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Abstract

In this research, was developed sample preparation method using protein
precipitation technique for determination of iodine content in chicken eggs using ion
chromatography. Parameters that affect protein precipitation efficiency were studied,;
such as types of organic solvent by observing the physical characteristics of the egg
samples and matrix effect by evaluating the %recovery of spiked iodide and iodate
in egg sample at the concentration of 5 mg/L. Protein precipitation method with
organic solvent either MeOH or ACN with an addition of 1 %formic acid could
physically remove egg matrix effectively. Regarding to the recovery study, methanol
had showed a better performance in removing egg matrix for determination of iodide
and iodate than acetonitrile. However, the %recovery showed that the egg matrix
significantly affects the determination of iodide and iodate in the egg samples. The
method was applied for determination of iodine content in the iodine enriched egg
samples. The iodine content in iodine enriched egg sample 1 was 0.4103 pg/egg and
0.4534 pg/egg with %relative error of -6 — 4%. The iodine content in iodine enriched

egg sample 2 was 0.8320 pg/egg and 0.5223 pg/egg with %relative error of 65 — 78%.

Keywords: lon chromatography, Protein precipitation, lodine
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1.1 anudunuazyanngela
lolefiu (lodine) uwssnnivsunateslusninieuywd nuidedlnseslundn wasdl
unumddglunisasisesluulvsesd nmsvieanslelefuiudunsenaguninvesyarainalan
Inganzegeddlunyifinieuiadeusazansiinssdlulssmanisglasn Jymuavanuinun
& [ 5% ) N ! = = [ § o Y o 14
wialanunsavdnlamenisuilaalelefuegaiivsmeduluingUssasdndnvesmilan minvile
3fazansamdansvinasleladuld lnaunfisianiesesnistelefuuszuna 150 lulasniu
v a a =2 & a A = A a 14 1
nodu [1-2] maesulelofuluemsisdudnmadennilsnivisnivaunisuialolonuld wu n1s

a o w

wsulolofuluuy wazlalndudu (3] lladuinghvddglunisusznevems dmsuussung
A d’lj a IS ) Y 1 1 = ¥ a Y o

Neunnweviduulaninsuslaaduegunsvaty Wewhesaiign milade wazaiunsedily
Usznavammshanatesda ludnazaimieninu wazdaduamisiilasuaudeuuinlungy

Uszrnsine ssdunisiasylelenululylndaduniadenuis [4] nsrvususunaleledulu

'
o o A 1 a

avsiasuleleduiadudsddyiterivauanninveindndusioswasiideyaiieniu

v 9 9
o

Usunalelefuunguslaale aeiunisimunizimsgivsualelodululdlndudsddyuas
[ [ 1 a
WUUBYN989
aa a ¢ o % o a = 1 aa ! a v A % a
Tmsieseidmiunsasiainlelefuliegnaieds wu dudniiv AUWa waraun-
wugaunlasium3 (Inductively-Coupled Plasma - Mass Spectrometry, ICP-MS) [5-6], Liialas
1lnsnsf-unaaiuaaualnssiwes (Gas Chromatograph-Mass Spectrometer, GC-MS) [7-8]
aunlnslnwlanun3 (Spectrophotometry) [9] uonanidaiimaiialossulasuilnasidl (ion
chromatography, IC) iWuwmalinnisuenlngerdunisuaniUasulessulioinnisnsiainlelosiu
azvilminlanslelelaauazlolowmaiiarinnissuansiiesnsufen uwaldesainesnlsenauves
fegnelildanunsansiatalalnense wazdududesiiniswseudegisnounsiainnieinsas
lopaulasuilnnsil ieidnesduseneuvesedaly wazdielilelefueglusunmangaunau

UlvAsginiyiuna Ingazduegiudiegia unsnd wazseauaudutunseddlunis

AT
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Y

Usunailelofiu wu FBwnlndutidngumgiags (Alkali dry ashing) [10] femaliatiansdunsd

9 Y

lunquétegisazgniinane lelefungnuaeslmludassazlasunisinsiei widnesduisad

Y

UsganSan waisn1sildnairsutiswindosanivalsdunay a1ailveldeme lalafAuunediu
[~4 LY 1 a dgll d‘ 1 Q’lj d‘
seienatgilule wazdiegrufinnsuleuiiosanduazeesdlueinia wenani eyniad
Anduniglunirinuieugietaduaineinisiuuataiangs wazlinamdsliaiuise
gausulalunsiineanututuvadtalonulunuatrnazalsiiag1siialnameaiu Isnnaznay
WsAulagldiinazaredunid [13] Fadudnmadeniigninldluniswseudiedne wuinded
Y aad o a v av o Ao v | =
YeINIANAENaUMEIslaInsaulusiueentidtsluan nenldunsuasiitunautasni &9

wiagiatiadanuwminzaudedsinssiuanaeiuly Tned3deaulanmuinSeudiegnelala

]
= =

mematan1snnaenaulUsaunnzaudnsunIsIeszimemeialossulasuilnnsid [11]

va v

Nndayatenu gITedeaulafnunidiazaredunsdnmunsandimiunisanagneu

a

TUsiululylniawaunisnisiasizindsunaleladulaeldinsasloasulasunlnnsieled

anNn3MBanauURNAIf (ion chromatography with electrical conductivity detector) 161

1.2 InQUsLENALATYRULYANUIIY

] o [

WAIUITNN5ASEUABE19A8ATNTANALNBULUSAY dmsunsivinusunaleladululaln

Tneliesedlonaulasunlnnsimesiannsnoanaudniiz

o/ v

1.3 UMDY IV9

€

[

UITYMNYINUNITLHFIUAIDEIINOUTIINTHTIVINAIYLATOIND hALNITILASIEY

Usunadlelofulusnegneing o metnseslonsulasuilnns il aell

A.¢. 1988 Buchberger [12] ¥n1sasiatnusunaleleladuaslusiud Tusiedne wsy,

1
o [

ui, 1nde wazi alglessulasuilnnsilaely post-column reaction #5137 Fea1u19a

as1dnlolalannazlustuntudiegnaastin ntazun Tnglidasinnismseusioeng



A.A. 1990 Chadha wagamey [13] vnsmusunalelelantufiogte laun nanduaiuy
wazindewndlaglosaulasunlansil medidnnsAeanaufn@in yinnswseuansiaegnlne iy
mueatitonnazneulusluuy Mindviagarsdunidannisadiafieinninveands (solid-
phase extraction, SPE) Aeunsiainseieioslossulasunlnnsil daundeundazgnideataudn
YINNNSNTDINDUNTIVIN

A.A. 2001 Below wavmuy [14] vinismdsunalelelantudaaizlneisiasunlnnsil

a s

wuudleeeu fedidnvineansudndin Tnevimsnuiiadefidmasonsiasedt Hun waves
oH, Anudiduvesdlossu, dndiuvesinihavansdun3d uay ansdunidiidudiudsenevves
ansavanstined Wuietuaudtureandefidufive nedidnvs aoansusniinaziiiy
Anullunisnsiaia

A.7. 2015 Srivorakul [15] lansaaiausunalelenululvanainuignsig q innsmseu
a15810819818n3alnsaaslsesddn (Trichloroacetic Acid, TCA) uona1nideldviinis
WisuiiteuiuTnsumliduiidniigumagiigs alkali dry ashing) wagdSmnmenoulusiudae
lgihen latnada daine (sodium dodecyl sulfate, SDS) lagldinafinn1snsiainidednaey
UfRseusunad-naanam

