswssumsazain las Insiamuiiafiuanudaudu 100 ppm aimin
E0)) Tﬂuﬁnﬂmmsazmu"lmTwsﬁamuﬁaﬁuﬂ'zmﬂuﬂu 1000 ppm (ﬁmﬁ'ﬂﬁun) 1nde
4.4 3uns 1.00 addas asluvaadadiuasvuin 10 Gaddas ﬂ%’u??umsﬁamamw
wilslintailSuns

4.6 mswssumsazaw lnsInsiamufiaiuanududu 1 ppm (1i1ﬂﬂ'ﬂﬁ1,!ﬂ)
Tastllaesazaiolas Insiamuiaiuanududu 100 ppm (ﬁmﬁnﬁun) 1ndo 4.5
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51105 0.25 Uadans aeluviada USuasvuin 25 Taddas USudSurasdueniay su
-4 L) A
Ia¥a1suas e 1413y Internal Standard

Hmsdsznevdyndunidnae’lsd 100 Tadniy

azawlueniyy USuas 10 Haddas 1 vial vura 20 Tadans

2

wumunauuntiidounTuslud 2 Tuar Usung 0.7 faddns wér 1 it
Y
tarh laludraihdougungli 30 ssrwadoa iflunm 40 wid

W

MarunTudusasionuddnufiudie
nsadana3n 2 Tuard USins 5 Tadans

W

anlSuasaems Flow ufa'luInsiouly Sand Bath

¥
gaunQil 60 seruwaidua sumdodhuiniy

7

Wldinuneduniudrvnaiduriuguinais 0.7 wuAiuas 17 16.0 wuRnns

< a .
Nussgdvosgliun a6 n3w

W

yedudu-enmu USines 12 Taddns audae
Bu-niw/laoRadimos sasidau 9 : 1 USwag 35 Taddns
-] . a aa
1N Fraction A% 2 Uaaang

A28 GC/MSD/SCAN

2

J o~ ﬂ' Q)
{ffon Fraction NuTanivhldsauiy

Py o TR P
ﬁﬂﬂsl"wn PAIVUNNUINUNAIN

. ¢

° o
fiunar woefidud vield #14 J
* b

i lufiguiendnusidvanaiuves H-NMR “C-NMR unzuuaminniy

A!' -] v o P a s ¢
NINN 2 msmsunaqwum‘wunmmmsﬂsznouwuﬂauww



28

47 mawSoneyiuiimuiiavesmstsenoudyndunionay finIonldnnde
3 avududu 1000 ppm (15114ﬂ'n‘€1'14n) Taedssmypiusimuiiavesmsilszneufyndunid
fie uousiiaialasmufiafin 0.0328 nfu ladafialamudiaiu 0.0316 ndu lastfiamu
Nianu 0.0305 N5y wouoHialasiwufiafiu 0.0345 nin leWilalawuiaiiu 0.0350 n3u
uaelnsHiTamudiafiu 0.0355 n3y fwTenldnnde 3 aslurndadSuiasuuia 10
iaddas YSudTunastsenausudeslaialfinas

4.8 mawIoneyRusimuiiavesmslszneuyndunidwemuanududy 100
ppm (ﬁ’mﬂ’ﬂ?\un) Tastllamsazaveyiusimuiavesaisilssneuynduns dnau
anududu 1000 ppm (ﬁymﬁ'nﬁun) 11nde 4.7 US1as 1.00 Tadans asluviedadlSuas
YA 10 Nadans YSudSinasdroesnusudaladadiuas

4.9 mswIoneyiusinufiavesmstsenoufyndunidnauaianduy 1 ppm
(1f1mTﬂ?ngﬂ) Tasthdnesazaeerpiusimuiiavesmssenoudyndunidway arudaudu
100 ppm (ﬁymﬂnﬁun) 1n10 4.8 YS1as 0.10 Taddns asluvradallSunsvuia 10
Naddes YSvdTuasduenau swudsliaiaysnns

410 mswIsweyiuiinuiavesmadlseneudyndunidnananundudu 100
ppb (ﬁymﬁ'nﬁuﬂ) Tastllaansazmweyiusinufiavesmsissnoudyndunidwer avy
14U 1 ppm (1{1nﬁnﬁqn) 1nde 4.9 Y3113 1.00 fladdns asluvandadSinasvina 10
iinddas YSudTnasmesenusutelainylsuins

411 msmisimsazaweyRusmuiiavesmslsznoudyndunsdnaunam
iDdiu 50 ppb (ﬁymﬁ'nﬁqn) (ag Internal Standard las ITnsHamuiafiu anududu 150
ppb (€1Mﬁﬂaljﬂ) Tastldaesazaweyiusinuiiavesasdlsenoudyndunidnan
anududu 1 ppm (ﬁymﬁ’nﬁun) 131105 0.25 aAAAT 1AL Internal Standard 105 Tnsia
wufiaiu Aadudu 1 ppm (ﬁmﬁ’nﬁuﬂ) U31n3 0.75 Hadidas asluvintallfinas
w1a 5 addas udlSulSuasdnenau wiwatadiues 1lumsinseianioe
MSHENYBI GC/MSD tazfnunnudumizessas

