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ABSTRACT

A method for guantification of ethylenediaminetetraacetic acid (EDTA) in
commerciallyavailable non-alcoholic drinks was developedand validated. The
chromatographic separation was performed on an RP-C 18 column, and the mobile phase
consisted in a mixture of 0.01M ammoniuvm phosphate monobasic: acetonitrile: 40%
tetrabutylammonium hydroxide (90:10:0.2) pH 3.075+0.5%, a UV detector operated at
257 nm. The validation of the method'to determine EDTA in non-alcoholic drinks, with a
detection limit of 0.24 ppm, quantification limit of 1.67 ppm, precision (relative standard
deviation {%RSD))4.3,-3.3, 5.1 of spiked EDTA concentration at 1,10, 20 ppm,
accuracy-(as percentage of recovery) 104.6%, 93.8%, 98.9% of spiked EDTA
concentration at 1,10, 20 ‘ppm, and a linearity range response between 1'and 20 ppm. As

an application of the proposed method, the level of EDTA in 9 samples were determined.
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VIS spectrum 143301521010 feili annsinonnsosnmames vy 1l9ny HPLO asvilinsiudoyaves
=t | [ i ' 1 1 :ivw o -7
#ine1eq lugimanasuneglu lanninunsuldedsfuns doyadrqmarnidsamnsanudi 13u
A =y ¢ a 9 & a0 9 =] [} o [l (=
nsesnoNinnes saaurrabwenunfidesn 18 lunsasamars dsenauneg ludionauiy
: ) a e ] ] o [ =)
pz'lswu o1 IS suisufvaisUsenoufaasmitnedn 1014 uddemus sl ooy

]
o A

o3 aa 4 o o A 1 2 A A dy
mnaiunidhu 3 Ja sulluaidpedvhitgainnsganaunduiay ANueTIAaY Laza UenNIINY

Foyah Idvinaulnasudaldnsrentasiiedu 1480w

131 HPLC lumsdmsnzviaganmuazdisne

NI AATIZHITINAAIMN (Qualitative analysis)

asavaeUEndnYsivesasiuuneenuld i1 laen 153 vniflena Retention time (RT) fiu
msnmIgu Tavasdlsiiameasuiasgiuzdeaiinsiased luanzifediy au gungil
ilnvosnedu viauazsnsn1s 1na (flow rae) vounmadeuiidresdresraiazansinas i

t o 5| o [ ¢ a a - =) LY 4 =] a A o
RT v1nu L?Juff']'ilﬂtl']ﬂu UATIEHIWLIAY TﬂULﬂﬁUu‘]fﬂﬂ‘UﬂQﬂBﬁNN Ung / ¥150 ¥iavouWmAfoUN
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dfnnomyanan wszvomindiaanssi
MINATIEHTILTUIU (Quantitative analysis)
M§49910 HPLC tonasaenuiduin (peak) 13 q annsedadsinuvesms luiaazdin 18
Ty
1. 39AIUEIVDIAN (Peak height) HLUADAINGIBIRNYBIAITINATTIUANT WU INW

v 4 da = v A 4 P a sa v
2. IAANUNNA (peak area) mU‘iJﬂ‘LlwuﬂﬁlmmiMW]SﬁWHﬂﬂi"luﬂill’lmﬂﬂm‘lnllﬂ

a4y
2.7 NUIWNNBIVBY
AM.1983 Yamaguchi uasame [1] 1dMnmsasiadamsdseneudedousznang iron(ln) fu
Ethylenediaminetetraacetic acid (EDTA) Ufi¢ Nitrilotriacetic acid (NTA) ABIZLONAITAIDY
a 4 3 s a a = v Jdegy & ¥
Funszvinauveisaes Inunatindnialnsii Inns AN TauegaHPLC) Aoduinldihna e
= = é -3 as ]
ZORBAX-ODS U118 250 x 4,6 $80aT%9nausd pH UA1UMAY0619I0INYD1 cluent a15a300
o o = .
TiosHemafiUsznan@e tetrabutylammonium bromide. Hagacetonitrile 3INFN1IE AT INIA
¥ *
sWTmsUsenouFadou irondilrenta_zgninoonualaeiidisUsznemdadot iron(ll)nta 12
fansnglunadul
AF.2001 Yuan C. Lee[2] Taiinisdon) Laznauidtnsedn Ethylenediaminetetraacetic
Fd
| =) g a 5
acid (EDTA) Iaupguiugiunisganauum fluorescent Yosmsiastiumadeionlugy terbium-
. . 4 = ar 1T ) a = i 9/
EDTA—salicylic acid ‘@11307195599°78 EDTA smananyivaediin lwa lilifhumsizou Tulualé
AU microtiter plate a10119110-20 W17 wAdd R AT SRR diethylenetriamine tetraacetic acid
1 ¥
TimmsofeInniey labuanzfeul
AR.2002 Pistos WazAaiz [31 1A AsfnYn Uasiau1iBai193a Ethylenediaminetetraacetic
) Y o Yo, o N0t A AEL:] ; Yt udq]
acid (EDTA) #20m5ifIei1aiafanny ethylacetate. LAy sempari il organic 1Wuviauanirlyd
¥
o = o
[§0919878 0.025%(w/v) coppernitrate Pz lAmsazataFadoulugiup s EDTA-copper 101U
o 2 L4 a a o = . . v  da
Wlinsied Tnomaindnia Insmalnnsanaussous g HPLO)-Tugthiuuves injection Aodun
%A C-8 Hypersil Mendoufld Acetonitrile 11a0:015 M tetrabutylammonium hydroxide T

8031894 10:90 (vA) USus pH M Tiawiny 7.0 dasins Ivaveadmndeuiivinu 1.5 Naddas/

o
=

= ar @ ad ) ' I o s w = v w ¢
W uazdans93ae 37 300 wiluwes 91589e19RTIns i e i dulsedntandunus
=}

a

] ]
=

fisu1nnin 09995 Auflsuuanaspuduinidoundt 2.5% uazdadiialunisasniaiinude 1.97
pug/ml

AM.2002 Zhiwei uazame [4] THinsAnyt uagWauItnsieia
Ethylenediaminetetraacetic acid (EDTA) Eluﬂ”ﬁ;'iﬂﬂﬂmﬂﬁﬂ capillary electrophoretic-large volume
stacking ﬁ‘ﬁnﬁi‘%’ﬁﬂ electroosmotic flow (EOF) uazﬁamnﬁwfaﬁ 258 W1 THINAS “?WZGWII EDTA

AAEISIBIFURD iron(I]) wuIwan ldvssfinaovauomeanududulirea nududussase

107804
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T VoW a & v e o o
714 5.0 to 600.0 g/L 1L 0.7 to 30.0 mg/L MANUseEnTavdunusie 0.9988 uaz 0.9990 MUHIAL
uazdasiialumsnsieiafo 0.2 gL AwMTIAY preconcentration M1 10 iwhwasnududu lnveg
{ . . . 1 e &L aa d"d = = .
YURUFINUDS signal-to-noise ratio U 3 HeTTHEIuMsUAT e laumatin capillary
. o ‘?_I n’/‘ = r g o = o = A o s [ =
electrophoretic MiuuvuaaANUAT1TUMISIATIEY Ineimatia LVSEP Aainalumansininssll
a . = ] & = 1
15U preconcentration 1M 1000 ivesA mdndu Feozdinnullumilinszduinninng
AF.2003 M.C. Fidler. uazanie [5] 1@vn1sasieiannuaosvosssuunaaves
a M A & d ' 3 o o
a151Useneuifsdion NareEDTA Tugoaduniowazsamlariinvegmelaaaieiiviinzasy wai
& NaFeEDTA 92 liiv10'l1usl NaFeEDTA vzmoly 35% diothueyuvinilauaz Tauuaslnonss
w ¢ @ o i o a { = o
aolu 2-6 dlanfuaansosedesiuldlaufveyluvindmiuniovianlalunia uazvins
o 4 y o a oa o dd
SiA312H NaFeEDTA HidumaiinanialnsanIan: Waussousga@PLC) naduiifilsfe ODS RP-
o o g /. . .
18 15Wumes luauan Meadeudsznouau 10% Acetonitrile ,0.01M ammoniumdihydrogen
phosphate buffer 10% 40% tetrabutylammenium hydroxide pH 2.42 il lnn 85% ortho-phosphoric
acidune 19 Diode array detector ARNVTTINGW 257 nm.
4 ¥ o o a o A P 9/ o
AF1.2006 Carolina E-nazame [6] 18013 n379 0% EDTA Jun5ody lueaneged
] ] 9/
fvreturia i lusipsnaa idgnimvnins idasnaeuamI§idveds . lunsiondaomaia
TasuInns W cl‘]?ﬂ'ﬂﬁlulf RPC18 lat 0.01 M ammonivm phosphate-monobasic: acetonitrile:
tetrabutylammonium hydroxide 40% (90:10:0.2) pH 2.42 Whuraindoud uaz1¥ UV detector 1914
) ¥
g17nAu 257 nm. anuld iduesdt iansaimsiey EDTA ldodadissdntninuazuind) Taol
' o o or S e = [} 4 = ]
A1ad1iAluN3072937 0.6 mp/L Vadiiauosdiuanies 2.0 mgL Ay dRsD) u 4.4 M
1 @ o ' ' ma
anusiu@losSuanisnduiv) 92:5% ey Wnsithaduasseglugg 1-20mgll 910353
LY ] g 4 o 1 - [ 1 P iy v t -~ -ﬂ' ¥ o
Fanarannsaldims 1zt EDTA ludioie 18 iie. saognei e laun inseeaylfuoansaadinay

