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49310201 : MAJOR : ANALYTICAL CHEMISTRY
KEY WORDS : PROCESSED FOODS / ORGANIC AND INORGANIC SPECIES / ION
CHROMATOGRAPHY
THIPOL SATARPAI : DETERMINATION OF SOME ORGANIC AND
INORGANIC SPECIES IN PROCESSED FOODS BY ION CHROMATOGRAPHY . THESIS
ADVISORS : SIRIRAT CHOOSAKULKRIENG, Ph.D. AND SUPACHAI SUPALUKNARI,

Ph.D. 140 pp.

An ion chromatography (IonPac AS 18 column of 4x250 mm dimension) with
suppressed conductimetric detection and an automated KOH generator were used to simultaneous
determination of the contents of some organic acids namely, acetic acid, formic acid, succinic
acid, malic acid, tartaric acid, ascorbic acid and citric acid and inorganic anions namely, fluoride,
chloride, bromide, nitrite, nitrate, phosphate and benzoate. The method required no special sample
pretreatment. The separation of all anions was achieved by the gradient elution as follows : eluting
with 5 mM KOH (1 to 15 min) and then ramping to 40 mM KOH (15 to 35 min). For anions
studied, linear calibration curves were obtained within the concentration ranges of the anions
analysed in all samples. The limit of detections for the organic anions were in the range of 0.09 -
3.06 mg/L while those for the inorganic anions were in the range of 0.14 - 1.21 mg/L. The
processed foods selected for this study were tea leaves, instant tea beverages, ham and canned
tuna.

For the samples of tea leaves and instant tea beverages, the %recoveries of the anions
were found to be in the range of 83.9 to 113.6 % while those for the samples of ham and canned
tuna were in the range of 78.9 to 135.1 % except the %recovery of ascorbic acid was in the range

of 44.5 to 106.8 %. The precisions of the method were within the accepted ranges.
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a o a 1
T3] .61, 1995 Saccani azay [17] 1ANATIEHNINTABUNTIA199 Ao citric
3’ Y A ' 1 oy Y oy Y 3’
acid, malic acid, isocitric acid 8% tartaric acid Glumwa"lmuﬂmm Wy gy dhauTe i
Qy 3’ A 3’ J oy ~ 1 1 ] I Y 9 a
LL’EJ“IJ!“IJﬁ UUFDT UIDNU LasUl blackcurrant NUIIINLHAIN N NU L‘IJH@I‘H Iﬂﬁlal“lfmﬂuﬂ
=Y U o 4 @ 3 o a 4
vlﬂﬂ@uiﬂﬁNWIﬂﬂﬁWWW Gl«maauu OMNI PAC PAX-500 GI’JGHZHJL! NaOH MNITAAITIEHLIUY
@ v o 1 a 4
gradient elution nazld@Ins9ialu conductometric detector WU ENINTALEANTADUNTE

@ 2’ 9 @ P A < 9 =1 ~ 1 1 =
wam“lumwa”lmaﬂmﬂﬂu"lﬂﬂ UNTADUTUNIULANUDY ummmmaaiuma 0.02 93 73

o oA

(SD) uaﬂmﬂummmiauammauﬁaﬁuq L“]fu lactic acid, acetic acid Lag ﬂiﬂﬂuu‘ﬂ%ﬂﬁ
91

ﬁ1ﬂﬂJﬂEJNL"]fu ﬂai’]]’liﬂ Uae hlumm llﬂg]}']ﬂ mmmumsmwumafmmw Gl,mm wa ]1

a @ @ ] ' a I
IeU®  profile EU’ENﬂﬁﬂ@uﬂiﬂ%ﬂﬁﬂﬂiﬂm‘ﬂﬂ@ﬂﬂﬂizﬂ'f)TJfJi’)fJ@]NG] 1”ﬂ153lﬂ51$1’il‘1/‘|@1"]ﬂﬂ1!

A\

. . 3’ Y a v ~ J 1 [ Y Y 9
characterization Yot lfwiiaa e Mnanuvasaisgiulauaz llumsaruguaunin’la
~ 4
DNNIINY

A 4 a d
11l a6 1995 Lodi 4z Rossin [18] @A 12H1INTABUNTIA19Y Ao citric
acid, malic acid, lactic acid, formic acid, acetic acid, propionic acid, butyric acid, valeric acid 49
a [ P 09} a o
pyroglutamic acid Junansmain ldanthaa Tasldmaialessulasunlansviluazinms
wssuneunumatin high-performance liquid chromatography ¥ enzymatic analysis WUN
a = ] a o 1 A d . @ Y 1
maameIasinTans il lueanusadmaevvas awsousnasnddy  isomer  fuldua
a o a ] %
AT IATIEH lAAematin enzymatic analysis wulunsaves D,L-lactic acid ¥4 L-lactic
. A g @ Ao @ . .. a ,;‘
acid Dorudlsndiaglunsda fermentation activity JunszuIUMIHAR UoNINTTUNT
a o 1
ATITHH propionic acid 1Ay pyroglutamic acid henuisaenlanialasunlansulil
& a . . A o oA oy vy a . . !
IHDNIINY retention time RAYINU ’e)ﬂm"lummsam"lﬂmamﬂuﬂ emzymatic analysis (¢l
a 4 [ 4 a
AT IAa18n0d NIl IONPAC ICE AS6 lumaiinlessu IasunTans 1wl
A a ) a -4
13l .61, 2000 Masson [19] Tafn¥19NTNAV0IAIAza88UNTE (AD methanol
@ a 4 a S 1
ethanol 1182 acetonitrile) TUAI¥E TUMIAATIZHMINTABUNTIA1Y (1Y succinic acid, malic
a g
acid tartaric acid, ketoglutaric acid, fumaric acid L4 citric acid) uazuaull@ﬂauauum?ﬂmm
Y
(11 chloride, nitrate, sulfate 118 phosphate) Tuiiegu laglHimaiialosouTasun Tans il 14
v . Y S o . . A o o o
AoaNiu Dionex ASI1 19 NaOH Tu@I¥uul gradient elution waziiainsivdaily
L. [ qszl Y 9
suppressed conductivity detector W31 M3uen lovouniarualaa R, >1.2)Tasldarlums
a 4 o 1 g’ 1 o
A31EH 20 W 1@ 1¥eAT 13%(viv) methanol Az 13%(v/v) ethanol Tuiin lidesriins
clean-up $10819A9YU MMIATENAI0619 TABIID19AI0E1 20 (MAINTBIAIY 0.45 pm

1 o a o [l
membrane filter NOUNINITAUATISHAIDY
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T A.f. 2001 Chen tay Wang [20] ld%mszimasIianurnug (o
sodium saccharin, aspartame L0 aceculfame-K) "i@qﬁ’mﬁ ] (L“ﬁu benzoic acid 18 sorbic acid)
caffeine theobromine 1A% theophylline 1uB1115 Ao 1ATpAN TAAT viwal uy wa'ldl azen
din TaamaiinloseulasunTans il 1¥neduiiitlu Shimadzu Shim-pack IC-A3 1% 5mM
NaH,PO, (pH 8.20) ﬁﬁ 4%(v/v) acetonitrile L‘ﬂuﬁwz uazi%’ﬁamaﬁmﬂu wavelength-

1 a 4
switching ultraviolet absorbance detector WU ¥ lumsiaszy 45 wH Javeiine

e

MganeunIninTzd 14 §InN52aU sub-ug/mL Tanumiudeglugie 85 81 104% Bneis
a 4 a [] {
NIADUNTINAWFUA 1¥U citric acid, malic acid, tartaric acid L4@% ascorbic acid TEEATETRN,
% L] [} a 4 dy Y =1 =1 [ a .
fega lisunminlumsingy  wennnillanSeufeudumaiin  reverse-phase  high
1 1 1 a &Y @ L] 1
performance liquid chromatography (RP-HPLC) Wy a1 lalumsinsizinudlediaiian
TndiRganuiuai lannmaiin leeeuTasunTans vl
A 4 a g
113l .91, 2002 Buldini Cavalli itag Sharma [21] T@AT1EH¥aTeluNg dA199
Ao chloride, bromide, phosphorus (111; 1/ phosphate), sulfur (Glu;i, 1/ sulfate), copper, nickel, zinc,
cobalt, iron 1ag lead Tuunyiianee Tasl¥msdesuny oxidative UV photolysis (/S euiiey
AUN5E08RIY wet digestion (1¥n3aluasndesluszuvila) 1Hmaiialesulasunlanswiln
.. I~ o v . . I % [
X conductivity Wudmsniauenlessunay variable-wavelength UV-Vis Wuansrniauae-
o .. ' 1 ) . b
looounaenIngn derivatisation 910 post-column A2 WU NM3GDEAIY wet digestion FuTlu
3’%’mmg 14 (AOAC Official methods of analysis, 16" ed.,4th revision, 1998, chapter9) T¥iwams
a P [ . 1< Y A =\ o 1 9 . (=
WAIITUNGINNAN certified values 1ANUBBILDINGUAUNTIOBAIY UV photolysis Lell
Y A ' a L4 . . . . Y A . . .
Joidene TuansainseH manganese, nitrate, nitrite (¢ iodide 14 dipann iodide, nitrite,
. = = v .. ! a o 1
nitrate QY sulfite ilzllﬂ”liqmtﬁﬂhlﬂﬂﬂ UV radiation &34 manganese (II) ﬁ]zgﬂi’)i’)ﬂcﬁllﬂ%llﬂq
oxidation state ﬁq 9N
A 4 a Lo
111 A.7. 2007 Yoshikawa tazaag [22] 1a3n512¥mansdun3da1ee Av acetic
a g
acid, lactic acid, succinic acid, malic acid, tartaric acid, citric acid Lag @13 aumﬁﬂmm Ao
chloride, nitrite, nitrate, sulfide Tup1M13via1eytia A nutoritions drink, moromi vinegar LIQ
A { o 7
yogurt Iagldimaiialosoulnsulans il Alnedmiilu graphite carbon gniARoDAIY
cetyltrimethylammonium (CTMA) ion 96190135 1% 0.35 mM saticylic acid 1% 0.1 mM sodium
. 3 o Y o o a .. 9
salicylate 111 @292 1oz 190195 79IATHA non-suppressed conductivity detector 191381 1UN3
a L4 = 1 . . . .. [} o R A @
AR ITHYTENIY 35 U1 WU malic acid, chloride U2 nitrite litensenAiUIUYdOUA

[ . . . . !
¥211)14 2.0 mM benzoic acid 4482 1.2 mM tris aminomethane (pH4.4) WUNTIWTDLLENDDNIN
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fuldnelu 10 1A Wenanuiuduasanaluegia 10-200 mg/L (correlation coefficients =

0.999) ANMUINBIBYTZHIN 0.40 D19 0.84 %RSD (n=6) FaAMgANAIWIIDIATILH 1A B

U

FENIN 1.2 D9 4.5 mg/L 1aglinnuuiudInInmsanyl % recovery 0g 145349 85.9 94 105.9 %

Av A A 9 a 4 a =4 a a2 d @ L]
\TI‘Ll'Jﬁ]EJ‘VILﬂEJ’J‘UB\ﬂl!ﬂTi’JLﬂiT%WﬁTﬁTi’t)u‘ﬂiﬂuazﬁiﬁﬂuuﬂiﬂﬁﬁﬂ11!@]3@81\1
A a 1 + P ) 1 Y

DITNRIUANTEUIUMTHAS 15U 11 ey wazilainsziles llﬂllﬂ"li‘lﬂ!ﬁuﬂﬂ@ﬂiﬂl‘lfuﬂu Iﬂﬂ

= 1 dy £ 1 = \ dy
msﬁﬂmmima1u1umamw1 mma"lﬂu

I 4 a 0
13l .8, 1995 Wu azame [23] 1@ 1imansdunsdanag fe oxalic acid,

citric acid, acetic acid, tartaric acid, malic acid, succinic acid, lactic acid, carbonic acid, aspartic
acid, glutamic acid, ascorbic acid L& gluconic acid Tagimaila capillary electrophoresis (CE) 14
AIM5993IALVY indirect absorbtion background electrolytes (BGEs) wanesiaNimAnE fio
chromate, p-hydroxybenzoate, phthalate, terephthalate, trimellitate 8% pyromellitate 11013
a o Y . A . J Y Aa 1 Y
W51z Iae 1¥NTZUaUUY negative 150 reverse polarity mode WU I¥imanaAnIINs LU

.. =2 @ Y o K 2 @ o A
positive voltage UONNMSANEIAILUS BGEs Ua89fNEIHav09 pH gaduaulsuann

[ 4

AINAAD selectivity LAz resolution 1UAIIH1 CE wiunu anshaulanaruaendy malate waz

. Y a ¢ & o ¥ . . <
succinate @1M15ouen lAlumMsinszyinilinsilaelyd sSmM trimellitate 11U BGE uaz 1mM

. . . g . { '

tetradecyltrimethylammonium bromide 1114 EOF modifier 91 pH 9.0 I¥aniesnin 10 Wi

v Y
ANMNEvEUNALATEIMSY monoprotic analytes @aulua Tsdeondn 1% dmsum

v
v o

[ [ J o ! a o
migration time 48 1-4% W1VTUAT peak area (n=6) VasiadmganaTadnI ey lauesans

Q
Y @

d' 1 1 -6 9 o a A a d' [ U
neuleduluglszna 2.0 x 10° M uag lddunatiatinninsgdmasiauledinanlu
f106191AT039AN 4 Yszan Ao sports drink, nutrients-added drink, fruit juice Lag ¥
o a 4 a Jd
111 A.71. 1997 Ding Chen 118¢ Luo [24] 1AM AT 1eH ansdunsdanes An
a 4
acetic acid, ascorbic acid, succinic acid, malic acid, citric acid Q¢ tartaric acid @13 oUUNTY
#1499 f® phosphate, chloride a2 sulphate luw IaemadinlossulasanIans il Tddwe
WEUTEHIN 0.75 mmol/L potassium hydrogenphthalate {t81& 0.25 mmol/L phthalic acid i pH3.5
Y v .. 1 [ a A 1y a = Y oA
a3 ailu conductivity detector WU iunatinfide ludedimsaiondiediasgen

[

a =4 a ad Yy (=} d' A o w o' ~
ﬁ”IEJ”IiﬂLLﬂﬂﬁWi@uV]iﬂLLazﬁﬁﬂuu%58@1\15’]]1ﬂﬂ T%“lmmiﬂuqmmu HUANAATAN

=<

a5 R H Ideglugie 0.04 53 0.19 mgL dwmSuasetiuniduaz 048 59 1.34 mg/L

) o a 2 dq Y a L4 ~
disvensounsd 1snarlumsiasizvdszuna 45 uin
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T3l A6, 1998 Horie Yamauchi 4ag Kohata [25] 1@31A312HM1a30un3 6619

v oxalic acid, citric acid, malic acid, aspartic acid, glutamic acid (@& quinic acid LaZ# 150U U-

n38 Ao fluoride Tuawa TaglHnaiin capillary zone electrophoresis ﬁﬁﬁamaﬁmmu indirect
UV absorption ﬁmmanﬂﬁu 254 nm 1%’151/!;1/4@5’@14 chromate buffer (10 mM) ﬁﬁ 0.5 mM
tetradecyltrimethylammonium bromide (48 0.1mM ethylenediaminetetraacetic acid (EDTA) Lﬁﬂ
AANDUDY metal cations GiN“’] (U calcium, magnesium, aluminum (¥ manganese Ao A
migration times 1A% peak areas Va5 Hauly wazludunoumsieioude1918i@ 0.25 mM
EDTA #28 W1 ANufiesd $ 1 migration time 01u929 0.40 §4 0.83% (n=4) nazdmsu
peak area 8glUTI 0.93 D9 3.53% ANumindrdmsuruTerglusie 97 B3 105% uaz
dmsumdioglura 97 89 102% (n=3)

1 A

o a 4 a 4
11l a6 2003 Alcazar azame [26] l@imsdinszimeansounsdaneg A
a d
acetic acid, malic acid, ascorbic acid, citric acid LA succinic acid miaumﬁﬂmm Ao
. a @ [~
chloride a2 phosphate lumulaznlagldnaiialessulasinTans il a1ty
0.6mM aqueous potassium hydrogenphthalate (pH 4.0) LU isocratic elution N 4%(v/v)
.. 1Y A a [ 4 0 Y o v o .. . 1 9
acetonitrile 9gAIY NYUNYUADANY 40 C I5d0329 31U conductivity detection W1k
a 4 = () = =\ @ 1 A A o w <; A
L'JﬁfluﬂWi’JlﬂﬁWﬁﬁ 25 ‘HTVIIQElVlllﬂ’lelﬂ13m5flllﬂ']f]ﬁlﬁ‘ﬂq\‘lﬁﬂﬂ VAVINAATANTINIGTD
a 0 Y 1 1 =
1A IR 0g1ur29 0.6 D9 12.6 mg/L
a o a Jd
T3 A.f. 2006 Michalski [27] 1@Asizrivansesiunidanee fe fluoride,
chloride, nitrate, phosphate & sulfate °lumﬁmaxﬂvmyu"lw3f)shqaz 5 feteluitesnain
TaamaiinlooouTasn TansiNTA 9519 3AUY  suppressed conductivity 14 3.2 mM
I @ ) 1 o v o
Na,CO, tta¥ 1.0 mM NaHCO, WUAI%L MINISUENLUY isocratic elution WU ﬁ%mm@mg@
d' a Y 1 1 = 1 o Ll 1 = 1
Nas3nszd 1deglugae 0.14 89 0.98 mg/L Anumiudieglugia 91 i 105 % Tag'l
Yy o a o A
ﬁmmumuiumnmaumaEmfnqqmﬂ
I 4
111l A.7. 2008 Kumar Narayan W Hassarajani [28] lansizivienlosou
GIING'] Ao fluoride, chloride, bromide, iodide, nitrate, phosphate Li6% sulphate Tuaas (FnLae
a I
kombucha tea) TagldmatinlosaulasinTans il 14 Metrosep anion dual 2 11l analytical
Y 1< @ 1<
column $9NU Metrosep RP 11l guard column Ty 1.3 mMm Na,CO, iag 2 mM NaHCO,
= 091’ A Y a a dA 1 9y @
Taalidunoy sample clean-up NOUIATITDUNTIOUY 00nNOUIAY]S On Guard-P iU On
. ! AN o o o =) a ) ¥ 1 1 =
Guard-RP cartidge WU Nﬂlﬂ‘mﬂﬂﬂTq@ﬂJﬁnﬂiﬂ'Jlﬂ51$‘1’7ulﬂ agiu‘mq 0.01 93 0.05 pg/mL