412 mawioumsag muauwumwu'nammmsﬂﬁunanﬂuﬂaumuwan
anudndu 0.1,02,0.3,04, 0.5, 1.0, 20 4.0 uaz 6.0 ppb (umuﬂﬂun) AR tag
Internal Standard a3 InsHamufiafiu anududu 150 ppb (umunﬂun) Tasthn
msazaweyRusimufiavesarsysenoufyndunidney anaududu 100 ppb (fiymﬁnﬁun)
5115 5, 10, 15, 20, 25, 50, 100, 200 uag 300 Tulasdns asluviadadSunsvuia
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5 indans §149U 7 ¥IA (AN Internal Standard lns TnsRamuiiaiu anududu 1 ppm
(1‘iy1nﬁ’n?mﬂ) U3wns 0.75 finddns asluvaainlSuasaudidy udfudsunsdae
e wdedatadTinns Weldlunmsmiaditansnsieia uasdasifamsdnszd
USu

413 mawIsumsazaweyuiimufiavesmssznoudyndunsdwnen
anududu 2,25, 50,120 waz 150 ppb (1‘1’11117ﬂﬁ‘qn) ANA 1AL 1a2 Internal Standard
Tos TnsRamuRafiuarududu 150 ppb (tf'mﬁnﬁuﬂ) TavllulnasavarweyRusinudia
vosasilsznoufyndunonay anududu 1 ppm (‘If‘lﬂﬁﬂﬁuﬂ) U51m3 0.10,0.125, 0.25,
0.60 1az0.75 Hadansasluviaiadiuins vua 5 Tadfas $1192u 5 429 1A Internal
Standard ‘las InsRamuiiafiu anadudu 1 ppm (1{114ﬁﬂﬁ1.,[ﬂ) USuns 0.75 Hiadans
aslurandaSinasmud sy udfudsnasdruenmuadedasadsins weldlums
Anvnsmlanasgiu

414 mumTonamsasawoywuimuiavesmsdssnoudyndunsdnaunny
Wudiu 2,25, 50, 120, 150, 200 uag 800 ppb (ﬁymﬁnﬁun) AR 1ag Internal Standard
las TnsRamufianu anududu 150 ppb (15‘]1117ﬂ?\14ﬂ) Tavtlilamsazmoeyiusinuna
vesessznovuAyndunionay armududu 1 ppm (ﬁmﬁ'ﬂﬁun) 131105 0.10, 0.125,
0.25, 0.60, 0.75, 1.0 uag 4.0 Uadans asluviadadSuiasvuin 5 Gadans $1uu 7979
(3 Internal Standard 103 InsRamuiiafiu aAnudadu 1 ppm (ﬁmﬁ'ﬂﬁqn) 311913 0.75
fiadans asluviataSinasmudy udrnlfudTuasdsenay wddiaialSuns
wolFlunsnudrennududuiiiudady

4.15 mawIsumrasawnyiuiimufiavesmtsznoudyndunidnauni
Waudu 50 ppb (ﬁymﬁ“ﬂﬁun) 1ae Internal Standard 13 InsRamusiafiu 150 ppb
(ﬁmﬁ’ﬂﬁuﬂ) Tasilnlaasnzmuoypiuiimuiiavesesilssneudyndunidnan A
Wufu 1ppm (fmﬁnﬁun) USuas 0.25 Taddns asluvadadSuies vwa s fiadans
(A% Internal Standard 1o InsRamuiiafiu anududu 1 ppm (ﬁwwﬂ’ﬂﬁuﬂ) 151103 0.75
finddns acluvanialfines uwinlfulfines duenau sulisiiadailinms o141y
msfn anufesssdui 1 :

4.16 msm?tmmmzawauﬁuﬂwuﬁmmmsﬂssnané‘iunﬁun‘s’t‘fwdumm
Wudu 25,50 uag 75 ppb (ﬁmﬂ’nﬁuﬂ) 110 Internal Standard 1035 InsWaiwuiiafiu 150