A.A. 2018 Niemann [16] Waiu3Sifiensiaiauaziusuleleladuazlnlolosumluummug
wavuunsfigaulasliadrouuuy srotndolossulasulnnsilaeldlnlnlalononsiss
photodiode array 15190 Tonstumissuudansiflawmsdu (centrifugal ultrafiltration) Wy
Tololaad 0.3 81 1.3 fadnsu/Alansy fTasiavesnisnsiaail 0.04 fadndusenlansy dadu

a

ANPNUIUTUVDIAN SN NAAN AL IR LADE19nNA DL UEN

9 u
A.A. 2018 Malongo wagamy [17] Mnsanagneulusiulaeldminazaiedunidaeiy
Nuea way axdlelulnsaniaududuansazaronsanedin 1 wWaosidus WwenmUsunalelolas
aa ) ' v & pRp a ] | P
liauliasuiiedne taun indeuns, omnsneia, ud waz e1nillelefuludiudsznou me

loeaulasunlansil Insueunelsiunsnffivadianinge 1Uu silver-based solid carbon paste

lnganuiathivedlelelanluiieg1aasasduiuruineunARuntInIain
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Noaszusualalafumewmaialossulasunlnnslwndeluinisiluldnudednslala

—

[
=

99U uITeTdsaulanmuISnswssumeg1992835n1snneenaulusiuainfiinazane

Jun3d wazmsatausualelenulullnlaeldinaslossulasuinnsisedidnvsasanaudng

1.4 nufiedes

1.4.1 asAUsznauvaslla

luiduemsiignihunuilaaluaiaseusgaunsvane Usenouie wienlanviming

Jasiuduneselivnuazliwng Gesuiuegneldiioliouns q vanedu lnvesdusenauves

LY (Y &

Talnnsianudfiuuyedaalivwazliwm

@ 4

1.4.1.1 laiung (egg yolk)

loune WWudulsznavvedld Tnsegaeludenly Ussnausearsermslildibesi
gou Wenuiulivviluwadiferaunitazinisujaus lounsdl 36% vesiwiniamun lng

A131997 1.1 wansasrusznauvadlinns Feilutiu wazlusiududiulsznaunan

A15199 1.1 99AUsEnaUVDalULAg [18]

Dry yolk (%)
gy 62.5
TUshu 33.0
Aslulanse 1.0

W3579) 3.5




lusiufiomglulduns Aadu 5-6 n3u Tuld 60 n¥u lusiuReuimunoglugulalulusiiu
Wetaululuuns ludulduasdiulngjedlusy lnsiedandiwesen (Triacylglycerol), Woalndn
(phospholipid) Lag AeLaaLmesea ( Cholesterol ) dasy lnsieTandiweseatazealvainidu
psdUsznaundnluliung 65% uaz 32% auddu Tusiulviegluliunadulalulusiu
(Lipoprotein) %aﬁmwwu%njuﬁﬂLLazmm‘meLﬂuqa TaluTusAunuuwiusi (Low-density
lipoprotein, LOL) iJulusiiuitddaiids 65% vedlusiuldunsianun lalnlusAunuiuiugs
(High-density lipoprotein, HDL) agﬂugﬂma@ﬁauﬁ'uﬂaaiﬂiﬂiau (phosphoprotein) 138171
Waadfiu (phosvitin) iy 80% vasleanesaluly Feldnanlumalaafiu (Vitellogenin, VTG)
fasadulusu venanideiliusivau o Tulduns W laniu (Lvetin) uay Wsdufiduiulslun
a13u (riboflavin-binding protein)
1.4.1.2 19919 (egg white)

1917 (egg white) HlagUszanuiosay 58 yosthminlavienes Wudiuwesnartunie
Fouseuliung uazdstheiaiuemslissoudimdadulnme luldvnusenouselUsiuddy
A9A1519 1.2 1y Tawaayiy (ovalbumin), telansiudinessu (ovotransferrin), laladinnoan
(ovomucoid), 18lT7%8u (ovomucin) wag lalaleyd (lysozyme) Andu 83% vodlusaulyva

viavun TUsAugesdu 9 wuinnududui andu 17% vedusauldaivianun

A15199 1.2 a9aUsenauvaelavin [18]

TUsAuy Dry egg white (%)
lowaysiu (ovalbumin) 54
lauuaugiu (conalbumin) 13
lelilnmaes (ovomucoid) 1.2

Talaglau (lysosome) 3.5




1.4.2 3nsanaznaulusiy [19]
Inenaly Wurivedlaanalusiudsenavlumvdiuiivevuiuagligeaunn dausng o

[
o w 1 1=

wianddanudAgydenisagatuvedlusiu anuaunsalunisazatevedlusivdiulngTuediv

]

BUNTN3815ENINNUTAUNIDNITANAIVDIDUATNS815E NN UTAUA VU LAl USAUAANNS

ANnENaU

UM 1.1 nsnszanevasszauazusaalivauinunlulaanalusiu [19]

1.4.2.1 msanaznaulusiudleyaleledianysn

o, ¢ A

aleleBidnvinfegauesen pH Mluanansnesiluluszqavdiduaud Wensaaziiluly

a1sazateilan pH Naeandesiuyaleledidnn3n lnedunsisenssninalushuaziiiudu n1s

avanevadlUsiuavanas uazlusiuasiinnisnnagneuluaisazany JUN 1.2 uansn1sanmzneu

voslushudiedian pH Indldeaiugaleledidnysn WWshuuuseendu 2 Ussinvanugaloledidny

'
o

3n fe Wsklunlwwatiyaleledidnvinaindn pH 7 waglusiundunsnazialeledidnning

[

N1 pH 7 1ndeyadingnn Javenlaindiulsznevveslusfiukazyaleledidnvindanudidey

dmsSunisenmznaulushu



UM 1.2 nsazanevaslushiuil pH saugaleleBidnnsn [19]

1.4.2.2 msanaznaulusiulagldindeniianududugs

Tuanmuni WWsAuazazangegluin Walinindenianududugadly diaggnisesn
nluanalusiu fagu 1.3 lngazandunsisenseninalusiuiuin dmalidunsisensening
LUshuiiny AuaudinazdnvaendAyvasndentdlunsiniswenlaenis@uinge (salting

out) AeAmauURNITaEaIgvRLNTaRATAINAINTALUNITIAANTHENLAEIRNNGBYDIUTE]

lonau

UM 1.3 Tuanavesiisey q uinaliveulvunuiiqveslusiy [19]



1.4.2.3 mMsanaznaulaelgfvinazanedunse

AainagangBunsd 1y lenueauazesdlaugniiuldegraunsvaleiiionnnznou
Tsfu Wesnnanunsaazateiila lnefivhazatedunidazanarsiladianvsnvesiy dauali

gunsisesenielusiuiuiianadlagdunsisensenindusiuasiindu fagy 1.4

& "’

11
\

UM 1.4 nsinznguvesiusiulaenisanaznaulusiudieiainazanedunsd [19]

1.4.2.4 mMsanaznaulusaualalanaulandadamatazazdmninwes

msanaznoulUsiumelafoulandadamnuazesdninmes Wuduniweunaiea
Tunrsuonnanadin loweulandadamnduasanussisinrdaueulossiin dieldaslululusiiu
Tnidvulandadainaninsanaenguieulusiu shlfiAnlusiufinaresudiiduuszqau
wanslugy 1.5 SwiesfiAnadluifievilfuszquostusiudunats ilkiAanissamsfiunas

AR



o N ey

sUR 1.5 luanalusaundeannldlanelamdadama [19]

a 1%

1.4.2.5 nmsanaznaulusiudiensalasaaslsuadin

nsnlaspaslsuedfniinisiunldodaunsnaglugiusimnnaznaulusiu nsmnazneu
mensalnsaaslsuedfnuudilaginuaslidaiau envesuiglainuszgavvedlasaaslsosding