ANNee 0d U39 4 D9 6 %RSD HazANNULUG PG TUFII 95 D3 106 %
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a J a A d a A d Y [l a o 4 dy v
ﬂTﬁ’JLﬂﬁw’Wﬂﬁﬁ@uﬂiﬂ!tﬁ%ﬁﬁ@uu“ﬂiﬁl@nﬂ‘]6114@]’3@811\1Wﬁ§]ﬂﬂ!mmﬂﬁ¢]’3
3 ' 1 I~] a 4 .. . = ! ¥ ! dy
agtayuiu TﬂElﬁ’luclﬁi‘!]ﬁ]mﬂuﬂﬁ’llﬂ'ﬂ%?iWW nitrite 40 nitrate Iﬂﬁlmﬂuﬂﬂﬁ‘] ﬂ\‘lﬁ@l’lﬂu
141 a.¢. 1995 Marshall t1ag Trenerry [29] I4madin capillary ion electrophoresis

a 4 .. . a <; gl gl
(CIE) UA312WH1 nitrite 1A nitrate 1uoMIsHAN0TUA A0 T gilnzrala viwald 1 uag

9
a o J A o

naasaoiiiodnd 19 fused silica capillary column UYUIA 75cmx75um NU OFM Anion-

a

BT/sodium chloride electrolyte 14 operating voltage MINY 20 kV ﬁqamﬂu 28 °C wazl4dn

?13997A UV absorption fAUENIARY 210 nm WU ATIND nitrate TNAAS U OFA T
Il iia (dia %recoveries agit 91 84 99 %) d M3 nitrite 1Az nitrate 1o le
thiocyanate ncju internal standard

11l A.A. 1998 Siu 1@y Henshall [30] 1@31A3512¥1 nitrate uag nitrite 1w

9
a o J A o

wanduatiiodas Ao uew uay salami TagldinadinlosenlasinlansWil#id UV absorbance
Wudingrnda nudn malddinsiniadlu UV absorbance 31505 WWIZAY nitrate 1A nitrite
viadsununnlessudunfifieggandnld Wanuuiuiigendt 90 % recoveries F39Aw
Wwduase oglurag 300 pgkg 89 3.00 gkg @M nitrite 1Az 500 pgkg D9 3.75 gke
@MU nitrate (WA r'>0.999) uaz%i‘hﬁﬂﬁwqwﬁ'mmm?mﬂzﬁ"lé’ﬁm%’u nitrate 110 nitrite
MINY 50 pg/L 1A 30 pg/L MUAIAY

133) A.71. 2008 Ferreira t1ae Silva [31] 1831A512%¥1 nitrite 1a nitrate a1y
uaulagldmaiin reverse-phase high performance liquid chromatography (RP-HPLC) ﬁﬁ diode
array 1110359930 1¥n0d] HyPurity C18 uag@iwzidly 0.01M n-octylamine 18 5SmM
tetrabutylammonium hydrogenosulphate ﬁ pH 6.5 %1 gradient elution wun Iaennuiiy
@unse TuK9 0.0125 89 10.0 mg/L §M35D nitrite 11z 0.0300 99 12.5 g/L M5V nitrate |
%ﬂﬁ‘h‘"ﬂéﬁqﬂﬁmmm‘?mswzﬁ‘lﬁ’gmﬁu 0.019 1Az 0.050 mg/kg MUAWY AMUTHET AN
2.89% 1ag 5.47% MNEWY AU ogluag 93.6% 9 104.3% uaz I AiTeuradi 18y

J

reference methods ISO 3091-1975 @1HSUMTIUATIZHH nitrate 1ag ISO 2919-1976 ATV

v 4
9 w = Q/

a 4 { [} 1 [ L] @
MIUATILH T nitrite 1¥wah luiuanaranuedaliiiod v 1% significance level HBAINTEH

5

=).

~ Ay Yo . oA "o Y o AN o w
MeuHaN IAND NMKL Collaborative study #Wu1 Innuuiudrlndifesiunaziiiading
AM503AT1ZH 1R gINI1V09 Ferreira 1ae Silva
Av A A 9 [ a 4 a =4 a ad [
NUIRNNGIVOINUMIAATIEHNATOUNI BuazasoHUNI 0139 Tudarniin
oa; 1 [} I a o o a { 1
nsefloaiu Tasdrulngrzidlumsinsizimlanemin wieo lanelinuidudlouluemis

9 a 1 [T ] dy
Aemaiiagae sane 1/i
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I 4 a
13l .61 1999 Voegborlo El-Methnani a2 Abedin [32] Jatnsizrvsuna
@ [l 1 + 9 a . .
Y94 mercury U9 Insziloalaglamaiin  cold vapour atomic absorption
spectrophotometry Hazn1/311v84 cadmium 1ag lead TaelHmAiA flame atomic absorption
Y
spectrophotometry WUNHUTI 13 Tanza1eq uaasluniie pg/g aothmindenvesqieds I
L] ] = S d' 1w =\ . L] ] = =\
mercury ag“lmm 0.20 94 0.66 UAURAUUNINY 0.29 pg/g J cadmium ag“lmm 0.09 939032 U
1 d‘ 1 U = ) ) = =W d‘ 1 o d! ) dyl
AUNTBININD 0.18 pg/g 1ozl lead 08 1UYI9 0.18 3 0.40 NAURABININY 0.28 pg/g FILIHI
Uanpirlunouilingia Mediterrancan ¥091/52104 Libya Hanunduduveslanzainandind
AgeNTVYBY FAO/WHO tiaziianuuiugn oglusie 90 59 110 %
1131 A.fl. 2005 Khansari Ghazi-Khansari 11a¢ Abdollahi [33] 1@31A512¥11
Usuaves mercury LAY arsenic 6],‘L!']Ja”I‘]Q‘Lj”lﬂizﬂ’t)ﬂﬁﬂEl&l"’lgf}wlf"lﬁ?‘l hydride generation atomic
. ~ . o a o 9 a .
absorption spectrophotometry YMEN cadmium 4g lead mmsuases lagldmaila graphite
tube atomic absorption spectrophotometry ttaz11umMINATIEHMNYTIIUVOS tin Tasld flame
Y
atomic absorption spectrophotometry W1 U5uau Taviea1ee) uaaluniieg pg/g aotmin
=) v 1 = 1 1 = a0 ~ (Y = . 1
Jenveadied1a U mercury 0g11UFII 0.043 DI 0.253 UAUNABNNY 0.117 pg/g N arsenic 0
11779 0.0369 D13 0.2618 UAURAININY 0.128 pg/g & cadmium 8¢ 11F9 0.0046 D3 0.0720 1
ANRAGININD 0.0223 pg/g 3 lead 0g1UF9 0.0126 719 0.726 HAURAGININ 0.0366 pg/g 1oz T
. & dyl 1 1 . a 1 = Yy 9 [ 4 °
WU tin $919%311)a1911910817 Persian ¥91)szmadns1y Uanudutuved langainaidf
N1A180UTVVE1 FAO/WHO taziinnuuaud oglusig 91.7 +2.89 019 99.3 + 4.03 %
Av A A 9 [ a 4 a =4 a Al [
NUININBIVDINUMIAATIENHATOUNI BuazasoHuUNI a1 Tuadaniin

v A 19

+ 3 ] [ I~ a r'd o A A Aa d'
nyziloaiu  deliegies  lasdrulugazitlumsuaneimlavenin  vieo lavzlinei

U
Y

& v o Yo =2 Y A a s A ad A Aada
ﬂulﬂﬂu1u@1ﬁ15 ANUU I?d']"llElfl]\‘]llﬂﬁuvli]%ﬁ]$3L951$WﬁTﬁ"ﬁﬂuﬂiﬂl!a%ﬁTi@uuV]iﬂﬁTﬂ"]11!

UampinsziloalasmartialoosuTasun Tans il

1.5 33M3AATErNIdUNIduazmsediund lnamatinleseulasunlansvlil
TopouTasinlansl  WhundeadlefildnszinnlSmanaiedlugdves
sy Taslinnuaunsolumsuenuaziinelszauinuazilszgan dwmsuassuniduay
aseniunidlumsazats  Tagerfonanmsved liquid chromatography na1Ife  ©1FE
NIZUIUNIT ion exchange T 21219 mobile phase Il@i¥ ion exchange groups Qﬂﬁmmzﬁl support

material ( JUN58 NFLEN anions WA quaternary ammonium groups aanNy polymer (a1
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o 4 o
ATMNTUEN cations 921A sulfonate-, carboxyl- 130 phosphonate groups) a3ndsznouvian
4 o { 4 o y
1309 levoulnsinlans v uaasdegdi 19 Tasliesnsznou Al
. o { ) @ 1 . a a ]

1. Eluent Reservoir vt unsusdrmsula mobile phase irhlaaiinluld
= 9 A [ a o A v v @ a = 1 .
lomaetlestumsinamsveuaiiedudaiueengiaulueinia Laglin1sn nitrogen

oy o & o A Yy 9 9 v o o A .
gas 3Me Nudumsilesduermeainarartnedunas iuussiumaou mobile phase
Y1 A a y A A o "y o A .
g pump #50 lUNTAVRIMI 1HAT0INAARI¥L I INAY ﬂﬂgﬂ‘ﬂ 18 7Mo1u eluent reservoir 3%
Y )
‘]Jﬁi]fh deionized water (DI water) Lﬁﬂwmmé’qmumm EG50 LGISJ}”IE;( cation-exchage connector
~ 3 a Aaaa A v W 3’ FY ~ 3’ a Aaaa a @
Wihaunalgisesanduveairlaleasen lud leeounazidruinnalfnier  eendiadu
Y
w9911 781U EluGen KOH cartridge 33 Inunaidon looour1uuidy cation-exchanger Han
I 4 o
mobile phase 1Ay Tnumadonleasonlod Tasanududuves KOH talsiumunszuauas
Y

wsupAuAUsaIINS lva 91T IMINEIdIU CR-ATC (Continuously regenerated trap

o Y A o w 4 A A dy @ 2’ 1 9
column)  wmhidvamsvemanazueu leseudugiludleuiniihneowdgaiuves
[ § a =
Degaser 118239 81lu KOH filianmusgnige wiouldau
[ 1 F4
2. Pump M1 Tuindeu mobile phase XRINISTRT single-piston lQ& dual-piston
pumps 1A81U1 dual-piston pump LA INITDAATYYINTUNIU (noise) 10 pulse MTENINNY
mMsTunaeugngy amsnlsumanuauazdnsIms vald Weszunimanuaugandim
o o o wa A @ = A a 42‘ o o 4
fvua pump zHgamshau laese Tudaietlesnuanudenenenazimnaiuiuaoaind
Y A OSJ’ A 1= = o 9 A o w
18 fifwuuniivas 1485200 Degaser Farhmnlumsidanesermanieluszuy
. . o Y A A a Jd Y 1 v J a A o
3. Sample Injection MHIINAAAIINILAATIZIGADANUMWITIINTNM-
Y
WU TNV (manual) 1AZLUUSA 1WA (auto-sampler) KUY injection valve 1A
Y
VLA 1Y LY 6 port valves DNNIEIAINTDLEDN sample loop IAHAEULIAAIBAUATNAIN
Y
IMINZEUAA SPL D4 100 pL
] I
4. Column 900U guard column LIQ¥ analytical column H30 separator
o 9 A g ] o A A A A
column 18 guard column fhwmthfudrutlessududetunioynnvuialvgusoats
& 4 { o w 1 1Y { I
Yutlouduqne1nidunsions analytical column 14 Tasdaanldlu guard column aziflu
yHuaReINuUNU Ty analytical column UARAUN particle size a7 analytical column Mnthn
1uﬂwiggaﬂ"laaauei1m PONINNUAN valence “U’ENll’e)’f)’t)u, Seiuog hydrated ions, polarization
1 F4 [
voa'lovaunazvinavedlossn 1y retention time ¥9419BOUILNUTIUIND ionic charge

A dg’ v A . = . Y Aa 1
INUYYU, TANUVDN hydrated ions AN, ‘lﬂﬂﬂuﬂgﬂ polarized ”lmmuaz"laaaummum“lmg
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5. Suppressor (A9317 17) hwthiaaan 151 1 ves mobile phase Taarlaon
1 { o 1 o 1 I .
Ideglugiimir i 18 desunnie livir Wi wu nsdild KOH 1T mobile phase lanson-
o [ Y oy = [ A A e Yo A Aa
o losouszdunuTusaou laiduiin Jumnuindumsiiy sensitivity 1dnuasnaulanil
1 a A Y A 1 A ] ] = o w
aglutlSunafiosnnngla diulesouninous edrusu Tnunmonlosouvzgniiinosn
MNTZUDREUIIAINTI9 T0
o Y A v v W o A [

6. Detector MY dauasviadygranazimslasudygraaingy

I 4 1 [ YR o v [ a (]
analog  1hilu  digital e liidmtiuiinuazlszuranade ) Noguatsaiia 1wy

. . . I 9
conductivity detectors, UV/Vis, amperometric 8% fluorescence detectors wWuau
~ A o o A A 9 o Y A w d‘

90310 19 szUUILTANHAULMININY AD 1TUAY pump MMTNNTUINADY

mobile phase 1HoRAT15a2A10A10619 (loading) MUNIY loop injector MNUTUIATUDY sample
1 v Y [
loop AMviua (N5 fixed loop) i atmospheric pressure NNTUHBRINT switch injection valve
VINAWNUI Toad TUGRWNUN inject Ar08199zad 9/ u11a guard column @z analytical
. % . 3 a { A g
column A8 mobile phase #4n1814 analytical column iluvSHUNAAMSUENTU Taoden
1 F4 1

stationary phase Hazan MMM A mﬂﬁuﬁwmvthmumm suppressor Mninnaa

o Y =KX 1 Y 1 A o v W Y I 1
ﬂ13u1l11/‘h711‘11’ﬂ\1 eluent LAIWWIUIVIG  detector IWDNINITIATYYIN qwmmﬂumumm

recorder 1182 @IUUIENIANA (digital integrators)
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Principle of Suppressor (anion)

Pure water or
Fluid from
X-:Anion in the sample Detector

Y*:Cation in the sample

P 10,0,

H0 K ;
YK K OH : H H: + OH- — H,0

s To detector
{sample, eluer) H + X Hix '

HOH .
g MtOH M P wp

EErEEEE——————————————

EluGen KOH

Cartridge [KOH] o LCurrents

Elow: rate
K-I-
Electrolyte
Reservoir

57 18 M3MNUVeUNT0IHAAAITLOR TR (EGS50) [34]
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A
M -

Suppressor

: Device

De

Conductivity
Cell

r Fum [ Fe qen In
?—:ﬂ )

Guard Column

Analytical

] FJ v
51l%1 19 sadtlszneuiiuguvounseslosonlnsinlanswl [34]

u

[y J a v
1.6 Ingiszasnvesniidy
= ax =S @ 1 d' a 4 a ad a
LAPYINTMIRTouaI0e19nmzay UM AT 1L HIasouUNs duaz a1soiu-
A I [ [l A a A Y Y A [
N30TUAIDIOIMINAIUNTZVIUNINAR Ao TUuds mwdonay uan  uazilaigin
nszileq
= d' a =4 a =4
2. Anaanziming aulumsuena1souNnIouaz 1T uuUNIVOIaITUINTIIU
wary Taaldimatinleoou Tasun Tans vl
a 4 a a =4 a ada Y] 1 d'
3R HMYTINMVIEITBUNI LA @ITeNUNTOA19Y  TuAI981981115N

funszuumsnaa TagldmaiialoosuIasu Tanswl

d [y H 1y
1.7 Yszlaavivesanddsnmanazlasy
o a <Y a N A 4
Lanwsoiannzlumsinszialemaiin looou IasunTans il Jasizeim
a =4 a ad a 1 d‘ a [ A
f13ouUNIduazasoiuns oane luemsriaaee eniuauaunmlsnavesingieilu

@ 1

A [l a 1 9
wuag“lumaﬁmmmwuﬂmm"lﬂ
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9 a A J a A Jaa N Y o [
2.37U5UVDYAIN profile VOITITOUNTULAZAITOUUNGY 'JLﬂﬁW%“Vihlﬂ WM

2
characterization ¥84@3081901M13¥HAT U Tundazuvald



UNN 2

a A A
A13IAN HAZIATIDIND

2.1 w5esile / gunsaiiililumsnanes

2.1.1

2.1.12
2.1.13
2.1.14
2.1.15

2.1.16

Dionex ICS-1000 t1az 115141054 Dionex CM Dongle Chromeleon 680 SP1 build
2238

Dionex reagent-free controller RFC-30

Dionex IonPac AG 18 Guard column (4x50 mm) 148 Dionex IonPac AS18
Analytical column (4x250 mm)

Dionex ASRS ULTRA II 4mm Self-Regenerating Suppressor

Refrigerated centrifuge IEC Multi-RF R404-A (Thermo IEC)

Vortex-Genie2 mixer G-560E (Scientific Industries, Inc.)

Homogenizer Ultra-Turrax T25 (Janke & Kunkel Ika-Labortechnik)

Lﬂ?"t)ﬂ‘f]l! Panasonic MX-795N

Hot plate M21-1 (Framo-Geratetechnik)

150a%1 NATIEN 4 A9 Adventurer AR2140 (Ohaus Corp.)