y - -
ppb (I miinAYyn) Tavtilamsazaweyfufimuiiavesasilsznevyndunidwan



30

y
anududu 1 ppm GhminAyn)UTues 0.125, 0.250 uaz0.375 Haddnsasluviainysinns
¥
Y117 5 TaAaN3 1AN Internal Standard a3 Tnsiamudiafiu anududu 1 ppm Ghwrindyn)
151105 0.75 Haddns asluvaadatSuasmudidy udnlfudfinesdruenyusuteiadn
o A 4 o 1 1
U5uas e lelumsfinuinnuinosssdui 2 wazanuaiv
L - = -5 4 I'é
417 aawlonasazmeasgnayndunidnaelsanay armududu 1000 ppm
:' L) & ) a o d A A o - ' Y
ahwmindyn) TasFeamsnasgudyndunisnnelsa fe daitaiiulnsaaslsq 0.0250 niw,
ladananulanaa’lsa 0.0261 nfy, lastnanunan’lsd 0.0286 nfu, Nilaiiu
lasnan'lsa 0.0260 niw, leWianiulanae’lsd 0.0302 nfu wazlnsWilanunaelsd
0.0331 n3u asluviadadSung 10 Taddas USudSinasdrommusasudslindalsnas
418 muwSoumsazawnsgnaynduvidnaelsanan anududu 100 ppm
y ot : L) o
ahwmindyn) Tastliemsazaonasgudyndunidaas lsamay admdudu 1000 ppm
v
ahwindyn) 91nde 4.17 YSias 1.00 Taddas asluviadadiunsuina 10 Taddas
dsulSnasdroumuea wdsladadSung
4.19 mawisumInzmnnasguAyndunidaae lsanay amududu 1 ppm
. .
cimindyn) TasTnlamsasmnasgwdyndunidnasladnay armdudu 100 ppm
v
aihmindyn) vinde 4.18 YSues 0.10 Taddns asluviadadinasvuia 10 Jaddas Uiy
| - = 73 L] -7 L - &
Ysumsdaommuen sudeladatimnes 19Tums Spike Aot ludrednnie ilomiovas
o A o ¢ P - a add a o
msndufueyRuiimuiiavesmslseneufiyndunidileouiunsinasgm
v
420 mswIouaisazaisTmdeyleasen ladiunueanii sasrdau
40:100:100 (wiv/v) TausaTmAeulensonled 40 n3u TuvandaySunsvuia 200 Haddas
E
@uumuea 100 Tadans idSudSinasdrnioudsdaialung
5. manmgimnemilumsinngieyfusinufiavesasssneufyndunid
&
#unsoufalasunTasnsW-unamnInsams (GC/MSD)
il g d
TavanenSudunldlunsnaass
aodun Capillary Column 817 30 a3 (duruguina 0.25
| fiadas IndoVUAIY 5% Phenyl Methy! Siloxane
¥ A 2
w1025 lulasias (HP-5MS)
1 . 5‘
USumshaa 1 lulnsding
4 s a o a an ] -]
LG Bdoy 9n5IMs Ia 1.0 Hadansdoui

matamMsaa Splitless



EM Voltage 2106
dianasoutadvhoien  70ev
¥29470 50-450
Dwell Time 100
Cycle/Sec 2.86
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d o o - -
M3l 2 SIM dmdveyRufinuiinvesaslsznoufyndunid (Morabito et al., 1995)

ooou m/z

TPIT 277, 275, 273
MBT 319, 317, 315
DBT 319, 317, 315
TBT 305, 303, 301
MPhT 339, 337, 335
DPhT 345, 343, 341
TPhT | 351, 349, 347

a . o : .
msiangimansimnzsay guinaamlavesas msusn uagmugulngd

. v
ihmsazameeyRufimuiiovesasilsenoufyndunidwan aamdudu 50 ppb (imin
- P Y - ¥ o
Ayn) 711l Internal Standard a3 InsRamuiiafiu anududu 150 ppb Imindyn)

fiSenlude 4.11 whnsiinsed (=3)
Fulsiivnsfinnldud
5.1 Tusunsugangl
Tsunsugungd Aldluminanesile

- o ‘ d. add
wuu A Tilsunsugamgll Suduf 80 ssmiwadoa aeh 1179 (i 20
parnaidoe Aoui B4 210 ssenwaiiue Wi 10 ssrmaiden dewndt 81270

o ﬂ‘ a1 . . -
saraifon Al 8 uiR quvgiiveiiams 280 esrniwaida gungiifmames 280

oarrAI
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nuy B Tusunsugama® Suduil 60 ssrmuaion asfi 1.5 wril i 15
osraiBue deunfl S 290 ssruaiioa Al 10 11 qunglivesiiams 280 sarwaiFun
gangiamnames 290 eriwaidue

oy C Tusunsugangd Guduil 80 ssriaraifid ae 2 wnil i 10
pernraiiua Aounfl B 280 ssruwaiiud asdi 10 Wil gungivesiams 240
psraiion qungiidmames 290 esrnsadua |

F4 []
Tilsunsugungiing 3 nuy uaasds nwh 3

HUY A

270°C s

80°C 1w 20°C i

WUUB
290°C 10w

60°C 1.5u1 15°C A

Wy C
280°C 10w

80°C 2 wif 10°C Al

amit 3 Tosunsugamgilunmsinnamasfimineaues oyiufimufiavesmsilszaoy
AynBunidnan finaundudu 50 ppb (1{1ﬂﬁﬂauﬂ) #i%) Intefnal Standard
as TnsAamuiiaiu anududu 150 ppb (1'?11417ﬂ?1uﬂ) Mnsdnsevidae
GC/MSD/SIM
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52 fAnwdasudveslilsunsugungl

don Tusunsugamglinnde 5.1 fimnzan Anwsasudves Tsunsu
quugdl fi 12,15,17, 20 uoz 22 eerwaldsadoT

6. ﬂ‘l'm'lﬂ’J‘l&lQﬂﬁwama%alﬂi‘lzﬁ' (Method Validation)

lumimensalfannzfimnzauonde s fie Tusunsugangil Sududl 60
oarminidue Al 1.5 1#l iudu 20 smaiduasowtit 81290 sswnaraiion aeit 10 wift
QuNNNYeINAMS 280 sruraidiua gunglimamed 290 ssrsaidon

6.1 mmﬁnwwmmms ihasazmweyRusimuiiavesmstssnevdyn
dun3d anudiudu 50 ppb (mnunwn) il Internal Standard a3 TwsHamuiaiu 150 ppb
(i vindyn) faToulude 4.11 i lUinszddas GoMsDsIM insied TavRaanun
3 afr Avrsanvinmimsuen (R) v0IM15UARLYilA