91aneAdunIisenseninelusiu dwalilusiunaaeeeniinnissiudaiu Wsiuiignaaigesn

v
ral o I

ANsoduNaNURINUNYY NealmAnnITTINAIaZANAENDU

1.4.3 logaulasunlnns il (lon chromatography)

lesoulasunlnnsiiundesilofilédmiviianesianslugulossu lnsedondnnig
uaniasuUszanelunodui (lon exchange) Msinusznoumenisanansiogradnlulusvy
@13 (eluent) N"lumit,l,aﬂLﬂﬁﬂuﬂizf\;mﬂuﬂaé’mﬂ (ion exchange column) A1us8gUNsel
dmiuuenvlinlseq (suppressor) wazaunsalnsiaindayayins (detector) fagy 1.6 dmsuns
Ainsziilenauau (anion) 1y Faule, lunse, Tuslus, raslsd wazdalas Fanisuaniuasy
Uszanelurediniazvzaonisinavesansiedislusseznaiiunnsiistu Juaiedlessulasan

nsmilglunisveaesilidusu™ Dionex™ Integrion™ HPIC™ 8%aThermo Scientific fia3u 1.7



Ui 1.6 Fruszneuvenniadlessulasunlnnsil [20]

5Ufl 1.7 1@3aslasaulasuilnns il §u TM DionexTM IntegrionTM HPICTM [21]

10
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1.4.3.1 Ju (Pump)

Ja (Pump) ¥#n serial dual-piston pump with electronic \udauussnaudfmyaes
iwseslosaulasunlnns @l fagu 1.8 Inefinsinavesiivgasiiiiuiidn, nedul uaziingiain
feannsnuuiAsudndiurearaiiindeutildnmanumngan auanusalunsuauiii
anuiilunszuvaunadendrunaniiingauiigafidndudmiunsiengiwuuleluasin
(isocratic) Sypitanansnifumiaiadoudildvarssin fannsolduvuiiemieuvunanls Bonin

nslaseaunsae (gradient elution)

Ui 1.8 dauusznouvastiy [21]

1.4.3.2 aauluen (separation column)

= Y] 1 Y] a € & v I~ a a
L19a15A798199A89n15 A 12T ULAR e oY LWaAINAaNdY YRALANLUALULAR

[y

loaeu (cation exchanger) a1sfeguiluuaulessu wasgiuiiseudu viauaniudouneu

logau (anion exchanger) lngiivyilanduuea NviliAanisuaniuaeulessu

1.4.3.2.1 Wanvdauanilasuwanlaaau (cation exchanger)

1 &

wansvilananildeunanlonsu (cation exchanger) [WulndweosisTuningiaidunil

Y

aeAUsEnoy oA my ~SO;H fagy 1.9
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CH-CH,-CH-CHy-CH-CHy- CH- CH, -

A a0,

SO3H
CH-CH,- CH-CH,-CH-CH,- CH- CH,-

Tad, dd.,

SO3H

JUN 1.9 sBuiansiviiauanidsuuenlosay [22]

LsFuslvyilandy -SO.H Nladauaudilunsuandsulsneuduuanlesaudu 9 1od
v & a a A 2 . o
JaduriauaniuAsuuanlonauiiudauss (strong cation exchangers) uenanilSaiinansiivie
waniUaesusantossuiiuandeiuivyiliiduneaniignsidunse vinufisenediuuuunuiisening
nyflenduneadu q laud nsnA15UaNTAN (carboxylic acid, -COOH), nsaneaalvlin (phosphonic
acid, -PO,H,), nsaneawiln (phosphinic acid,~HPO,H,), nsafuedn (phenolic, ~OH) wag N
=S . . < ¥
91519in (arsonic acid,~AsOsH,) LUuAw
wansytiauaniudouianlosaunliainnsadisiuaziiniiuusedosnivg -SOsH
Jaduriawanidsusanlossudisau (weak cation exchangers) lngAuLsIvBINLNIALAAL
yilnfuegiuAAmveINIsuANdIveINIAlY 9 uag pH vedlusnau
RCOOH + Na® + OH — RCOO'Na" + H,O
nRCOONa* + M™ — (RCOO) M™ + nNa*

= a a & = o 3 & i a a
Lu@ﬁ"ﬂqﬂﬁaﬁuvmgiugﬂsﬂaﬁLﬂa@IGULG]EJlIlIaﬂi"imgLUULﬂa@ﬁJ@@ﬂiﬂ@@umﬁqﬂqiﬂLﬂﬂie’i&@i‘la

(%
0y

Fala dedu arlduinauarustuazilisduwialalasladanduuieglusureinsnaeuid
Anuansalunsuanideunanlosausm
RCOONa" + H,0 5 RCOOH + Na* + OH

(R UM IEINALLBSUBILTTU)
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wanein desnislivdauanasusanlessunuuseuainsafinnisuaniuasunan
leeauldfmailuasazanefifuua viovillhstusgluguvenndeleifon aziiuldd 159y
viauaniudsunavleseuilossuriigld 2 U Aeflogluguves H' (hydrogen form) uaglugu
283 Na* (sodium form)

1.4.3.2.1 wansnvdauaniuasuneaulaaau (anion exchanger)

o

wansnviauaniUieuueulesau (anion exchanger) agivylanduniiuseauan laun
. 4 a a = Y = £ 2 oA ! a
quaternary amine group (-CHN(CH,);") L33 uinieulaaziignsiluivawn 13and1 viin
= a ! . IS a
wantUdsuusulevousfinun (strong anion exchangers) azilaruanisalunisuaniuasu
looauldd dnguveualu tertiary uay secondary amine (-CH,NH(CHs),", -CHNH,(CH5)")
AIULTIVBLUAILANLRIAINNEIAY TaLTULITUNTAINLTIVUINNAS (moderately basic
. 5% ! 2 a a o, ° v & a a
anion exchangers) WANNANVBUUE AB BrilU (-NHy) azliauduuaiiuin Jaduisduaiia
99U (weak anion exchangers)

lssaasBunesenladanvasduandugy 1.10

JUN 1.10 1s@uiansviiananiuasuneulassu [22]

wansnvlawaniUdsulossuiniimiuusias anunsananiieulessuiuiaulosausiing q

Ianlagluduiu pH vesasazany
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XRCHzN(CH3)3+CL7 + AXi [RCHQN(CH3)3+]X AXi + XCLi

=
XRCH,N(CH,)5"OH + A* = [RCH,N(CH5)5"1, A< + xOH"

A* fio Awouleaausie 9 wu OH, SO,”, NOs

wanafiwdauanideulessuauiiflanuussiunans LﬁaagﬂumiazmﬁsﬂaﬁwzLﬁmmﬁ

wANAILG OH Aaunsawanasuniuwaulasausduls

RCH,N(CH5), + H,0 RCH,NH(CH,), OH"

RCH,NH(CH,) + H,0 RCH,NH,(CH,)*OH"

XRCH,NH(CHa),"OH" + A* [RCH,NH(CH-),*], A% + xOH

£% a dll % - o U d‘ U U é’ (-] 1
N15uANAVDLsTULeTH OH aqﬁi‘ULLaﬂLU@UUVLE]E]BUﬂuuuGUUE]%ﬂUﬂ'] pH VD9

NN )

a15azany a1savatedl pH as wsoduua asinlisduuandalides auaiuisalunis
wanidsulossudia1os luaisazareffgndidunsnazyilis@unandald OH 197 wazlaisd

uioglugureandeiifinisunndalé
RCH,N(CH3), + H,0O = RCH,NH(CH5),"OH™ + HCU = RCH,NH(CHa),™ + H,0