Nylon Syringe filters YU19 13mm, pore size 0.45 pm LATVYUIA 25mm, pore size
0.2 pm (Verticlean)

NITAIYNTON Whatman L‘U'E'Jﬁe) 1

In3auAe

150UR7 (glasswares)

ﬂi%ﬂﬂﬂaﬂﬁ”ﬁﬁﬁ@ﬂﬁﬂlu”@ 3mL

unaluTasoundouds uazgUnsainauguisIdu (Nitrogen gas 99.995% Lab

grade)

28
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Y

A A = a Y a =\
ATNN 1 1YYOATIAN VT NANAA LIAZINTAVDITITIAN
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a1l UIHNAHEN N30
Acetic acid B.D.H. Laboratory Anala R
Ascorbic acid Fluka Puriss
Citric acid anhydrous Fluka Puriss
Formic acid Fisher Chemicals Anala R
Malic acid Fluka Purum
Malonic acid Fluka Purum
Potassium dihydrogen phosphate Fluka Anala R
Sodium benzoate B.D.H. Laboratory Anala R
Sodium bromide Fluka Anala R
Sodium chloride Fluka Anala R
Sodium fluoride Fluka Anala R
Sodium nitrate Fluka Anala R
Sodium nitrite Fluka Anala R
Succinic acid B.D.H. Laboratory Anala R
Tartaric acid Fluka Puriss

2.3 MamsgNaIsazae

2.3.1 @130¢01011ATFIU [WUAU 1000 ppm

aA g < o Y A o a Y
1. ﬂiﬂ!‘V]L‘ﬂ‘u“Ui’NLHN %Qﬁﬁlﬂ@]iﬁﬂ! 0.1 g MYATOIPIOLIDYA ATD1YAIY

deionized water 18920151195 911@ 100.00 mL ﬂ%’uﬂ?mmﬁ'aa deionized water

aA g = 1 a
2. nstindluveunal dnamsuasgiu 100 uL laluvanliuasvua 100.00

mL U515 11a35é28 deionized water

2.3.2 @1582A10MIATFIU WUTU 100 ppm

Tlaasinasgiu Wudu 1000 ppm 91090 2.3.1 11 10 mL laluvaalsuag

WA 100.00 mL U5U1/511051314 100 mL @18 deionized water
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2.4 M98
o ] I ] A 9 A o d' Y d‘ Y [ [
Mmsguiiedes luaaia A ymdenday $1uau 7 oo Bieaz 3 Aed
Tuanuis $1u0u 5 9o Beay 3 ded1e uen $1uau 5 are uazdaginszdles $uau s

Ay 1% A
Yo ANAITINN 2

]
1 Y l

A13199 2 T18¥eIMITNIIMTaNA1819luna9

q

4 o

Code Name Fonaanuai/usindwanSusaonlinaadiulsznouidny

y A
FINIDNAN

] Y ]
Tea A ﬁﬂ@&lN‘b’WW%}@NﬁM Oishi Green Tea/ 1.109% IM5AAY 3109/ NAALID 29/10/07 /

Y

1191887 99% LazAUNTU 0.15%

Tea B f19819 NS o UAY Fuji Cha Natural (Green Tea Formula2)/ YU WATIUNT I/

waaie 7/3/08 AUV 99.9% LA INTUEF 0.1%

o ' y A . % S o a I (d o a
Tea C AIDYNYINIDUAN Pokka Green Tea Jasmine/ WBAAN ﬂﬂilﬂ@ili%u(ﬁﬂﬂiﬂi) (3]

Tida/ WaaLie 26/6/07 1az 1/1/08/111 74.18% SUVIGRA 21.60% taziiiaia 4%

o ' 4 s s
Tea D #0819 N5 DAY Pokka Japanese Green Tea with Catechins/ WOAf1 nosilos

o Aa o s aa d a d‘ IS
Li"]ﬂ!(ﬁ\iﬂil]i) AR/ WaaLtue 20/10/07 tiag 20/11/08 / ¥ V873 99.9% Laznin

a

¥U 0.05%

1 v 1
TeaE | M0019WToNAY Zummer Oolong Tea/ LY. HALOUAATIF/ WanLiID 2/11/07 /

Y

130 10U 1%) 100%

TeaF | #1009 IM50UAN Zenya Green Tea with Super Lemon/ U9, {{auonaa3id/
ALl 27/12/07 wag 29/1/08 AN UV 90.20% 11A1R 9% HTUIING 0.3% LAy

INVUE 0.03%

1 E4 1
TeaG | 108193 W3 0UAN Oishi Black Tea Lemon/ 1. 108% M30@A1 $110/ waailo
Y Y Y Y Y
12/4/08 /A1N%181 35% W UTEI 20% 11010 7.5% 1henangnlad 5% tagii

Y
PLUMNNNUSUITUTY 0.01%

luwmria

TeaH | #29813%1 ICON Oolong Green Tea (No.12)/ ¥1%8%19%/ waatle 7/07 uag 8/07 /

g99 1131 100%
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< A A o o '
AITNN 2 318‘5@61ﬁ15ﬂﬂ1ﬂ15’qu¢]’36EINGI,L!GIGW’I (919)

Code Name Fondasuatusindnan Sudeudliindadinlseneviididny
Teal | §20619%1 Oolong Tea 303 a3 1nge/ lytiuuduuua vl Tulsees uous woud
voaneTsend sutlesa noud ondiloda aes Tihsau waaiie 1/3/08 Auan
100%
Teal #1961 Black Tea Leng Hong 1949/ 1. 1111 Suisined $1iia/ waauile 1/4/08 /
Tuwa 100%
Tea K #9819 Lipton (Yellow Label Tea)/ PT Unilever Indonesia/ wamﬁa 6/11/07 /
Ty 100%
Teal | §70819%1 Three Horses Tea (No.3) 1. lusnawsh $1ia/ waaiileo/06 Auan
100%
HaN
Ham A | §7081918% Toast Ham TGM/ 11, InawgesiiuiinTilsand 1da/ naaiile 3/7/08 /
Lﬁyawg $0% 11 15% uaxmé‘mﬂgﬁﬁ 5%
HamB | §0¢1auau Sandwich Ham/ D.11anenuay Tlsénd swwate $1da/ waaidie
23/6/08 /Lﬁ”’emyj, 1nde, vhona uazindeans
Ham C | f10819484 Sandwich Ham (Home Fresh Mart)/ 1. InseassiuiinTusand $1a/
wamilo 8/7/08 /Lf‘;ﬂﬁy‘, 1nQo, vhana tazinioame
HamD | #0613u8y Sausage&Ham/ 1. Ffitow naasaaionmns siia/ naaiiio 23/7/08 /
Lﬁyamg, Inao, vhana tazniame
HamE | §908191103 Cooked Ham/ UN0.108 1OUS T FUAAN $150/ HAALD 4/8/08 AflD
Wy, INA0, Yhana uazinieame
dampinnsziles
Fish A | #0819a1munszilos Nautilus Tuna steak in oil/ V. WiNeia dudaas e/
waaiile 7/08 11a8/08 /ﬁ”mmnm 75% vty 24% uazinde 1%
FishB | @08 191/amiinszilos TESCO Tuna Chunks in Brine plus/ U.Wne1ila dudd
a3 $1a/ waaidle 27/6/08 az 4/7/08 /ﬁmmnm 70% 111 20% azinde 1%
FishC | f00191/a111nsiled TCB Chunk White Tuna in Spring Water/ U1/9.1501)
ava uautia (Wszme'lng)y ndaiile 7/7/08 /ﬁwﬂmumﬁuﬁmﬂﬂa 75% 1az
vhuis 25%
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< A A o o '
AITNN 2 318‘5@61ﬁ15ﬂﬂ1ﬂ15’qu¢]’36EINGI,L!GIGW’I (919)

[

Code Name Fondasuatusindnan Sudeudliindadinlseneviididny
Fish D ﬁaa&inﬂam}hmzﬂm Sealect Tuna Steak in Vegetable Oil with Broth/ 1. Iny
saAuianeaamngsu $1fa/ naale 21/6/08 ias 3/8/08 /ﬁynJmmh 75%
sifudamdes 15% in 9% nazinde 1%
FishE | deod1ilauinszdlos TESCO Tuna Chunks in Brine/ U.51ne1iln duddn3

$iiay waauile 23/10/08 Al1lanun 70% 111 29% tazinge 1%
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NMINAAdIUATHNANIINAAD

3.1 VUADUMSINTANAIDEN
= Y] | Y d‘
3.1.1 MSINTENAIVENIBINONAN
] 4
NTIOINIY 0.2 um nylon membrane filter aslufinines vuia 5 mL 919199919
A1522AYMUANUHIE A
= U ] %
3.1.2 MSIASENAIDEN VB HRS
Y = 9 1 <3 A Aay a Yy A A
1. ualum Ivaziveanle Insauae inulugawaraanniaatin udunulunie
o Y A o = 1 1 1 . .
2. %9 0.5 g AN 30IIazven laaaluviagdauy viia 250 mL 1d deionized
water 80 mL
o ~ A = 0. & =
3. AU hot plate NYUMHNUTTUIA 90 D9 100 "C 1A UrIa1 30 WIN
2 2
v A < [ a
4. aana I31Eu nseadenszaunsedldasluvinllsunas vuna 100.00 mL
Y5U1/511954738 deionized water LAZATOIAY 0.2 pum nylon membrane filter
3 = o [l Y dy Y o ad = o ]
Tudupeumswssudiognalumuiail ldaanlainnIsmsmsendiediaves
Ding iazaae [24]
3.1.3 MIIAENAIVENIUTN
4 y < a i a < { a
1. vaugn Idazideadamnsosilunulugenaraanntlaaimny 13nguwgisc
o Yy A o = 1 v 1 . .
2. %3 10 g Awn3odriazioen laaaluviagdyuy vie 250 mL ld deionized
water 100 mL
091’ A a 0 o Y A
3. 19U hot plate NYUMHNUTTUIA 75 "C 11115 Homogenized AI8IATOY
LA < ' - Ao 2 yyg va
Homogenizer NAM157 9,500 FousouH Hunar 30 i dana 13 lvidu
o . A < 1 J= R~ ~
4. 1111 centrifuge AR5 6,000 FRVADUIH 1 UNAT 10 W1
4 v
5. nypadenszansedlaasluvinilsunas vuna 200.00 mL Kmsafansan
goanumniaslunaea centrifuge (1490 4.) YSU151195828 deionized water LALATBIAY
0.45 118 0.2 pm nylon membrane filter ANAIAY
09; = % 1 dy Y v an = Y] 1
Tudunoumnssudiaauauil ldaaulatnnIsmsmssudIsgaved  Siu

11a2 Henshall [30]
33
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3.1.4 mamseudeeslaminnsziles
Y dy ] o ] Y = 9 A y < A A
1. anedai iimsvadampi liaziveadianieail inuluganaraani

a a < { a
Uaeriin uazinn P3nguvgii 4 °c

o Y A o

2. %4 10 g AenTostiazen Taasluviagiauy vuna 250 mL ld deionized
water 100 mL
0911 ~ a 0 o Y A
3. #NVUU hot plate wqmwguﬂﬁzmm 75 C N11N13 Homogenized AIYATON
.4 < ' I A 2 yyg va
Homogenizer 1111157 9,500 sousou1 1Hunat 30 wii dena 3l
0 . A < T A g ~
4. 11111 centrifuge N353 7,000 sOURDUIN 1T UNAT 10 W1
Y v
5. nseamIensraEnsedldasluvingiunes vuia 200.00 mL himsanansai
goanumniaslunaea centrifuge (1490 4.) U511UT1103878 deionized water LiaznNTBIAIY

0.45 118 0.2 pm nylon membrane filter ANAIAY

= d' Aa d a A d A = ¢ a
3.2 msAnmannziminzanlumsimnzrimasouniduazanseunsdlaamnatia looou
Tasunlans il
a 4 a a 4 a =4 a =
MsAATIEAMAN Iz ay lumsInsTIzHaIsounsdazaselunsolu
A a vy a = A Y .
211MsNUATTUIUMIHARAemAaLa loeou Insu Tans il Taedenld stationary phase
I . = . I . Y
11114 Dionex IonPac AS18 (¥ functional group 111y Alkanol quaternary ammonium) waz 14
. <3 . . { y A o a o Y wa
mobile phase (T4 potassium hydroxide 1 la1nAToMaaA 1wz ¥1in laasen loauuudn Tuia
A9 EGS50 muquéfaﬂ Dionex reagent-free controller RFC-30 1A81# 381910 deionized water
IEMInaaeg
1. 9380 a15a221901A T FIUNTY Ao fluoride, acetic acid, formic acid, chloride,
bromide, nitrite, nitrate, succinic acid, malic acid, tartaric acid, ascorbic acid, benzoate, phosphate
LA citric acid 310 stock [WUTH 1000 ppm a4 1uvIAYTUAS
o = y A
2. MmsfamsazaeasuRautuniod losou Insun lans
v Y
3. viaaMeiminzau lunsuenialuY isocratic 14ag gradient mode
NanN1sNAa0
= A . Y 9 =
ganziminzaulumsuen Ao 90172 gradient Y09 KOH [udY 15 mM Anian
= = A Y Y A =~ ~ A < Pl Y
1 64 15 witazmyaNututwiy 40 mM finar 15 89 35 WA @15190 4) wmiulanly
a S 1 1 {
nanlumsiased i §A1 Capacity factor (k) = 0.3-9.8 anni laauselduen

a = A S YA Y ! . . . Y 1 .. . .
#130UN30 uaza1Ioiunsd 14a ﬂﬂlﬂuiuﬂqu dicarboxylic acids 1&un succinic acid, malic
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. . . ISP . £ A 1 o =
acid 1ag tartaric acid UA1 Resolution (R) = 0.4-0.5 G]Nﬂ’e]ﬂlLEJﬂﬂ’é]ﬂMﬂﬂuubJﬂ a5szan

a A o ¥y A . . 1 A o A 14
uau"laaauauuma ﬂi']ﬂ{]cl,?imu‘lfl retention time NOU 15 UIN AIAITINN 3 ¥nNLIU phosphate
= = ~ a A Jd ~ [ c?z‘ 9 A < Y
y tR:23.9 UIN YUSNNTIADUNTY WUNLIATHANIINUY gNLIY ﬂiﬂﬂuiulﬁf}ﬁﬂluWﬂ!ﬁﬂ Vlﬂllﬂ
acetic acid 1lag formic acid MUY 5 WA laglu peak 1 1-3 Ao fluoride, acetic acid 40

[ 1 1 5 1 Y] o a 4
formic acid UA1 R 9gITHIN 0.9-1 Gd]f\‘lﬁ@’ﬂﬁ'm']‘imlﬂﬂﬂﬂﬂ‘ﬂ']ﬂﬂu1ﬁaﬁ1u13ﬂu1u1ﬁlﬂ31$‘ﬁ

S

Y
v

wilSuavesasiug 18 Chromatogram #1 lduansdagil 20

{ 1 a 4 a ¢
A15199 3 A1 Retention time 1182 Capacity factor Yo4e5OUNIOUaZETOHUNTI IUA1TAZA1Y

WINTITUNTY
Compound | Retention time (t, ) (min) | Capacity factor (k’)
Fluoride 3.5 0.3
Acetic acid 3.8 0.4
Formic acid 4.2 0.6
Chloride 5.8 1.1
Bromide 7.5 1.8
Nitrite 11.2 3.1
Nitrate 13.3 3.9
Succinic acid 15.9 4.9
Malic acid 16.8 52
Tartaric acid 17.6 5.5
Ascorbic acid 19.9 6.4
Benzoate 20.9 6.7
Phosphate 23.9 7.8
Citric acid 29.3 9.8
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6.0+

4.0

2.0+

14
10 11
5 Je 13
4 s 7 12
O A NI T

00 L/

20 Y
o0 50

u

L L I i I
10.0 150 200 250 300 350

Retention tmedmin)

51/#1 20 Chromatogram ¥o4E15BUNISLALANTOHUNT lUAITAZAINATTIUNEN

Peaks: 1=fluoride 0.1 ppm; 2=acetic acid 1 ppm; 3=formic acid 1.2 ppm; 4=chloride 0.2

ppm; 5=bromide 0.5 ppm; 6=nitrite 0.5 ppm; 7=nitrate 0.5 ppm; 8=succinic acid 12 ppm;

9=malic acid 17

ppm; 10=tartaric acid 12 ppm; 11=ascorbic acid 12 ppm; 12=benzoate 1

ppm; 13=phosphate 0.7 ppm; 14=citric acid 13 ppm

A A ~ 9 a 4 a =4 a =4
A5 4 FANENHVZANN 1S IUMTAATIEHHIAITOUNTILaZ TS0 HUNT I

Column

Mobile phase
Gradient mode

Flow rate

Column backpressure
Column temperature
Injection volume
Detection

Cell temperature

Dionex Ionpac AG18 guard column (50 x 4 mm i.d.)

