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Methylmercury is the most toxic compound that compared with all species of mercury.
It’s to be accumulated in animals, especially in predator fish. A development of determination of
methylmercury in fish tissues for ease practiced, more sensitivity and accuracy, and adequate for
normally laboratories are aims of this research. The solvent for extracted methylmercury from
fish tissues is 10 M sodium hydroxide in de-ionized water, performance efficiently extracted is
placed it in boiled water. To adjusted the extracted sample to 4.0 with 1 M hydrochloric acid to
remove interferences. To concentrate and remove interferences by using solid phase extraction,
C-18 SepPak cartridge, that was adsorbed dithizone in surface of particles.
Methylmercury(II)dithizone was eluted with methanol. The final sample was injected to HPLC -
UV detector. This method was validated by single laboratory, the results are showed limit of
detection and limit of quantitation were 21.9 and 147.1 ng MeHg /g wet sample, respectively.
Precision was practiced by analyzed replicates fish samples in-day (n=10) and analyzed the same
lot of replicates fish samples (n=10) in next week, the means and variances do not difference
between the two test groups. Accuracy test by adding known amount of methylmercury standard
into fish samples, 3 levels, the % recoveries of methylmercury from spiked sample ranged 80 -
104. The 25 of fresh fish samples and 10 canned tuna samples found methylmercury ranged
between less than LOD and 755 ng/g.
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2.3 myanaaulavaauda (solid phase extraction) [13,14,15]
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Cartridge/column
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Y0ININAVALDY U3 95-101
R. Wagemann lazame [29] vlSuauniiameiadi ludadidusgndtouuiendy
1 d a ar =Y da A df A ) = o
oy lunziaeninan mMsanamiamesasniawe l¥msazaronsaves lndon Tus luanay
a s o 9. . 8 J 43 4 o 9 = adA ad
alsndaa uaztududuiunasaze1aiuAWNTANAAIUAITAZAIWOUNIOND INNAU-

o = 3 o = = da =y =
aae'lsa tensu Ingdu imiui lUmSunamnamesaisaivmain CVAAS ag GC-

ECD
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=y = da A

R. Fishcher, S. Rapsomanikis 8¢ M.O. Andreae[30] M11/Sunauuiiameindslu
w 1 o aaa o da = = 4
degnaanlanld Go/aA uazinlgasoeyiusiulndoumaasneniiaveisa edaides
o I~ 1 =1
IR UR980AMBY (freeze-dried fish) dovamedvasazanlduamGonlaasonlod lu
wueatudy 25% weorlu ultrasonic bath Uy 2 ¥ TuanSovunsenaiiowoazalovua 190

¥
pedasmminea msazawiiesnaliogluinazySuienilug.s Tasmahmsazaw
s [] o aaa ar o ar =1 =Y Y P [
davde linlgasmeyiusiu ImAouaas uenfiavaisaduiu 1% asrsnnlsviuaie
GC/AA
. ada o a fa A =
AOAC official method 983.20[31] tHu35 s eviunamesads luawazamin
9 o = 3/ o dy A 3 [ = da a4y W

19ord launazianduaie lvfusenanmiowela LdrenaNaweIAI3AI0NIA 18 lasnan-

= = o J o W ) — qy
30 iudu 50%laotsmas Mldduduiudonsadald legluenduudszmoenaguia

1 115ad8 GC-ECD
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MIAUHHIIUIVY

3.1 msniinazginsaidmivauidte

3.1.1 MINATFIN

MIWNITIUTAWETA ()AAB 158 (methylmercury()chloride) HAMMUTINT 92

dfd ¢ a w o 3 ;
npFIHUA HARNNUMNUDY Sigma-Aldrich

3.1.2 aandl

1. ninlalasnanin (hydrochloric acid) Proanalysi grade HAANNHN VDI Merck
2. Taiion'lanson lo@ (sodiumhydroxide) Proanalysi grade WARSMAUDS Merck
3. NTADLAAN (glacial acetic acid 100%) Proanalysi grade HARA BN YD Merck
4. 1UPA (methanol) HPLC grade WAAAMAYDS J.T. Bager

5. WNIUOA (methanol) AR grade WA YD I.T. Bager

6. 1a'1nToyu (dithizone W30 1,5 diphenylthiocarbazone) A.C.S. reagent HARN N

Y09 Sigma aldrich

BHD

7. TwiRouordinn las lesa (sodium acetate 3 hydrate) HPLC grade NARANMUDA

8. 92% AU (acetone) A.C.S. reagent HAAAMNYD I.T. Bager

9. 11U (benzene) Proanalysi grade Hﬁﬂﬁﬂlcﬁﬂm Merck

10. 1905718 1A (tetrahydrofuran) HPLC grade HAAAMAW0Y Merck

11. won Tutiiududv 25% (25% ammonia) Proanalysi grade HARN AN YDI Merck

12. onau laeiunasesdanioda la laAvy (ethylenediaminetetraacetic acid di-

sodium salt) AR grade NAARMIYDI APS Finechem

v
13. 1inlswen'leesu (deionized water)

A A ]
3.1.3 nJeaieuazginsnl

1. IN30IUARIDYIY
. - a e o [}
2. IATDINYUINILA (centrifuge) WANADN VDI Kubota U Z400

a o  w 4 : d ” 4
3. ‘Hﬂﬂﬂﬂﬁ'lffﬂﬂﬂ'lﬂ‘iUlFI?ﬂQHl!Hm%UQﬂTImi'Jﬁ"G (centrlfuge tube) WaAAN