& du e o n’/’ d” -~ A A A
Arsuemaag i linaun s veug Meitswdunsesauaglugung
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MSALAUNTSII Y

3.1 mandinazginsaifililumsnaaes

3.1.1 mandl

1

. Disodium-calcium salt of EDTA (Na,CaEDTA 374.28g/mol) HPLC grade ( > 97%) 910

UTHN Fluka

2
3
4
5
6
7

8.
9.

. Ferric chloride (FeCl,.6H,0) Analytical grade.( > 99% ) 91NUTUN Fluka
. Ammonium phosphate menobasic (NH,H,PO,) HPLC grade ( 2> 99%, ) 91AUIHN Fluka
. Acetonitrile (CH,CN)99% HPLC grade 91N1SHN Fisher Scientific
. Tetrabutylammonium hydroxide 40%([CH.(CH,);],NOH) HPLC grade 910 USHN Fluka
. JﬂJi?ﬁmﬂ'laaaumnm‘s"m Milii-Q
. ﬁ?ﬂdTQlﬂéﬂﬂﬁﬂ‘lglﬁﬂﬁﬂaﬂﬂﬁ
711 1881998 carbonate Jand Coke Pepsi twist - Mirinda strawberry
7.2 § 100199 non-carbonate I Tipco cool fit(Grape Mix) Splash Kool Aid Tropicana

twister. Green spot_Unif purple carrot with mixed fruitjuice

7.3 Sample blank #1 1% EDTA

1.2 1050l I¥luminaasy

4 £ .
95031330 TSN aNs 50U (HPLC) 31 Waters 486

. ADAW HIQ Sil C,, 1A 4.6 * 150 mm UTENKY A TECH Corpofation

. UV detector q'u Waters 48615 HN-Waters

A v g . . ] o at
n3eenuman Wi (Magnetic stirrer) JUTYPM21/1 2159501 0-1,20030 U417
d‘l o ey 4
RS0 UNUARN A
150 ALY (pH meter) Metromh :;'u 713 pH meter

‘é Q =%
. 15098an51 Lariin

TuTnstula

1 [ ¥
RI T NIIHUNUU VBB uANATion 4 A1MA (analysis balance) Precisa 205A

10. N8I3 DAUUFYYIN AN BUYIANT DUVFYYINIWUUIA 1000 mL

19



20

3.2 3 Emnaas

3.2.1 maaisurlanaoui

Mmﬂﬁ"auﬁﬂssﬂauﬁ’wd'summm 0.01 Twa1¥ ammonium phosphate monobasic:
acetonitrile : tetrabutylammonium hydroxide 40% Tusasiaiu 90:10:0.2 TavSunas

maessurmafoud lusnsdni I usasidan 900 100: 2 TanSums

1. ¥amswSeuaisazaw 0.1 1wa15 ammonium phosphate monobasic naw Tausa
ammonium phosphate monobasic 11,5030 A5y azaredanismenloseuuazd fuauinsdiy 1000
Haaans

2. W3 oua1sazatw 0.01 1uas ammonium phosphate monobasic Tﬂﬂﬁmwsazmnﬁm?ﬂu
Tude 111 100 Sadans Sovsdaoiinsrnin lasay suiitsuas (000 Sadans

3. 1111522020.0.01 Tua1s ammonium phosphate-monobasic ﬁm‘?uu"lﬁ’“lui’fa 241900
08803 HAURY acetonitrile 100 TaRARs BINKUEL 13 AZA tetrabutylammonitum hydroxide 40% 2

a ¥

fadans udnhuwayliidrdu rewi U149 Mns osdvnseainns o Nylon uazsiims laemeadae

nﬁ' o o, =
59998051 1A 1Y 15 U

= o o ety & A gy ¢
3.2.2 dpEapnsimsnsadlunsnszoanio uasasanl3udansaea

¥
anatia HPLC
: % T
3.2.2.1 nageuYIa1 pH Mmrszanvsavlmnaeun
= A P o 4 . g B
wisuamaanA 0.01 11815 ammonium phosphate monobasic: acetonitrile :
at 1 = o a =1

tetrabutylammonium hydroxide40% 1U9n310731°90:10:0.2 Tasu51193 uazhi1n1315v pH 1ty 6.0
5.0 4.0 uaz 3.0 MUAAY MINEIATIEH T sEno T IFoUBAT e R MTNdY 10 ppm Taslddan

3 { s aa 1 = = d A = u 4
M3 mavpadaadoun 1.0 Jaaansdeulh 1915uiwsnniniizwminy 20 1ulnsans asiiahn

ANNIAAY 257 U Tumns

o A A
3.2.2.2 nagewsniIMs lnavearandenn
a A P . \ .
w3 AoUN 0.01 M ammonium phosphate monobasic: acetonitrile :
tetrabutylammonium hydroxide 40% luoa51d7u 90:10:0.2 TreUsu1aIfilAL5y pH sdrauvuizauudn
¥ o A o A - o a 3 aa
NV 3.2.2.1 MTWﬂﬁ'EJ‘JJfJWSTﬂﬁﬁvlﬁﬂ‘llﬂﬂlﬂﬁbﬂﬁEIU‘W‘VILWH']%?TU IWU'JL?]T]%W'ETITIJSZﬂﬂUl‘HQ“ﬂBHBﬂ
<y y 9 LY a ) ) =] % o S a d 1w
YLD ALY 10 ppm ﬂﬂﬁﬂﬂﬂﬂﬁﬂ'ﬁllﬁﬂ‘ﬂ 0.8-1.2 UDDaAIABDUIN 1ﬂfﬂﬁﬂ1ﬂ5ﬂﬂ3lﬂ51$ﬁlﬂ1ﬂu

20 TuTnsans asandafianueraau 257 uilumas
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3.2.3 mahinnnnasgruasdszpeudoudanie
1. NISIHTOUAITALAY stock standard 14 10000 ppm fiouTaLSs Na,CaEDTA
10,0000 nSuazaiedaei s wain lossuuazfutFinasdiu 1000 faddas aoinlsrenlesen
2, IASUNENTATEIY working standard 34U 1510 20 LAz 40 ppm
2.1 T11)e stock standard 1ud® 111 0.01 0.05 0.1 0.2 uae 0.4 Haddns Tavld lulnsd
wausnlavaadadsuing 100 HaaaAs 31421 51790
2.2 USu5uasdruansazaiy acetonitrile : water 1USRTIAIU 1: 1 IUTAIIM
L%M%Hﬁﬂﬁ?ﬁ 1 510 20 1oy 40 ppm
3. Thtler 1 TaAAA3 YBITITAZAI working standard Tin oy ldkaNAy 1 Hadaas vo4 50
ppm @1582a10 Ferric chloride (FeCl6H,0y 1111 1o U4 vial
3119503 50 ppmt 13028 Ferric chloride (FeCly.6H,0) TﬂU‘f‘f’ﬂJT 0.0050 N5
3.2 agadeautin v leoe v Eninnihy 100 faddns
4.1 11n304A 28-Nylon syringe U118 045 pm dazians ldewnandanns os
SansTaiinlszing 15 i fouRaidinie s HPLC Srdasestng 6 ﬂ‘?ﬂttaza%’waﬂswlmmjmTﬂa

o 14 1 3y :y P
“VHﬂ'lﬁWﬁ’é]ﬁﬂi"lﬂ‘iZ‘ﬁ FHANUYNVULDSWUNIND

=y ¥ T A ﬂ'
3.2.4 NN SHAIVENAIBIAY
9/ A A 9 A LY 9/ 2 = g w t ay - e'l A
1%a5 09a 12 BanD g0 e NRV I UM INN IR AT IR TIEH A o0 19 HAE AT DIAN
- & i 1 o
12 eanpgodnnaunls UkALAZ T LNauA S UBIA
= ™ ' A A A0y ¢
1. A5IR5 UG BIINA T DIANTI L3 liBANBBAR
a t { ] 4 o
1.1 shodwf LiiEmsiusmusetiwilsldan