[

591 2 UAsentianunsadeule fad
RCH,N(CH5), + H,0 = RCH,NH(CH,),"Cl

a A & I3 a YN 1 oA ) a A |
sFunegluslrennienaslsdaunsawanilfsuneulossulafuiiediususioun
XRCHNH(CH,),*CU + A% 55 [RCHNH(CH,), LA + xCU
JUAD 01909015 o ulessulsTuTdnoaulIunas@1uNsakantlasuwauloaaulsn
° P = o ~ = a v & a
msvinluansazanemunsavie pH o1 9 Wisdsusdulieglusuvesnaslsdnaiunsainnig
wanwdsuleesuldd sniulaindnvazvensduihuldlunsuaniieulossudls 2 3U Ao
OH (hydroxide form) uazagluguvasaaslsa CU (chloride form)
dmsumlansiviinuanifsulessuauninuussesuy wegluguvenuadase (RCHNH,)
ileneanisdnldaudesiwhuiiserdunsanie welvegluguvesraslsd niuiaild
wanidsuiuieulooaudu 9
RCH,NH, + HCL = RCH,NH,'ClU

XRCH,NH;*Cl + A S [RCH,NH, T A + xCU
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1.4.3.3 N152A815A79879 (sample injector)

Y A v Q.

Mat1eednaIIrgnantidseuulaudliviednludfniuidd degu 1.11 Wevinisin

v @

freg1adnlUlunsehavasfiiry Juazsudlivshariiog1saeauttesiy (Guard Column) way

AedNudmnsuLenLeulenau (separator column) Ingpeauidesiuagidndslulounonau

a

Ny

UM 1.11 unudsnisiviavesnaidmiunisida [21]

1.4.3.4 n15u8n (separator)

Mvzuaziagndouniunedulienlossu tnafietezgnueneeniulninuenis

£ '
= I A

wen 138N NSanagulepau TI9LTULAUNITAADUNTNA1INUTBIAIBE1M1UABDAN] IC Tu

Y

BNFINANINUTUNUBUNTNSEINUUS AN AsUloaaY

U1843UNU (Suppressor column)

[

[

1.4.3.5 gunsaldteveedua1nnIsn I iauazantd
gunsaltsveedygiunisnsiintazandey

yeyrausunIu Aeg 1.12 dunumddsyly

a A a a6 o o v Y a & a v aaa
N153AsIesitenouniiuszgau wasnIndunsd d1rsun1InsiaTnniudiann3neanoudnfiin
wirlu lagldnisuanivasulessunaznisin i lunisasiain wvdsandivzuazlossuans
AvgeeenaNeRaNY A lvarugUnIaltIsveedyy N1 TIIn warandyyIsUNIU Loy
zLulsgansnmn1nsdulessuansiess Tuvasnandndliivesdaszas visllnglud
Preveedyy18nInTIvIna e asandyausuniuIsiignavgatadumuususan

N aa =~ ' v a v ¢ | N
Lﬂaﬁul@@@umwjﬂqﬂu@ﬂuﬂizﬁ!LLWﬂ@"IQﬂ‘UN'ﬂﬂ']EJu@ﬂ‘U@\Tﬂ@alluLLUﬂ LYU LWﬁLLaﬂLUaEJu‘l@E]E]u
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yiawse Negluglves H fiansuaniasuivlessuiignuzesniinaeduiiluguvennie 1a

£
= 1

Junse vibiiAansilniihgadu diudve 1wy KOH svaunsawanideulessuiuimusuld
Wiy hliAsuRuny vilireesudnmaveniianas Anisiiliihvesingnislisuniue

MsulwiAsalel faguU 1.13

JUN 1.12 gunsalvlevenedyiunsasiadauazandynyinsuniuvesasadlasaulas

11InnsA [20]

UM 1.13 nszurunsuaniUasuleasuvasingigvenedynyinniinsiainuasandayyiu

sunuVawAIastaaaulasunlnns i [20]
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[

1.4.3.6 A9M5239I0duued (detector)

v v
'

6 I

waainA1dnglninvesa1sfiieg1e ns19TRasazatenlaaInn1svEale electrical

a

conductivity detector fiagU 1.14 nsas3ainAIn1siliinduizfmunzanlunisvileseu
Wndiudlasuiinngil Wesainlessuynmanunsaazateiils lneainisinlnihasuysiunss
Audsunaestlessuluasmedny wagszeznanldlunisyealsimedaeenainAeautl aauriy

AUUANILATIVSDNIINIENAINVDIENTNABINIT HATIET

gﬂﬁ 1.14 electrical conductivity detector [21]

1.4.3.7 n5¥a1598nNARaNY (Elution)

msldansazanetandouiilumssraseanatnaeduunuld 2 Snwae laun

1.4.3.7.1 Isocratic elution 1Jun1sl¥snsrdruresnandsuiinefinaenseseunis
a5z o1aldiaedeufivdafsmvionatsedanauiuls uwidndiuniilddnisiudsundas
ARDANITIATIEY LN UNSTIATIEYasiesriinfen vseansuaunle

1.4.3.7.1 Gradient elution #s3U 1.15 Humswdsuulassanduvennaadeudily

o

FENINNTUATIZY Fedaslduiinuaanaindouniogaioy 2 wila winnzdiuiieg1eiiduasnay
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g‘tJ‘ﬁ 1.15 Gradient elution profile [23]

1.5 Uselewiianainazlasu
Yas a v LY o a a 6 o
Te3snsanaznaullsiumeiivinazanedunsddn

iwsadleeaulasininnsiliegngnies wavusiug

o o

NIVU

TMUlglun1sasiadinlelefusie



uni 2

N1INAADI

2.1 gunsal

1. w3edlesaulasuiving il (Dionex Integrion HPIC System)

2. 1 IaUSuIesvEIe 10, 25, 50, 100, 250 mL (class A, witeg, Germany)
3. Uiaway UipAuvune 100 pl, 1000 pl, 10 mL (Eppendorf, Germany)
4. \w3ouia laun Tnuned, Ay

5. E)'Nﬁﬂﬂﬁ'ummﬁg& (Elma Elmasonic S100H, Germany)

6. \A3B4a1s (METTLER TOLEDO, Switzerland)

7. ATEUNAAAITIUIN 5 mL (BD, Singapore)

8. imsnstumissnnazneu (Hettich, Germany)

9. MIANAIEAN 10 mL

10. weanuasazanendeumilinnudou (KA, Germany)

11, indesildlndiuuuiiede (DMALL, N180)

12, 1A30981ans (Scientific Industries, USA)

2.2 @15LA3

1. nunaeulolalas (CARLO ERBA, France)
2. nunadeulolawmn (CARLO ERBA, France)
3. 1nuUea (RCI Labscan Limited, Thailand)
4. pxdlelulesa (RCI Labscan Limited, Thailand)
5. nsanesiin 85 wWasidus (QReC, New Zealand)

6. ﬁw%zjwé (Milli-Q water)
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2.3 35n151na09

2.3.1 MIA3NAITALANEANN 9

2.3.1.1 Mmswsguasazatennsgulalalan
wisnarsazargleleladidudufiauidudu 100 fadnsusedns lnunisazane

Tnunadelelolad 0.0327 n¥u frethudans wazusudiumslurainuiunsuuin 250

iadans

2.3.1.1 Mswsguasazateansgulolownn
wisuansazaielelommduduiinnududu 100 fadnfusdedns lnenisazane

Tnunadeulelown 00306 n¥u fetuiand uasufuusumslurininuiunsuun 250

1aaansg

2.3.2 NM159AsIzda1sazanglalanualemaialoasulasuilnnsiil

A a ¢ ~ I3 v Y a
WinAAs1zvinswenaanvasiintolalantazlalowmn lnaldnisnsiainmiemaialasay
Tasunlnnsdl Inefansananglun1sinsgilaoedanIuauddesie § Adiuun [14, 23] uag