6.2 MIMUATINAYEINITNTIVIA (Limit of Detection, LOD) tazminivasna
¥0IM3UNTIHUTUY (Limit of Quantitation, LOQ) Tamhasazaweyiusimufiavssas
Usgneudyndunidanududu 0.1,02,0.3,04,05, 1.0, 2.0, 4.0 uaz 6.0 ppb (1‘1?1141'3'ﬂﬁ14n)
findonlude 4.12 1l Sins1zidas GoMsD/SIM Sinser TnvSanamududuas 7 ads
Tavdmuald

Fadrvavsinsasania LoD) Taanududuvesensiliidy 23 whees
doygnasuniu (SN =2-3) Tasldmnnugevesiin

uazdndifavesnmsdinneiTing (LoQ) Tasanududuvesms il dygn
iy 10-20 whweadygnaisunIu (SN = 10-20) TaeldAAnugavesiia (Huber, 1998)

6.3 N3MWINIFIU (Calibration Curve) rensazmueyRuSiwuiavesms
UsznovdyndunIdnan amadudu 2, 25, 50, 120 uaz 150 ppb (€1ﬂﬁnﬁuﬂ)ﬁlntemal
Standard 103 TwsWamuiianu aamududu 150 ppb (ﬁmﬁ'ﬂﬁun) fundoulude 4.13 'l
13124188 GOMSDISIM Simmev Taedannududhios 3 af Weadansmhnnsgu

6.4 AnvganrududufifuiFady (Linear Dynamic Range) thensazae
aqwunquwmmmnﬂs.,namunﬂumuwﬁu amndudu 2, 25, 50, 120, 150, 200 uae
800 ppb (umunﬂqn) il Internal Standard a3 InsRamuiianiu mmrﬁ'u%’u 150 ppb
hmiinfiyn) fnsentude 414 linneide GoMSDSIM SmseTaoia
amududua 3 ade Weadunsmgranmududuiidududy
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6.5 Anfive sEAvii 1 (Precision Level 1) thansazaweyiusimuiavosms
Usznoudyndunidne mwvﬁu-ﬁu 50 ppb (umunmm) i Internal Standard 'lns Insfia
munafiu anududu 150 ppb (u‘munm,lﬂ) idotude 4.15 i lins e Tay
GC/MSD/SIM Sinse Tasiaimua 10 afr dnnamanududuil 18ifousunsm
AR % RSD vosmududumsusazyila

6.6 AT 5EAUT 2 (Precision Level 2) ihasazaweyiusiwuiiavesas
UsenovdyndunIdwey anududu 25, 50 uaz75 ppb (1‘1:’1Hﬁ'ﬂﬁun) 1] Internal Standard
s InsRamuitafiu aamududu 150 ppb (*fmﬁ‘nﬁun) fnsonlude 4.16 1 lUSiased
Tno GOMSD/SIM SinsizvTasiavanun 5 afa dnoamanududuit i@ifisuduns
WIAS§IURUINAT % RSD vosnnududumsudazyiia

6.7 AMUUNY (Accuracy) Thensazaweyiusmufiavesansisenoudyn
Sundway aamududu 25, 50 oz 75 ppb (1f1nﬁ'ﬂﬁuﬂ) 31 Internal Standard a3 TwsRamu
Aafiu anadudy 150 ppb (ﬁ’mﬁ'ﬂﬁun) fnsontude 4.16 v lSins e lae GC/MSD/SIM
Jinszlasiaionua 5 nds AnnumiferaymIndufuveseyiusimufiavesmsilsensy
AyndunIdusazanududu '

7. finwannazlumawmIoudiot

7.1 AnundseAnEamvesdahazawfillumsusndiu vansdnunTaold
aeduiunaduiduiguinge 0.7 uAnimng 012 16.0 uRuas Hussgdedanuea
3 nfu unzergiivi 3 ni vzaeduniubudadoienia thesazaweyiusinufiovesans
Usznouynduniones anududu 1 ppm (ﬁmﬁnﬁun) U3uns 25 lulnsdas ldaslu
aofind uasdnudaaraeilflumsysasdade i

7.1.1 %2R0 80:20 (vv) tani/ latefiadises USuas 25 iaddnaiuly kD

7.12 %2R0 60:40 (viv) tenisny/lasefindive Usinas 25 Haddasiulu kD

7.1.3 %A 40:60 (viv) tenin/ latefiadises USuns 25 Taddaufiulu kD

wuAag KD "lﬂmﬂ?mm‘lua’mfﬁ'auqmwQﬁ 85 DA UYUFYT (AY Internal
Standard a3 InsRamwuiiafiy mmn’iwﬁ'u 150 ppb(umunﬂuﬂ) YsudSianiiu o5
finddns Ans1eMidas GCMSD/SIM mmm%’auaumsnauﬂuauwumwumﬂumms
Usznevdyndunidifeusunsvhnasg emdahozaefimuizanlumsuondau