=

a ' P o 1 ' 4 ] o
1.2 dyagrandarsy il ldenisa Taeaashaud e sanuuiman Twdh

=~y
wWluaan 30 wid
o a LY P a Aaa @ o T & A a @ LI
2 famsasalenld acetonitrile 3 anans anaR0E1uASBIAN 3 adans ldlurasn

NAADY
o 3/ A o= It o = =
3, 1 M easuaaWaNA 115 2000 SOUANN WY 15 UM
4,401 1 03603 Y8IA15ALA supemnatant(@sazaohogauuw) lilwauru 1 iadans
494 50 ppm ®1502070 Ferric chloride (FeCl,.6H,0)
5. 13111/n599H 11 Nylon syringe YW1 0.45 pm 1ag laemaduniesdans lain now

fadunso9 HPLC

¥ b g
o

¥ tY 8
6. ¥INI51915 oUE DA 2 AT UABTATI AAT 2 AT
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3.2.5 mansvaeunnily lnves s
3.2.5.1 minageunnuihudunss (Linearity) vaansininasgiu
1. W3 UNMTar NN T IuA Mo NIU 1 510 15 4ag 20 ppm
1.1 Didam1sazais stock standard (904% 10000 ppm 31 0.01 0.05 0.1 0.15 uaz
0.2 iafons lavld lulnstlauonldyiaindiuins 100 Haddas $1um 5 vaa
1.2 USuUSuasaieansagait acetonitrile : water OATIAIU 1: 1 9UTAIN
Wudugaie Wudiu 1510 15 uag 20 ppm
2. 11 1 Hadans Y84d15828 working standard funSoal8wausy 1 Haddns ves 50
ppm @1382010 Ferric chloride (FeCl,.6H,0) W laluvia vial
3. 11 11n703820 Nylon syfinge 045 um uaziii 1laemind e esdans Taiinlse
116 15 W77 douiadint e HPEC aadaszdung 7059

s/
4. Mnmawssadsazaieiildadnnsina g leotinisndeans v

| Y 9 r-;l aa
FEMINANUUVHUVHLASWHNIWA

32,52 MIMARTES (Precision) #B£AIANINY (Accuracy)

1 thatTunsomi liuaanased 2 ianans Woufy acetonitile 2 TaDAAT 1AL
msazaroninsgBane ude 3.2.5.0 1B spike A adud L 10 420 ppm $1191 2
Nadans aslual001

2. 1111 Tanans vosmsaraioiasun JBWaUAD 1 TaRans Y83 50 ppm MATAZAI0
Ferric chloride (FeCl,.6H,0) W1 1a Tuaaa vial

3. 111309890 Nylon syringe 0.45 wnuazin i ide 1nadaeins o8 an s T
Satssanm 15 Ui neudaainied HPLC Rad ssuay 10 ASY

t4 '
4. ‘i]'lﬂﬂ'li!ﬂiU'LIﬁ'ISﬁzﬁ"lﬂﬁ‘lh‘l‘l.lﬂ'lﬂ?"lllmﬂﬁ HAS ALY

3.2.5.3 MITMHIAMTASIHAUBINIIASIDIA azUad favesSuams

[
=1

1 fumsas a1 ns g 1uBaTeaslu sample blank (feg1eii Lifldaie) 1A Tanududy
1234 5ua% 6ppm

2. 11 1 finaans vesmsazareiunionl@waudu 1 Safdas vee 50 ppm M3azaY
Ferric chloride (FeCl,.6H,0) ¥ laluv2a vial

3. mseH spiked sample blank JEAUAY 3 °f;"|

4. fama iR doiasdudoauuinas Puvesuaaz szAuaNududY
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24 ’ ' :; ; e da
4. waeans sz ivamasiasdnidouuunasgiuvesnnududuiinged Tao W

mumAveguuny X uazdidsautanasgueguuunu Y midulseAnsduiug @) szniesunde
wazdnfivauuasgy

5. diinuduiusifudunssanidunsdaunu Y adae s, (s, Aeandouuy
WA Iuve R NN UgUD)

6. AMUIUAIAIIATINAVBINTATIVIA DINGAS

| AUATINAVDINITAIINIA = 38,

7. mimeas e afinum T Tinnedsufnfuiunsmsdaiiaves

A3asTe uATEsERUAS 10 41 Aurua1adiavesSumes ldnngas

VaiieveIUsHIMEIT =108,

3.2.5.4 M3NATBUANNIUWIZD 1LY (Specificity)
34n51¢ matrix blank fL-spiked matrix blank §1dYRIAYDA matrix blank Yool
Houiudya1uve spiked matrix blank La@331 1 SmMssomunaansouludod e

= LY [ =1 9
wananan)sTouiAen T uERI9Y (U chromatogram, spectra; data table (1 ua

3.2.5.5 DSNATOUANNNH (Robustness)
= &4 & & 24 o as = A
MY o N ITuTuneuNisUsInTE LN WA IS, laomsfne1 luiSesves
v 4 & ode 1 v 1 =
pH la flow rate M uddouudas lhdnideanslyinan1sdinszviiunndrsnunie lusinnsweisan

A T -]
anulFldvosnnumesza vt T uRY
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untl 4

NaNISNAaadaLanYsILNE

= = det s ey a
4.1 ﬂﬂ‘hnﬂ1§')!ﬂ513ﬂ9ﬂﬂlﬂjﬂﬂlﬂﬂuﬂ HPLC
= ‘ﬂ. = il
4.1.1 inaazimanzaulunmsinszyioaiie
4.1.1.1 Anpmien pH Nivanzauveunmndeoud
msnegovldaslszneuFidouddnionududu 10 ppm TnseriiunTes HPLC Ju
waters 486 YH1ANBAN 4.6 x 150 mm YUIABYNIA 5.0 um AT TARILATEIgIAMAmeT Tagld
[ .g'q - & A 1 r-1 = o e o o
8ATINS Inaveunmadouh 1.0 Tadanseotnn-uassuinslumsialnszy 20 lulnsias ma
& dag ya g 5 . R . .
ABUNN 1970 0.01 1ua15 ammonitm phosphate monobasic: acetonitrile »tetrabutylammonium
. o ] = = ) [ i = 38 &
hydroxide 40% 1uga31d 93 90:10:0.2 YSwas laodl5 a3 d1n5Ua1 pH N1SARYIAD 6.0 5.0 4.0
1Az 3.0 MUSIAY AT INNANNINIADN 25T UTTULAS HaR LTAd I Tum1T e 4.1
vinmsnageuwud WeldimadeuhiinisysupH Beuwiiny 3.074 + 0.5% Ao pH ey
1279 3.059-3.089 22 IWnanswnsIzing uad M anfouniifing pBu1nn i 3.074 + 0.5% s
1 & = L3 o i
Témsuon luauysol Ansenut liaunas@manian ) a3l 4.1
M157199 4.1 LARSANIATTNUTH (retention time) ¥a4msUsznoudeteudatite 7 1danns

TFaniounnd pH s fiu

4. pH YoM minRowN (073U T)
6.0 5.517
5.0 6,511
4.0 6.510
3.059=3.089 6..502

4.1.1.2 851015 Imaveuamasun
& = doe g ¥a oy sMea e ¥
NAABUYIOAIINTT Mativinzauim IvinamsuenasUsenoudideudanio ioa 1agld
A Ay g = A 4 , , ..
wamdounf lwanmsAnydeduiude 0.01 Tua13 ammonium phosphate monobasic: acetonitrile :
tetrabutylammonium hydroxide 40% ludn31e3u 90:10:0.2 151105 lawilSu1es /1 pH oy luarag 3.059-
3,089 asvdafinnuenau 257 i Tumas Ssueasins vanlefinuife 0.8-1.2 Taddnsseuld
wan lauand 13 lumsten 4.2
VoA 3o & P a =aa ' o e 3
NN NATBUNU I 150R 51T Mavounandoun 1.0 Jaaaaiaauin M
a g o A P 1 o o ~ o Y PR 1 3
asUsznouFidousuiadundeud Hnategluaedinuisawenzinldmuoninedula

T 4 P 9 - = Qs o
agaeaysel uazaIn14lun1suunae 6,510 WiN waeiAszUh 4.1
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0.036
0.034
0.032
0.030
0.028
0.0261
0.024
0.022
= 0.0204
0.018
0.0167
0.014
0.012 5
0.010 {
0.008
a.008 |
0.004 ) |