¥UA polypropylene copolymer YU18 50 fiadans nourhananafnyiia polypropylene
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4. micropipett ¥11A 5- 40, 40-200 1A 200-1000 lulnsaas

5. IA3PINANAITAIMSUNABANARDA (Vortex mixture) VORTEX-2 GENIE

6. syringe filter wiin'luaou (nylon) 3WiHYUIA 0.45 Tuaseu durugudnaly
13 Jaa1uAs LU disposable

7. lﬂﬁﬁfﬂx‘lu‘ﬁdﬁﬁ'ﬂ (C18 Sep Pak cartridges) Naﬂﬁ'ﬂl‘-‘ﬁ’ﬂm Milipore Corporation

8. 113093AMIOY (pH meter) 74 CG840 HARAIYBY SCHOTT

9. ABANY ODS2 Hypersil ¥U1ADYNIA S TWATEN YUIA 4.6 x 250 HadAIAS
HART A VBA Milipore Corporation

10, 1n509%902150A 4 RMIA Satorius model AC 2118

11. in3eaTnsu InnsmluoamauuuaNITOULgaUauTEN Milipore Corporation
Jsgnoudaotium binary pump 3M water 501 195993 Ad2061980 TUNA (auto injector) U
water 712 WISP 11a217309A 529 IA%11A tunable absorbance detector U water 486 33U

Uszuranald software chromatography CSW32

3.2 VUADUMTAUNUIIHIVY

a asga = da a a = o [
32.1 WA sans o ad3walTin luaeoiadan

3.2.1.1 ﬁﬂu1msﬁaumawmm’ijaﬂﬂsmiwmMmmmmﬁmmuzqaﬁﬁmfﬂ
inFeansIiansganauLaIgans1 1alean (HPLC - UV detecter) Wemvaditadigalums
a1 iadalsnunemslsenoudidouvesuiamesaas(n lain Taw

32.1.2 Anwisiavesmsafauazanzimmnzaydmiylfasanfiawes-
73 luan n'ﬂm‘.iﬂﬂ?miwﬁ'ﬁ'wm%ﬂﬂsuﬂmﬂﬂmmmmﬂuimu:qqﬁﬁm&fuﬂ?m

asdviamsganaulaiganslalean
v ad d a da A a = o J
3.2.2 T\ﬂﬂﬂ'l]ﬂ')'mgﬂﬂﬂﬂ“llﬂﬁ')ﬁlﬂ‘i“I:",'Hleﬁlllﬂiﬂ’)ﬁ'lﬂfﬁﬂ'ﬂﬂﬂlﬂﬂﬂlu’lﬁlu

a d a = da o a 1
323 AnsiSinauiawesadi luaaesiiaaquazdaminszie

d o ' o 1 ' o a 1 o
Tagmsiiudieiadan 25 Aedranazdamunszilesiuau 10 daed1ahil

s lunesnan

=Y =
3.2.4 ajdsruaaazlizdiveamsany,
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3.3 ABAUHUMS

331 MIMIBNTITAZNATFIY
3311 @3azaesnAIgIMmiames ANt 1000 Haaniunedns (stock
standard solution)

Fisnasguwiiamesainaolsd 00582 a3y asluviaialsings
1A 50 Tadans azatouazUfuSnasatenmuen uludida gungl 4 osmimaidon
191duu 6 1hou

3.3.12 mIarmesnasgmfianesasvudi 10 Haaniuneans (intermediate
standard solution)

Tulamsazaisnasgumiiawesarianududu 1000 Jadniudoans
Usuans 100 Tuinsans asluviadalsmasna 10 Haddas Jsulsmasdommuea

¥ oo
ansonlminnasanls)

3.3.2 MINTENATAZWINIFIMNHTVEI 1IN IVINATFIU (calibration standard
solution )
IS uIaza AT IMNTaWBIA3 WYY 100, 300, 500, 700, Az 900 W1 TUNIUAD
a = da o4 Y 9 a a oW "a 9
ans TavllaaisazaonasTINNABIAIIIUNYY 10 UadnTuADAAST (V0 3.3.1.2)
Usums 10,30, 50, 70, uaz 90 lulasans asluviadSuimsuina 5 addes s 5 1y

mudsy nazlsudsunsdasmsazartlanTaududy 0.0067% (98 3.3.3.2) 1wthdw

IATBINTUATT 15 UM

= =
3.3.3 MSAuNaN AN
3.3.3.1 Msazaianinlalasnasin 1:1
= Y 9 =) al an oy ar
anensalalasaansndududsuias 250 Haaans masluihvialessu
151105 250 Nadans
33.3.2 msazaela Inlaulummiveaiiudy 0.0067% (wiv)
s3la'lnlau 0.0017 faansy azaouazlSuilSuasdrommueaiily 25
yanans
3.3.3.3 msazaela Inlasduriutuu 0.005%(w/v)
F3'la'lnlau 5 iaansy azatvalonen laniodudu 25 esiwud
¥
JSuas 0.5 Taaans mldvandsuiasvuia 100 Haddasuazdivlsnasarniidsienin