Dionex Ionpac AS 18 Analytical column (250 x 4 mm i.d.)
KOH eluent generator (RFIC EluGen Cartridge EGC II KOH)
15 mM KOH (1 to 15 min) ramp to 40 mM KOH (15 to 35 min)
1.00 mL/min

<1400 psi

30°C

25 uL

Suppressed conductivity

35°C
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a d a d a d a
3.3 M3ANH1 Detection limit TUMSATIZHIMIAIdUNIdUazasoiun3d Inamaiinlosau
Tasanlans il
° = A o @ o a A s A ad A A A
MMIANBIVATINAMGANA WD AATIEHHIAITOUNIIUAZA1TOUUNT N
aulaTagmaiia looouIasun Tans vl
3EmInaae
o 0911 [ A 091’ =S Y A
1. m3faan1zaaluaisnai 4 9117 A reagent blank (9 1AT04 loosu Ins-
1 Tans
a a’g’ uszl v K @ A 9
2. WNTIZHET 10 AF9 (n=10) TuAnda81904 reagent blank Mo 1114
3. MUIUANTIAVUNIATFIY (S.D.) azAIUIUAT Limit of detection (LOD) Al
Limit of quantitation (LOQ) 91NgNT [35]
LOD =3 x S.D.
LOQ=10x S.D.
Ay Y [ U . .. o 1 AN Y J
4. i 1dazal 1A Instrumental detection limit (IDL) 11a19 16 unuaiaalu

2 v '
AuMTIFUATINA calibration curve YBIATHUNAIIANWTUTUA

WHaN13INAaoy

U d'
PNAITINN S
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A1319N 5 A1 Detection limit, LOQ, working ranges i& correlation coefficient (r2) VDI

a S a A d
AITDUNTYUASTITIDUUNTUNN)

Compound Detection limit LOQ working ranges r
(mg/L) (mg/L) (mg/L)

Fluoride 0.14 0.39 1-80 0.9997
Acetic acid 3.06 4.12 10-800 0.9993
Formic acid 0.24 0.52 1-48 0.9990

Chloride 0.23 0.74 1-802 0.9998

Bromide 0.56 1.19 1-33 0.9993

Nitrite 0.26 0.76 1-28 0.9992
Nitrate 0.89 1.34 1-30 0.9993
Succinic acid 0.24 0.88 0.6-20 0.9990
Malic acid 0.09 0.64 2-20 0.9992
Tartaric acid 0.43 1.06 2-20 0.9992
Ascorbic acid 0.31 1.22 2-260 0.9997
Benzoate 1.38 2.71 2-20 0.9991
Phosphate 1.21 2.03 2-603 1.0000
Citric acid 0.29 1.09 2-1826 0.9997

a d a d a d a
3.4 M3ANY Accuracy THMIIATITHIINIBUNIdUazaseiunId Tnamaiinlossnlnsin-
= o .
Tans W 210m391 Spiked recovery
MIMIANEIANYNADIVDITDYAINNTT spiked AITALAIBNIATFTIUAIE N
Yy 9 ] @ 1 a [ S I 4 Y
nawanuEnduniveuasludtednennssianie uaasluglvesmsnulesiguans1a
v A d! =1 a a Qdd’d 1 d‘ Y] 1
NALAU (Yorecovery) Fagnanilszaninmveddsnineasnauleludaless
FEmInaae
- ~ 1 a ~ 9y 9
1. wsenasazaenasunduvesasnauluaazyia Anaanududu

RRYGLY
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2. hasaza1euasgIuHauAuas luA 19619 (spiked sample) a251M51AT OW
o (] o o (] 1 a o a 4 3’
freg1aluiide 3.1 mudszianvesdiedeemsuaarysiia iimMsAnsIzy 2 1 azdn
Y] 1 19 a .
A10614 lidouAuaIsaza1euI1nTFIUNEY (unspiked sample)
3. AUIUA Yrecovery VINYAT [35]
%recovery = (C1-C2) / C3 x 100
Y v ~ .
C1=anuiuduvesarsnaulalu spiked sample
Y 9 = o .
C2 = anunIuvesasnaulalu@210619 (unspiked sapmle)

Yy 9 A A a o '
C3 = anuuvuvesasnaulanwuludlods

WHan1Inaasy

@ A < @ 1 % ] A c?/‘ 12
ﬂ\‘lzﬂﬂ 21 18 22 1WUAIBINNTHI Y%recovery lu@a9819 HamE “VIlI“VI\illlliJﬂTi
Lauﬁ15ﬁ$ﬁ18ﬂ1@ﬁ§1uﬂﬁﬂ (unspiked) !,Lﬁ$1dlfnilaﬂﬁ?ﬁﬁ$ﬁ1ﬁlh1ﬂ3j1ﬂﬂﬁﬂ (spiked) 911

o w

BRI mﬂgﬂﬁ 21 18 22 LI UIN peak VDN nitrite, nitrate, succinic acid, ascorbic acid Qg

v v 4 ] 4
citric acid § peak area MWVAUEDIHINMTANTITAZAOMIATTIUVAT

15.0+

10.0+

5.0+ 1

-
I * * | x 14
| ‘Bkt I 6 ", MJDJ-]\T‘LLW e I =
A4 Ml J_AF'_\..I ~ T = | T
05 —I— 77—
10.0 150 200

250 30.0 35.0
Retertdon tme(mn)

{ a 4 a L o (]
511 21 Chromatogram ¥93e139UNI Az a1 UUNTE1UAIDE1LEN HamE (unspiked)

(@wmmamﬁﬁumﬂgﬂﬁ 20; * = non determined)
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250
B
B
23
3 2 ||a 13
20.0-
15.0
10.0
3
5.0
*
6
. . 14
— IJ"\_I
s
0.0 5.0 10.0 15.0 200 250 30.0 350

Retention tms(min
A a S d a A I v v .
g‘]JTI 22 Chromatogram VOITITOUNTIUAZ 1O UUNT I 1UAI06194 8N HamE (spiked)

(@WN”IEJLa“]Jﬁ”Iﬁ‘]JmﬂETJﬁ 20; * = non determined)

d
3.5 msifSanaasdunsguazaseiunsdluy Taamadinlossulasanlans il
a a =4 a A I IJa A a [
WlSuaaIsounsduazaseuuni ol lagldseullsuanuaisazaie
Y
1IMIFIUIN Calibration curve A
Yy A
3.5.1 ¥IN3oNAN
o a 4 a a S J a = Y l 9 A
NI AATIEHHIUSTUNUAITOUNT IUALaITDUUNT I 1UA19819 N3 DUAW

TeaA D4 TeaG ldwags chromatogram (qﬁj‘ﬂﬁ 23 94 29) MNA1AY
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100

6.0

4.0

0.0

11

13

14

LA

Retention time (min)

2.0

=]

L]

5.0

T T L
100 15.0 200 250 0.0 B0

(s;]wmmamﬁﬁumﬂgﬂﬁ 20; * = non determined)

10.04

5.0

-0.54]

0.0

L I S s B ey B S S B B H S B H L A R B
10.0 15.0 20.0 250 0.0 35.0

Retanton time{min)

d' a =4 a A [ L] 9 d' .
g‘]J‘V] 24 Chromatogram VOIAITOUNTIUALAITOHUNTI IUAIDE1NTINS DUAW TeaB (dill:2)

(s;]wmmamﬁﬁumﬂgﬂﬁ 20; * = non determined)



25.0
g2
g ]
6 20.0
15.0+
11
] 4
10,04
3
¥ 13
5.0
14
*
*
" *
B ——— — T T L L L T
0.0 5.0 10.0 15.0 200 250 30.0 35.
Retention timed{min)
A a S J a = J Y] 1 9 A
gﬂ‘ﬂ 25 Chromatogram maqmﬁaummmzmsauumﬂiumamwmsamu TeaC
(@wmmamﬁﬁumﬂgﬂﬁ 20; * = non determined)
bzs.e
. 1
2
S 2|:-|:|—-
o 4
15,0
11
|
10,0+ ||
] 3 |
i [
. |
] I I 13
&0 | ' ' 14
| *| | rl
J ” . III | II | ||
_ f\ (' | |
] I | #* 'I\'l\ (A |'ﬁ'| P | _h_h[kj
1IN SN e ——__|
0.5 T T r T T T T T r T T T T T r T T r r T T T T T T T T r
0o 50 wo 180 200 250 00 35.0
Retention time{min)

~ a =4 a ~ I [ 1 Y A
g‘ﬂ‘ﬂ 26 Chromatogram VOIFITOUNTIUASAITOHUNTI IUAIDI NV INTDUAY TeaD

(@memamﬁﬁumﬂgﬂﬁ 20; * = non determined)
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(uS)

Conductivity

7

15.04
10.04

5.0+

- —

0.0

Retartion time{min)

d' a =4 a A I Y 1 9 d'
g‘ﬂ‘ﬂ 27 Chromatogram VOIFITOUNTIUASAITOHUNTI IUAIOI N INS OUAN TeaE

(ﬂﬁh1ﬂlﬁ%ﬁ1ﬁﬂ%1ﬂ§,ﬂﬁ 20; * = non determined)

14

T ]

Retanton tme{min)

—T T
30.0 35.0

— T
30.0 35.

1]

d' a =4 a = I [ 1 9 d' .
g‘ﬂ‘ﬂ 28 Chromatogram VOIFITOUNTIUASAITOHUNTI IUAIOE N ING OUAN TeaF (dil1:2)

(ﬂﬁh1ﬂlﬁ%ﬁ1ﬁﬂ%1ﬂ§,ﬂﬁ 20; * = non determined)
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ba
G
(=]

2
.Eﬁ 1 * _
g ] 3 A T 14
g 2c.0—_
1
4 *
1'=.D—_ 13
*
*
a T
'15|-.u' o 'znl.o' o 'zal.n' o I:J.ul.c-l o '35-.0
Reatentdon time{mn)

d' a =4 a =~ I Y 1 9 d'
g‘ﬂ‘ﬂ 29 Chromatogram VOIFITOUNTIUASAITOHUNTI IUAIOI NV ING OUAN TeaG

(@wmmamﬁﬁumﬂgﬂﬁ 20; * = non determined)

A

M3¥5ua fluoride Tud08199 W3 DUAL

~ S 1A A . . Y 2 1% .
mﬂgﬂm 23, 28 1ag 29 8N UINUN peak NUA retention time TnaAeeny fluoride
fauaaInnueeaIueea luA LN
Calibration curve YIE1ALAWUIATIIM fluoride TUFIAMUITUIU 4-40 ppm

(A.) 8% 12-80 ppm (B.) 1aa3ad31/i 30

o A)

y = 0.1874x + 0.304
R? = 0.9995

Area (uS*min)

0 T T T T 1
0 10 20 30 40 50

Concentration (ppm)

1 Y [
517 30 Calibration curve szneNUNIAARUANUTNIUVOITTAZAWIIATFIU fluoride

(A) Tu5219A AT 4-40 ppm



Area (US*min)

R2=0.9991

y=0.1913x+ 0.8802

B.

20

40

80

Concentration (ppm)

100

45

v Y v
517 30 Calibration curve sz INHUNIANARUANUTNIUYOITTAZAGIIATFIU fluoride

(B.) Tuaannududu 12-80 ppm

910 calibration curve 317 30 (A.) udsaumsduasa y = 0.1874x + 0.304 T

¥ = 0.9995 1l 15w1l5uaved fluoride Tudavg e miouan TeaA tazgilii 30 (B.) Huds

AUMTEUATI y = 0.1913x + 0.8802 A1 +* = 0.9991 11111 191115 ua1ve9 fluoride Tudeeg

PINTOUAY TeaB D4 TeaG Iaalud10619 TeaB 19 diluted 10819 1:2 Han ldLaAIRIA13199

6

A1319% 6 US04 fluoride TUFI9I 19 INTDUAY (0 = 5)

Sample Retention time Amount S.D. % Recovery
(min) (mg/L)iS.D. (inter-day) (n=2)

TeaA 3.49 27.81 £ 0.03 0.03 93.7£2.8
TeaB 3.52 106.22 £ 0.02 0.09 98.119.4
TeaC 3.49 5324 10.12 0.07 1092 £ 5.1
TeaD 3.41 70.65 1 0.09 0.16 9321106
TeaE 3.36 33.17 £ 0.06 0.03 97.919.0
TeaF 3.35 14.16 £ 0.03 0.17 106.6 £ 9.1
TeaG 3.43 2438 £0.25 0.27 89.8 £21.3
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{ < ' a . { @ [l

NN 6 AU WUUTUUVY fluoride MINNFATUAIDEN TeaB 1

Y3179l 106.22 mg/L Tif retention time IndResnun Idanasazaromasgiunay iy 3.5
I A =2 .. 09)1 . . A A

UIN (B11519N3) NNITANY precision YN intra-day 1Y inter-day (n=5) A1 S.D. 1YLV
<} 1 o .
|anoe A1 accuracy VDIVOYANINMIANYT %recovery (n=2) TATIN1S spiked d1302A10
11A551U fluoride 1YUYY 2 ppm TUAIBE1 TeaB, TeaF 11aY TeaG 1AL 4 ppm 1UAI0E19N

4

A (= [ ] &£ & 1 ~ o Y Ay A
oo WUN 3Jﬂ1@§1111!‘]5’3\1 80-120% mzﬂummaamﬂﬂimm’mEm

2 . . o ' y A
ﬂ1i1’i1ﬂ'§3J1il! formic acid 11!9]3681\1%1‘1/‘!'56%@%

Calibration curve VYBIENTALAWUIATFIU formic acid TUFIANMAUTY 1-48

ppm (A.) 1182 1-24 ppm (B.) aradaagli 31

9 _
| y=0.1592x + 0.1587 A.)
R? = 0.999

Area (uS*min)

O T T T T T 1
0 10 20 30 40 50 60
Concentration (ppm)
6.00 - B )
5001 VY= 0.2003x - 0.0222
R? = 0.9998
< 4.00 ~
E
8 3.00 -
1]
2
< 2.00 4
1.00
0.00 ‘ ‘ ‘ ‘ ‘ ‘
0 5 10 15 20 25 30
Concentration (ppm)

A . . A dgqya o v v
51]1/] 31 Calibration curve i3ﬁ:mWﬂﬂ@lWﬂﬂUﬂ’ﬂMﬂJNmmlaﬂmiazmﬂmmgm

Rl

formic acid (A.) TH¥ANMTUTY 1-48 ppm uaz (B.) THHNANUANTY 1-24 ppm
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910 calibration curve 317 31 (A.) iludsaumsduasa y = 0.1592x +0.1587 i
¥ = 0.999 11111151 1J51nave4 formic acid Tudedrenwionay TeaA uazgilii 31 (B.) il
FAAUMIEUATI y = 0.2003x - 0.0222 3iA1 £ = 0.9998 11111/ 14115 Iaved formic acid Tu

v y_ A = Ay y o =
AIDYIWYINITBUAY TeaB D4 TeaG Waﬂulﬂllﬁﬂﬂﬂﬁﬂﬁﬂﬂ 7

~ a . . [ 1 Y A
A15199 7 Y1804 formic acid Tuded eI nIoNuAN n=5)

Sample Retention time Amount S.D. % Recovery
(min) (mg/L)iS.D. (inter-day) (n=2)

TeaA 4.01 1.59 £ 0.01 0.01 101.1£9.2
TeaB 3.94 13.28 £ 0.01 0.06 94.6 8.3
TeaC 3.94 5.34 1 0.02 0.02 101.2 X 0.1
TeaD 3.90 6.30 £ 0.03 0.03 97.0 £ 10.6
TeaE 3.90 4.80 £ 0.01 0.02 111.6 73
TeaF 3.80 11.70 £ 0.02 0.25 1053 3.7
TeaG 3.79 14.50 £ 0.06 0.39 9621 0.5

{ < ' a . . { o ]

NMNTWN 7 AU WUUTUUV formic acid MINNGATUAI0E19 TeaG U

U319 14.50 mg/L A1 retention time IndtRserun ldAvinasazarsinasgiunan iy 3.8
I A = .. 09/’ . . A A

UIN (M1519N3) NNITANY precision YN intra-day 1Y inter-day (n=5) A1 S.D. 1LV
<} 1 o .
lanoe A1 accuracy YDIVOYANINMIANYT %recovery (n=2) TATINIS spiked d1302A10
1AW formic acid 1N 2 ppm 1U@I9619 TeaC, TeaD 118 TeaE 1A 4 ppm IuAI08197

A = 1 1 d' [ Y A Ll 1
nidie wun Naeglugiansensuld Ae oglusa 80-120%

M311Y3u19 chloride ludpd1asndauau

Calibration curve UDIF1TALAYNINTITIU chloride Tugasanududu 0.01-300

ppm (A.) 118 0.1-20 ppm (B.) t1erAIAa317N 32
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L A)
B0 4 w=02113x-00747

R7=1

a0 A

30+

Area (US*'ming

20 +

0 T T T T T T :
a a0 100 150 200 230 300 50

Concentration {ppmj}

4.50 ~
y =0.2031x-0.0195 B)

4.00 -
R’ = 0.9997
3.50

3.00 -
2.50 +
=~ 2.00 A
1.50 H
1.00 -
0.50 -

0.00 \ ‘ ‘
0 5 10 15 20 25

Concentration (ppm)

uS*min)

Area

@ 9

v 2 v
517 32 Calibration curve seH39N LR IANATUANUITUTUVDIAITALA0WIATFIU chloride

U

(A) Tu9A TN 0.01-300 ppm waz (B.) Tur19anududy 0.1-20 ppm

910 calibration curve 314 32 (A) ifudsaumsidunse y = 0.2113x - 0.0747 Im
£ =1 thllFmlSuaves chioride ludedmmiounn Tead uazgli 32 B.) Wuds
AUMIIFUATI y = 0.2031x - 0.0195 T 1 = 0.9997 11111) 19M11Su18uve9 chioride Tu@IDE1g

Y A = Ay ¥ o =
FINIDUAY TeaB DN TeaG waw”lmmmmmﬁnm 8



A13197 8 US04 chloride TuF198 19 NTDUAY (0 = 5)

Sample Retention time Amount S.D. % Recovery
(min) (mg/L)ES.D. (inter-day) (n=2)
TeaA 5.80 6.64 £ 0.06 0.11 87.6 193
TeaB 5.33 6.37 1 0.002 0.04 105.8 £ 0.6
TeaC 5.36 6.13 1 0.02 0.02 103.7 £ 0.4
TeaD 5.30 12.41 £0.02 0.03 99.9 3.0
TeaE 5.32 10.81 £ 0.02 0.02 97.1£2.0
TeaF 5.02 8.88 £ 0.004 0.006 99.8 1.5
TeaG 4.90 11.83 £ 0.02 0.06 982 1.5

49

{ < ' a . { @ ]
NMNTNN 8 UM WUUTIUV0I chloride WNNFATUAIDIN TeaD

U319l 12.41 mg/L A1 retention time IndtReenun ldAnnasazaioinasgiunan iy 5.8

I A = .. 09/’ . . A A
UIN (B1519N3) NNITANY precision YN intra-day 1Y inter-day (n=5) A1 S.D. 1YLV

<} 1 o .
lanoe A1 accuracy YDIVOYANINMIANYT %recovery (n=2) TATIN1S spiked d1302A10

. Y 9 1 @ 1 = 1 1 ~ [ Y A L] [
U19331Y chloride (UNVU 4 ppm Tunaaz@lods wun Nﬂﬁ)giu“ﬁﬁﬂ“ﬂﬂ@ﬂiﬂqﬂ f19 ’e)g“lu%aﬂ

80-120%

= . . v ' Yy A
N151115119 ascorbic acid 1UAIDEIIIINI BUAL

Calibration curve U83e1I0LDININTITIU ascorbic acid Tugresnnuudu 10-

150 ppm (A.) 1@z 20-257 ppm (B.) LaA9a319 33
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y = 0.0921x - 0.1203 A)
R? = 0.9998

Area (uS*min)
(o]

0 T T T 1
0 50 100 150 200

Concentration (ppm)

25.00

B.

y =0.0841x + 0.1914

20.00 - A
R® = 0.9998

15.00 -

10.00 -

Area (uS*min)

5.00 -

0.00 ‘ ‘ ‘
0 50 100 150 200 250 300

Concentration (ppm)

A . . J dy Aq v o Yy 9
zﬂ‘ﬂ 33 Calibration curve 331’7')1\1W1H’161@]WﬂﬂUﬂ'ZﬂllLﬂlﬁJﬂluﬂl@ﬂﬁWﬁa%ﬁWﬂMW@iﬂWH

ascorbic acid (A.) THA9ANYUYU 10-150 ppm ta(B.) TF1ANMTUTY 20-257 ppm

910 calibration curve 1/ 33 (A.) iudsaumsduATa y = 0.0921x - 0.1203 T
r = 0.9998 11111 15411/51101909 ascorbic acid ludredamnioudn TeaA uazgili 33 (B.)
Wudiaumsdunsay = 0.0841x + 0.1914 a1 r* = 0.9998 11111 19M11T a0 ascorbic acid

TUf198 191N DUAY TeaB D4 TeaG HaN IALAAIAINITIIN 9



A1319% 9 USUAUVD4 ascorbic acid TUFIDEIIINTBUAY (n = 5)

Sample Retention time Amount S.D. % Recovery
(min) (mg/L)ES.D. (inter-day) (n=2)

TeaA 19.54 130.40 £ 0.12 0.56 9191135
TeaB 16.02 399.94 1 0.02 0.20 98.6 0.3
TeaC 16.82 81.51 £ 0.04 0.08 97724
TeaD 16.59 85.90 1 0.07 0.08 101.1 1.1
TeaE 16.78 64.47 1 0.05 0.05 932159
TeaF 14.04 119.99 & 0.03 0.17 99.0 3.3
TeaG 12.40 152.06 1 0.05 0.59 107.3 £3.7
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{ < 1 a . . { o [
INMNTWN 9 ILRUI WUUTU UV ascorbic acid MINNGATUAIO1N TeaB

a £ Y] 1 dy 9 ﬂJd' 9 1 = a A a A 1
U5 399.94 mg/L 9 luA08191 ”lmzu"hmmﬂmwmm UMIANINUUY 0.1% M

retention time U9 ascorbic acid 1uAI0819 TeaA IndiResnun Idnnasazaromasgriunau

1w 1 o 1 1 . . <
MNY 19.9 W (M1519913) T1UAI9819 TeaB-TeaG WU peak VDY ascorbic acid 320ONUUT?