0.0024 \
PN | Y S W e -

0.000 4
2.00 4.00 6.00 2.00 10.00 12.00 14.00 16.00 18.00 20.00
Minutes

U5 4.1 TnsinTnunsuvesansisznenifedoudanie Tnoldimnasud 0.01 Tua1s ammonium phosphate

monobasic: acetenitrile : tetrabutylammonium hydroxide 40% Tudas iy 90:10:0.2 USums Tavdsauas M pH fio

3.074 5R31015 WD 1.0 DadaaIAeun
M9 4.2 LARIA LIRS 1IUE I (retention time) VOYENSUSENOUITITRUBANID 1 1d0INNT5

T¥on31ms ITvamndounataqfumamuIn 0.

mTyseney PATIILA (WA

ar

(Fadou a51msva 0.8 | dmsimslva 09| Sasimisva 1o 8azinis maui | 8esimslva 1.2

dane (ppm) | Nafdesdeuln | Dedapidenm | Sandwsdennd | Hedansdeurd | Jadoninoui

10 9.152 7.497 6.502 5.0268 4203

;4 sy el s
4.2 M ansansgussmsilseneuisdreveanie

° = S Y Yy v v ' LY
mfmnf;wmm:ﬁnw‘lﬂmnmsWﬂaawwmumﬁswﬂswimmg’mszmwmmwwu

3 [l
Auiunldnn Tnaiimanasonlugien 1 1medud 1 1-40 ppm HaINAITE3 1905 11IR5 10 1A

= a o a o a o o Y & e
NIUOITUNFBIAUY Lmzﬁllﬂi:ﬁﬂﬁﬁﬁﬁnwuﬁ"umfﬁ‘iﬂiZﬂ'i)‘lJL‘INmﬂuE)ﬂ‘VlLﬂ “N‘lum'i‘ﬂﬂﬂﬂdull
o 3/ 0 24 a9 -
ﬂfﬁ“aﬂﬂiﬂiU?Iﬂllﬂiuﬂ']uzﬂﬂ 4.20 uazulﬂ‘lfl‘lﬂﬁwaﬁ)ﬂﬂiW\lmﬁlSg'lu‘uBdﬂ’ﬁﬂ‘i:ﬂﬂmmcﬂﬂuaﬂﬂ

waudoyaluased 4292 ldnsmues s uatgl 42y

0.038
0.034 ]
3.032 1
0.030 1
0.028
0.026
0.024 ]
0.0221
= 0.020
0.0181
0.0167
0.0144
0.012 4
0.010
0.008

0.008 |

0.004 ]

0.002 ;

0.000 -ﬁ%k——ﬁ—_.—ﬁum R e e

2.00 400 6.00 8.00 10.00 12.00 14.00 16.00 18.00 2000
Minutes

R 420 Laasmsdeuiuesinue s s Usenoudedoudaniofin midud 1510 20 40 ppm
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y = 8698.x + 28967

Taof x unusInNuuduUedAfie (ppm)
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y unumnunldfn au.)

a3 9h 4.4 agUwadoyad IdenTasu Inunsugdil 4.2n-4.29

o . AUt UYDe Na,CaEDTA _
fet1anTeedy HUNIHAN (au)* y v X+ 8D
agaald (ppm)*
Coke 481447 2.2 2.2110.03
Pepsi twist 40262.0 1730 1.30 £ 0.30
Mirinda strawberry 42196.8 1.52 1521036
Tipco cool fit (Grape Mix) 39398.7 1.20 120% 033
Unif purple carrot with mixed fruit juice 41984.7 1050 1.50 £ 0,34
Splash 379483 1.03 1.03 £ 0.39
Kool Aid 41498.5 1.44 1.44 £ 0.43
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Green spol 477478 216 2.16 £0.11

] 14 ¥
* AURAUIANITNIF 6 AT

Y

4 o o ¥ L ] 4 : = a Y Y o
dioianudutuis i aldusunazandiamsesay iy udo 2.2.3 defvuams

wnsg i luiade 2.2 IngiSe1lupais Ethylenediaiinc tetrdacetic acid (EDTA) Tuunil 2 noufuaz

[
<o

nuItrRetes sswuded mualulizmealnoaiulsemansensemsIs gy (WA 2547) 1509

hg =

o o [y A o ] a o = ch
FagsduermistmuailSingegavesdaiie iy 35 ppm FeiioreRdN AT IEHNe 9

b 4 r
frenniudiswesdaie bifunasguinsensisiimue 13 lanuaeady

v by oy
4.4 Nﬂﬂ'lﬁﬂﬂ1ﬂ1iﬂ50ﬂﬁ®ﬂﬂ?1ﬂ1‘ﬂﬂﬂﬂﬂ?ﬁ

4.4.1 msnameunNTuduns (Linearity) voansvinnsgiu

g 9/ e ¢ a 9/ o 9
ﬂﬁ‘ﬂﬂﬁﬂllﬂ’l"lm'ﬂul,ﬁuGIN“U'EN’J‘ﬁ'JLﬂ‘S'I%H Vlﬂﬂiﬂﬂ‘ﬂﬂﬁ’t’)‘lJﬂ’J'llJ!ﬂuLfTuﬂ‘N“U?Nﬂ‘i'I‘V‘l

' v

dclihd Ao w A4

A g & o i Yy ¥ o A 3 P
ll'lﬂiﬂ']'Ll‘ﬂﬁﬁ‘N‘Uuﬂ'lﬂﬂ']iWﬁﬂfﬂﬂi'lﬂixﬂQTQﬂUTNLMNﬂHﬂUWUW ANWNNATAIANE "t)%ulﬂﬁiﬁ'nﬁﬂﬂ

L. 4 = o (Y é [y t=i '
y =9962.X+19570 uaymduszAntanduiutfe 0.9982 Funmzautuiduasifigaesnyn 10

' ¥
¥ e Al e

2 et ¥, 3 & oo a 3/ A Y & dy.::
R 'Vlllﬂ']L‘U'lclﬂﬁ 19U DNDIDNTWAVDIAMTAUTU NUAD W‘H‘Vlal@]Wﬂ mﬂluﬂﬁmamuum‘nmm




30

{ o = Y P v
TasunTnunsuaugdii 4.4n wazishmandeanswhinasgudafienudeyaluasai 4.5 Ténsm
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4.4.2 MITHIAIATINMES (Precision) HaZAIMNNULY (Accuracy)

AITHIAIAMNEGS (Precision)

A Q

0o w 1 iy ¥ o ar .. e
1ded1anionu 13leaneeadnauiy acetonitrile Hazi@1sara1BNIATTIUBAR Wt
{ o 1 o A = o ' Y ¥

spike NAMTUTY 1 10 1AL 20 ppm asluArote lasthwafi 1 nnsimsziumisumdoiuau
o ! a o ] ¢2 o d v o
Wivauunsgu A1 RSD Howninaus lugdvesnmlosisuailonuuninsguduing %RSD nie
= Voo e a & . .. [ =£ P
FunnMduyseansauny s1s 1M(Coefficient of variation,CV) W UMSHEAINIAIUROIVBIATG

AN
P = o Y 3 aad aa . S o ] ]
A13190 4.6 WaNIIAATIEHMIANNLLIUDANE 1Ae3TN13 spike danasludndislumsmmnnu

=
N3 (MANUIN 9.)

arududusanion .
#0819 : funay SD % RSD
spike {ppm)
1 380652 1627.8075 4.3
splash 10 110523.4 3630.5600 33
20 2009309 10242.9500 5.1

[ g4
* AURBUINNITNIH T L0 ASY

T .s' 1 = a’::}d :i :!' a alaé =1
INAT % RSDNUAAIIUAITI9E WUNAISIATIEY T p e sy sy Wdaaiu 1day The

AOAC Manual of Policies and Procedures afmuaniamdivs 1300 5.3 d15vanududy 100 ppm

NIIHIA A (Accuracy)

CIY ! d ; o o & |\ © S o
ihdant1ansosdn 1Sueanveeanauiacetonitrile agies azawuans g udanung
. pu v 9 @ 1 i ~ [ ] = ° Yy ¥
spike NANUTLIU 1 10 118220 ppin paluAIBETURLINUMIMIAIANKILY Taoihanududu

{ = o 1 w 3 = o = o a
#1890 in e neuLazndeRIn.spike WARA Yrecovery IRV A5 02 A 0standard Rd

asly

P = s A A (=Y ] = a [} 1
MINN 4.7 wamsaasermanudududafio Tneisms spike dafiteasludiogisluniswin

AMULNY (NIARLIN 1.)