lovou udaiuitex1¥iiiu 9.0 Arunsaozdan
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3.3.3.4 msozaplanonlansen v 10 Tums
e Tmaonlaason lad 202 nfu azmeuazysulsmasiiu s00 Gadans Aaw
yinlsirain ooy
3334 msazawiivlvleslsnenesFna-nsnezFandadn 0.5 Tuans , Aoy 4
Fansavedans o 24.2 Taaansuasdeladouesdianlaslansa
USum 10.47 n5u ladluvaadSuiasvuia 1000 Aadaas azaronazliuTinasdaoiy
Usirenleseu
3.33.5 myavawiiviveslvfeuesFna-nsnesFAnidadi 0.05 Tums , Hitey 4
Tansaosaaniiuay 2.4 Taaansiazda IndAvuozdianlas lawsnuSin
gy
1.05 ndu ldluvaallsuasvuia 1000 Hadans azawuazlsuliuiasdotiilsisein
lovou
3.3.3.6 msazmenansznintiveslwfusesSinn-nsaecdantudu 0.5 Tuans
UazEDTA 13414 0.01 Tuan3 , fitey 4
Flansaozdaniiman 24.2 Hanans ¥ lnfouesdinn las laasalsum
1047 N3V 1Az EDTA disodium salt US1a 3.72 n3u ldluvaalSuiasuuna 1000 iadans
avmwuazdiulinasdanininminlesou
3.3.3.7 msazawwausznaiivlesTufouezdnn-nsnozaanud 0.05 Tu-m3
UazEDTA 1Wuvw 0.01 T3 , #itey 4
Tlansaordanimuan 2.42 Naaansde ImAvuozdianlns lewsarsum 1.05
n¥1 1AL EDTA disodium salt 15370 3.72 n¥u laluvaadsuiasvuia 1000 iadansazaiy
wazfulSinasdamiismnlosey
3.3.3.8 mInzmenanszniaiiesfones Sna-nsnesdandudu 0.1 Tuas
1az EDTA iatiu 166 Tulasluans , Moy 4
Ylansnoedaniau 4.84 daaansdalmonesdianlas laasalsua
2.09 N5 Az EDTA disodium salt 13u1% 0.062 n3u mldaluvaadsuiasvuia 1000
fadans azauiazdulTinasdainisminlooou nsesunIzAIENIBYYiA cellulose
acetate TiTivMIAZNTH 0.45 Tunsou
33.3.9 msazaumlmndeud
naunuea was1lelasyusunazasazaunauinies Infvuozdian-

NSABEFANYNTU 0.1M LA EDTA 14y 166pM , Wio% 4 1UBa5109U 3.5 :3.5 :3.0 MUd1A L
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w
e

2 A aa A
334 ﬂﬂ'iﬂfnﬁﬂ'l5ﬂﬂua“ﬂﬁﬁlaﬂlﬂ'ﬁﬂ@jﬂiﬂ'ﬁﬂﬂi “'l'“ﬂ\““ﬂ']ﬁ“ﬁiﬂu:g\?ﬂﬂﬂﬂ@lﬂiﬂi

asiamsganauuasgansilalenn (UV detector) tWoMAIARNINEINIAMIGATUNS
asialaSinuneasisznouidadeouvesmfiamesndian lalnlau

v
JUADUMIANY)

w3sumsazmwaT IURames A dudu 100 wTunfuniusediadans lay
Tulamsazmonasgumiiamesalsidudu 10 Tadniudedas ($03.3.1.2) Ysum 50
lulnsaas asluviadSuiasvuia s daaans uazdsvilSuasaloaisazarvlalnTou
WUty 0.0067% (110 3.3.3.2) widmaseswanms 15 i 1hldfnvianzimunzay
A' ar :: = d = Y] 1 aa ar d'i P
ypunsed Tavtsulasumisiiines sy USuniniooeania 0asims Ivavounainaoun
a o c: n’: =Y da A P=1
wdRnfmingauiiqa miuaionasazainnas uLiamesads IMianududu

' » »
Vovauseuq uaziira sunseianses HPLC limusaasaviadalsnnla

= ] o v = da d'l [
3.3.5 ﬁnmv’Nﬂ'stﬂumumwmms nzmﬂmmgmmnnmmmsmamnnﬂﬂ

AT

¥
JUABUMITANY)

wisumsaymenIasgfames A nawanududu Taosunnanuidudy
ﬁ1qﬂﬁm"lﬁ'inm’fa 3.3.4 11&2 A9 100, 300, 500, 700, 1A 900 W1 TUASUADAAS 1IAINY
ﬁ’fm’fu'ummsazmummg1uua:ﬁfuﬁ1s’|’ﬁﬂ"lﬂﬁ%'nnswlmﬂ5g1mﬁaﬁﬂmm1mﬂmﬁume
TAoa IR WM AUMSIFUAN (regression line) 1au1933 fdsaoatoufiqn (the method of
least squares) 111fhﬁuﬂsz?m'ﬁlﬁﬂﬁ’uﬁ'uﬁ (correlation coefficient, r) N30 ﬁn'ﬂszﬁnﬁfms
Fadul1 (coefficient of determination, R) #0411/81n31 0,995 [32] Buduanuduiusidadu

ANuThuduAs IR0 Mandel fitting test

= @ o ci " ar a da =
3.3.6 An¥ImfhazasmazansnInzannlylun safamname A21309n031010
siateim
=8 o o 3 s = da o 5 é
3.3.6.1fn¥IMII M aza ez aun I lumsanamianesniseeninaInieiEe

a

1Y
FUADUMIANY

o o 1 i 9 1] L g ) qy

idaninar luiillanmvnalnguudienawizidondwviu sy
o o v & y 4 o o9 9 a ﬂ 4 a v W ! a
i lduadloniesiuiiedatlfazidvasutuiie@ednudlanasanaraan

ar ar o 1 P - =1 [l =
(centrifuge tube) MiiNszanat 2 nFu $1u2u 12 aea dwnmasinuldganniadnilalings