Prunvsulalmvanzaunuisn1smeased waneeanise 2.1
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A15199 2.1 an1azlunsiasizvansiolelaswaslalawmndiemaiinlaaaulasurinnsan

W150L905 N1y

Aaaull Dionex lonPac™AG 19 WU 4x50 JaALIAT

wanaau Gradient, nwnaeulansen 10 Jadluais (0 - 5 wil)

1L 20 faaluans (5 - 50 wi)

sasnslnavaanandoudi 1 faaanInaun

eluent generator setpoint 38 fiadluans

suppressor setpoint 95 fiaaueud

inject volume 25 lulasans

Tusunsy Chromeleon 7 chromatography data
system

A2M59290 conductivity detector

naiildlunisnsada 25 W

2.3.3 mMsanwtadendinasiauszansannisanaznauldsiualgniinazanadunse

=

2.3.3.1 n1sanaznaulusiual8fInazanedunsd

wisudlag19lulnlnenisalmaniu tedsuinsialntdlunasaemnunasi 0.5 NSy iy

Wiara1edunse 0.5 Jadans adtulvan Wrlvreswmndlmannu drluduwenmiensowguns

#ariil 4,500 seusow?t Wuan 20 w1t aamgll 20 ssrwaded RsaNanBULNINIBAN

1%
a

NUUYIINIIRRvesmaRniiannauy (supernatant) Unluszmeuislagldansaiunuaumngi 7
100 earwaioa suwisad andufuiiunanlessuiiovhnisazats nsesdasleied
Tlawnos luasu gwgu 0.45 luaseu asluvaananadin UsuuSmmsaunsealdansazareyiunns
5

faaans nduihluiadsunalelelaswazlalowmnlaeldnsaslanaulasunlans i
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2.3.3.2 AnW1anEwUeNIeN18AINN1sAnAZNaUlUSAUAI8RINaza18duUNId
Anwsyinazaiedunsd 2 ¥l lawn wuea way exdlalulnsa wazainauidenou

wi [17] wuindinnsihnsageusndglunisanagneulusiusiuiudiinavaiedunid fideaula

Anwinsanlesiin iesannsaresiinvzyhaneiusslulng daelilusaudivunndnas iy

[V v o

NIAUNAVDININ

naraty Mlrnneenaulusiulaniu danaseaussansainnisannenaulusay

[ I3 ¥

Fref1vinazatedunid anduisinnisins e sidudaududurensarediniidmanie
Useansninnisansznaulusiumedivinaranedunsd taun wWaesi@udanududuaisazaney
nsanesiin 0, 0.05, 0.1, 0.5 way 1 Tuwmusakazlesidudanududuaisazarensaniasiin o,
0.05, 0.1, 0.5 wag 1 Tuerdlalulnsd

2.3.3.3 Anw1UsEANSAMNVaINITNALNaUlUSAUAIEAINNaTa18DUNS S IABNNTUIRIN
¢ < I3 =] 1)
WasigudnisAunau
Useansnmuasisnisanaznaulusiusvinazatedunsdlasnansaannuosidunnig

= U = =l =1 a %) 1 a I a 3

Aundu Tnednwiussuiisunisimseudlagnaaenisiuwazlifuaisazaelalolasnazlalownn
ynsiulalalanwazlolownil 2 Tunau own WuneunnAznauldsiu kag WRUNaINNAENaY
TUshu ievinsiieuiisussninaiidvasazaneunsgiulelolaauazlelowms, Whuaisazaie
wnsguleleladuazlelownnauviinisanaznaulusiu wastivarsazateuinsgiulolelanuas
lelawsmdsihnisanagneulusiu Nenudutu 5 dadnfudednsluihunannlessu dsgu 2.1

A = a a aa a ¢ ¢ & & 1 - )
WiaAnw1Uszansninveddsnisannenaulusiulaenisane wWas@usaIn1sAunauann
arsazarelalalasnazlalawnn Wasidudainisaunduaindlagraldlinlaenisiiunaz i@y
ansazanelolalantazlalawe warAnwinavawunsnglusanisuivsunalelalanwazslolawmm
TnunsrlesidudainisAunduaindisgrsluniivaisazanelelelasiazlolawanounnaznou

TUsAukasnaInnaznaulusiu
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JUT 2.1 Tunaunsinwinavesamsnddanisvnuiunalelaladuaslelawnn

2.3.4 n15A529dUAN 1Tl vasISnadau

2.3.4.1 n3BUNINTFIU (calibration curve)

n3ILAiBuNIRTEIU (calibration curve) LIUATluN1TIATIZMTIUINIUAIBLATO 9D
a '3 < [y v 1 [} P = (Y] a
WATIEY NINNIATFIUTUNTINANMNANNUTITRINEAYYI1UTVBLATDIND (response) AUUINIU
YBIE15NA0IN1599I9T0 INeiN1sIn3eNaITaZa18u1nIEIU (working standard solution) lele
Tankazlalowmm NAULTUTY 0.05 D9 2.5 Haansusedansiulius1AIINteeay LasANULINTY 1

24 10 fadnsusednsluliusiAantessun AsI9TARReWANALaRaUlATUN NN RA15INAD

2.3.4.2 An3NAN159152399 (limit of detection; LOD)

[ [y

INI1AN15953977 (limit of detection; LOD #5® detection limit; DL) B S¥AUAINY

' (%
a ad o LY o

Wuduvesarsiaulafianganausansiaialanigiduu q Nsgauaudeduniiivun n1s

ASIVADUVAINNAMUNITHTIANU YNbaranensm fadl
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1. nsaluuasnsuailyd @ausafwIuAdudsnuuNIATEIU BaLAILINTAIIIANS
U L2 dﬁl
n52930 Al
LOD = >_<bl + 35,

Inef  Xp = ALQABYOILUAIA

35y = @ TERUUIIATFIUVBIRUAIA

2.nsdiuvasasualile Tineaes spiked sample blank Tnen1sifnalsuinsgIulid

v v v I A o w Y o o P Y ! =
AMULLTUlNALALIAITNTAANT15MS930 AuduadulswvunnsgulaglisemaAedy
= [ A a [J 1 o o (% o &
Wesniluansuinsgruidnadly wagiwiuadndidiansesiain del
LOD = 3S

3. Npau spiked sample blank 1AMUTNTULDY 9 WaBTLAU DEN1NUBY 3 T¥AU
AMIUAIEIU TR UUNINTFIY HATYIAILRAEVDLARTAIUTUTY LWEUNTINTENIN9dI
Weauunnggu Auanududuaiswsiasyn anduaniny y 9960 As diudeauuuinsgiu
YBIENTATALUUAA (So) N3as1ensReInsIvdeuAludunse InefuiuAindinnig
PIIVIN AL

LOD = 35,

2.3.4.3 A211QNA04 (accuracy)

AIUQNABY (accuracy) Ao AINNABIYDNITNITIATIERATALALNAAESTUAINLTIS

wnfign Fslunismeassilavhnisieszidualesidudnsundu (%recovery) Fadunsm

AUTENINANNYNARIVRITIATIE IneldiatfifinansnTgu

Cfound'creaL
%recovery = —— x 100
Cspiked
108 Croung = AIULINTUYRIES AUl UAIBESWRINTARA NN SHNE TaEa 181195
ANTIVAMLVUVY
Y v a Y ! a av 1 a
Creat = AUUTUVRIANSNEUlTlUMBE 199397 kTN SRR sUIR T