ANt Amdudu ,
fi0t19 aas & mas o o .| AUTURTL* | %recovery
oANOY spike | DRAMLD WAL
(ppm)
(ppm) (ppm) PP
1 0.0 1.046 104.6
splash 10 0.0 9.376 93.8
20 0.0 18.771 98.9

] v ¥
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1 a ] = a':sya ' oo o shé [~
9INA1 %recovery NUAAIINATI NITHUNMTARTIEH HUA NVuNuRven sy IdFuiu e
The AOAC Manual of Policies and Procedures 1M UaA 1A 1MMNES 1IA05EM 319 90% uaz 107%

dmsuanaududu 100 ppm

4.4.3 MIFIMUASINAVDINIINTIATA (LOD) tazindifavesSsnaems (LOQ)
= asa Vet Yy 9
ANETAZR0N1AITIUDATIDA 1Y sample blank THIAWANIW 1 2 3 4 5ua2 6
[:d 1 | - 3y 9 ] P L = *
ppm HazWGOANS s ZHINAURAvYR I TN ULaz duDsauuInas g Iu lae TR uR duey Ly
LA X wazdandonnuinasguotuuLny Y
o ry o Y Y aaa o . daa o ' '

A13797 4.8 HAN1T AT IEH AN LT UBATIE IAe N3 spike BATHDAY 1UAIB819 TUMITHIM

LOD g LOQ (AARUIN 9.)

AsNINTTIU LOD (ppm)” | ANsmnIsaons AsILImI§IU LOQ (ppm) | tnausin1seausy

y =0.100x — 0.080 0:24 175 y=0.055%x=0.167 1.67 3.50

1 a 1 = (Zd t P a b o
91071 LOD 1Az LoQ Nianslumisiasswu s 3ns ievitidial Lob way Loo Muausylavrailuly

AnMaN s BaNSUaA 0y luals 19 48

4,4.4 NEINATIUA NI NI (Specificity)
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b4 ]
91031 Fye 104983 matrix blank 1uripewin Inganugevefinegilszanm 0.0011 i
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4.4.5 MINATDUANUNU (Robustness)

q 4 a | -]
Trumsfinuluisoeved pH Lag flow rate vounamnioun Nduddoundasliidnioses

= P 1 o lé a L4 = ey
Tinan1s Wns e fuanaeiunie lddslunsTins ez Idarsiseneuadoudaiie 10 ppm 1u

MINATOU LAAIAI IUAITIIN 4.9

P v o ' o g aoa S v ¥
A5 N 4.90 LLﬁﬂﬁﬂ"lﬂ’]"lN!'VIUlezﬂ'J'l‘lJLLiJ'H“d'ﬂQﬁ"I‘ill'iZﬂE]U!‘BQGh"E)'Hﬂﬂ‘VIL@ ﬂllﬂmﬂﬂ'ﬁ‘IGB

4 dd . e
lamdpuiNaT pH f1990U (MARUINY.)

AN (%RSD)

ALY {%recovery)

1 pH AT (W)
4.0 6.510 3.9 99.5
3.059 - 3.089 6.502 35 97.9

P 4 s L] = .9 e = by )
A131991 4.99 LaRIMR TN IUAS A TN T 15U SN DUEITOUD AL ‘Vlulﬂi]'lﬂﬂl‘ial‘lf

Bn3 M IHam and euna1990u (MARUIN )

873N 1A :
P & PATHNUTU ) AN I (%RSD) AN (Yrecovery)
(laddnsAoui)
0.8 9152 6.0 102.5
0.9 7.497 5.6 101.7
1.0 6.502 3.5 97.9
1.1 5.098 43 100.5
1.2 4.203 43 99.9

Pt

PINAITINTIRIs A [ F IRTeeanuioas AR 1005 1 andewinal pH

] o o A o o 1 Y a‘.:fd A 4 a slé =1
MafuuadaIms Ina Ao uniaen iy iwnunisin e r iianuissiveusu lddaiivly

#114 The AOAC Manual of Policies and Procedures "lﬁ'ﬁmuﬂfhmmﬁm"li’ﬁa 53 ua:ﬁmmuﬂuﬁ

o ‘& -] 1 d'
Uausu"lﬁmanﬂu"lﬂmu The AOAC Manual of Policies and Procedures "lé'mwuﬂmmmmm"l*’fﬁ@

SEMITE 90% UL 107% d1MSuAudNdY 100 ppm
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5.1 agdwamsidy

= - o o a o a g oot ot o ’ d‘l &

MIANEIAN IRV ANE M UMS AR IEHa5UTE N LT 1B oUDANIOUALAIDH 19I5 DAY
ﬂ’ t
Buoanesed Weld 0.01 M ammonium phosphate monobasic: acetonitrile :
" ¥

tetrabutylammonium hydroxide 40% W8R8 U 90:10:0.2 Y511as leedSums Hif1 pH #1399 Aeil
6.0 5.0 4.0 waz 3.0 MuAFY laolddnsns Inavesrdamfoud 1.0 dadansaeuillddSuasiia

1
a e

= g 1w = d’l 1 A o Y o
AnTeiimny 20 Tulnsdes asaviaiaamtianau2s7.41 e wouandouni 1ausy pH

1 ' g oAa = a ¢ A a = e
Bguluﬂi'N 3.059 - 3.089 Lﬂum'ﬂwﬂ’émmmzﬁNWQﬂ1Uﬂ15?Lﬂ§1$ﬁ HOIINUAN NN ITALNUINDN IS

THuenasdsyneuidadoutaiie
Ll - a 4 -:i o4
nnmadSsufvuranisuenilelyonsimg lvavesvmadoun 1w 0.8 1.0 uaz 1.2
faddnsaoud wudinsldsnanis Inaveuaiadoundu 1o Taanasroud MldasUseneu
a9 Er-v-1 o v ) o =) & o 9 =S é/ 9 1 o« N -
Wadeuddnieinmey luasauduinfisanenszi ¥ msneninaiuldoswauyssiuaz 1viamars
MUTY (t,= 6. 502 W) ineaatumsimsemilSunamslsenauidadouiiaedniiaunisdy
Fy o
BBuoanesed
o o - = a ¢ AV A 'S A qw
Al RbNTTINgalum T ungdaslszne nssoueaile lavmniin HPLC fAply
waafiouio.o1 M ammonium phosphate monobasic: acetonitrile : tetrabutylammenium hydroxide 40%
Tusasraau 90:10:0.2. U5 ms Tagtl5uins nlRdana pH oy lus293.059 - 3.089 fiaz1d8ns1ns
4 { o ol an 1 -
Tnaveudmafouiithi 1.0 daddnsseonh
Msadensminasgntesm sl s enouissdaudanie Tuy1snaida0du 1-40 ppm 1¥ns v
‘ﬂ‘.ﬂ U al Y Qd o = =S s d‘ © =
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aumaFudy v = 8698.x + 28967 nazArdudszansmsaadule (RY) wiidy 0.9958
a LW ar 1 g y
M ANTITviDATIE IuAet1unS oA 1lloanoeod Ao Coke, Green spot, Mirinda strawberry,
Tipco cool fit (Grape Mix), Unif purple carrot with mixed fruit juice, Splash, Kool Aid, Tropicana
W £ ]
twister, Pepsi twist 11M15 AT 1LHAB019510¢ 6 AT1 (n=6) 1329 AR LmMATIA HPLC Anududui
asavialudonaldliAunidy 221 1.30 1.52 1.20 1.50 1.03 1.44 2.46 2.16 ppmuD9 Na,CaEDTA

o o ] v v o o 9 . .
AUAIAU LAZHANIITVIAINGTASINABUA NI S [avee35 lunsnareunubudunss (Linearity)

a & v a

& Y &
¥eanIuInsTIuas Idaumsio y = 9962.X+19570 wazamdudseininrdadulefie 0.9982 &4

o BN P v a 1 a = d' 1
mzuiudUasIngaeann 9101 R’ Hilnuda1nd 1 wruenilseniwavesanudiudu filde
ﬁy Hq Ve 1 o o o o @ a o = 1 ] °
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¢ o o o o) 1 1 1 e e Y
o HUAMINAUN(% recovery) BATagluaag 9318%-98.9% nsmiAmdniifnueanisniinia
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(LOD) unzinsinavosdTuinas (LOQ) IR uvfiv 0.24 uaz1.67 ppm MNE WY Famamsins et
faudfies Ay LOQ iaz LOD fHueusy'ld msnamounIusumIzin1zes (Specificity) 91AKA
M5 UPSILHFRYY VDS matrix blank guﬁaummﬁmﬁﬂuﬁuﬁnujmm'um spiked matrix blank LRI
LifinssununnassuludintiddiSins it innuimiznz msnageunuNy
(Robustness) 1nn1sfintsann 1 ldvesnufivsuasanuiy sinwanisTinsziianuivas
mmuijuﬁuauﬁ’u"lﬁ'ﬁ?uﬂu"lﬂmu The AOAC Manual of Policies and Procedures ﬁ"lﬁmnmﬂ%’mlﬂ
indeufifis pH M uuazsnsims namlmadouiai e i RN AT IR T ToeT