" Ay v . v = . o .
ﬂ':lTV]ulﬂﬂ’]ﬂﬁ'lﬁa$a1flu']@§§'|1‘lwa’l] (shift 111JV|’]\1°]51E]) A1NNITANYI precision YN mtra-day Iag

. = A S v U Y =2
inter-day (n=5) ¥A1 S.D. 1UBAUUANUDY A1 accuracy UBIVDYAIINNITANYI Y%recovery (n=2)
18%1m3 spiked @150201811ATFIU ascorbic acid [WNVU 19 ppm 1UAIDE1 TeaA 1ag 14 ppm

Tudednimae wud Iaeglusisisensu’la e oglurae 80-120%

a v 1 Y A
MsnIlsu phosphate 1“@3@81\1%17\15@%@%

Calibration curve UPIEITAZAONIATIIU phosphate 1UBWAIMTUTY 2-160

ppm (A.) 2-20 ppm (B.) 14ag 20-100 ppm (C.) Haa3ad31/7 34
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A))

y =0.0777x- 0.1199
R? = 0.9999

Area (uS*min)

0 T T T 1
0 50 100 150 200

Concentration (ppm)

1.60 B)

y = 0.0735x - 0.0363
R? = 0.9994

1.40
1.20
1.00 -
0.80 -
0.60 -

Area (uS*min)

0.40 -
0.20

0.00 \ \ \ \ \
0 5 10 15 20 25

Concentration (ppm)

C.)

8.00 -
7.00 4
6.00 -
5.00 -
4.00 -
3.00 -
2.00 -
1.00 -
0.00 w w ‘ ‘ ‘ ‘
0 20 40 60 80 100 120
Concentration (ppm)

y =0.0733x - 0.1401
R? = 0.9993

Area (uS*min)

A . . A dgqya o v v
5ﬂ1fl 34 Calibration curve 531’?:]"N‘W1!1/]1@]1/\]ﬂﬂUﬂ3111LQJ3JQJ1!GU@QET1§E1$QTEJNTW§§"I‘L!

U

phosphate (A.) THB39A MUY 2-160 ppm (B.) THa9nMIduTY 2-20 ppm

uag (C.) Turennududu 20-100 ppm



53

910 calibration curve 319 34 (A.) iudsaumsiduasa y = 0.0777x - 0.1199 Jif
v = 0.9999 1111/15w11/511a1909 phosphate Tudaedremmionay Tead 517 34 (B.) Huds
AUMTAUATY y = 0.0735x - 0.0363 N r = 0.9994 11111 19%11UTuuves phosphate Tu
o [l Y A = A I @ Y
A106199 W5 oUAN TeaB D4 TeaF wazgilil 34 (C.) iWudsaumadunss y = 0.0733x - 0.1401
1A 1 = 0.9993 1111119115 uved phosphate TudIeg 19 NTouAY TeaG waf lduaned

<
M1TNNN 10

A a Y 1 9 A
A15199 10 Ysumves phosphate Tuded e InIouay (n=75)

Sample Retention time Amount S.D. % Recovery
(min) (mg/L)iS.D. (inter-day) (n=2)

TeaA 23.56 92.67 1 0.03 0.07 9221+ 11.2
TeaB 2261 10.78 £ 0.004 0.02 97.6 X 0.4
TeaC 22.66 11.65 £ 0.008 0.009 1015123
TeaD 22.64 9.57 £ 0.008 0.006 103.6 £ 0.9
TeaE 22.62 14.67 £ 0.01 0.02 937123
TeaF 21.84 5.61 1 0.004 0.005 97.710.7
TeaG 21.06 53.55£0.02 0.06 8781 18.4

{ <3 ' Aa { o 1
NMNTWN 10 92AUN WUUTUUUBY phosphate WINNFATUAIDYIN TeaA 1
U319 92.67 mg/L AN retention time InatAeerun ldvnasazaroasgiunan Ny 23.9
{ o 1 1 <3 1 {
WA (M351903) TUAI9619 TeaB-TeaG WU peak Vo4 phosphate 300ANNUSTININ IR0
< o
MsazavnasgIunan (shift lUnedne@nties) 911nmMsAnYT precision M4 intra-day 18y
. = A 3 Y ' Y =
inter-day (n=5) UA1 S.D. (1SAUUANUBY AT accuracy UBIUBYAIINNITANHY Yorecovery (n=2)
18%173 spiked @1582A18IATFIU phosphate 11U 9 ppm U069 TeaA t1ag 7 ppm 1u

Y l A = 1A 1 ] A [ Y A 1 ]
ATDYNWNLHAD WU llf"l”lff)i‘jlﬁluﬂf’.]ﬂﬂﬂﬂlliﬂllﬂ o ’E)Eﬂ‘l!“]f’N 80-120%

2 .. . ] Y A
ﬂ”l’iﬁ”lﬂ'ﬁﬂm citric acid GL‘L!@]’J@EJN“H”IWE@?J@]‘JJ

Calibration curve UBNT1TALAWNIATI U citric acid Tugennududu 2-50 ppm

(A.) 2-100 ppm (B.) s4a& 146-1826 ppm (C.) Llﬂﬂﬁﬁﬂgﬂﬁ 35



Area (uS*min)

y = 0.0807x - 0.0007
R® = 0.9993

Al)

10 20 30 40 50
Concentration (ppm)

60

8.00 -

7.00 +

6.00 -

5.00 +

4.00 ~

Area (US*min)

3.00 +

2.00 +

1.00 +

y = 0.0714x + 0.1258
R? = 0.9995

B.

0.00

20 40 60 80 100
Concentration (ppm)

120

120.00

100.00

80.00

60.00

Area (US*min)

40.00

20.00

0.00

y = 0.0512x + 3.6961
R2 = 0.9992

C)

0 500 1000 1500
Concentration (ppm)

2000

=
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1 Y
517 35 Calibration curve sznaNNUNlARARUANUTNIUYO I TAZAIBIIATTIU

citric acid (A.) 14329 2-50 ppm (B.) Tu¥19ANMAUTY 2-100 ppm

waz (C.) Tur9nNUYNTY 146-1826 ppm
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910 calibration curve 1/ 35 (A.) iudsaumsduATa y = 0.0807x - 0.0007 Jf
£ = 0.9993 11111 F15uaveq citric acid Tudaed1ermondy Tead 517 35 (B.) 1Huds
FUMTIFUATY y = 0.0714x + 0.1258 U1 1 = 0.9995 1} 1) 1Fm1)5uaives citric acid Tu
o [ Y A = A I [% Y
A196199 W5 oUAN TeaB D9 TeaE taggli 35 (C.) iWuasaumaidunss y = 0.0512x + 3.6961
A1 1 = 0.9992 11 11 19MUSinaiveq citric acid Tudiegamndondn TeaF 64 TeaG Taglu

{19819 TeaF 18 diluted $10819 1:2 Han lduanifan1san 11

~ a .. . [ 1 Y A
A15199 11 YSuved citric acid Tuded e nIouaN (n=5)

Sample Retention time Amount S.D. % Recovery
(min) (mg/L)iS.D. (inter-day) (n=2)

TeaA 29.63 6.97 £ 0.02 0.01 96.0 £ 3.2
TeaB 26.69 4.46 1 0.006 0.008 99.9%+0.4
TeaC 26.89 7.92 0.003 0.03 103.8 £ 3.4
TeaD 26.75 13.73 £ 0.007 0.002 993122
TeaE 26.79 6.81 £ 0.005 0.02 993+ 1.4
TeaF 23.85 2477.35 1 0.04 0.33 1025 6.5
TeaG 23.23 1422.72 £ 0.49 0.19 113.6 2193

{ < 1 a .. . { o ]
NMNTWN 11 AU WoUTWUV03 citric acid MINNGATUAI0819 TeaF 1
a % ] a : o a o &% 1
UTunar 2477.35 mg/L 1az@I19819 TeaG H1/51 1422.72 mg/L Fedmandaaiaanaid lai
Y
MIAVUZUIING 0.3% Laziiuzu1 0.01% AIMAIAY A1 retention time VDI citric acid I
Y 1 Y A v A Y 1 o =} A
MDY TeaA 1ﬂﬂlﬂ8\‘]ﬂﬂﬂ1ﬂﬁ]1ﬂﬁ1§ﬁ$ﬁ18ﬂWﬁiTuNﬁll IMNY 29.3 UM (AN1TNN3) Gl,u
@ 1 ' a3 VA
M98 TeaB-TeaG WL peak UBA citric acid il%ﬂi’]ﬂlJ1&5'Jﬂ?Tﬂ]llg]}ﬁ]TﬂﬁTia%fnflln@]ﬁﬁ”lu
: v = e . A
Wal (shift ll‘ﬂ‘]/]”lﬂ‘ﬁf”lﬂ) AINNITANY precision NN intra-day (48 inter-day (n=5) 4A1 S.D.
= 3 9 1 Y = Y o .
WPV UANUBY A1 accuracy VBIVBYAIINNITANHY  Yorecovery (n=2) h1¢]°I/l”l'mi spiked
#1392AWUATII citric acid 1UTU 8 ppm 1UAI0819 TeaE 1102 6 ppm ludiedraiiviae

1T v ] A o Y A 1 ]
wun daeglureaneonin1a Ao agluria 80-120%



3.5.2 Juuria (tea leaves)
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=3 A o a =4 a A Y Y
INNTANHUINNNUIETY GLL!ﬂWiﬁﬂﬂﬁﬁi’]ﬂﬂiﬂlmzﬁ"ﬁﬂuu‘ﬂi81‘“%1!&14\1 llﬂ

] v 9
NAARINUAIBE1 TeaH asnldsuuilaanainldada dail 20, 25, 30, 35, 40 uag 50 UIN

HAAIAIAITIN 12

m3190 12 Ysinawesssnauleninarlumsana 20, 25, 30, 35, 40 wag 50 WIN NYUNYI

90-100 'C
Time | M3ANA/ | Fluoride | Formic acid | Chloride | Ascorbic acid Phosphate | Citric acid
(min) f 3\117; (g/100g) | (g/100g) (g/100g) (g/100g) (g/100g) | (g/100g)
1 0.5055 0.0379 0.0815 1.7226 0.3566 0.2893
20 2 0.0126 0.0041 - 0.3172 0.0281 0.0090
1 0.4987 0.0377 0.0761 1.6713 03118 0.3075
» 2 0.0171 0.0050 0.0007 0.3857 0.0295 0.0138
1 0.5337 0.0408 0.1148 2.1285 0.3372 0.3132
¥ 2 0.0097 0.0039 - 0.2946 0.0239 0.0064
1 0.5658 0.0482 0.1148 2.1285 0.3372 0.3132
» 2 0.0041 - 0.0039 0.2773 - -
1 0.5605 0.0471 0.1123 2.1319 0.3322 0.3073
0 2 - 0.0062 0.0024 0.3015 - -
1 0.5585 0.0512 0.1132 2.2325 0.3349 0.3198
> 2 0.0007 0.0056 0.0011 0.2876 - -

= 1
- W80 91529 liwy

= d' 9 [ 1 9 [ =1 d'
namsanyalslumsana wun mslananlumsana 30-35 un @

gaurgidszana 90 99 100 "C emnsaanamsnaulalduiniiga

9
[

Y]

=

#1319 36 uazlumsana

A Y 1 a ~ A 1 Yy 9 A @ A av dy
A599 2 vaaalimun dsuamsiaulavaesd lulurumisiiosnga degin 37 Tuanuiveis

Tadenldnarlumsana 30 i esnldar luununulduaz lddSuavesasnauls

@ 1 3 A A 3 Y
Gluﬂﬁﬁﬂﬂlma%ﬂiﬂ AUV UHIANUBY




25

1.5

0.5

Concentration (g/100g)

Lk

20

1]

25

D

30

[

35 40 50

Time (min)

@ fluoride

B Formic acid
O Chloride

O Ascorbic acid
H Phosphate

I Citric acid
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A v o 1 Yy 9 A @ ~q U @ 091’
gﬂ‘ﬂ 36 NS laAInNUANHUTTEH9 AN TUvesdsnaulanuna s lumsananss

1 1 Tudrog1alusia

0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1
0.05

Concentration (g/100g)

-0.05

i
E
=] = —
= L_'_Eh»_E_'_EE =
20 25 30 35 40 50
Time (min)

O Fluoride

B Formic acid
O Chloride

O Ascorbic acid
B Phosphate

@ Citric acid

~ Y] Y] 4 1 Y 9 ~ [ a 9 [ 09.1’
zﬂ‘ﬂ 37 NS MUAAIANNTURUTTZHIN anudutuvesasnaulonunanlslumsanansa

~ ~ A @ 1 Y
71 2 Mmas ludrog19 1y

a 4 a a S J a = @ 1 Y =
msanserdsnaesaunsanazarseiunsolualedralusume TeaH 9N

TealL ldmasa chromatogram (gﬂ‘ﬁ 38 D4 42) MUA1AY
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UO—:—-—J

-2.10

"

13

14

Retention time{min)

00

S50

100

T
150

T T
200 250

T
300 %0

~ a =4 a ~ I [ 1 Y
g‘ﬂ“ﬂ 38 Chromatogram VOIFITOUNT LA AITOHUNTI I UAI0819 TUB IS Teal

(@wmmamﬁﬁumﬂgﬂﬁ 20; * = non determined)

Condwetvity
(uS) ®

0.5

0.0

(@wmmamﬁﬁumﬂgﬂﬁ 20; * = non determined)

13
14
-~ L T
L B P I '
200 25.0

30.0 35.0

Raterntdon dme{mnd
~ a =4 a A I [ 1 Y
g‘ﬂ‘ﬂ 39 Chromatogram ﬂlﬁ]ﬁﬁ’ﬁ@u‘ﬂ’iEJLLﬁ%’dTiE]M‘LJ‘ﬂiElﬁluGI’JE)EJNGhJGIﬂm’N Teal



Conductivity
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] * 13 14

10 |
/ * \ ﬂ_u'..|..°f.l |

| | |
oo 50 10.0 150 200 250 30.0 350
Retenton dme(mn)

~ a =4 a = J @ Ll Y
g']J‘V] 40 Chromatogram VOIEITOUNTIUAZAITOHUNT 8 1UAI0819 U ILH Teal

(@wmmamﬁwﬁumﬂgﬂﬁ 20; * = non determined)

25.0
— 1
L5x3
=
:c.c._- 1
15.0
10.04
] 4
13 14
ﬂ
" w0 w0 240 ao 380

Ratarntion time(min)
~ a =4 a A I [ 1 Y
g‘ﬂ‘lfl 41 Chromatogram Gummimm5mmzmﬁauumaium@mﬂumum TeakK

({ﬂ,ﬁlﬂﬂlaﬂJmﬁUﬁHﬂEUﬁ 20; * = non determined)
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Condwclivity
(US) n

13

14
— , |
15.0 00 280 300 35.0

Retertion tme{min)
317 42 Chromatogram YOITNTOUNISUALENTOHUNT S 1UA 198191 UB TS Teal

(@,wmmamﬁﬁmmgﬂm 20; * = non determined)

d' U d' [ Y 1 [ Y

iﬂﬂgﬂ‘ﬂ 38-42 WUN peak EUE’N?ﬂi‘Vlﬁuiﬁluflﬂﬂﬂﬂmﬂﬂu]lﬂﬂ umzmm@"lmw
1 . . ~ 1 a < d?’ A A d?’ A = ~ Y
11 retention time ‘llﬂﬁﬁﬁ“lflﬁu1ﬂllﬁﬁ$%uﬂﬂ@ﬂiJWLﬁ’JﬂJHLiJE)!’mHWlIGUH LiJfJL‘IJiEJ‘UL‘V]EJ‘Uﬂ‘Uﬂﬁ
a 4 ~ 1 ~ a a A [ 4
31?]5']3?1?(131%1’1!1%@]1\‘]9]1uﬁ1§a$ﬁ18h1ﬂﬁﬁ1uWﬁN §.“IJ°VI 20 !ﬂﬂmﬂﬂi%ﬁﬂﬁﬂw‘ﬁlﬂ\iﬂ@ﬁhu

A Y 4 09/‘ =& [ 3| ~ a
ﬁﬂﬁﬂluﬂi%’]tﬂﬁWzﬁﬁﬁWﬂ‘]ﬂﬁﬂ BFIFTNNITOATIVDOUN peak Glmﬂu peak ﬂl@ﬁﬁﬁ‘ﬂﬁuﬁl%“ﬁuﬂ
v v 4
Ia 9INM3 spiked eFAZAWIIATIIUUABZFUADIIUAIDE1 FUNA peak area MANTUAT
o ] <3 . . { 1 1
AN UIUDY peak latazasiadn calibration curve mmmﬁﬁﬁu%mmﬁamw peak area LY
. QsJ’ o A v o Jdo 1 a 1A ] A A Yy 9

concentration °lumm$uuammmzmwuﬁﬂuwumuagma"laJ Tﬂamma@ﬂm@mmmmu

. . v Yy 9 A 9 . . 1 Yy 9 A a
NANNUDY calibration curve @,31mmmmuw'lm1ﬂ calibration MNIINAINUUVNVUNATIY
‘ﬁ?ﬂllli 51@1@51!11%1’%1 calibration curve 1413