¥
Waimh U lugidulugeasuds hdeinliadadsde 1l
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1 H A Qr L] o o = :
nquinilsiednamasausnmi1laiadionsalalasnaeinnainii
a ¥ A A a a aa 1 3 4 4 @ W a
SasraiuniledenilalSuins 10 Haaans 1Funaudlve Iilaweladudanveaisazaiy
afalduniga ildivdidedioinTouvdmasanaassuiu 1 wii udnirlduendou
=1 ar 4 - -1 n’:
yoamaazyedeanINAudIuAT oMM IBIAIE 18 TABAIA IS ITBL 2500 SOV
aoud nomerdruvearad lusuiiemilu 4.0 Adoueu Tuilodudu 25% Ysvdsuns
a aa a Y da = a
aamuiilu 50 adaas iAumsarmonauveamisazawiiieiiiey 4 voslwAvwessinn-
an o = a aa o ]
nsaezdamdudy 0.5Tua1s uagEDTA Wudu 0.01 Tuas Ysuns 5 Tadans v lusu c18
Sep-Pak cartridge Min3onTAndoulFaru J5uanIn C18 Sep-Pak cartridge AIUMIHIUIIM-
o a aa at ot = a aa 3
wealSuias 10 Tadansuazarsazawwies Ny 4 ved ImAvLoLHAA-NTADSFANIINUY
'3 = a Aaa 1 Yy = a aa
0.5 Tuas Yswas 10 Taaans diuaisazaiw’laInlasududu 0.005% Usu1as 4 Hadans
4 ll='. n’: o s o
el lalnTouniogh carridge  91Mivdivanmalsmsazmwidiies oy 4 voq
TmdonosFma-nsaezdandusy 0.5 Tuars Usuias 5 Taaans uazasazarwtivilosNioy
4 voulMAuyosTina-nsaosdantuty 0.051ua15 Usuias 5 iadans) A2wsas N5 1va 4
¥
faaaATAUIN MWEITALAWAIBEIINUA A9 cartridge  HAWAITAZAUHANYDIAITAZAY
a =) o aa 4
ooy 4 voilmasuozinn-nsasedanidudu 0.05 Tuars uagEDTA a4y 0.01Tu-
¥ v
1§ 15uans 10 Tadans $1u9u 2 A5 Fumeugateszierdsszneudedonlaln lou
LasiRawe s dnumusalsuias 3 Taaans 11392 a100296190399UATIEHAY
HPLC — UV detector
VoA o | P o b4 LY a a
NQUNAOIRIBOIHADAN 4, 5 1D 6 1 1Ud e lusiuoen Taonisianes-a
v v ' '
TaulSuans 20 dadans  1duraudedIidedenszawuniigaudnirlivdred o
4 ] =Y = : o " o o 1 L] l:;. é
IN309UEIMADANARBIUIM 30 N MATiuhABmiloufuABE 1 TuNGuIMS
| ™ ' P a - PR
nRuAiTUAI8U1INABAN 7, 8 1AL 9 wuasazarwlaaonlaason lamidudy
d ja a aa o 1 ' : & = 1 ny o
10 Tuars 1USuas 2.5 Haaans il lusraiudeaniu 30 Wi onawsluiil wazilsy
¥
= 4 o o [
forldiilu 4.0 Aroarsazawnsalalasaaeindudu 1 Tuars vimiunir 1us 1 Sep-Pak
. -~ ar L dl
cartridge IMUDUAVNQUN 1
= =t an v > ' - v o
WSsuiisuran ldannanaassisaiungy laoi@enmsazarvanah
musaatawinmesaseenun lduniigalinanesludeds
3.3.6.2 fAnyNnnnYeImetanmnzanlumIana
. ¥
Wasundanimiinglet1a 2.0, 4.0 uag 6.0 N3y anadwmsana (31n40
= = Yy 9 = da =
3.3.6.1) W vuifvuranisnaass Taoin s nnAududUYBANHAMB AT lumsazay

§0610 MIGARLYBA cartridge uzdnVazvOIinVBImINaU Az inYoImIsTTUN I
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3.3.6.3 fAn¥NIeYYLIETATAIWAIREINIMINZ AN
Y3uTovuna1saza1u@I0019neUHIY Sep-Pak cartridge Taosmuald
% i 3
aulsouq aan
1 qdni s :5
3.3.6.4 NATDUANUUNUVBIBNAMUIVY
[ :
et manivasuihuiledoaiu Bumsazamnasguuhamesag-
a a a ) da o alndd'a a J o : o kY &
3 Sinszirnawes a3 1aolFBNNANTNIINMINATDY 3 1) AUIUNITEYAZMISAY