72 fnwSinasdahazaefimanzanlumsuondau Tasldivhozawi
manzawlude 7.1 ﬁfm11J?m¢1sﬁ‘h’f"[ﬂuﬁ1?{15':13mdouﬁ'uﬁlwuﬁammmsﬂnnﬂuﬁuﬂ
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Bunidwan anududy 1 ppm Ysinas 25 lulnsdas 1dﬂaﬁ’nﬁﬁnssch§ﬁmma 3 psu uag
orqiiun 3 ndu udawzdan 80:20 (viv) teniww/laefiadised 1Tunas 40 faddas Taouds
@l kD Tavszaear 8 faddas §1ou s s ud i Wasinas Tusrnhdeugangd
85 DARUHAIBUT LA Internal Standard 'ty TnsRamufiaiiu aamududu 150 ppb it
ayn) YsulSinand 0.5 Toddns Sins1eidan GoMsD/SIM ienmlSinasueadane
fmnanlumsdinaied |

wumsazaweyRufimuiavesmstlsenoudiyndunsdwen
y ‘
anududu 1 ppm hwmindyn) Ysuas 25 lulnsdng

2

Munedniiussgdiodinuea 3 niu
uazazgiiv 3 iy
¥A20 80:20 (v/v) teamay/ laefadises

USuns 25 Haddns

7

y
anSunsdae KD lusraideu
qunQi 85 B uYALTY

W

1A% Internal Standard 105 Insamuiany
v
avmdudu 150 ppb (imin@yn)

UsudTuesndlu 0.5 Taddas

|~

nseimifinamslszneudynduniddae
@C/MSD/SIM

a - d YR o o Y "‘:‘ y = 5.4
AR 4 M3dnsediosasmsndufuvoteyiusinuia vesmslsznoudyndunid
¥R 80:20 (viv) teniu/laeNiadised USuas 25 Taddns Rrmdanuea

3 nfu uazezgiiu 3 iy
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73 Aommssisadudolu saulasnn auall, vSauuy oz TafTu (Stab,
Brinkman, & Cofino, 1994)
H o o ¢ & A S o
73.1 dussumsana uazmsheyius Fuilenseimiin dssunw 20
11 Centrifuge Tube Y117 30 Hadins ldunaimanau imasdaledu d2033
Saponification TauiAu Tandsleasenlad : umuea i Sasraiam 40:100:100 (W)
V5inas 6 fadans Jarhvaaldaiin i luslureideu qaungil 40 esruraidon (u
a1 20 w1l udauslusrainy Ysufiesldeglugae 1.5-2.2 Aumsidunsalelasnasin
@y lmAvunanlsd 2 nfu wazdwhazans laefiadised Amumu /Ins TuTau Sasidau
80:20:0.1 (viviw) USnas 12 Tadidas audrewiaimdnau 3 Sudl afade’s
Sonication 1{iut3a1 5 11 AuBRTadaviumiminay 3 Sund i liwuATag A
2200 seuAOUIR Huan 3 ud g]mnazmu*f;"uuﬂﬂu“h’f Pasteur Pipette Taluvaada
YSinasvinm 50 fnaansfin Tedoudanta 12 n31 hansazmedudsadadBnnieda
Taefiadisosamumu/ Ins T Tau dasidau 80:20: 0.1 (vaviw) Usuins 12 fiaddns
Yhensazaeusaudu e Bilunm 30 nf udRadislduaniadunay v 250 Taadas
@uaniau 10 faddns aaSinasdonTesqaanmesiianyy WndedSuaslssna 2-3
iaftns 0104 Centrifuge Tube ¥u1a 15 fiadans aavSinas MWimdedszanm 1 Taddas
dums Flow ufa'luTasiou  BunSunmiadionud As muiauuniidonTuslud 2 Tuand
Usns 1 Taddns Tarh thlluslusraidon figungdl 40 ssrun@oe Wuam 30 wdl
il usraiuduRueniy USinas 3 Saddas mawnudniedionuddniiuda
asazmouonTuflounaelsd 1 Tumd Ysas 6 Sadans 1hliwuARtad 3000 soudoud
e 10 wrd @ﬂmsasmm‘}’uuuiﬂuw Pasteur Pipette 16l Vial vu1n 8 fiadans ud
anlinasmde 2 fiaddns Aaems Flow ufialulnsiou
732 funoumsdiinfefery ndannnada wagmatheyius vins
iadadorudromsiunednifiussg@aniuea 1 nfulddrediediidninde 73,1 YSums
0.1 nddns vz 80:20 (viv) taniwu laefiadised USwas 25 Taddns Huld KD
amlTuns mde 0.5 Toddns Jadou GC/MSD/SCAN mamuuﬁmﬂﬂmwmnm"l'uuuw
Tignnsefianua 'Iﬂumunmnmwega Wiley ﬂnw1ﬂuu'sms1~ﬂm Iﬂumswamm
uazezgiul 891N 1:3,2:2 uag 3:1 ns/Niy mudidy iomsasidnfimngau

YOIFANUIA uazazguuﬂummﬂsww
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’