Copiked = ANUTNTUVBIATUNTTIUNANATIUAI0E19939
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FaA1AututureIansiaulalufieg19939maIN15aia N in1SLANENTUINTFIUANIIU
AMUTNTY Ly ARULtuea1snaulaludeg19939nlulinsAna1su19551u Ao
INAUNILAUN TV TN

2.3.4.4 AU (precision)

AULTIBY (precision) AD AULNUEIVDINITIATIZAUDINITIATIZILT o) Na18ATT B9
ANUUANGANVDINANITIATIZITLADINNTIATIZAET o Dinazuanaduadudesuuninggiu
[ [ 4 . . . = a e & a & [
dUNN5 (relative standard deviation, %RSD) Falun1sitasiziilidunisiasiziludanvue

AUAINNIALUNITNUNIUGT (repeatability) Ao AMULTIBSALARIINNTIATIZREY 9 neldanin

n1sviueIny lagldisneaeuinetiuluiesd JUAnsiediu tasesoynaiiediu uazy

Ansgiauieiy lngunfagiiasizsiadanion q fu Sriunateqase lneseauauwdugn

Yuagiuanududuresansiieg e

v ¢

2.3.4.5 Wasidudarnanataaaudunns (% relative error)

| a @ s J

NaRI95EnINANTAlAAUAINILRDS Taendluwanaduiuasidud (%) d1aitale

InalfgeiuA1asannkansitnsintuiiauwdugvsoninugneas (accuracy) g Inen1siann

[ '

AsaindAAuAaInAGeuAnTWEND N1sTbalsa sz YIsanauRaTaRGoulitasadla
Tnernunaaadouiiiintusraluamsylidnanuliwiueu (uncertainty)

. CreaL'Cfound
%relative error = —— x 100
CreaL



uni 3

NANITNAADILAZDAUIIINANITNAADY

3.1 nMssgiilalalanuazlalawnnlossunlswaiialasaulasunlnnsi
INMsIAsIzvlalelantazlalawmniinnududy 5 daansusedns lwiiUsieantessy
Ingldaandmseyt 25 wil lalasunlnunsudagy 3.1 wud1 naiilelawmaindiounioaniannAeduil

WindU 4.760 U7 waz natitelalanedsuieanaineeaull Wwindu 17.377 w1

JUN 3.1 lasunlnunsuvasansazateannsgiulalalad was lelawan Nadududu 5 fadndu

ADANS

k7 9 v o o/ a (4 a 2 (3 a
Mnaumsidunsanlddmiumaiessideyadaliinavesleloladuaglolaiani Ay
Nty 1 99 10 dadnSusiedns uaznanududu 0.1 fs 2.5 dadinsusiedns 91n3U 3.2 nudiile

Bnrsndensenineiuintinsinvedlelalas dmiiadululas@uud ud (uSmin) fumAnu

Y Y

Wutuveslelalan duiladuliadniusnedns laaun1sidunss y = 0.0864X - 0.0065 waylue

o

FuuseAnTanduwus (correlation coefficient, R?) 11U 0.9999 waziilayinn1swaansening

(%
a

Nunldnslveslelownn dnreidululasdiauud w19 (uSmin) fuanududuvedlelowmn o
mhedulladansuredns lnaunsidunss y = 0.0618X + 0.0015 waglvirduusyandanduius
(correlation coefficient, R?) t¥i1fiu 1.000 31n3U 3.3 laaun1sidunsa y = 0.0555X - 0.0037

IS o

warliAduUseandandunus (correlation coefficient, R?) 1v111u 0.9993 U3AT1ANYDINT
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n579799 0.1344 TadnSuredns waziilevinsndenseninaiufildnsvedlelelan dumiiedu
lalasBiaud wdt (uS-min) fuAudutuveslolelan dmiiiaduliadnSudedns laaunsidunss
y = 0.0797X - 0.0046 uwagliamduussdnsandunus (correlation coefficient, R?) Winfiu 0.9993

'
o w v

ININAVDINNTASIVIAN 0.2233 HAANSUADARNS

JUN 3.2 navlanasgruaunsidunseveslelaladuazlelawanianududu 1 s 10 adndy

ADANS
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JUN 3.3 nsmlanasgruaunisidunsevaslelaladuazlolawmniianudiudu 0.1 69 2.5

UaANSUANDANS

v oA, ' =)

3.2 msanwtadefidinanaussansninnisanaznaulusiufieninazaredunsd

a0 1

= %3 a a = % L% o a a6 ¥ 1 a

Anwtatendanauszansninniseneznauldsiumenivinazatedunss Tawn wile
Ya3dviazany Wesdudanudutureiasazatensanesin wazUsyansSninvesdivinazane
SUNIHlANANTUNNUBSITUANITAUNEY 1nevinn1sAnEIANITuTY 5 Haansurednsluiin

Us1aanlesau wazvinn1svinass 3 91

a =

3.2.1 FUAVBIAININIATA18DUNSE
3.2.1.1 nsnlnsaaalswadfn

Tuuddeneunin [15] 1vinnsanaenaulUsiumiensntnsnaslswaddndslikanail

oA A P A o o v A = A

AMUUITBDD WALDUNUINSI9TMLATe9teeaUlATUIINASIT WU NAYBINSALASARBLILD
FAndinsdeuriudasuniunisinssiiiavasielown fIdedaulafinudvinazaesinguy e
P lglunsinszvaiensadbasaulasulnnsi
3.2.1.2 Anwviinvssniinazaiadunse

o o a P s ' ’~ I3 ° v A a
AainaganeBunsd wu wniusakazesdlalulasagnianldiiennaznaulusiu
d' g % o a a6 1 c‘l’ 1 d' a & a g 1 ¥
W9991na1unsaazasunle lngflazatedunsdwmaiiazananitndlanynsnuesdn danalv

AUNINIYITENINNLUTAUNULNIANAILALDUNTNS 8L I UTAUIL ALY LARNITANAZNDUYDY
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TUshu wazldfnavesfasunIuansNAeIn1sIas1ziilaldniadloaaulasulnns il (I3e39

Y

danldiunueawarardialulnsdulglunisnnaenaulushiu

3.2.2 Wasiduannuiuduvesansazatensanasin

INSNYULNNNILNN HaanSuandlusy 3.4 uag 3.5 MUA1AU iaanaznaumeazdle

'
1 I

lulpsalaansazaneladindes uazwmuealdansavanelaliild wiansazarenladadaugu L
a ° a ¢ v a a aov 1 )

WitgNazinlUImsgvaiensadlasaulasunlnnsil ananuisenaunti [17] @15a2a18n50
Wosiingnianlsiuiuivihazangdunsdnmunzaulunisanazneulusiu yillusaudvwin
< P ~ ' ° a ¢ v A AN YA v Y
Anas leansazanelanmuivausenisunluieseimenseddassulasunlnnsil §3de3ala
INNSAENYIANUIUTUTBIANTAZA18NTANDSTN TUMINIUBA WAL ANUINTUYDIEITALALNTA
Wosin Tuezdlelulnsd Aosidudunnanaiu aeil 0, 0.05, 0.1, 0.5 way 1 Wasidud

e asidudmnuidutuasazatensanasin Tudvinazatedunsdnumuizay
nantunisldnnezneulusiulululnde 1% nsaesiin lussdlalasd waz wWviuea Wedain

4

= = P o § v Y | i = 1 ° a
voamawnilenznauianulaviniian vilviaisiiegnedlusuimngausenisiiluinsey

<

mewnsatlesaulasuinns il Fadulumungufininsanesiniivasluagyinateiiussiuulng

[ v o

' A a < A & da ° v a Y1
PrellUsAudvunndnad uNuNRIduRaveIivinazae vinlinnaznaulusiulanvu