NAY (%recovery)

a d
3.3.7 NATOUANNGNABIVBIIT UATIZN [29]
A ] o = ™ a da a W
dioldasanauazaneimmnzanlumsadamiawesais lawal udedu
naaeUAIIgNABIvEsITTIng I TauaSouiediaarit hifimiiansesfainsoiuaisii i
Vv ¥
a1n30a529700 18 (sample blank) (F206h3il 1dasvaovITImlsonisuaudawyini
Vv W ¥
USianlsentanualuiiotaniify s uiluniuaensy) vata lWidwilederdu iy iy
<1 = = (] 9 d [ Lo - 1 o A oA 9/
myuznulugawaradndaainuazus Tugiouyosuy HAZNBUNININAADIN TR 1N
o B ' ] -; o oA 9 o ' 9 a @
1 A lugeunuiiloda e 1A 0019020 10N TOUNIS ¥
3.3.7.1 AASINANIATIONY (limit of detection, LOD) Haz YA INANMTIATIZH
133194 (limit of quantitation, LOQ)
q'.u [ ] 4:5 (=1 =Y da A s ar [ o o
Faaed19a1n ludiunawesadns mindszum 2 nsulavasadiniy
$ o a a da a ') °
MYUINILITIUIUL0 HADA WumsnasguiawesnsUsuim 300w luniy 1114

a o a = da ¥ o VoA J
Snseilsnaumiamedads luiedar Annumanivauuumasgv uazmiovazns
=) ar
Aunay

MIIAIUIN

MiouasMIAUNAY (%recovery) = [(C f—Cs) / Ccal ] x 100 (3.1)

[ b [
W of  wwwds USinansenludledmiiiumsazaioinas gu(foritified
- . 9 a ' @ 1 o
sample 30 spiked sample)‘lﬁ‘i]’lm’lﬂﬁﬂsi %JHU’JULﬂNUﬂUﬂSHﬂE]ﬂSM
1 4
cs  winvie Ysmilsonluiiietan (blank sample) A3 nmsnaaes i
i Tunsuaensy

¥ "
C cal minoiaSatlsenluiledmnduasazaoniasguldeinms

o

AU

mZovazmsaunduiisnld doudumifvenivldamuasgiu Eurachem, IUPAC, 1SO

Az AOAC (M13199 3.1)
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9/ 1

d', " 9 A > o [ _‘V:{ 9 P
M1919N 3.1 ‘FﬂﬁﬂUﬁzﬂ'liﬂuﬂﬁﬂﬂﬂﬂll‘illllﬂﬂﬂ'nnl‘llil‘l!‘lJﬂN"]‘UENﬁ'liﬂﬂN1ﬂ (analyte)

anududuvesmsiiauls fdovessunavdovazvenisaundy

100% 98 — 102
10% 98 - 102
1% 97 -103
0.1% 95 - 103
100 ppm 90 - 107
10 ppm 80-110
1 ppm 80-110
100 ppb 80-110
10 ppb 60—115
1 ppb 40-120

3 Zovazveamsfundutianild muiseanlfinamuAumsazaioinasgnuuiawes-
-4 ¥
S5 aednvunsenendesazvesmsaundy limuisovensuld duiudrliadiianis-
a d |a A ila aa @ ' a (=} a da o g
Snszilunanemmagavesmsmnaspuiduas Il ludeoei hiliuiawesais uainm
¥ & o Al Y o ' o
$pvazvaamsfunaui lavindaueg lunma
u’: o [ H = a da 4 a Y
PMiuA AR NdrALNINATIINES )BT auiawe A luilelanss Ay
o o = = 4 o o A = o o 1 o
Fasinan1saas1zHUsun ien1IAS1AANISASIINDY FIVATINANITATIINLILINMINUTAIY
MIUeIAUDEALUINATTIY
3.3.7.2 fiden3er23m31¥au (working range) nazanilu@unsa (linearity )
o [ y o o 1 . ret =Y da M) 1 o Y
Mmsnagoudsi desedai lufiwiawesArsmylanasadiniy
a = : o o = - da =
wyumivs Taofiminlszane 2 n¥y @umisazmonasgumiiameiiisum 300,
¥
o o o a o a a A o
600, 2000, 4000, 8000 L1AZ 16000 ng (H19Aaz 3 41) 1 las 93 ziuiiamesaas wma
a e 9 9 @ w d 1 a’ Hq Ve ' =3 =Y fa A vy
S5z IdnadunsmanuduiussenaiunlanadelTinsuunamweingg (ng CHHg )
Twitera (g) Ysziinanumiuduassdiomsimasmaumdunaney (regression line)

) ¥ o ¢ w
Taold538sdanualoofiqa (the method of least squares) MiMduilszAnTanduius

a w a

(correlation coefficient, r) %30 dulszansnisaadule (coefficient of determination, RY) fo9

Vo ' ar o w da 9y
Nidn1 0995 uazduiuanuduiuiFadunazanuihudunssdo Mandel fitting test
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3.3.7.3 ANMMEN (precision)

- ada d ) :‘ Y e A o
ANy ufiosussdIsIATIET 2 HuY AB MINIUG 1A (repeatability) (1D

a 4 - v = = o : ke _ :
M5AAT12YN0 U IUAYY (within day) A N3 M '1a (within laboratory reproducibility) il

° a a0 as = “ a n‘: '
RINTAATIEHAITU (between day)  MDITUIAMABIVDINTIATITHNG 2 HUVINFT
Doavumasguduimivesmsiinged  anlddeseglunaiveniylaomssziiud

L4
Horwitz’s equation 112 HORRAT wazil3ouifioudeyariaaengudas Mean ttest

3.3.74 AU (accuracy)
& A ¢

iinsninluminageuanunivyvesItMingedenga Aemsinsizy

s " P ] o = - & o a A o
ﬂ’JE]U'N‘I’lL‘ﬂu known sample %Y ”JﬁliﬁNm (reference material) mammi‘]mmqé’wam"lﬁm
v
o ar Y =