A ~ 1 ~ 9

LUBDIDIN peak ﬂlﬁ]ﬁﬁﬁﬂﬁui%@ﬂﬂﬂ “lflvlﬂmﬂ chromatogram AT DLYNDDNIN
Y P ' .. a g S o ~ ' v KX @ Y
ﬂullﬂﬂ AN precision 1“ﬂ153lﬂ51$ﬁl!¢]ﬂ$ﬂi\1 EJ\‘]?J?‘I’JHJLUENL‘UHIINZJ”IT‘IUT‘I ﬁNEfo”IEJﬁﬂi“H

E4
v A

[ Jd Aa a 4 a =4 a A J Y Y
ﬂaauumu“lumiamﬁzwmiaumm;azmﬁauumﬂiuiumgmﬂﬂ AN
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M3¥5uae fluoride Tudaeeg1a Tyt

910 calibration curve UBNA1TASAININTIIU fluoride Tugresnnuidudu 4-40
ppm taassazili 30 (A) iludeeumadunase y = 0.1874x + 0.304 Tl = 0.9995 1114l
A3 MT V09 fluoride TudI9E19lUB NG TeaH tazlugianNutuTU 12-80 ppm
werasdazilit 30 B) Wudsaumaduass y = 0.1913x + 0.8802 TiAn r© = 0.9991 1111

a Jd a . o ' Y =2 Ay Y 7 A
WnT1NUTIUD4 fluoride TUAIDE19TU N Teal D4 Teal Haf lALaAIRInNIT19N 13

A1319% 13 US1aue4 fluoride Tudrngaluauie (n=>5)

Sample Retention time Amount S.D. % Recovery
(min) (g/100g)XS.D. | (inter-day) (n=2)

TeaH 3.40 0.683 £ 0.016 0.005 103.6 £2.3

Teal 3.38 0.510  0.008 0.001 109.3 £ 6.6

Teal 3.40 0.497 % 0.005 0.002 103.6 £7.3

TeaK 3.24 0.569 £ 0.010 0.009 103.4 %57

Teal 3.16 0.581 1 0.010 0.012 103.6 £7.9

]
=

{ = v a Y v
VINAINN 13 NN WUUTUU fluoride MNNFATUAIBN TeaH ¥
Y
U511 0.683 g/100g NAMSANY precision M4 intra-day 1@% inter-day (n=>5) i S.D.
~ 2 9 1 Y = Y o .
WPV UANUBY A1 accuracy VBIVBYAIINNITANHY  Yorecovery (n=2) "lmmma spiked
A15azeNIATTIV fluoride 1FNTY 4 ppm WuN Haeglugieheensnld Ao oglugaa so-

120%

M1 198 formic acid Tudaegraluiuie

910 Calibration curve YDIT1TALAWUINTIIU formic acid Tugesnnududu 1-
48 ppm meﬁqgﬂﬁ 31 (A) Audaumsduasd y = 0.1592x + 0.1587 A1 r* = 0.999 11111/ 14
MUTHU04 formic acid Tudoe1alum e TeaH taz Iug9nNUTUTIY 1-24 ppm LEAIAS
U7 31 B) Wudaaumsiduasa y = 0.2003x - 0.0222 fis r* = 0.9998 1111 1¥ IS v e«

U

. . o ' v = Ay Y o ~
formic acid bl‘l!@nﬂfl”lxﬂll‘mllﬁﬂ Teal 914 TealL Wﬂ‘ﬂ"lﬂllﬁﬂﬂﬂﬂ@niﬂﬂ 14



A1319% 14 153191994 formic acid Tudr0819 1051139 (n = 5)

Sample Retention time Amount S.D. % Recovery
(min) (g/100g)xS.D. (inter-day) (n=2)
TeaH 3.99 0.026 1 0.003 0.001 101.6 03
Teal 3.98 0.063 = 0.005 0.002 102.8 £0.3
Teal 3.91 0.055 £ 0.005 0.0007 108.8 1238
TeaK 3.64 0.062 = 0.004 0.0003 106.4 £ 6.9
Teal 3.55 0.065 £ 0.004 0.002 97.91+ 43
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{ < ' a . . { @ [
NMNTNN 14 921U WUUTUUVDY formic acid MINNFATUAIDYI Teal

151 0.065 g/100g NAMIANEN precision M9 intra-day 11@% inter-day (n=5) 1A S.D.

~ 3 9 1 9y == Y o .
WEUVURNUBY A1 accuracy VBIVBYAVINNITANYT  Yorecovery (n=2) llﬂ‘ﬂmﬁ spiked

T1392019U1MT91U formic acid WUTY S ppm 1u@10819 TeaH Lae Teal Uag 2 ppm Tudedna

d' A (=] 1 1 d’ [ Y A 1 1
Nnyao WuIN umeg“lummaamu‘lﬂ f19 egﬂumq 80-120%

M31115u19 chloride Tudiog1alumsia

911 Calibration curve YOIH13ALA1YNIATIIU chloride Tugrennundudu 0.01-

300 ppm LAAIAIFUR 32 (A) Wudsaumadunsa y =02113x - 0.0747 fis1 = 1 1h la/ 14w

U31mve9 chloride Tuda08191um 17 TeaH oz lugrennududiu 0.1-20 ppm taaanagil

32 (B.) iudaaumsidunsa y = 0.2031x - 0.0195 1A £ = 0.9997 1111/ 14m11/Sinaveq

. o 1 ] = Ay ¥ o ~
chloride ‘IHGI’J’E)EJNGLUGKTLH%T Teal 93 TealL Na‘ﬂllﬂuf’fﬂﬂﬂﬂ@niﬂﬂ 15

]
~
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A1319% 15 151191994 chloride Tudrpgaluiuie (n=>5)

Sample Retention time Amount S.D. % Recovery
(min) (g/100g)xS.D. (inter-day) (n=2)
TeaH 5.51 0.069 % 0.001 0.001 96.1 2.3
Teal 4.99 0.107 % 0.003 0.0003 100.2 £ 4.0
Teal 4.95 0.129 % 0.002 0.0001 96.7X 1.6
TeaK 4.85 0.082 % 0.003 0.001 92.819.1
Teal 4.55 0.086 1 0.002 0.002 97.1 143

{ < ' a . { Y ]
NANTWN 15 92U WUUTUUUY chloride MINNGATUAIDE1 Teal
Y
151 0.129 g/100g NAMTANEN precision M4 intra-day 11@% inter-day (n=5) 1A S.D.
~ <] Y 1 9 = Y o .
WYUVURNUBY A1 accuracy VBIVBYAVINNITANY  Yorecovery (n=2) llﬂ‘ﬂmTi spiked
#15a22101A55 1 chloride 1YY 2 ppm TUAIDE19 TeaH tag 4 ppm ludiedaiman wun

A 1 1 d’ (% 9 A 1 1
fiaeglurreneensnld Ao ogluaie 80-120%

M31113u19 ascorbic acid ludograluwuia

910 Calibration curve YOIAITALANYNIATITIU ascorbic acid Tugsnnududu
10-150 ppm uﬁmﬁqgﬂﬁ 33 (A) Whudaumaduasa y = 0.0921x - 0.1203 A1 1 = 0.9998
1 111995 unaved ascorbic acid Tudlegralusuia Tead tazlurrennududy 20-257
ppm taasdagUil 33 B) ifudtannsdunse y = 0.0841x + 0.1914 T = 0.9998 1§111/19

a . . o v = Ay v o =
WTﬂiﬁJ1ﬂlﬂJﬂ\1 ascorbic acid Glumamﬂu%mm Teal 94 TealL Na‘ﬂllﬂuf’fﬂﬂﬂani1\ﬁ/1 16



A1319% 16 151191994 ascorbic acid Tudrog1aluauta (n=5)

Sample Retention time Amount S.D. % Recovery
(min) (g/100g)xS.D. (inter-day) (n=2)
TeaH 18.34 1.416 = 0.067 0.016 86.6 £ 10.6
Teal 13.40 1.854 £ 0.022 0.0099 93.0£9.8
Teal 12.84 1.769 £ 0.018 0.0067 83.9127.1
TeaK 11.48 2.313 1£0.028 0.039 8921 7.0
Teal 10.94 1.982 £ 0.033 0.016 90.6 = 18.4

{ < ' a
mﬂmiwﬁ 16 LU nulsumues ascorbic acid 411

nge

64

11@79819 TeaK ¥

U5 2.313 g/100g NAMSIANY precision M4 intra-day 11a% inter-day (n=>5) 1A1 S.D.

= 3 9 1 Y = Y o .
WeAUUANTo8 A1 accuracy VDIUDYANINNITANYT Y%recovery (n=2) 1dts spiked

#138201011ATF I ascorbic acid 1MUY 20 ppm TUAI9E19 TeaH 1Az 13 ppm ludied1ah

A = 1 1 d' [ Y A 1 1
i wun Naeglugiansensuld Ae oglusa 80-120%

M3%115019 phosphate Tudlog1alusuita

910 Calibration curve UINH1TALAINIATIIN phosphate Tugennududy 2-

160 ppm uaaddagi 34 (A) Wudeaumsidunss y = 0.0777x - 0.1199 {1 ¥ = 0.9999

111195 uaves phosphate Tudrndaluanuis Tead tazlugiennududy 2-20 ppm

naadagld 34 B) Wudsaumsiduasa y = 0.0735x - 0.0363 A1 = 0.9994 11114

YF1121U94 phosphate Tud108191Uw 179 Teal 84 Teal waf lAianidamsrah 17
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A13197 17 139121994 phosphate Tudroe1aluaite (n=5)

Sample Retention time Amount S.D. % Recovery
(min) (g/100g)*S.D. (inter-day) (n=2)
TeaH 23.08 0.330 X 0.017 0.006 973109
Teal 21.61 0.218 £0.001 0.001 105.6 £ 1.9
Teal 21.34 0.308 1 0.003 0.004 100.9 £ 2.4
TeaK 20.82 0.323 £ 0.007 0.008 101.0 £ 2.1
Teal 20.47 0.266 1+ 0.007 0.009 99.0 X 2.6

{ <3 ' Aa { o 1
NMNTWN 17 UM WUUTUUUY phosphate WINNFATUAIDY TeaH 1
2
151 0330 g/100g NAMTANEN precision M9 intra-day 11@% inter-day (n=5) 1M S.D.
~ <] Y 1 9 = Y o .
WEUVURNUBY A1 accuracy VBIVBYAVINNITANY  Yorecovery (n=2) "lmnm‘i spiked
#15a2@10UIATFIU phosphate 1[TUTU 10 ppm TuAI0619 TeaH 1Az 8 ppm IuAIBENNNAD
(= | 1 1 d' [ 9 A 1 1

wu fmeglusefieonsv’la fe oglurie 80-120%

a .. . o ' Y
M5¥IYSu citric acid Tuaaog1aluwmsia

910 Calibration curve U9T1TASAONINTITU citric acid Tugresnnududu 2-50
ppm taAefagUil 35 () Wudsaumaduas y = 0.0807x - 0.0007 fie = 0.9993 11'11/1%
MUTIUV0A citric acid Tu@dea1910909e TeaH tazlug19ANUTUYY 2-100 ppm LEAIAS
3107 35 B) ifludaaunnduass y = 0.0714x +0.1258 fish 1 = 0.9995 11l m1l5maves
citric acid 1108191035 Teal 59 Teal waf IanansdanIs1af 18

A1319% 18 U104 citric acid Tudvg1alumuie (n=>5)

Sample Retention time Amount S.D. % Recovery
(min) (g/100g)ESD (inter-day) (n=2)
TeaH 27.85 0.022 = 0.002 0.001 101.1 £ 9.4
Teal 25.05 0.165 £ 0.004 0.003 1083173
Teal 24.68 0.272 % 0.003 0.017 92.1%k32
TeaK 23.99 0.256 1 0.004 0.007 98.41+ 1.7
Teal 24.01 0.117 % 0.005 0.006 995122
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{ < ' a .. . { @ ]
NMNTWN 18 AU WullSaves citric acid ¥INNgAlUAI0819 Teal U
4
15 0.272 g/100g NAMIANEN precision M9 intra-day 11a% inter-day (n=5) 1A S.D.
A < Y 1 9 = Y o .
WEUVURNUBY A1 accuracy VBIVBYAVINNITANY  Yorecovery (n=2) llﬂ‘ﬂmTi spiked
#15a2A10MIATTI citric acid 1WUTU 3 ppm 119619 TeaH 1Az 6 ppm luAI0e19NMAD

(= | 1 1 d' [ 9 A 1 1
wun feegluseaeonin1d Ao aglusie 80-120%

d
3.6 MsfSnaasdunsduazasetiunidluusy Taamadinlossulasaulnns il
= d' [ a A Jd a A o
NAMIANE AN AN TumsanaasdunIguazasouunIoluuey laeg
A A Y [ dy =) @ ~
wasuualasnanlgana aatl 15, 25, 30 1AL 40 WIN LAAIAIAIT N 19

a

M3 19 Ysmnawesasnaulainar lumsana 15, 25, 30 uaz 40 WA Ngungil 75 °C

U

Time | MIANA/ | Acetic acid | Chloride | Nitrite | Bromide | Ascorbic acid Phosphate
(min) asei (g/ke) (gkg) | (gke) | (gke) (g/ke) (g/kg)
1+2 25.391 13.111 0.010 0.007 0.098 8.497
° 3 0.259 0.083 - - - 0.099
1+2 25.836 13.338 0.010 0.007 0.098 8.659
» 3 0.250 0.078 - - - 0.094
1+2 25918 13.421 0.010 0.007 0.086 8.660
¥ 3 0.189 0.049 - - - 0.081
1+2 25.944 13.442 0.010 0.007 0.046 8.685
0 3 0.327 0.114 - - - 0.113

=2 1
- WU @]'i’li]l’lllWTJ

[ 1

=2 d‘ 9 [ d' [ L] [}
namsanyan g lumsana wun lumsadamsnaulaludiogianey T

Y v Y ] Y
aunsoanaldvualumsanaasan 1 Jehimsanaasen 2 udniunsmdumsanaluass
usn (1+2) Teerarildlumseda 30 wiil Ngamgiiszna 75 °'c annsaadamsiaula’ld

]
[

~ ~ @ qu’ =1 Y 1 a ~ A 1
unnga aagin 43 wazlumsanansan 3 e UM ']Ji?J"Iil!’é‘ﬂiVlﬁuiﬁllﬂaﬂﬂgiullall

Y A [ ~ A A 1 Y A = =1 o 9
HUagnga ﬂﬂgﬂ‘ﬂ 44 1AaZNAUVYUVUIINAT S.D. u@EJﬂ’J”IL?JﬂLTJiEJULV]EJUﬂ‘]Jﬂ”IiGLGM’m”Iluﬂ”Ii

v [
v A =)

aANANINID U
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30
25 B B B
o m Acetic acid
o 20 .
= m Chloride
.0 O Nitrite
® 15 i
E O Bromide
§ 10 m Ascorbic acid
3 @ Phosphate
5 -
0 .
15 25 30 40
Time (min)

d o d o 2
51U 43 smavesmsnanlalunenlumsanaasan 1+2

0.35 ~

0.3 -
O Acetic acid

o @
@ Chloride

0.15 O Phosphate

©
N
I

Concentration (g/g)
o

0.05

15 25 30 40

Time (min)

4 - 4 4 v 24
519 44 USuavesasnaulanmasluuenlumsanansan 3

U

a 4 a a =4 a A o = 9
MSAATIEHHIUTUATOUNT O H 150U UNTO 111 HamA 99 HamE ”lﬂwa

(Y] t:' = o
A4 chromatogram (‘g‘ﬂ‘ﬂ 45 94 54) muanay
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b 25.0
i
g =
200 3 ||e 3
2
150
1000+
5.0+ # T
8
A 14
* *
* #
L.ﬁ |J\uﬁ.. |5|W _'_Ll . by
- e s i S S SR N EESS————————————————————————-
0.0 5.0 o 200 260 20.0 2580
Retersion time(min)
{ a J a o % 1
311 45 Chromatogram Y93e139UNI Az a1 UUNTH 1 UAIDELEN HamA
(@wmmamﬁwﬁ’mmgﬂﬁ 20; * = non determined)
b25.D
5
g& | 13
2D.D—-
2
15.0-
1 3
0.0+
5.0+
] * * \\ 14
_- _|H_ 6 IAI':I |,-4-.L| | _yﬂ‘\,——'-’f[ — T \
-0.5 — T — T — T T T —
0.0 5!'3 1|:I.D '15!-.".'! ZD.CI 25|.|:| ZEI.D 358.0
Retertion tme(min)

ﬂﬁ 46 Chromatogram maqmiaummm miauumﬂium@mmam HamA (dil1:2)

(ﬂﬁhWﬂLﬁ%ﬁ1ﬁUﬁ]1ﬂ§ﬂ‘ﬁ 20; * = non determined)
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[¥]
&
[=]

Conductivity
(KS)

£

15.0+

10,0+

i *
i 1
£.0 N M

_ " S

o s—— 5

0.0 5.0 10.