0% 0.05% 0.1% 0.5% 1%

%Formic acid in Acetonitrile

JUN 3.4 anwazmemaninilarinnsanaznaulushululylinuesidudamududy

d1sazanensanasinluas@lnlulasanng 9
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0% 0.05% 0.1% 0.5% 1%

%Formic acid in Methanol

U 3.5 anwazmemaninidlarinnsanaznaulusiululylinesidudanududy

dsazangnsanasinluluniueanig 9

3.2.3 AnwUszanSnnvasivinazatedunsginenansananlasidudainisaundu
Tuns@nwdiegralalandainnisanaznaulusiumie Anududunsanasin 1
6 @ '3 a & 4 1% & a ¢ @ 3 gj o
Woasidun tuazdlalulnsd way mnududunsanasin 1 Wosidud luwnIusa 1NTULILN
757970 bolafulngiSNNsImsingATadlasaulasuInns W A5n1saneenaulusiulagladsi
Maraedunsonsassriadaiuisanamunsngluldlneenliaulaaisazate lanaiuisatly
asrtnlasldindadlossulasuninniille warfnwinavenunsndlaenisuseiiuannlosidus
1 =} % a a ] 1 a 2 a
AINISAUNEY 9INN1STsuiBusErinldifnasazateunsgiuleleladuazlolowmn, 1Ay
asazansnnsguleleladuazlolawnnauinnisanaznaulusiu was Wuaisazaieuinsgiule

lolasuazlalawnndsyinnisanaznaulusiu AanNuudu 5 Jaansusednsluinusiaainlesou

3.2.3.1 AnwUszansSnnvasdvinazatedunsglnenansananadigudainisaundulu
NN
INNTANBINAVDRUNTNDIATFUN FI91519971 3.1 LAy 3.2 WU WAlesidusnisau
nauraslaleladuarlelewmnagluyae 82 fis 102 uansindsn1snnaznaulusiumenuduty
6 a & @ 3 =N 6 v v 6 a & @ 6
nsanesin 1 Wasidus Tussdlalulnsd waz Audutunsanasin 1 Wasidud luuniuea
135019l Wenasuanuutuvedlalelasuazlalawaingiadale wuii wWesidusnisau

o w

navvaslalawnmeluegaiidedfy wazlunisnaassinnisiiunalalslasnazlalawsadly

o

wiouiu Snvansiiunsaaslululfisevinliiinniseendladlelaladuazlelowaluleladiu
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donndednuUfATen Aeauns 105 + 51 +6H" — 31, + 3H,0 laleladuazlolanneiaay
Anuiserduniadsuldeglusllelefuivhliliaunsansiaiameniaslonsulasunlnn
eailfo}

f1519% 3.1 AUty wazilasidudrinisaundauvasansazatelolalasnazlalowanluiun

14
Cl

3NN
AULTNTY AULTNUU
o . — KIN U
W Spiked IANATNDU Y%recovery Y%recovery
- GREGHMIE! GREGHMIS!
azate  (ppm) TUshiu
(ppm) (ppm)
iodide iodate
Spiked before
5.000 5.087 102 4.354 87.1
precipitation
ACN
Spiked after
5.000 5.102 102 4.584 91.7
precipitation
Spiked before
5.000 4.946 98.9 4.095 81.9
precipitation
MeOH

Spiked after
5.000 5.069 101 4.307 86.1
precipitation

3.2.3.2 paniglunisiasiing

P ¢ & & A ~l o o a s a v v oo =
LAMITIUNNSIDSNNG AD LIANIBLUNISHALAIVNAEANEBUNITTRAZLUNI AT LMINNUY T

[y

Yaventiamsviuisenvesuminduaziviazatenuiniu Tuauddeilavinisfinwiaaiildly

¥
3 s a o

s d = ° = PN Y v A a o 1 a
A19383NAYN 1 ey 5 U I@]EJV]']ﬂ']iﬁﬂU"lV]ﬁ')']ﬂJL“UﬂJGUU 0.3 uaaﬂim@@amiluuqﬂiqﬂ'ﬂqﬂ

= A a s & & 1 S o av v I a a s & &1 a Y
1@@@u GZNLM@Wﬁ]qimqﬂqﬂLﬂaiL‘?}u@ﬁqﬂ']ﬁﬂUﬂaUV]l@ WU 5 U LLUBSLFUAAINISAUNGU
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= £ o a' ! I3 a v s & ea av vy v
NUINVU AIN1TN 3.1 E)Uqﬁliﬂm']lla']ll'ﬁﬂLa@ﬂisﬁLjaq&LUﬂqﬁﬂaiLWﬂ%‘ﬂ 1 U'W‘Vl‘lﬂ Lu@ﬂ"ﬂqﬂi‘ﬂ

s & &1 a v A Y a U = A v i a ¢
L‘U@ﬁwju@ﬂqﬂqﬁﬂUﬂa‘UVWIIﬂaLﬂEJ\‘mu ﬁ]ﬂLaaﬂiﬂmm 1 U'W]ELUﬂ'ﬁ']Lﬂﬁ']S‘VW]@vLU

A5199 3.2 AMULTNTY wazasibudainisAunauvadlalalag Tunisiesinditaasng 9

asavaty 1381 (W) Spiked (ppm)  ANULTUTUATAZANE (ppm)  %recovery

1 0.3000 0.2785 92.8
ACN
5 0.3000 0.2861 95.4
1 0.3000 0.2547 84.9
MeOH
5 0.3000 0.2698 89.9

3.2.3.3 AnwUszanSanvasdiinazatedunsglnenaisananlasigudainisaundulu
nsnela

-'-NI o % = = 1 a 2
91NA13NN 3.4 Uag 3.5 aua1au WisuWeussninnsivasazateunsgiulelolan
wazlalawaneurinsanaznoulusiu uwazivasazarsunsgiulelolanuaslolowmnnamiinis
anagnoulusiu nuiTuialeleladuazlelawmnnounisanagneaulusiuinisagie e

= a & @ 6 1 = [y a 4 g | a a 6 1 A a [
Wisusuasiunainisaunauluuvsngdn wuinenannankavesunsnglululnniinsuns
Asenfulelediu vilianuainsalunisuandassleleduandaslunisieulelefuliedlusy
W3loeaunaiunsadnszilaniewnsodteasulasunlnns i WetUSeuigunnuaiu1satunis

a 1 a I3 1 = ¢ & 1 = %)

ANAzNaUlUsAusEINLUNIUDaLarasdlnlulnsd wudn wnuealilasiiusaAInN1sALNaUYDY
lololasuazlolawnnfninesdlnlulnsdidnties LL@'Lﬁaﬂﬁ]’]ﬂaz%lmlulméﬁmmmm%Lﬁﬂm%ﬂqq

AINUNTIUDA AINAADUATNSENTEMINNUTAUNULIBNAIALDUNTNS 8152 UINLUSRUL ALY 91

Trdanuaursalunsanaznaulusaunmnid [23] nsdanuasslolafudiandiag
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] v v s & 4 & @
M99 3.3 AMULVUVUY Llaglﬂailﬁ(ju%ﬂqﬂqiﬂuﬂaU’UB\‘lﬂ'ﬁﬁza']‘c’J‘lQIQLﬂﬂ

Fiavi Spiked  ANNLTUTRIATAYaslele
WaneznaulusAu %recovery
avane (ppm) A% (ppm)
Non-spiked - 0 -
ACN before precipitation 5.000 0 -
after precipitation 5.000 2.036 40.7
Non-spiked - 0 -
MeOH  before precipitation 5.000 0 -
after precipitation 5.000 2519 50.4
A5199 3.4 anadudu wazefidudanisAundurasansazanslelelad
v Spiked  ANULTUTEIETavasleole
Wanngnoulusau %recovery
azany (ppm) 1ag (ppm)
Non-spiked - 0 -
ACN before precipitation 5.000 1.915 38.3
after precipitation 5.000 5.445 109
Non-spiked - 0 -
MeOH  before precipitation 5.000 3.448 68.9
after precipitation 5.000 4.943 98.7