L -}

733 dounlSnasvesssdiedis hlumiadefeotuuesuondau Tay
yhasildande 7.3.1 unziuasd handunouder.s.1 ud biiudiotamen) udaia
Fudotudrunednifiussgdaudanien 3 niu uazesgivi 3 niu YSinasvesdied
sazuvasniihlimsadader uazusndau i 0.3, 0.4 uaz 0.5 fodans vedu 80:20
wiv) e /laefindised USinas 25 fiafidns fiuld KD aadl5u1as A Internal Standard
Tos TnsRamuiiaiu aaududu 150 ppb (ﬁ’mﬁﬂﬁun) UfulSinenilu 0.5 Haddas
Sin31e¥¥a8 GC/MSD/SIM 1Ay SCAN uazlu GC/MSD/SCAN fitSuns 0.6 uag 0.7 Taddns

734 fAnndandavesiahazmeimnzanlumsmsadauioduves
Fetn Tashdawudasalfonde 7.1 dunediniflussgdaedanuea 3 nfu uazergiin
3 nfuTaeilduSinasdeteiii luddadauderu uazmsuendinninde 7.3.3 Tumsinin
Fraeii1da 80:20, 60:40 1AL 40:60 (viv) enimny/ laeRiadimeT SinI121A8 GC/MSD/SCAN
weqFusotuvesdetiiifidiredrediu

8. ANUIMIARAAI83F Sonication Aautasnn aunyl, vaunu uasInWTu (Stab,
Brinkman, & Cofino, 1994)

81 Amnsandiuvesirhazmeiimngalumsasadet Tasdaiionon
vhminulssanes 2 3 Centrifuge Tube Y11 30 Hadans wwasilsznevdyndunid
nae'lsd anududiu 50 ng/g simingaetn daneld 30w ndanntiu Maduney
#o 7.3.1 uazannzande 7.3.2 - 7.3.4 lumsinunldsandaudwhazmef asadu
Taofin Bisoiwumu/InsTuTou Snsraan 80:20: 0.1 Uag 100: 0: 0.1 (vAviw) InTied
&6 GCMSD/SIM ilemsasduvesdhasmeiimmeanlunmsaiadedn Anan
fovazmanduiueyWuivesmstszneudyndunid Inmﬁunﬁ'vnﬂﬂmmgm

82 AnuSineiIni T Tou Amnzaslumsadadaein Tasduilonos
vhmvinyszana 2 n3u T Centrifuge Tube 4417 30 AadAAT @uealszneudyndunid
ano'lsd anundudu 50 ng/g dmiindaet Kamel% 30 uid ndsnmiuheutuneuan
$o08.1 fidonldsasdmvesdnhazaouds Tumsinnld USnaTns Ty Taudy
Tmiefiadines / mumu/Ins 1o/ Tau Sasidn 80:20: 0.1 10 801201 0.2 (viv/w) Ansedt
20 GOMSD/SIM fmnasfevazmsndufueyiusinuiiavesesyssnouAyndunsd
Tauflousunsminasgie WonuTme Tns Ty Tau fmneas ‘

83 Anunsafadae 33 Sonication MR i Tavsuiionemimin

Uszanm 2 nulu Centrifuge Tube 4110 30 Taddas Ruasilsznoudyndunidanelse
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anududu 50 ng/g miindaese #aial3 30 wif nieemiu maudunsunude 2 #
@onldUSua Ins T Tauuda lumsfinun e lumsadaiiu 5 uaz10 wiil Sinsevidae
GC/MSD/SIM finuasdesazmsndufuveseyiusimuiiavesmsdssneudyndunid
Taosudunsiinsgiu Wernyafimumzanlunsadadiedis

8.4 Anu$1naunts ves manRadau3s Sonication Tashmmtumeude 8.3
4 a4 v @ " S g v & v 4 &
ndenldnaradadletaudlasada 2 a3e ndwInHumuTUReUMIiItaduveY Loz
MInenaIumUIAY anllTunsAae KD 1y Internal Standard 1ns Inswamuianiu Ay
|Wudu 150 ppb (ﬁymﬁ'nﬁuﬂ) Ysudsuenidu 0.5 Haddns Jinseids Go/MSD/ISIM
afadetadn 1 % §1uau 3 ade hudazafriumsmiadadely uaznisusndau
4 M o
WefinudwaunTsvesmsaia

8.5 fAnyiriiavesdaaensuieniaiienudduiiu (Excess Gringnard) Tag
Fadonenimiinszina 2 nfuly Centrifuge Tube Y110 30 Yadans Tﬂmﬁumsﬂswﬂau
ﬁuﬂaumuaaa"lsﬂ At 25 ng/g hmiindaoea Fifal3 30 1t sy
Suneumudo 8.4 fidontnunirlumsasadesiauds lumsdnn1dimawniudnda
Sionuaduuie won Tuilsunaslse uos nsalalasanesn anududu 1 Tuad Usuins
6 ndtns AN GOMSD/SIM funfeuazmnduiueyiusimuiavesas
UsznevdyndunidTaufeusunsmnasgm efnuaiiavesinihmeniudniafionud

8.6 Anuwan lumsiidalviiulaeis Saponification Tavdaidonsmimin
szane 2 n§ulu Centrifuge Tube Y11A 30 iaddas Tns@umsilszaeuyndunidaaelsd
ity 25 ng/g imindods &3 30 it ndsemhnhaniusounude 8.
Fidendhanuiniatiowuddnuiuuds lumsAnynarlumsmidaluiufie 20 uae
10 wif ATeMidas GOMSDISIM Mwamdesazmsndufueyiusimuiiavesaisisznou
n‘qnaumu Taudflousunsmlnasgm iefnsnatlunistda i 1as3% Saponification