11551504 (certified reference material) 91NMHWIUNTAIUUFODD Uz IAIUADAI

n"a

s - as - 9 @ e 1 a ] o A ar 9 a 9 ar
Auauiimiloununielndifsaiun 10019939 ponalsfany ieanindagdredeii lasuns
L Y
fuspaismune saiuluendisuiisudendinadouanumivyesis AwmsmsANs
a da = s [ P o s uy o
nwrsjmmmmaimiaﬂumamaﬂammmu’fm’iu 3 5EAU sEAUAZ 10 F1 uddauInd oy
A o -~ ] L] [ (d s Fy
asMIAUNAY HAMSANYINIULIY ﬂmag’lummmwuamu‘lﬂ
4 a ar ] 0 ad 2 o 3 =Y da A
diovsaiiunniadoriundinnidsil I 1gdsemsduilouniiamesnas luda
[ g o ] H o [ (] o a {
wazdampinszdles Tasmsdfedaeduiifiimiweglunniaaanieqnlesuuna dan
° = 'S = a’: :; o a o 1
SunSnseresdlulamaissiiailameanazdanidaniiows Inaludsemelne  dou

Umminszilesdenaindvionsg

a a day
3.4 mednnzlSnoafianesmsinlamezdapinszies

:J = s ] ]
3.4.1 Yuneumanssuiethaamazarinsziles
1 a; Y W ﬂ g ° v 4 d’ w dq 3 =
uaunwiziiodaudwiuniuiug ilduadnniesuaiiodadliazidoasu

¥ ¥ k4 b
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M3199 3.2 9N1I2YPUAI09 HPLC

Column: ODS-2 Hypersil 4.6 x 250 mm, 5 pm
Detector: UV tunable absorbance detector
Wavelength: 475 nm

Injection volume: 50 pl

Flow rate: 1.2 ml min”

Pump mode: isocratic

Mobile phase: | (35/35/30%)

Methanol/tetrahydrofuran/acetic acid-soduin acetate 0.1M

+ 166 uM EDTA buffer

Run time: 8 min
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MARUIN N.

mstuegua NI HATIA 18 Mandel’s fitting test

¥
=1

Mandel’s fitting test 10 MsnauapuaANuuduase duiinandamans dail
AUMIFUATI N30 the first order calibration function : y=a+bx A
AUMTUNAITIADI N30 the second order calibration function : y=a+bx~+ ox’

" L4 ]
HiomIANUIANAIYDINNULYSY5U (DS)) YosaumMIITeINNg 1IN 1INgA3
DS’ = (N-2)s,”— (N-3)s,,’ AI009mANUDaATE f= 1 (n.1)

y oA ¥
1iie s,,” ADANDUAVUINATIIM residual VINAUNISITUATY

s, NDANDYUUUNIATIIM residual VINANNONAIAITDY
[ U :: 9 o [ d’
AMATOU (testing value, TV) HuA1R 149 InMIALINALH
2 2
TV=DS'/s, (n.2)

vhamaaouiis e 1d TS vufoutu F (71 = 1, £2 = N -3, P = 99%) 91AA15 19
&1 TV <F duiunnudaniuiseni x uay y Snamdiustuiuduass T
JutludeslFaumsoniidaans
nnMsnadeuauitiuduasiveans mainasgu lasmshasazaonIns v s
’

ar o 1 a asa = o ° [
sTAUANULNYY Ao 100 - 900 w1 TunTudeiindans (0 4.1) TavTiNsIeHIzAVAL 5 F1 AN
@ e o Ay ¥ ¥V o o dao ' -; P
Fuiu iwanisnageud ldnadhatlunsminessu lavuaasnnuduiusiusznianun
=] 9y 9 = da o = “
fin @any) wazanududuveuNaeIALg (AU x) (151990 .1 uaz 3UN n.1) uag
naaouA D duATIUDIATNNIIAIY Mandels fitting test WuhAmagauna1uIn Iy
J 1 Ll ﬂ; ' o 1 s w
—0.90 #axiounn /1 F(F1 = 1, £2 = 2, P = 99%) 91NA13 19NN 98.50 uanadnnuduius

seueaiuiRaaza U utuvesiawesas tanuthuduasa
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d v
M3 N1 uaasiuiifaasanududuvesmsazmmnas U RameAag

amudiuduesarmunnasTUNRaeI A Mudiin (mv.s)
(ng/ml) Al 1 miaR2 Alan3  AlaR4  A%aRis  mav
100 27 26 25 31 28 27
300 102 9 101 106 95 102
500 174 165 178 178 180 174
700 240 228 239 249 250 240
900 319 313 327 318 329 319

280 -
230

180 {
y=0.361x- 8.1

=130
S R’ = 0.9994

0 100 200 300 400 S00 600 700 800 900

L - da =
ANNUVHVHINNAINOIAIT (ng/ml)

4 - da o
JUN .1 pIIMNATFINYBIMTAZMIOINATTIUINNAINBIADI
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MANUIN V.