YBNS U (NANUIN %)
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ADYNUATBIANDUN
= e af EdR] - Sy ) = A Y
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= z:i = Y-
TnsmnlnunsumsAnmnaasimunzaalumsininzvsane
a " d 4 4
ANYINIA pH Ninmnzanvauanasun
. da wa A ¢ . . -
an1azi 19fe iandoun 0.01 Tua1s ammonium phosphate monobasic: acetonitrile :
tetrabutylammonium hydroxide 40% ludni1au 90:10:0.2 Usums lavtSuims dasims Ivaveuna

iwaeud 1.0 Hadansdeundl a1 pH AldAnuaglust 6.0-3.0 asrviananuendu 257 i luwas

0.009
0.008
0.007 1
0.006
0.008 1
0.004 |

AU

0.003 §

0.001 4

0.000 "—’\\/_L___/"-‘: s

2.00 400 6.00 8.00 1000 1200 1400 —1600 1800 20.00
Minutes

519 n1 TnsunInunsyusansdasedasdse neufdoudanieninududu 10 ppm-d1vsus pH

MEAnYIAD 6.0
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0.008 -
0.007

6541
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0.002 N

0.001 4 N

0.000 -Gﬂ,—‘/k_*_,-,‘ \\\\ N

2.00 4.00 6.00 8.00 1000 1200 14.00, 1600 1800 20.00
Minutes

51U n2 Tasu Inunswvesnisimsienatsilsenetifededafimanududu 1o ppm drwuar pH

AEANYIAG 5.0

0.009 4
0.008 -
0.0G7 4
0.006
0.006 -
0.004 |

AU

0.003
0.002 -
0001 4

6,000 ﬁ,—J\

2.00 400 6.00 8.00 10.00  12.00 1400 1600 1800 20.00
Minutes

719 n3 s InunsuvesnsimsieiasdseneuFadeusafienududu 10 ppm dwsum pH

ARG 4.0
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0.009
0.008
0.007 4
Q.006 4
0.006 -
0.004 4

AU

0.003 4
€.002 4
0.001 4

0.000 4

6502

VQJ\—__~ i [t VPR S |

2.00 4.00 6.00 8.00 10.06  12.00 1400 16.00 18.00 20.00
Minutes

sUP n4 TnsunInunsuvesnsinseiansUszneuifdeudanenududu 10 ppm Swun pH AN Ae

3.059 - 3.089

o i 4
8n51m 3 Inave umndoun

, L B
an1zhl9fe enfond 001 Tua1s ammonium phosphate monoebasic: acetonitrile :

tetrabuty!l

BNI1N3

0.009
0.008
0.007 4
0.006 4
0.006 4

0.004 |

AU

0.002
0002
0.001 4
0.000

ammonium hydroxide 40% Tudnsadan 90:10:0.2Usums Iawd5u1as 61 pH 3.074 d115v

- 3= = e ey ey ¥ = Qs d' :!I
Tanld@nu1A90.8 1.0 1ex 1.2 NafaasAouIn A393aNAN1M AN 257 W Tuuns

9152

— W\ S ".ois SN

—t’

2.00 4.00 5.00 5.00 1000 1200, 1400 16.00 18/00  20.00
Minutes

319 05 Iasurlnunsuaeanisinsreranssznoudsdeudfienmdudu 10 ppm dwiudnsims vavesla

wasuNNIFANIAL 0.8 Nadansneini

0.009

L

0.008 4
0.007
0.006
0.006 4
0.004 J

AU

0.002
0.002
0.001 4

0000 4\

7497

e e

317l n6 Tn

2.00 4.00 5.00 800 10.00  12.00 12.00  16.00 18.00  20.00
Minutes

- o - Ao @ ° v
sutlnunsuvesmsainsiziasdszneufsdoudadiennududu 10 ppm dnsusmsimsivaveava

AR UANITANY AL 0.9 Nadansmoud
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0.008 4
0.008

-6 502

0.007
0.006
0.005
0.004 4

AU

0.003 4
0.002 4

0.001 -
0.000 ——~\,—\ﬂ- —n

200 400 600 8.0 1000 1200 1400 1600 1800 20.00
Minutes

aaa

51% n7 IasunTnunsuweanis iaseimsseneudedeudanieninndudu 10 ppm dmiusns

ni IvavearmadeuniflFinyife 1.0 iaddnisenin

0.009 ]
0.008
0.007 4

5088

0.006
0.005 1
0,004 J

AU

0.003
0.002 4
0.001 4

0.000 oS T T

200 4.00 6.00 800 1000 1200 . _ 1400, 1600 . 1800 20.00
Minutes

314 ng TasunTnunsuwesnisdns iwdansalsyne miBedeudadion undudu 10,ppm dmdudasing lnavearla

&4 o ek P a oo v =
lﬂﬁﬂu‘ﬂmi‘ﬂﬂ'ﬂ'lﬂﬂ L.I'dananinaimn

0.009 4
£.008 1

4203

0.007 4
0.006 -
0.005
0.004

AU

0.003 4
0.002 4
0.001 4
0.000

|

2.00 4.00 6.00 8.00 1000  12.00 1400 1600 1800 20.00
Minutes

U9 n9 Tasun Inunsuaueenis s zvesdsznouFdoudaionnududy 10 ppm & 115uda51013 Inave e
pp

A Aedyd a a_as ) a1
waeuRflfAnyAe 1.2 Roaansapwun



' a Y ad s
Tasinlnunsumsaiensvinasgruvesmsilszneuiaveudanie
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0.0361
0.0344
0.032
0.020
0.028 1
0.026
0.024 1
0.0221
o 0.0207
< 0.0197
0.0167
0.0141
0.0124
0.010
0.008
0.006 4
0.004 4
0.002 ]
0.000 4

o6 514

J S A W e —

200 400 6.00 8.00 10.00

Minutes

12.00 1400  16.00 18.00

o a = o ey 9
U7 10 TasnTnunsuveanisss eimsUsznandstondarion nudndu | ppm

20.00

0.036
0.034
0.032
0.030
0.028
0.026
0.024
0.022
o 0.020
< g.o18
0.0161
0.014
0.012 4
Q.010
0.008 -
0.006
0.004
0.0024
0.000

<6503

(
L

200 4.00 6.00 8.00 10.00
Minutes

12.00 1400 16.00 18.00

1l 11 Insu Inunsuveanis Bins e Usenatidedeudadion 1midudu s ppm

20.00

~6 54

o

vl
e

2.00 4.00 6.00 8.00 10.00
Minutes

12.00 14.00 16.00 18.00

307 m2 TasunTnunsuvesnsinsedasdszneufedendifionmududu 10 ppm

20.00



0.036
0.034 4
0.0324
0.0304
0.028+
0.02861
0.0244
0.022
= 0.620
0.018
0.0167
0.014
0.012
0.010
0.008 1
0.006
0.004 4
0.002

-6 520

0.000

2.00 4.00 8.00 8.00

i0.00 1200 14.00  16.00 18.00 20.00

Minutes

JUA n13 Tasur Tnunswresn1sins e i aisdsyneudsdousafien1nuidudu 20 ppm

0.038
0.034
0.032
0.030
0.028
0.026
0.024
0.022
3 0.020
0.0187
0.016
0.014
o012
0.010
©.008 4
0.008
£.004
0.002

£529

0.000

18 1

|

200 4.00 6.00 8.00

10.00 | 12.00 1400 16.00 18,00 2000

Minutes

U n14 Tasan Tnunsavesnts Insedmsslsz neudadeusavitonanadidn 40 ppm

TasaINUNSNRaNSHININII AT UA NI 1A T

psnaaeunaniliudunsy (Linearity) ¥oan3INI§I1M

0.036
0.034
0.032
0.030
0.028
0.026
0.024
0.022
= 0.020
<018
0.0161
0.014
0012
0.010
0.008
0.006 |
0.004
0.002
0.000

2.00 4.00 6.00 8.00

10.00 1200 1400 16.00 1800 2000

Minutes

- = o« o = -
U7 n15 TasunTInunsuveamsinsizdasssneudadeudafionnududu 1 ppm

42



0.038
0.034
0.032 ]
0.030
0.028
0.028
0.024
0.022
- 0.020
0.018
0016
0.014
©.012]
0.010
o0.008
0.0086 |
0.004 |
0.002 ]
0.000 i o AN o . — __

6503

.