8.7 ﬁny1qmnqu“lumsmaqwuﬁﬁwnmﬂmsmmmum Tavsaitonon
vimriailszanes 2 nfulu Centrifuge Tube YUIA 30 unaam Tﬂumumsﬂsznamuﬂeuw"é
aaolss anwdudu 25 ng/g mwunmama mm"ﬁ 30 W1t ndsnmiuhanduaoua
{0 8.6 71mannm“lumsmim"lwuﬁamn Sapomficatlon udh ‘lumsﬁﬂm‘l*ﬁﬂmﬂaumﬂu
gangilumsieyiuiie 40 uag 32 ssrwadea Sins1zvdae GC/MSD/SIM f1uaes
fovnzmindufueyiufinuiavesmsilssneufiyndunidlafisusunsvinasgu

& - ° v d a ¢ Ja L4
efinugaingdll Tumsieyiuiduniuneniaienud
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8.8 ﬁny1%'0uazmsné’uﬁuauﬁ’uﬁlwuﬁammmiﬂsznﬂnﬁuﬂﬁuw‘%tfﬁmm

Wudu 75 ng/g dmindaedne Tasdadonenimiinlszina 2 n%u 1u Centrifuge Tube
v 30 Saddas Taudumsdseneufyndunidaaelsd anudndu 75 ngg s
Frot1 Keiald 30wt wdwmhnhamdureuade 87 fidonii¥gamgilumah
oyufdeniufoniasiosududdinszida GoMsDisIM famdevazmandunu
oywufmuiavesmssyneudyndunidlaufeusunsminasgv

9. MIANTIHAIBEN ﬁ1ﬁaeé1ata‘fnnauuumdmn SYINTTVU  UMaNUY
wazoda hudazAledunazaniinaialae Fudonenimmin dszine 2 ndu Ty
Centrifuge Tube Y117 30 Hadans lduanimanau shmssdaluiiu A263% Saponification
TaoiduTmaoy'lsasenlad / ammen /1 Sasrdan40:100: 100 (wiviy) USanns 6
findans Darhwanlfaiin 1 lluslusinideu qungd 40 samimaidue (20 1
i lusraindu Ysuiesideglusag 1.52.2 dwmsidunsalelasaoein duTedon
aao'lsd 2 nu uazdihazane laenadises Anumu /InsTu Tau dnsidm 80:20: 0.1
wiviw) Wses 12 fHaddas audloumasiiminay 3 5unfl afad033 Sonication Hunm
10117 AuBnnfdrourianiminny 3 Suni i llsuaTag Al 2200 seureunit i
(A1 3 Wi Qﬂﬁ15nza1u‘§uuulm‘l‘§ Pasteur Pipette ld luuaniatifunasuua 50 Haddns
#i Tmdoudanin 1-2 nfu ﬁ1msazmu‘i‘?u&mﬁ'n«fﬁnﬂ%’:aﬁau lateRadised Amumu /
TnsTuTau Sasrdau 80:20: 0.1 (vviw) USuas 12 Naddas hasasawnsauiu A
Hunat 30 wiR udecelduaiadunay v 250 adans Rueny 10 adaas
antfSinasfaundesgaanmesiianu Wmdeufinanlszina 23 foddas diwld
Centrifuge Tube Y1417 15 TadanT aalTinas Windedszana 1 fafidas A2un1s Flow
udeluTasiou @undudensadionud Ao muiauuniliGonTuslud 2 Tusrd USums 1
finddas Darh i luslusrairdou igamgd 40 esriaidon fhunm 30 wid il 13
griududenioy USines 3 Tedaes menSusniediouddiudasmsazats
wonTuilonnae'lsd 1Tums Ysuns 6 Haddas 1 llisudRad 3000 soudowt Wunan 10
W @ﬂmsaza1u‘i‘;”unulﬂu“la’f Pasteur Pipette 1a1u Vial vu1a 8 Taddns udnarf5unas
wile 2 Hadansdaems Flow ufeluTnsoudiadedeory uasmsnendrudronedindi
vs3gFanIea 3 nFu tazezgiiun 3 niu ¥2Aaw 80 : 20 (viv) 1EniwY / Jaiofindizes s
25 fadans anlSu1M 5828 KD (A Internal Standard a3 Insamudiadiu anmdudu 150
ppb (1‘3‘1141’fﬂ?n,1n) udl5udsientu 0.5 faddas Ains1evidae GoMspisIM agal
Fanwdi 5
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10. Mmimlsnalviuludetmoslasdaulainn aunl, WSiud, Wisad,
usauuud wagladl Tu (Stab, Frenay, Freriks, Brinkman, & Cofino, 1995) ‘j?m‘fanau (Freeze
Dried) 2 5% ldaslu Extraction Thimble AudvhazarlanasTstimuimumy
Sandam 1:1 (wv) YTnas 150 Taddns Fimsafadae Siaendinn figungd so
ssruaidon funm 6 $aTue amilfins Rrundesgaamesianyu udahld
swiminnadt frunalofidudludiy