3.3 N159529aaUANU LT lAveIISNAdaU

3.3.1 AUYNADILAZAIUTEY
% L% 1 a & 1l 1 a = o = L% 1 YV U o
N15NAARINUAI9819959 e L lnvasuleledu vinn1swseusieg1alaeldmyinazane
dunidanaznaulusiuldlaelvieglusvarsavarelanauisaihlvimseilagldinsedlossy
Tasunns ile Wrldamunamusunalelalag Aanis199 3.1 wag 3.2 auaiau nuInluvasy

Tolafu Mog197 1 Wannmznauldsiusie mnuutunsanasin 1 Wosidud Tuesdlalulnsd
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way ANududunsanesin 1 Wesidud Tumiuea dusualelelasluly 0.4103 lulasnuse
Wag way 0.4534 lalasnSusenes aud1eu SUesifudA1AuRANaIAFUANS -6 D9 4
Wesidus Wiasulelefiu fhegnsil 2 Wennmznaulusiuse amnududunsanesin 1 Wesidus
Tuezdlanlulnsd way anududunsanesiin 1 Wesidud Tuuniuea dUsualeleladiule
0.8320 lalasnSusianas wag 0.5223 lulasnsusiened auansu Tidesidudmrainuianain
Fuing 65 89 78 Wesidud Fearnailauandiiuiniznisanezneulusaulneldumiuea
wazverdlalulasdillennldmusinalelofvlushesnilingniaiulelefuldmenavosuming

NUINTANURU U IUNITIAG

A15199 3.5 Usunauvadlalalas Tuldiasulolefiu daedren 1 (uwasulalanu 24 lulasnsu)

waz Tuldasulalefu aregre 2 (dwasulalefu 150 Tulasnsy)

L lodide (pg/ Average (ug/ %relative
A28819 ansazant
o) Wol) error
L 0.4020
laasulalafu fag1ad ACN 0.4103 il
0.4186
1
0.4409
(0.4267 pg/WEN) MeOH 0.4534 -6
0.4659
0.8110
Y Ya \ 0.8335 0.8320 65
laasulalofu Feeg1an
0.8515
2
0.5230
(2.365 pg/Na9)
MeOH 0.5200 0.5223 78

0.5240
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dyunan1Innay

nnsneassiieRauIinsanazneulusiiusesvhazaedunis wdnhlvinsen
sowadalessulasuinasil WeRnwAnwidnwaensnenImnsanagnausesvazans
Bun3d WU Aanuutunsanesin 1 wWesifud luwmiuea way Aududunsanesiin 1
Wosidus luezdlnlulasd fussdvsnmnisanaeneulusiuléffian anndudnwiussansnm
Ypsyiara1edunIdlagiansananUesidudnisAundu nud W usakarezdlalulesd
aunsannazneulUsivlulelnlaiiiosanlaaisazarela wiesifurainisrunduiianten
wanaliiuinamsndlulvlniinadenismsonansdiegednsuimsnzving 35n1sanngnau
WsAulpeldumuea way exdlalulasdenalifinefivzannsavenlelelasuaslolownoanain
TUsaulgvamun

dlotumadanisannzneulusiusieivazaredunisunldnnnzneulsaulusiegis
93¢ loun loiadulolonu fegedi 1 warluaSulelofiu fegedl 2 wuiilfieslelelasiianunsa
TaUsuale wazannnisnsiaaeuaultlavesisnedsy wanslsualelolantuluasulelonu
Fregnit 1 nurmnaznaulusiuse mududunsaresin 1 Wesidud luezdlalulasd uay
ANUUTUNIANesin 1 Wesidud lwamiuea Jusunalelelaniuly 0.4103 lulasnSusees
wae 0.4534 lulasniusenes auddu TwesidudaramnuRnnainduims -6 fa 4 wWasidud o
wsulolofiu fegedl 2 Wennpzneuldsiudie mnududunsanesiin 1 Wodidus Tuezdlaly
1998 war Aududunsanesiin 1 wWesidud Tuuniuea SUsualelelaniuly 0.8320
lalasnsusensy waz 0.5223 lulasnsusionsy auansu Jwesi@udaimnuRanainduims 65

84 78 Wasidud
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A15199 n-1 NuNldnAvasasazanelalalan luunsndun

fvinazane Wannznoulusiu Area peak (uS-min)
Spiked before precipitation 0.4330
ACN
Spiked after precipitation 0.4343
Spiked before precipitation 0.4208
MeOH
Spiked after precipitation 0.4315

¢ v

AN5199 N-2 WuNldnAvesasazanylalawma luunsndun

fvinazane Wanaznaulusiu Area peak (uS-min)
Spiked before precipitation 0.2706
ACN
Spiked after precipitation 0.2848
Spiked before precipitation 0.2546
MeOH
Spiked after precipitation 0.2677

A15197 n-3 Nudildnavaslelalad Tunisiesindiitaandng q

a1sazans 181 (U9)  Area peak (uS-min)

1 0.0176
ACN
5 0.0182
1 0.0157
MeOH

5 0.0169




] A Hgva s & 4. & o
M19190N n-4 W‘U‘VIIV]WF"I L‘U'é]‘il;“'lfﬂﬁlﬂ']ﬂ']iﬂuﬂaUﬂlaﬂﬂ']iazﬁ']ﬂ‘lQIQLﬂﬂ

Y

Winazaty  oenaznoulUsiu  Area peak (US-min)  %recovery average  9%RSD
0 -
Non-spiked 0 - - -
0 -
0 -
Spiked before
ACN 0 - - -
precipitation
0 -
0.1366 a3.7
Spiked after
0.1137 36.3 40.7 9.5
precipitation
0.1316 42.1
0 -
Non-spiked 0 - - -
0 -
0 -
Spiked before
MeOH 0 - - -
precipitation
0 -
0.1582 50.7
Spiked after
0.1568 50.2 50.4 0.6
precipitation
0.1565 50.2




a2

A151991 N-5 Nunldne WasidudainisAunauvasaisazatelalalag

Y

Winazaty  oenaznoulUsiu  Area peak (US-min)  %recovery average  9%RSD

0 -
Non-spiked 0 - - -
0 -
0.1676 40.3
Spiked before

ACN 0.1507 36.4 38.3 50
precipitation

0.1586 38.2
0.4629 109
Spiked after
0.4652 109 109 0.3
precipitation
0.4638 109
0 -
Non-spiked 0 - - -
0 -
0.2826 66.9

Spiked before
MeOH 0.2864 67.8 68.9 4.0
precipitation

0.3051 72.1
0.4165 97.9
Spiked after
0.4174 98.1 98.7 1.5

precipitation
0.4277 100




a3

15199 n-6 nunldnavaslalalas Tuldiasulalefu Aded199 1 (luwaSulaleafu 24

lulasnsu) waz Tulaliesulalenu 2 (esulalefu 150 lulasnsy)

o il il Area peak
SPRIRN j asazane
(Wo49) (n3w) (USmin)
0.4752 0.8459
1 =Y al U 1 d‘ ACN
luasulalafu fsg1ed 0.5004 0.8366
56.25
1 0.4965 0.8888
MeOH
0.5129 0.9084
0.4935 0.3287
0.5047 ACN 0.3302
Taiasulelofu fedad 05113 0.3330
63.43
2 0.5069 0.2064
0.5006 MeOH 0.2078

0.4942 0.2120
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