Y ; LY a d

HEAIANMTNT U FATEININTIDTANNAIND AN

Q

17589 HPLC — UV detector

as = = a da ad ¥y ¥ o = 3
’Jﬁﬂﬁﬁﬂv'l D WTVUTTASDIVUIATTIUIUNAUDIATIINANUIVNVUATG  RALU

[l 3
1 1A389 HPLC — UV detector $107U 5 1 Taum3oumisazaionnasgiuininnasa wams

=Y

e aa 1 | w o da
nageunaadluming v.1 anududu 50 inlunsuaeiiadans Audoauuuinasgudunmsi

= 9

' ' J VoA ar L] -& <4 4
aunnndena 20 Fuiluiiioensulild Fwaasdedeyatinnuulsisounn  uaziio

muanududuvesmsazainasgnnni 100 nlunivaeiinddas  Audvavu

@ a do v Y [ ] & ﬂ " e o g
nasguduimiianioonidevas 10 Fuilueghunusinvenivla

1o " H @ @ Y o
M5V HAAIAIDoAYUNIATTIHLASANTIUUUIATIUFURINTYDINUNNAYD

AFAEMUENTATMUINATT UL ANDI A3 AN T U

ANuuTUEITaZa1Y WUNAA (mV.s)

v
o

- da o n‘:«d‘ : 1 ; { z:i
VIRSTINAANBIAIS  ASeNl  AsaN2  ASIN3  ASIN4 ASINS  SD %RSD

(ng/ml)
50 12 10 y 9 5] 2.7 314
100 23 20 23 22 23 1.9 8.5
200 52 47 50 51 52 3.5 6.8
400 110 103 105 108 107 7.9 7.2

600 165 155 162 160 163 7.4 4.5
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NANUHIN A,
vV l—':l A v A o w a o W
!!ﬁﬂ\‘i‘II?JHﬁlwaﬂuﬂuﬂlﬂinﬂﬂﬂ’lﬁﬂi?ﬂW‘lJlm$‘lJﬂ%1ﬂﬂﬂ'li

a d ad
Inserifsunavedds

¥ ¥
Tuanuiteiidadiansasenuf 1IN INAUIYIAUTIALUINATT IV
¥ 9 s | dd o w a d 12 s e w a ¢ |a 3

anududuvesdtetnanaiinamsTinneiina dadivamsinnzilsunalannms

a = da 4 |a o as ' - "oy a
NARBUANAITIIAT I AT ATYT I 300 w1 Tuniu asludiedialari lusiwia-
da a o I “ = = : ' 3 o’
WeIAIT (MBtNMNMIATIVIATIEHYSINasennamuandans e liny) $1uau 10 9
o P A o o a d 1= Ve o 1 u
HANINATOLUAAIAIA1T 19N .1 Tadinansdinsizilsnanmiu 147.1 i Tuniuaeniy

HAZAYATINAMIATIVNVININY 21.9 wrlunsuABnIY

M3 a1 uassdayah ldnnmsnaaeviadinanisiinsizilimm

vt Yinninge) Vhnummnssgmia | sowdudumiowesiile | anududuwiawedfaily fooazns
weiRII AR (ng) iovm (ng/g)* oy (ng/p)** navAu
| 2,01 0 0 0
. 2.06 0 0 0
3 2.02 0 0 0
4 210 0 0 0
5 2.00 0 0 0
6 2.04 0 0 0
7 2.05 0 0 0
8 2.00 0 0 0
10 2.10 0 : 0 0
1 1.94 300 154.6 128 98.6
12 1.99 300 150.8 142.6 94.6
13 2.00 300 150.0 1458 972
14 2.12 300 141.5 139.8 8.8
15 2.10 300 142.9 128.0 89.6
16 1.94 300 154.6 153.1 99.0
17 2.06 300 145.6 143.6 98.6
18 2.10 300 142.9 148.0 104
19 2.02 300 148.5 139.0 93.6
20 215 300 139.5 146.0 105
lﬂ;‘!b - 147.1 1438 978
SD = 7.29
8D = 219
*INMIAUIN

ae

- s and o :: J
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MARHIN 4.

ANMNBIAZA MUY

1.1 AN (Precision)
[ b v ]

ANUINBIVDINSAATIEH FiadoandoaunasgIuvengy  uazAndoauy

sy sz iedeyadeanguiiingzianiuiy  udnSouisuiiinnuuandassning
] ¥ ¥

Aundvvesdoyanidosnguniely Tavld t - test Taodseuudaguianuulslsiuves
[ n’: ' ] ' o A Yasa dad A ar P 9 -
Joyanaaosnguliuanaraiu Wieann1FisTinseiitmeaiu  wanlduaaslumsei a

¥
MNMINAADUNNABATYaadeIngy luTinmuAnA Y

oA a o o 1 1 3 o ' o o [
MINg A1 llﬁﬂx‘lﬂ'll‘UUﬂl‘]JHll‘lﬂ'iﬂ'lll‘llﬂw?ﬂ'Ii'J!ﬂi'I:'Hﬁ']DU']QllﬂﬂﬁﬂQH‘IUﬂﬁﬂUN‘ﬂﬂTWgﬂnﬂ‘u

(SD,,) HAZA N BAINATTIUVEIMS ARSI sz Nngudoyani Wi TuiusD, )

Tns AT 1(hdudi) Sinsizringai 2 (nguii2)
Faethait Ysunauwiamesfiiing/g) R YShinaumamesaas (nge)
1 4713 1 450.1
2 4283 2 404.0
3 4618 3 462.6
4 466.7 4 4553
5 381.7 5 400
6 4785 6 454.8
7 4183 7 482.6
8 454.7 8 4554
9 476.1 9 4443
10 4532 10 4200
AURAY (mean) 449.7 ARG (mean) 4429
Audlvaunasgm 31.1 Aufvauunasgu 26.6
(SD,) (D)
%R uboauY 6.9 weruiioauy 6.0
WAy MdING wnsgdING