2.00 4.00 €.00 8.00 10.00 1 2’,00 ‘I:kDO 16.00 18.00 20.00
Minutes

U n16 TasaunTnunsuvesnsdinszdarsdszneudedoudiniennududu s ppm

0.036
0.034
0.032
0.030
a.028
0.026
0.024]
0.0221

= 0.0201

<5018
0.018
0.014
0.012
a.010
0.008
0.006
0.004
0.002

¢.000 % 3

319 117 Tasin Inupsuagensiing ey disalss nouiBadousaiien s i du 10 ppm

=524

A

200 400 6.00 8.00 10,00 12.00 14.00 16.00 18.00 20.00
Minutes

$ 409

0.012

0010

0.008

AU

0.006
0004
0.002

0.000 “-v—\{\ WY s
.

2.00 4.00 6.00 8.00 10,00~ 12,00 14.00° 1€.00 18.00 2000
Minutes

319 n18 Tasn Inunsuvasnsdins i msiseneuasderndafienamidindu 15 ppm

0.036
0.034
0.032
0.030 1
0.028 4
0.026
0.024
0.022

= 0.0201
0.018
0.016"
0.0141
0.012 4
0.010
0.008 4
0.008
0.004
0.002
0.000 RSN X [N O S

-6520

2.00 4.00 6.00 .00 10.00 12.00 14.00 16.00 18.00 2000
Minutes

U mo Tasu Inunsuveanisiesieiasdsenemdesroudaneoamududu 20 ppm
pp



MIMMTVASINAVBINI5AIITA (LOD) UazlasifaveatSuiaas (LOQ)

2.00 400 .00 8.00 10.00  12.00 1400  16.00 18.00 20.00

Minutes

'
= = o .

U7 n20 Tasunlnunsuveanisiins wviasdsznetifidoudanieivan spiked EDTA adlu

Sample blank LRSI TR ppm

0.0060 §
0.0056 4
0.0050 4
0.0046
0.0040

5309

0.0036
0.0030

AU

0.0026 4
0.00203
0.00158
0.00104

0.0008 J
0.0000 ﬁ,qj\, /.

T

2.00 4.00 6.00 8100 1000 12.00 1400 1600 1800
Minutes

519 n21 Tasu Tnunsuveams ez n1s1lsenomdedoudafitoNiins spiked EDTA aalu

Sample blank A2 pprd

20,00

0.0060
0.0056
0.00804

xall

0.0046
0.00404

0.0035
0.00304

AU

0.0025 4
0.0020
0.00154
0.0010 4

0.0008 3
0.00004 ey

2.00 4.00 .00 8.00 1000 1200 1400 1600  18.00
Minutes

31 n22 Tasan Inunsuvean1samsizdasUseneudadoudafiofiiinig spiked EDTA asiu

Sample blank fi3714491 3 ppm

20.00

44



0.0060
0.0066 4
0.0050 4
0.0045
0.0040
0.0035
0.0030 ]

AU

0.0026
0.0020
0.0016
0.0010
0.0005 4
0.0000

5513

|

suii n23 Tasun TnunsuweantsiinswiasUssneuizedoush

2.00

4.00

6.00

8.00

Sample blank AU 4 ppm

10.00
Minutes

12.00

]
i) [

14.00

YLONNIINIT spi

16.00

ked EDTA aaly

18.00

20.00

0.00604
0.0065]
0.0050]
0.0046
0.0040
0.0035
0.0030
0.0025

AU

0.0020
0.00164
0.00104
0.00063

0.0000

AL

g

i

U7 n24 Tasun Tnunsuweensing siasyseneuidsdoudaiafiinns spiked EDTA aely

2.00

4.00

6.00

8.00

Sample blank adudus ppm

10.00
Minutes

12.00

14.00

16.00

18.00

20.00

0.0070
0.0066
0.0060-
0.0066
0.00604
0.0046
0.0040

AU

0.0036
0.0030
0.0028
0.0020
0.001€
0.0010
0.0006 4
0.0000

6585

2.00

4.0

0 6.00

707 n25 Tasu Tnunsueesnmis dns e msdsgneudedoudafitonyiins spiked EDTA adlu

8.00

Sample blank A2 WIAUYU 6 ppm

10.00
Minutes

12.00

14.00

16.00

18.00

20.00

45
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dy I dl Y o U 14 dl [=3 1 gj 1 Y o ¥ € Y ¥
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4 9 a 9 aaa
AN V.1 Nﬁﬂ?iﬂﬂﬁﬂdﬂﬁﬁﬂﬂﬂiT‘NMWISj'lu‘llﬂd’miﬂizﬂﬂﬂl‘vﬂmﬂuﬂﬂmﬂ

CERVE L ITIER: Auffin (au)
Safie (ppm) | nded 1 | adan2 | edadi3 | edefia adafis | efsiie Aundu
I 34261 | 32776 | 32805 | 30612 32626 32806 32647.67
5 67147 | 66367 | 67444 | 66502 68467 68491 67403.00
10 110281 | 113812 | 118364 | 121891 | 122232 | 127558 119023.00
20 230342 | 230165 | 227763 | 221797 | 216937 | 174796 216966.67
40 376244 | 364658 | 367783 | 361618 | 370877 | 378141 369886.83

LH

ﬁlil (ppm)

400000
350000 -
30000?’
250000
2oorﬁt
1500 1.)‘

100000+ ~
50006+

ﬁl!ﬁﬁﬂ (an)

»

50

HAAINT LINTTIUVDIA Ao (ppm) uay

¥
=

A
WUNNAN (a.u.)

S 2 - v o @ ] - = L ! ¥ o Y %% ¥
enansiiluenansianulidmsumsldanuienisdinwivingu leygnlmhluldusslesimunism

i = O & A O v ag ve & Y Y a = v O aa o v
ludnsdllagsau Snvivinudlvidaudailon wassesdadadnvetenarsynasaminisintuld
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ST L T LTI
i ,“ l','ﬂ
(e e

12

dy I dl Y o U 14 dl [=3 1 gj 1 Y o ¥ € Y ¥
wnanstiluenasianulidmiunisidnuienisfinwivintu ldeygnlriluldusslevisunisen

ludnsdllagrsau Snvivhudilvidawdasilon uavdesgedadadivedenarsnasaninisunluly



'zt

- o a1 Y v 4 q <
AITNN N1 HANTTAUATIS aawmiumamqm?mﬁn"l%’uaaﬂaaaa

AUBAO-(au.) Audududaiiedn
. . < Ed
LI NEERRER 2. e o I B B Auanldnnauns _
3N 3N | AN TN AIIN AFIN | BIRQY X+8D
y = 8698.x + 28967
1 2 3 4 5 6 {ppm)
(ppm)
Coke 48110~ 48364 | 48001 { 47994 | 47901 | 48498 | 481447 2.21 2211003
Pepsi twist 41986 | 42586 | 36584 | 37565 | 40258 | 42593 | 40262.0 1.30 1301030
Mirinda strawberry 43592 | 44685 | 40369 | 36584 | 43256 | 44695 | 42196.8 1.52 152036
Tipco cool fit (Grape Mix) 40598 1139857 | 34758. | 37547 1 42985 |-40647 | 39398.7 1.20 120 0.33
Unif purple carrot with
43585143985, | 40368 |/ 365981 43214 | 44158 | 41984.7 1.50 1.50 £0.34
mixed fruit juice
Splash 39241 | 397767 32805 35612 37626 42630 | 37948.3 1.03 1.03 039
Kool Aid 42658 | 43585 | 41542 | 34259 | 42258 |, 44689 | 414985 1.44 144t 043
Tropicana twister 50696 | 50917 48110 | 48364 | 49990 | 53854 /[ 50321.8 2.46 2461024
Green spot 48241 | 48254 | 46004 | 47998 | 47365 | 48625 | 47747.8 2.16 2.16 T o.11

]
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dy I dl Y o U 14 dl [=3 1 gj 1 Y o ¥ € Y 1
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P ) a 9  aaa
AT NN 4.1 Nﬁﬂ‘l‘i“{lﬂﬁmﬂ'liﬁs‘lﬂﬂi'lﬂmﬂ5§‘I‘u‘umﬁ‘15ﬂ5:ﬂE]‘UL‘lN“]i’tlufJﬂ‘l’llﬂ