250 acl.n 35,
Retartion time{min)

{ a J a o Y 1
311 47 Chromatogram Y0383 UNI Az A3 HUNT & 1UdI0813118) HamB

(@,wmmamﬁﬁmmgﬂﬁ 20; * = non determined)

15.0+
10.0+

5.0

1 x . Ky ¥ B 4 L * * 14
1 J 6 * T I T Lo T h
N T T e e R

0.0 5.0 10.0 16.0 20.0 26.0 30.0 35,

Retenton dme(min)

A a A d a A I v v .
g‘]JTI 48 Chromatogram GUFN?HS’f)lmiEluazﬁ”l’iﬂulmi81”@]3681&!&%11 HamB (dil 1:3)

ahlil n 20; * = non determined)
(@rmnegraviinuangln
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Conductivity
(KS)

14

s ISIZI.DI C I3!.-.I'.'I
Retention tme(mn)

{ a -4 a J v v
317 49 Chromatogram Y84eNIdUNT Az aTBHUNTI 1 UFI0E1918N HamC

(@,wmmamﬁﬁmmgﬂﬁ 20; * = non determined)
250

Condvetivity
(3)

5

13

15.04

5.0+

] ", L
] * * F L
i I L |§ I*Ii |_5 '-:""“I“,-' : Lﬁh,__,—w—, -

¥ — S E—

0.0 5.0 10.0 15.0 20.0 250

I3I:I.I] S I3E.D
Retenton dme(mn)

A a A d a A I v v .
g‘]JTI 50 Chromatogram mmmiaumﬂuazmiauumﬂ“lumammau HamC (dil 1:3)

(@,wmmamﬁwﬁ’umﬂgﬂﬁ 20; * = non determined)
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Condwetivity
(K3)

7

15.0+
10.0+

5.0+

"

-0.5

{ a -4 a J v v
317 51 Chromatogram Ye4eN3dUNTIIANTDUUNIG I UAIDE11EN HamD

I
30.0

35,

Retontion tme(min)

({ﬂ,ﬁlﬂﬂlaﬂJmﬁUﬁHﬂEUﬁ 20; * = non determined)

Conductivity
(K3)

7,

1

A a S a A J o l .
gﬂ% 52 Chromatogram VDIETOUNTIUAZAITONUNT & 1UAID19111 HamD (dil 1:2)

30.0

a5

Retenton tme{mn)

(@,wmmamﬁwﬁmmgﬂﬁ 20; * = non determined)
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25,0
-E‘ﬁ : 2 |4 13
B
g =
gzc-.u—
15.0-|
0.0
. 3
5.0+ IR
: *
1 I'||,* * g
F * T ® ¥ 14
4 E * * l\. II..-. | I| ..-o-~-._I
s e e
0.0 5.0 10.0 150 0.0 25.0 300 380
Ratertdon tme{min)
ﬂﬁ 53 Chromatogram mmmiaummm miﬂuumﬂiumammau HamE
(@,wmmamﬁﬁmmgﬂﬁ 20; * = non determined)
2*25'0
P
=
g zn.o—-
i 2 1
1 13
15,0
0.0
5.0
] 3 ",,
ku* 6 wx **TML* M
J | e L] Lt L T
0.5 T Y T 1 T T T
0o 50 0.0 15.0 200 250 30.0 350
Retenton dme{min)

‘]Jﬁ 54 Chromatogram mmmsaumﬂua miauumﬂ“lumammau HamE (dil 1:4)

(@,wmmamﬁﬁmmgﬂﬁ 20; * = non determined)
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d‘ 1 d' (% Y =

%Wﬂzﬂﬂ 45-54 WU peak ﬂlf]\iﬁﬁ“lflﬁualmlﬁlﬂ@ﬂﬂmﬂﬂuVl@‘lﬂ IﬂﬂGlUﬂWﬁﬁﬂHW

151V acetic acid, formic acid, chloride L@ phosphate 18%1m5 dilution #9819 HamA-
o : 0o ' { ¢ o o .

HamE mg‘ﬂ‘ﬁ 46, 48, 50, 52 1DE 54 MIUAAY LAZNUI peak 14 iy peak U4 citric acid
1A retention time M191INRUATIZHAVATaZBINATTIUNEN LA 19N 3 ADliA retention
. [ a A a 4 ~ o 1 Y (A o o [
time NNV 32 UIN Lumﬁnﬂalumiam3wwmiﬂﬁuclﬂclumaenmaullmﬂaauﬂeauuiwu

= a a =4 a = J Ia A a @

ﬁﬂBT]JﬁJ”IiLlE‘ﬁiﬂlﬁ/]iElllag’é’f”liﬂuuﬂi811!“3111@1EJGlGIf'J‘ﬁmeiJﬂﬁJ”ImmJ

Y
192 D1YNINTY1UDN Calibration curve Al

M3I¥1UTUIL acetic acid TuaIBE19M8Y

25 -
y =0.0276x + 2.8016
20 | R? = 0.999
€
g 15
*
[7)]
2
g 10 +
<
5 4
0 T T T 1
0 200 400 600 800
Concentration (ppm)

= . . A dgya o Yy v . .
gﬂ‘lfl 55 Calibration curve 3314amwum“l@Wﬂﬂummmmmmmiaxmﬂmmgm acetic acid

TuaanNTNYY 83-629 ppm

910 Calibration curve Y93T1IAEAYNUINTITU acetic acid Tureanudiudu 83-
629 ppm taaeRszi 55 Wudsaumsidunsa y = 0.0276x + 2.8016 a1 * = 0.999 1111151

15194 acetic acid 14@106191181 HamA-HamE waf lduaaisnansnai 20



A137199 20 USHUUD acetic acid 1UAIDEETY (n = 5)

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)tS.D. (inter-day) (n=2)
HamA 3.90 25.986 +0.752 0.082 123.7 X312
HamB 3.80 9.582 1 0.132 0.178 1205 £ 125
HamC 3.87 23.580 £ 0.132 0.170 927119
HamD 3.76 10.453 +0.103 0.095 9891 11.8
HamE 3.81 16.123 £ 0.120 0.166 84.1 £ 13.8
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{ < ' a . . { o ]
INM1TWN 20 AU WUUTIUVOI acetic acid MINNGATUAIDE19 HamA 1

2 v
USunat 25.986 g/kg MNMITANY precision N4 intra-day LA inter-day (n=5) HA1 S.D. 1Hearny

<} 1 o .
lanioe A1 accuracy YOIVOYANINMIANYT %recovery (n=2) TATINIS spiked d1302A1Y

WIATTIU acetic acid WMYU 20 ppm TuAI0619 HamC 110¢ HamE 1ag 30 ppm lu@i0619

A 1 s 1 1 1 d' [ Yy A 1 ] 9 Y 1
iao WuN NﬂWﬂgﬁlu“ﬁ’N‘ﬂﬁlﬂﬂJi‘Uqﬂ fo eg“lumq 80-120% 8N IUIUAI9E19 HamA 1A

' [ o <
HamB 1 Y%recovery Ejﬂﬂ’ﬂ“lﬂﬂilf)ilimaﬂﬁ@ﬂ

M3¥1USuIL fluoride TuAIDE1aMEY

Area (US*min)

y =0.2027x + 0.0121
R? = 0.9999

4 6

Concentration (ppm)

10

U

11U UYY 0.5-8 ppm

~ . . ' A 4 Yy o 9y 9 .
319 56 Calibration curve 5314’JNW‘LmGlG]Wﬂﬂ‘]Jﬂ’J”IllL"]JiJ“]JWUi’Nﬁ”ISaszJZJ”IWiﬁ”Iu fluoride
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910 Calibration curve YB4eN5AZA10NIATIIY Fluoride TUHIANUANTY 0.5-8
ppm uaadnagilii 56 Wudeaumadunse y = 0.2027x + 0.0121 fis1 r = 0.9999 1111151

15194 fluoride TUFI9819080 HamB Han 1duannan1s1an 21

A15199 21 USuaued fluoride TuAI081908Y (n = 5)

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)ES.D. (inter-day) (n=2)
hamA - - - liildnaaes
hamB 3.56 0.023 £ 0.016 0.002 1215+ 0.9
hamC - - - lildnaaes
hamD - - - l3ildnaaes
hamE - - - liildnaaes

- viunede 529 Ly
MAATA 21 Wt Tuge819 hamB Wiy A fuoride W11FY 0.023 g/kg 910
MIANH precision ﬁajﬂ intra-day 10 inter-day (n=5) 1A1 S.D. LﬁﬂQ!UuLgﬂﬁﬁﬂ f accuracy U943
WoRAMINMIANYT Yrecovery (n=2) 1AN1MNT spiked A15A2A10NIATIIU fluoride VNI 4

1 1 R v 3
ppm WU T %recovery FNNFNIONTLIANTIDO

N15%115119 chloride TuAIBE1aLEY

180 -
160 -
140 -
120 -
100 -
80 -

60 -

40 -

20 -

0 ‘ ‘ ‘ ‘ ‘
0 200 400 600 800 1000

y = 0.204x +0.1549
Re =1

Area (uS*min)

Concentration (ppm)

[ 4 v
5171 57 Calibration curve szenun ldfianua U nduvBIETAZAWUIATIIU chloride

U

Tug 9N NYY 54-802 ppm
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910 Calibration curve YONIH1TALAIYNIATITU chloride Tugrennudiudiu 54-802

ppm taaasagilit 57 Wudsaumaduase y = 0.204x + 0.1549 fian ¢ = 1 11 5w5a

V04 chloride T4@719619118 HamA-HamE Hahn 1d1aadaanis1an 22

A13199 22 US89 chloride 11AI081908Y (n = 5)

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)iSD (inter-day) (n=2)
hamA 6.17 13.365 1 0.447 0.117 90.7 £ 10.6
hamB 6.15 14.297 £ 0.217 0.109 102.0 £ 9.4
hamC 6.15 15.066 £ 0.106 0.116 928135
hamD 6.14 21.668 1 0.174 0.198 83.71£22.3
hamE 6.11 17.876 £ 0.172 0.131 74.6 £ 24.9

{ < ' a . { Y ]
NATWN 22 WHUN WUUTWIUVI chloride WINNgATUAI0619 HamD 1

v v
USunal 21.668 g/kg 1MNMIANY precision N4 intra-day LA inter-day (n=5) 11 S.D. 1hearny

< 1 o
oy A1 accuracy YOIVOYAIINMIANYT Y%recovery (n=2) 18MIM5 spiked a15AZAY

11A351U chloride 19191 7 ppm 1uA79619 HamD 1ag 20 ppm ludaedsimae wui lnieg

Tugahieensula Ao oglugie 80-120% sn3uludiedns HamE s %recovery @1N919529

v & 9
gouIvlanuay



N15¥11S1N9 formic acid TuaIe1aLaY

Area (US*min)

3 _
y = 0.1382x - 0.0707
2.5 1 Re = 0.9996
2 |
15 1
14
05 |
0 l T T T 1
0 5 10 15 20

Concentration (ppm)

25

A . . J dy Aq v o Yy 9
E‘IJVI 58 Calibration curve ‘ig‘ﬁJWQWHﬂﬁl@]WﬂﬂUﬂ'JWﬁJL‘llﬂJ‘llH‘ll’éNﬁ'lﬁﬁ$ﬁ']EliJW]ﬁ§1u

formic acid THFIANMTNYY 0.9-19 ppm
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910 Calibration curve UB3E150SA1YUINTIIU formic acid Tugennudiudu 0.9-

19 ppm taaenezlii 58 udeaumsdunsa y = 0.1382x - 0.0707 i1 r* = 0.9996 1111/ 191

15194 formic acid TU@I06191181 HamA-HamE Han 1duaadaanisnan 23

A13197 23 USuae formic acid 1uAIDE1MEY (0= 5)

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)iS.D. (inter-day) (n=2)
hamA 4.26 0.728 = 0.031 0.055 103.9F 11.1
hamB - - - lii'ldnaaes
hamC - - - lii'ldnaaes
hamD 421 0.062 £ 0.005 0.023 136.8 £3.7
hamE 4.13 0.387 £ 0.014 0.044 108.1 £ 7.1

= 1
- WD 91529 liwy
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115199 23 W 1u§19619 hamB 1@z hamC lainy formic acid ludred1ai
A5I9NY formic acid M5HEN peak YD formic acid NaiAIiio1nT peak Bufivenurlunailnd
NUIAZBYAANY peak VDI acetic acid FaiiUSanafinnnnin ( peak arcas 10N31) MINNITANEA
precision ‘l}%’i intra-day 48 inter-day (n=5) 1M1 S.D. !ﬁﬂﬂlﬂulgﬂﬁﬂﬂ f accuracy maﬁagamﬂ
MIANH %recovery (n=2) IA1INT spiked #1582A1811ATFIU formic acid IVUTU 3 ppm Tu
f081 HamD, #159¢0180191531U formic acid WU 15 ppm 1119819 HamE t1az 30 ppm
lufetn Hama wuh fareglussiivensnld fo ogluang 80-120% snduludied

HamD Hf %recovery Q’Qﬂ’jisﬁNﬂGN%J

M3¥1USUIL nitrite TUAIDEIILFY

091 y=0.1481x - 0.0142
R? = 0.9993

Area (US*min)
o
(6}

0 n T T
0 2 4 6 8

Concentration (ppm)

A . . ' A 4 Yy o 9y 9 e
319 59 Calibration curve Sz‘Vi’JN‘WL!‘V]GI,G]Wﬂﬂ‘iJﬂ’J”lllL"]JiJ“]Jthi’J\‘lﬁﬁaszJllWligﬂl nitrite

U

Tug9ANUYNYY 0.1-6.3 ppm

910 Calibration curve UYB4ENTAZAWNIATTIY nitrite TUFIANMFUTY 0.1-6.3
ppm uaafezlii 59 Wudsaumadunss y = 0.1481x - 0.0142 i1 = 0.9993 1111/ 19mn

151194 nitrite 11106191181 HamA-HamE #af 1Guaaiaanisnan 24



A a .. % [l
M15199 24 YSuNa1ve4 nitrite TuAI061908Y (n=5)

79

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)tS.D. (inter-day) (n=2)
hamA 8.29 0.015 £ 0.001 0.0002 95.1 1.7
hamB 7.68 0.058 = 0.003 0.002 95.1 k2.4
hamC 8.25 0.027 £ 0.001 0.001 86.8 £ 11.3
hamD 8.21 0.121 £ 0.001 0.001 104.6 £ 5.2
hamE 8.16 0.018 £ 0.0004 0.001 923196

{ < ' a .. { @ ]
NANTWN 24 UM WUUTIUVOI nitrite WINNGATUAI0819 HamD ¥

s 0.121 gke wazlonlSouieusulsuugeganngruiesimualild wodlimu

NATTIN AD 125 mgkg (M31Fin

Q

A

E]L%ﬂﬂl!i’]”lﬁ”liLLH']Jﬁ”IEJ‘]Ji%ﬂ”Iﬁf%TJﬂﬂHﬂil!ﬁﬁillﬂ”li

' 1 Y
pIMILAzY 1309 Joiuams I iagieluems gl MARUIN) 9INMIANYI precision N9

1 { I U
intra-day 48 inter-day (n=5) 1iA1 S.D. Weauu@niios M accuracy maqsﬁ'mgamﬂmiﬁﬂm

%recovery (n=2) 18¥1113 spiked A1502A1WUIATFIV nitrite [YUFU 2 ppm WU BAreglurag

noensu 1A fio oglus 80-120%

15111519 nitrate Tudl081908Y

Area (US*min)

0.8 -
0.7
0.6 -
0.5
0.4
0.3
0.2
0.1

0

y =0.1176x - 0.0111
R? =0.9999

0 1

Concentration (ppm)

U

Tur9AUTUYY 0.2-6 ppm

& o v & dgya o Y .
3191 60 Calibration curve 'ixw3NWu1/1“lsal‘wﬂﬂm:mJmmummmsazmﬂmmgm nitrate
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910 Calibration curve UBIAITACAWUIATIIY nitrate Tugreanududy 0.2-6

ppm uaafezlii 60 iWudsaumadunss y = 0.1176x - 0.0111 {1 = 0.9999 1111/ 19w

15194 nitrate 111A108191181 HamA-HamE wa lauaaisanisnei 25

= a . @ '
M13197 25 131121904 nitrate Tudrng1uay (n=5)

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)iS.D. (inter-day) (n=2)
hamA 15.90 0.012 £ 0.001 0.001 972172
hamB - - - lii'lanaany
hamC 15.87 0.015 £ 0.002 0.001 98.6 1.6
hamD 15.75 0.016 = 0.0005 0.0006 98.210.2
hamE 15.58 0.029 & 0.001 0.004 882154

{ < ' a . { Y [l
NANTWN 25 WHUN WUUTWIUVN nitrate WINNGATUAI0619 HamE

= ]
- U G]i’J*ﬂlliJW‘U

=

U

Usm 0.029 gke wazluiny nitrate 1ud10619 hamB  enlSeuiisunulSuagegan

ngranetmualnld wulimuuasgiu As 500 mgkg (M3 iageluomsiuuig

UseMATIINNUANZNTTUNTOINITHAZYN ﬁ’éN

Y o Yo A
GII’E]ﬂ']ﬁu@ﬂ"lﬁﬁlglﬂﬂi]m@ﬂu@WﬁTi

=

an

U

9 v
.. v o, . ! <
NIAWNUIN) NNMIANE precision YN intra-day 48 inter-day (n=5) 1im S.D. heavwaniios

A1 accuracy YOIVOYAVINMITANYT %recovery (n=2) IA1INT spiked F15AZAWUIATFIU

. Yy 9 oA 1 1 A o Y A 1 ]
nitrate NUU 2 ppm WUN umagiummﬂamu"lﬂ o E)gﬂwmq 80-120%



&1

151115119 succinic acid Tuda0e19083

0.9+ y=0.0868x - 0.0036
R? = 0.9999

Area (uS*min)
o
(&)}

O T T T T T 1
0 2 4 6 8 10 12

Concentration (ppm)

U

A . . A dgqya o v v
31/%1 61 Calibration curve 5z HINNUN TANANUANNMAVIUYDITITAZABUINTIIU
succinic acid TU¥9ANUANYY 1-10 ppm
. . .o . ! y 9
910 Calibration curve UDNA1TALAIYUINTYIU succinic acid Tuaennuaudy 1-
[ ~ I [ 9 A 2 ) Y
10 ppm HaReAagili 61 1WuAITUMTIFUATI y = 0.0868x - 0.0036 Tl = 0.9999 11111/ Idw

151194 succinic acid 14106191181 HamA-HamE #af lauanisanisned 26

A137199 26 USVUVBY succinic acid IUAIDENULFN (n = 5)

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)tS.D. (inter-day) (n=2)
hamA 18.76 0.066 1 0.003 0.001 86.7 £ 20.1
hamB 18.72 0.066 X 0.010 0.004 942176
hamC 18.76 0.055 £ 0.004 0.007 101.0 £ 12.7
hamD 18.53 0.046 T 0.003 0.006 88.412.8
hamE 18.52 0.055 % 0.003 0.003 90.5 20.0

{ < ' a . . { o ]
INNTWN 26 AU WUUTIUVOI succinic acid WINNFATUAIDII HamA
Y
taz HamB 1151188 0.066 g/kg 9INMSANEI precision 114 intra-day 1482 inter-day (n=5) U1

{ < U o .
S.D. iHeuuu@niios A1 accuracy YOIVOYAVINNTANYT %recovery (n=2) IA111N5 spiked
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P . Y 9y ! =Wl 1 1 d’ [ 9y A 1 1
T1TIATAWNINTIIU succinic acid FWUUYU 4 ppm WU Mﬂ1@§'lﬁlu“]5’3\1°lflﬁl’ﬂlliﬂvlﬂ 0 agﬂumq

80-120%

N15%115119 ascorbic acid TuAIE1aLL8Y

29 y=0.0788x-0.0111 A)
R?=0.9998

Area (uS*min)
|

0 5 10 15 20 25

Concentration (ppm)