3 F 4
Fdredilonsvilszun 2 nfu
- - ] [] o
U Centrifuge Tube Y110 30 adns lduviaimanau

v

fsaluiiTnslmden lansen'lad : mmmea : 11
Smscian 40:100:100 (wiviv) Tusanrdeu qunQll 40 s Fun
Hunm 20 w# wdannhulfufies Woglugae 1.5-22
Fwnsalslasanein Wusrnidu @ulwRounaelsd 2 niu

v

wy laenadmedwumu/Ins TuTau Sns1aau 80:20:0.1 (viviw)
USums 12 Daddas aud-ouviaiman 3 3urd wd1lu Ultrasonic Bath i¥huinan 10 wii
[ 4 y
MRS s UARAT 2200 seudeud auBnafedau uvaimdn 3 Sundt afadnni

v

[ 4 13
gaeIazmoduuu 1neld Pasteur Pipette hmsavarefiedin ldurswiu
[} i 4
T luvadatSinassuia 50 faddas NRuTmReudama 1-2 nfu #1913 30 wd

v

swasluviafunauvuia 250 Jaddas auenau 10 Tadans
a A -
amfSumsmde 2-3 flnddas Taundesgygmetianau
f1oaelu Centrifuge Tube ¥UA 15 Hadans
andFumsdens Flow ufeluTasnauldindedszine 1 Haddas

- - J & A o & q. ‘. - I'd
wunSunsiadionud fis muRauuniiFunTus lud
2 TumdSunny 1 Doddns

aenusudadouddnuiudae uenTudounaelsd 1 Tuard Usines 6 addns

v

1 4
rnundousuATiaf 3000 seudewdt ihuim 10 wifl gamsazaneiuunTaul4 Pasteur Pipete
1o Vial vun 8 inddas anuTunsdaunts Flow ufitlulasiou mdle 2 Haddns

7

fdadadetuuasmsusndiudaeddnuea 3 nfu uazesgiiui 3z niy
¥5A20 80 : 20 (viv) tania/laofiadised 13inms 25 addns
an3uIns #20 KD 1@ Internal Standard 13 Insiamuiighu

7

Sadu1a309 GC/MSD/SIM

o a o a a  aAdy w0
DINN 5 ﬂ‘li’)lﬂS’ISHﬂ’lﬁﬂﬁzﬂﬂnﬂuﬂﬂu'ﬂﬁthnﬂmd‘ﬂﬂv

Y
)

41
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¥
11. wwlesdwiminuda faurlasen auasug, inotiwy, massia,
o & Y o a
waginsuly (Strand, Jacobsen, Pedersen, & Granmo, 2003) IﬂUﬂ‘lﬂNLuﬂﬂﬂu ihmdnitlen)
) o U el - o u'l e'l
Uszanm 2 a3y ldluvaaud eufigungdi 110 ssruwadon 11114 susunssi
:’ Y d o ’sd o o’ o 9
vimninaeh dnradesidumimiinuds
12. m3inseideya
- - < . .
12.1 AnsreiidadSunld comsp/isiM Tauld Intenal Standardization Method
122 JmnzdiBaganm
' A o o o’ o
1221 41 mz e ulluansisznovfyndunidndunsizd 14 uaz
SsuisuaSmusu Infvssmsdedusumsinasgiu
1222 Agunliendnusindamsmeyiutdomnaduves 'H-NMR,
BC-NMR sazuuamilnasy
13. MIAIUIN

13.1 fursilefidud Yield Tavldgns

¥ ]
wedidud Yield - ihminiildvinmInanes  « 100

1 4 ]
o o

© -
miinn ldameuf

132 fwumievazmsnduiu Tavldges

fonemInfUAM = (Cyuusany - Coump X 100
CSM
d a
de c,, fio anududuvesmsazmsnasguii@uasly)
a1 dy s
Comp 0 ATISNdUYOITIREMIOA It WitANmsaZMIBINATI I

\ v 1 da
Comprsa 10 AN UVOITTAZMEd 0 RNz AT M
, .
13.3 wefidumiminuts Taoldgas

o "z ™

nlofiFumimin Wx X 100

¢ Wy

di - °y o o U P
1o Wx 9 umuﬂmmmsmamuué’o

14 ]
wy fie Timinvesiieteild
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134 wefidudluiu Tavldgas

Wa x 100
Wb

nlefidud vy

A d o v 4 '
e wa fe Wmtinvesluduniaald
v v
wh  fis vminusadiodan s

. d
13.5 AudlouuunInsgIu (Standard Deviation) Tau1dgns

- Y v = = Y o o ] n’:
dle  x  fe YSunmeyWusimuiiavesasisznoudyndunidluusasass
: — A+ d | o a a a ad
¥ fio sundolSunaioyRufinuiiavesmsysznoufyndunsd
4 ]
n e swunfaivamsaimse

13.6 AUdoUVUINATTIUTUWNT (Relative Standard Deviation)

%RSD = SD x 100
X

A ¥ A LY L
dlo  %RSD fio sudlsauuinasguduing
° — ] a T o - - I'd
X flo mmauﬂsmmmmufswu“nnuaqmsﬂsznauﬁuﬂaun‘s’u
y
Tunsazasa

v o
sp fis audsauuinnsgu

b 20!