Anutuduves Fufifin @)
AT (ppm) | nieRi 1 | maaR2 | AdaR3 | niand4 | nins | aiefie | adei7 Aundv
1 34261 | 32776 | 32805 | 30612 | 32626 | 32630 | 33438 32735.43
5 67147 | 66367 | 67444 | 66502 | 68467 | 67895 | 68005 67403.86
10 110281 | 113812 | 118364 | 121891 | 122232 | 121081 | 116758 117774.14
15 173455 | 162345 | 174096 | 167654 | 161624 | 160407 | 159843 165632.00
20 230342 | 230165 | 227763 | 221797 | 216937 | 216796 | 213065 222409.29

-y
=
«
S’
=
=
2
iz

20
SaaA :(y o
Ll?fﬂ\‘mi'lwll'lﬂiﬂ oA lny ppm) LACHUNWA (a.u.)

S 2 = 2 o 1Y £ P =2 O 1 Y o v & v £%
enansiiluenansianulidmsumsldanuienisdinwivingu leygnlmhluldusslesimunism

ludnsallagsau Snvivhudlvidawdasilon wazsesedadadivesenarsynasainisinluly
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P13HIAINININES (Precision)

° = = o ' A w 1 1 1 ' Y ©
Tagthwat [dennisimsiwiumsumfosudnufvauuanasguagnsdodearsiozi
] ¢ “ v @ [ a o
a1 nefidudidouuunasgruduing %RSD nioGunhmdudszaniauuysiswu
. .
{Coefficient of variation,CV) Wumsuaasdwnufooinmmaass

%RSD,CV =8 x 100

>

1o S = standard deviation

] L]
HagX= ANRAYVDINTIAIIUIU N-ATI (Mean of N measurements)

e |

i
b=
%

Z

3 ] 4
N $UIUASINNAAD NN NA



A15139 9.4 Nﬂﬂﬁ%tﬂﬂ%ﬁﬂ]ﬂ’nmi’l’ﬂ

3 aa

AN 1AB25n15 spike DANOALIUAIBGI TUMIMIAIAIILITEY

Anududu WUNAN (au.)
St Ao aied | efad | afed | efedt | efedt | afed | afed | efed | afed | aded o
spike (ppm) | 5 3 4 5 p . " o o | Puedu SD % RSD
1 37491 | 37839 | 34795 | 37665 | 39318 | 38883 | 3757837404 | 41144 | 38535 | 380652 | 1627.81 43
splash 10 110417 | 110034 | 101508 | 110728 [ 111163 | 113164 | 115947 | 110554+ 110991 | 110728 | 110523.4 | 3630.56 33
20 190100 | 202753 191791 | 208494.-216757 | 209537 |-199187 | 182922 ['201280 | 206488 | 200930.9 | 10242.95 5.1
mswv”i 2.5 mmcﬁmsaﬂn%'ummgﬁm (9791 The ' AOAC Manual of Policies and Procedures)
Analvte % Analyte ratio Unit RSD (%)
100 1 100%0 13
10 10 10% 28
I 102 o5 2.7
0.1 10” 0.1 %% 3.7
0.01 107 100 ppm 53
0.001 10~ 10 ppm 73
0.0001 10° 1 ppm 11
0.00001 197 100 ppb 15
0.000001 10" 10ppb 21
0.0000001 107 1 ppb 30

14
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NITHINIAINLNY (Accuracy)

[] i a o1 @ a = Qs
Tamhanududun ldonnsinserneunas naanin spike W98 %Recovery (AU
] ¥
USumarsazatv standard MiAnas lmugesanlili

mMsfuruaesazmIndufivvestSuraasiiduas 11 (%Recovery)

%Recovery = (ANMEUAUDA spike sample — AWIANIUYDS sample) x 100

AT UL UUDY standard MANAL 1



A13199 9.6 KAMI AT ITHHIA MU

¥

=

Jusane IauiTmT spike BaToas lumBrIslumsmmanuuiu
3 ¥ g 9 ama v oy
ANUNUTU ATV AUBANLD (ppm) ANUANUY
o AN paR | nsan | aseR | efeR | afed | afed | aSeR | eSeR | ededl | ased , sanelu
AIDYN Aunsy . Serecovery
spike (ppm) ] 2 3 4 5 6 7 8 9 10 AIDUI (ppm)
I 098 | 102 | 067 1.00_|~1.19 114 | 099 %097 1.40 1.10 1.046 0.0 104.6
splash 10 936 | 932 | 834 {940 | 9451 1968 | 1000 | 9.38 '} 9.43 9.40 9.376 0.0 91.8
20 1853 | 19.98 | 1872 | 2064 2159} 20.76 {{19.57+-17.70 | 4981 | 2041 | 19.771 0.0 98.9
A1519% 2.7 INUMATEBUTUAIMLIY (310 The AOAC Manual of Policies and Procedures)
Active Ingred. Analyte ratio Unit Mean
[ %] recovery
[Y6]
100 1 100%% 98-102
>=10 107 10% 98-102
== By 185 97-103
>=0.1 107 0.1 % 954105
0.01 107 100 ppm 90107
0.001 107 10 ppm 80-110
0.0001 10% 1 ppm 80-110
0.00001 1o 100 ppb 80-110
0.000001 107 10 ppb 60-115
0.0000001 107 1 ppb 40-120

LS
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MINIMAASIHAYeIMINT 23R (LOD) uaztind1navesfTiuams (LOQ)
Hasi 1Annn1siinszindeaniseninnundovesnnududunazdmdviuuinasgiu
dl 1 L] d' ) L =y ﬁ‘u b 1
Tovldnundueguuunu X uazdrnudosuuasgueguuunu Y maudseantduius o) szning
1 - 1 - Y = o o o 9 g/ LY A 1
Aundezaudsuyunasgudiianuduiuiiluduasiamduasidaunu Y gadnafe S, (A1
= ) /Y oa w &
odvunasguvsInuddugud) udRnaugasasee 1
LOQ = 108,
LAY LOD =38,



INANITEANSY

(ppm)

< 1/20 v®3

target value

eviation, S tazAANLIE LT Ao
5197 v.8umdeansmldazy v.1 9218
0.100x — 0.080 EUNTAAUINUAT LOD
i Lop= 35,  (lavfi S,-0.080)

.. LOD=0.24 ppm

.. 1/20 99435 ppm 1A 1.75

= a o Y Y aaa aa L aaa o ' '
AT NN ¥.1 Nﬁﬂ'li'JLﬂ'i’IZWH']ﬂ'J'INL‘UN‘UUfJﬂVILfJTﬂU?ﬁﬂ'ﬁ spike ﬂﬂﬂlﬂﬁﬂ‘Iuﬂ'}ﬂU}Qﬂluﬂ'ﬁﬂ'lﬂ'l LOD
ANuTuAY
. ANULUTUBATIE (ppm)
danien - - — :
. ATIN 1 AsaN 2 | AsaN3 | Aunde | Standard deviation, SD
spike (ppm)
0.17
LOD
03
——t 042
5 -~ 5 = > 7~
6 m 7 9 -
N ~Js N
asnbnasgnwaainls 160 ' ‘
= 08 ‘ ] %-&
=
5 07 -
2 06
A i
_g’ 05 : msw%ﬁ
-8 04 :
< 03 ' N
© =
g 02 i 97
s_ G.1 2 5 Y] ' -
z A : 38013 UA1 LOD 91NM154 target value AD 35 ppm
] 1 2 3 4 L7r|
< * :'l - ] :1-'«
IR IDG11N IAT 1211 ppm)

3UN 9.1 namenswhnasgmBaiie Taevinn1snaeans 3£ a3 standard deviation, SD (ppm) nazANUITNIUERAY (ppm)

09



S

M3H %.2 nams s manudududanie Tauiims spike danoasludledislumsmial LOQ

9 3/ S A
mmu’fu'ﬁ'u ANV UVUDANLD (ppm) .
, o = > o > o v 4 o o o o o o 4 > LAUNANIT
ﬁﬁﬁmﬁ AN ATIN | ATIN fAIIN AIIN AIIN ATIN AIIN AIIN ATIN . 4 .
AUNAY Standard deviation, goUIY (ppm
— 1 2 3 4 5 6 7 8 9 10
SD
LOQ 1 142 | 1.09 | 067 0.23
2 255 | 240 | 1.98 0.28
3 359 | 337 | 3.16 0.34 <1/10 ¥99
4 3.09 | 400 | 3.68 0.39 target value
5 480 | 465 | 467 0.46
6 600 | 550 | 5. 0.5
. v vy v a4
. ; A Y uay RAYN
amhnasgnao s nlinaudEaidAttim eation, § BanimiREamg
-~ = [d [
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