(%RSD,,) (%R SD_,)
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M9 1.2 uansAudoavunasguduninsnoeniy 18 masgiu Codex 1z AOAC

mmn’fm’fmlmmi'?'muh Horwitz %RSD AOAC PVM %RSD

100% 2 1.3
10% 2.8 2.8
1% 4 2.7
0.1% 5.7 3.7
100 ppm 8 5.3
10 ppm 11.3 73
1 ppm 16 11
100 ppb 22,6 15
10 ppb 32 21
1 ppb 45.3 30

1.2 ﬂ'.lmuu"u(Accuracy)

aw ay ' a J 1 [V | -
Tuandfeiinuuinvesmsinsed  ueaslugliovazmsnavau lavidy
0 [ 3
msazauasPumRamesAiin mtuivevas i ludeduiiodar  udniiedi
" v b
Yani Wifumsazmunasginziavasazawnas iy iusuasunTunuYeINIs

a o 3 o ¥ Y
Finsizn nminhdeyausznana waf lduaaslumis a3
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M4 4.3 naasdevazmInduAuileumsazaen AT M AN A9 UTIIM 300

v
nTuny asludeduiiolaan

fotieh  vmrin Bmadawes-  aududuves ANutuduYes Jovazms
(n5u) AifAN (g wiawedAdRAy  whawedidlude  ndudu
luffevam nge it iRnnnns
3A312H (ng/g)**
1 2,01 0 0 0
2 2.04 0 0 0
3 2.03 0 0 0
4 1.94 300 154.6 152.5 98.6
5 1.99 300 150.8 142.6 94.6
6 2.00 300 150.0 145.8 97.2
7 2.12 300 1415 139.8 98.8
8 2.10 300 142.9 128.0 89.6
9 1.94 300 154.6 153.1 99.0
10 2.06 300 145.6 143.6 98.6
1 2.10 300 142.8 148.0 104.0
12 2.02 300 148.5 139.0 93.6
13 300 139.5 146.0 105.0

2.15




MANUIN .

a d a ia
NaNSAI A zHYSnauuae A luaan

wazdlaminszies

2.1 Jamza

M v [
A13190 0.1 YSanamesarsuazdsonnanualudlamezantionys Inaludszmene

amzia YSnmwiameiass USimlsenvianun
(unluniuneniy) anTuniuneniu)*
Jam No.1 323 liny 3799 linwy
Ua No.2 329 Liny @329 Liny
1a1m No.3 329 Ny A58 lainy
tamii No. | Tiny 32
a1 No.2 551.5 728
Ui No.3 364.9 375
Jamu1No4 veundi 147.1 189
YampiiNo.s Tiwy VN 12
1111 No.6 175.8 179
1auni1No.1 703.3 920
a1 No.2 756.8 844
YJauiiNo3 295.4 326
Uaaue No.1 ound1 147.1 108
arue No.2 ound 147.1 159
1Ja19102 No.3 Hounn 147.1 130
a0z No.4 1WoUN1 147.1 122
taurauou No. A329 liny 20
Uawwauou No.2 A529 liny 24
a5 219.1 274
dansznaung wound 147.1 77
Yamilnaw viound 147.1 24
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*ATINANTILHAIUIATBIUAT 125N (Mercury analyzer)



2.2 danihadn
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A19191 2.2 USuauunamwesasuazdsennavua ludaniwantiouus Inaludszmalne

A0019 Uhinauufowedans | USuanlsenmiamun
(1 luniunensiy) (nTunsunenin*
ariia A5729 Ty A5 LNy
agn A329 liny A329 liwy
Yayou Hound 147.1 40
Janivny a579 Tiiwy vound 12

= s A a «
*G’I‘i'J‘i]'Jlﬂ'i1$“riﬂ']t}lﬂ'iﬂ~1']1ﬂ‘i'|$“‘1.'381‘] (Mercury analyzer)

2.3 dampinsziles

q' = =3 da a n’: "
M99 0.3 YsinauuiawesnlinazUsemiamualudanpiiniziles

A3 Jhnammiowedan | USumalseniamun
(W1 TuniuADNTY) (uTunsunensu)*
1 toond 147.1 93
2 156.0 210
3 Houni 147.1 34
4 1iound1 147.1 65
5 10N 147.1 59
6 vouni 147.1 101
7 182.0 254
8 A529 LNy 82
9 73529 liny 61
10 A5 Ty 82

= 4 A a s
*G‘I‘z“)%’llﬂ‘i‘ltﬂ(«g‘wlﬂi m’.llﬂi'lzﬂﬂ‘i N (Mercury analyzer)
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wwgiant uasey

7 WqumAY WAt 2515 Hiandagiund

423 FeuA3 qu(ANI1I 34) LYNMWEAULDN LWAYIVYI
NFANWUNIUAS

2540 SNUIMNEAATVUNA AVUAT YMIINGINVT AN

Fus1Ims AumiainInnmasmMsunnd s
duingaunmuazanulaeanuenis
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1. A3390509 “upmiionlueMsngia sEuINTnA. 2538 - 2548” 21313

AsINAEATNISIUNNG 117 49 R1TUN 1 W.7.2550

3 aw A 4 a oo ¢ =)
2. f3wAiuises “mituiloudsenlundndusiomngin senietlng. 2543 -

2548” UEMMUIAIAATMIUNND,