12 - B.)
y = 0.0575x + 0.3532

101 R? = 0.9991

(o]
|

Area (uS*min)
(o))

O T T T 1
0 50 100 150 200

Concentration (ppm)

A . . J dy Aq v o Yy 9
51U 62 Calibration curve 3$Ti'JN‘W‘HT]Gl@]Wﬂﬂ'lJﬂ'NﬁJL‘llﬂJ‘lluell?Nﬁ13ﬁ$ﬁ181ﬂ§]'§§1u

u

ascorbic acid (A.) $MANUVUTY 2-23 ppm 1AL (B.) $MANNUYNTY 11-160 ppm

910 Calibration curve YDNH1TALAYUINTIIY ascorbic acid Tugrennududiu 2-
23 ppm uaagagli 62 (A) Wudsaumaduase y = 0.0788x - 0.0111 fim1 * = 0.9998
111915 navea ascorbic acid 1u@I981918y HamA, HamB, HamC tiagHamE 1ag¥9

AN 11-160 ppm uanasagilii 62 (B.) Wudsaumadunsa y = 0.0575x + 0.3532 T



&3

= 0.9991 11119115 u1u849 ascorbic acid TuFI9819180 HamD Wa IAUaaIfia1s1an

27

A13199 27 USuaUB4 ascorbic acid 11AI0E1918Y (n = 5)

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)iS.D. (inter-day) (n=2)
hamA 21.09 0.047 £ 0.011 0.006 1109 £ 16.2
hamB 21.05 0.078 £ 0.014 0.008 101.3 6.2
hamC 21.02 0.066 1 0.018 0.002 1015+ 1.8
hamD 20.78 2.21410.140 0.085 106.9 £ 1.0
hamE 20.93 0.162 1+ 0.043 0.018 874112

{ < 1 a . . { o l
INATWN 27 ILRUN WUUTUIUVO ascorbic acid WINNGATUAI0I19 HamD

4 v
115118 2.214 g/kg 1IAMIANYA precision 114 intra-day 11ag inter-day (n=5) ¥A1 S.D. ey

<} 1 o .
|anNoe A1 accuracy YDIVOYANINMIANYT %recovery (n=2) TATIN1S spiked d1302A1Y

1AW ascorbic acid 1YY 42 ppm TUA78619 HamD 11ag 10 ppm Tudaeesiitnae Wy i

! } 1 A o Y A } 1
Aeglurriivensnla Ao agluria 80-120%



511115118 phosphate Jud 08191181

Area (uS*min)

Concentration

|y=0.0762x - 0.2117
40 - Re=1
35 -
30 -
25 -
20 -
15
10 -
54
0 ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 100 200 300 400 500 600

(ppm)

700

&4

A . . 1 dy A YA o Yy 9
z‘iJVI 63 Calibration curve i$1’?’JNWH“VI6],9']Wﬂﬂ‘Uﬂ'ﬂiJHJiJﬂJuﬂJfNﬁWiﬂ3@18%1@]3:‘1}'}1‘! phosphate

Tua9nNUINYY 50-603 ppm

9710 Calibration curve UDIH1TALA1WUIATIIU phosphate Tugaanududy 50-

603 ppm uaasazli 63 Wudsaumaduasy y = 0.0762x - 02117 s = 1 111114

YF1121U94 phosphate 1108191183 HamA-HamE wah lauaasdan1s1ei 28

A15199 28 YT u03 phosphate 1uAI0819L8N (n = 5)

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)iS.D. (inter-day) (n=2)
hamA 23.87 8.709 1 0.264 0.066 113.9£13.3
hamB 23.90 8.208 £ 0.144 0.103 100.0 = 8.2
hamC 23.90 8.521 1 0.080 0.095 93.6 £25.8
hamD 23.86 7.42310.110 0.092 109.8 £ 1.1
hamE 23.86 6.439 1 0.058 0.036 112.6 £ 11.1




&5

{ <] ' a { o [
INN1TWN 28 UM WUUTWIYDI phosphate WINNGATUAI0819 HamA 1
4 v
USunal 8.709 g/kg MMNMTANE precision 119 intra-day LA inter-day (n=5) Uf1 S.D. 1euuu
<} 1 o .
|anoe A1 accuracy YDIVOYANINMIANYT %recovery (n=2) TA1IN15 spiked d1302A10
11A5§1U phosphate IUFU 25 ppm TUAI0819 HamD tag 19 ppm Tudled1aiivas wu ia
1 1 d' [ Y A 1 1

aglugsieonsu1d Ao oglurie 80-120%

M3l citric acid Tudledauay

0.7

0.6 1 ¥ =0.0732x - 0.0077
R? = 0.9998
0.5 4

0.4

0.3

Area (uS*min)

0.2 4
0.1 1

O T T T T 1
0 2 4 6 8 10

Concentration (ppm)

'
~ Y Y

H Y
31/ 64 Calibration curve sz eHURIANARIAMUTNIUVOITITAZA1OIIATT IV citric acid
Tugan YU 0.5-8 ppm
910 Calibration curve UYDITITASAIYNIATIIU citric acid Tugrennudiudu 0.5-8
@ A <3| @ Y A 2 ) Y
ppm taaInegli 64 iudsaumaduass y = 0.0732x - 0.0077 T 1 = 0.9998 111119

U194 citric acid 1UFI9819084 HamA-HamE Haf 1oL aaifanns1ai 29

A137197 29 1USHUVBI citric acid 11AI081918Y (n = 5)

Sample Retention time Amount S.D. % Recovery
(min) (g/kg)ES.D. inter-day (n=2)
hamA 33.01 0.028 £ 0.002 0.002 97.7% 3.6
hamB 32.99 0.021 % 0.002 0.001 116.6 £ 15.5
hamC 32.96 0.032 £ 0.001 0.002 91.51+9.1
hamD - - - lii'lAnaand
hamE 32.43 0.031 % 0.003 0.007 86.2 1 12.6

= 1
- W80 91529 liwy
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{ < 1 a L. . { o [
NNTWN 29 UM WUUTIUVOA citric acid MNNFATUAIDI HamC 1
F4 v
1511 0.032 g/kg INMIANE precision N4 intra-day L4021 inter-day (n=5) 1A S.D. 1Weauu
<} 1 o .
lanoe A1 accuracy YDIVOYANINMIANYT %recovery (n=2) TA1IN1S spiked d1302A1Y

o . . Y 9y a0 1 1 d’ [ Y A 1 [
UIRTIIU citric acid LUNVU 2 ppm WUN Nﬂ1f)§'lﬁlu‘]5’3\1ﬂﬂﬂhiﬂhlﬂ o ag“lumq 80-120%

d
3.7 msmfSainamsdunduazansetiunddludagihnsziles lnamaidinlessulnsania-
n3 il
= A @ a S J A A I ]
nnmsfnaimgay  lumsanamsduniduazaseiiunsgluilaigui
+ o 1 . A AQ Y o [ dy = [
nsziloq A19613 Fisha Taauldsunilasnanildana ast 10, 20, 30, 50 uaz 60 WIN LAAIAY

A
139N 30

@1319% 30 USuavesarsnaulannarlumsana 10, 20, 30, 50 tag 60 W

= a 0
ngauvgu 75 °C

Time | MIANA/ | Acetic acid | Formic acid | Chloride | Succinic acid | Ascorbic acid Phosphate | Citric acid
(min) ﬂig 4 (g/kg) (g/kg) (g/kg) (g/kg) (g/kg) (g/kg) (gkeg)
1+2 9.358 0.160 6.463 0.017 0.017 6.783 0.014
10 3 0.185 - 0.068 - - 0.123 -
1+2 9.262 0.168 6.321 0.017 0.018 6.703 0.013
20 3 0.176 0.005 0.062 - - 0.115 -
1+2 9.182 0.164 6.313 0.017 0.017 6.655 0.013
% 3 0.188 - 0.070 - - 0.123 -
1+2 9.254 0.160 6.380 0.016 0.017 6.710 0.013
¥ 3 0.169 - 0.061 - - 0.120 -
1+2 8.907 0.184 7.181 0.017 0.019 6.860 0.007
° 3 0.152 0.005 0.054 - - 0.105 -

=2 1
- U809 @]3')%1111W‘U

= d‘ 9 [} 1 [} d‘ Y ] 1
namsaneanlslumsana wun lumsadaasiaulaludiedialainun

+ ] [ Y @ 09/’ A =2 o @ u’/‘ A Y o @
nszileq vlllﬁUJ'l‘iﬂﬁﬂﬂVlﬂﬁﬂﬂii‘!ﬂWiﬁﬂﬂﬂiﬂ‘ﬂ I WNIMTEANAATIN 2 UAIUINITINNUNIT

=

o 09; Aq Y v =2 =} a 0 Y
analuasausn TagnanlFlumsana 20 89 30 1N NeavaNszua 75 °C awsaana

q U

A 9 ~ @ ~ [ 09)1 ~ VN~ 1 a ~
asnaulaldunninga asgin 65 vazlumsanaased 3 uaadldiiun Jsmmmsnauly
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A 1 1 =+ Y d' d' Y1 [ d' = a
masegludamuinssileseenga asgin 66 uinlumsanannar 20 89 30 asnusu

u

d‘ [ Y A (% 1 1 d' 1 [ d’ I=Y=U
ﬂl@ﬂﬁﬁ‘ﬂﬁui%ﬁNﬂ Tnaeesny uavnnAudeuuy (S.D.) WuMNM Tumsanannal 30 winum

~ 3 9 9y @ ] a
LUENL‘UULQﬂuﬂﬂl!ﬁgﬂl“ﬁwafl}uﬂTﬁﬁﬂ@llllu’]umull“lJ

10

9 7 M ] M -
5 8 | @ Acetic acid
9 7. _ _ - N M m Formic acid
.5 6 HHT Attt 1 | ochloride
§ 5§ HHHHFAH T HHFHFHHF4HF— | O Succinic acid
S 40ttt tHrtHEt1tH 1 | = Ascorbic acid
g Strtrtrtrir ettt it i | =Phosphate
(& 1zﬁfff************lCitricacid

0

10 20 30 50 60
Time (min)

A v o 1 Yy 9 A @ ~q U @ 091’
gﬂ‘ﬂ 65 N3 laAaInNUANNUTTEH9 AN UVesdsnaulanunam s lumsananss

1 1uaz 2 Tudedalapiinseiles

0.25
0.2
= ==
5 -
S 0.15 - ™
= . _ @ Acetic acid
2 £ { B Formic acid
& 0.1+ )
= O Chloride
[N
o O Phosphate
S 0.05 - P
(&)
0
10 20 30 50 60
-0.05
Time (min)

A v o 1 Yy 9 A A A o Aq v
gﬂ‘ﬂ 66 NTMLLAAIANUTUNUTTEHIN ANUTNTUVIesNau laitasnunan s lums

v QQJ’ ti' % Ll 1 -+
anansan 3 Tudedaauinssiles
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ﬂﬁ’llﬂi1$1’i‘1’i‘Tl]iiﬂﬂ!ﬁﬁ@u‘ﬂiEJLLﬁ%ﬁTi’E)Ll‘L!“VIiﬂiuﬂ’lﬂﬁﬂﬂﬂﬁﬁ{lﬁu1ﬂﬁ$ﬂ’ﬂﬁ

FishA D4 FishE lanagd chromatogram (gﬂﬁ 67 D4 71) MUA1AY

88

B 250
S o 2 ||a 13 =] Dil1-10
4 15,04
20.0- J
10,0+
15.0
b 5.0=
10.0+ qﬁ%
(+11] -11]
] Retention Imsdmn)
£.0— 3
*
*
Iy * 8 " —~—_ L 14
IE IP\L :_t_h_h | T 1 T g
— —_ T 0 L LI
B e A B S A E e e T —
0.0 5.0 10.0 1£.0 20.0 250 300 350
Reterdon timedmin)

A a A o a A I @ ] 1 + .
g‘ﬂ‘ﬂ 67 Chromatogram GII’E'NT;TH’EJH“W‘i81Lﬁ$ﬁ1‘5ﬂuuﬂiﬂﬁluﬂﬂﬂﬂ1ﬂﬂﬁ1nu1ﬂﬁ$‘1J’EN FishA

(@wmmamﬁwﬁ’mmgﬂﬁ 20; * = non determined)

2' 2E.0
- 2 4 10.0 2 Dil:4n0
§3 1 13 '
] q
20.0— ~
. 5.0
15.0- -
s
T 0.0 5.0
Retertion dme{min)
10.0—
3
5.0+
. *
* *
] 1 54 * 8 L |1 . ‘ |14
0.5 WL | s R | T -
' oo ’ 5!0 ) i 16.0 ' 1&.0 ) ) 2&.0 I s Ed.ﬂ ) 3(!_0- s 350
Retentdon dme({min}

A a =4 a A o @ ] 1 + .
g‘ﬂ‘ﬂ 68 Chromatogram Gummi@umauazmﬁauumaiumamqﬂmnmﬂizﬂm FishB

(@,wmmamﬁwﬁ’mmgﬂﬁ 20; * = non determined)
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Conductivity
(us) n

13

I
5.0

X

I 300 I
Reterton tme(min)

35

51/#1 69 Chromatogram YeIE5OUNI dlageIoiUN3dlud9619a1uInsile FishC

(@,wmmamﬁwﬁmmgﬂm 20; * = non determined)

:3\25.0
£q 2 I 3
g 2D.D—-
15.0
10.0
3
5.0+
*
*
1 \1\ x# 5 8 1112 k 14
0.5 i——kT'-"" E*_ : Ao T I ey L
.I:I.DI I Iﬁ!UI C I'||:I.I:!lI C I“Iﬁln.ll'lI o Iﬂﬂl.ﬂl C I2,.':'!.|:| SEID C 38.0
Retention ime(min)

51/#1 70 Chromatogram UeETOUNI dlagIoHUNS & IuA98191a1HIns2il0 FishD

(@wmmamﬁﬁumﬂgﬂm 20; * = non determined)
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_b 250
%E 1 2 4 13
3 2c-.|3-
15,0
10.04]
. 3
&0
] | *
4 *
8 1
-—-—L \Il\“-l- L—/JJI\—JM—’JL% _LI - : 111 |
) 50 o 190 200 250 00 IED

0.0
Retartion imed{min)

A a =4 a A I @ ] 1 + .
g‘ﬂ‘ﬂ 71 Chromatogram Gummi@umauazmﬁauumaiumaﬂnﬂmnmmzﬂm FishE

(ﬂﬁh1ﬂlﬁ%ﬁ1ﬁﬂ%1ﬂ§,ﬂﬁ 20; * = non determined)

= a a =4 a A J ] +| ya
ﬁﬂmﬂimmm‘immi&luazmiauuma“luﬂaﬂgmmzﬂm Iﬂﬁlﬁl%’l‘ﬁmﬁl‘ﬂ

Y
“lJiiJTﬂlﬂ‘U’dTﬁﬁ$ﬁ18M1ﬁij1u%1ﬂ Calibration curve A41l

MInTana acetic acid ludednaiamuinszile

TumsAnuUSuaved acetic acid 14#19814 FishA uag FishB 18%1m15 dilution
#7984 FishA 1:10 11ag FishB 1:40 43317 67 ag 68 Muunsn aua a1
910 Calibration curve YDIA1TASIYNINTIIU acetic acid Tugesnnududu 83-
o ~ I @ 9 = 2 ) Y
629 ppm HaAARI31UN 55 1TUATTUMIIFUATI y = 0.0276x + 2.8016 T = 0.999 11111/ 14w

5194 acetic acid 1Tud106190a1n521199 FishA-FishE wan lauaainan13an 31



A1319% 31 USU1U04 acetic acid Iudroe191lansziled (n = 5)

Sample | Retention Amount S.D. % Recovery (n=2)
time (g/kg)TS.D. (inter-day) | Low conc. High conc.
(min)
FishA 3.80 8.519 £ 0.198 0.023 88.8 X133 | 925+ 122
FishB 3.79 13.784 1 0.151 0.041 105.6F1.1 | 1129188
FishC 3.73 7.673 £ 0.069 0.060 1078 6.9 | 88.0120.7
FishD 3.72 12.752 £ 0.146 0.209 828195 | 10471 18.0
FishE 3.75 13.033 &£ 0.345 0.047 1063 14.1 | 9451159

Y

U5 13.784 g/kg LAZANMTANYN precision M4 intra-day (182 inter-day (n=5) A1 S.D.
~ 3 v 1 v = = Y 9 9
WUV ULENUDY A accuracy VDIUBYAIINNITANK %recovery (n=2) NANNVINIUAT (Low
conc.) 1A%1M5 spiked 1582A1811ATT I acetic acid ITUUU 31 ppm TUAIDE14 FishB, 20 ppm
lu@a0819 FishA uae FishE ag spiked @139 UINTIIU acetic acid [WUYY 10 ppm Tu
o 1A A 1 = = = Yy v ) o .
AIDINNYAD TIUNTUNITANYY Y%recovery NANTUUNVUG (High conc.) 3N1N13 spiked

A1502A10WIATYIU acetic acid [WuFugInNANududuA)szn 2 1 wun Taed

1 F4 [ 1 v
Tugneieonsula Ao oglurae 80-120% NeaNududud waz AT U

91

{ ] v a { @ 1
NAITIN 31 LHUN WUUTUVY acetic acid MINNgATUFIE1 FishB 1
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mMInSuna fluoride Tudodaamniinszilas

0.3000 -

y =0.2282x - 3E-05

0.2500 1 RE = 0.9997

0.2000 -
0.1500 -

0.1000 -

Area (uS*min)

0.0500 -

0.0000

0 0.2 0.4 0.6 0.8 1 1.2 1.4

Concentration (ppm)

1 Y [
517 72 Calibration curve sz eNuNlAARUANUTNIUYOITTAZAWIIATFIU fluoride

Tua9nNNYY 0.1-1.2 ppm
910 Calibration curve YB4ENTAZAONIATTIU fluoride THFIANMA Y 0.1-1.2
ppm teraasagli 72 Wudsaumadunsa y = 0.2282x — 0.00003 s r* = 0.9997 11119

US04 fluoride Tudd98191/a1n52 1104 FishA-FishE #ai 1duaaisanisnan 32

A1319% 32 USu e fluoride Tuaeelainszilod (n=5)

Sample | Retention Amount S.D. % Recovery (n=2)
time (g/kg)ES.D. (inter-day) Low conc. High conc.
(min)
FishA - - - lii'ldaneaes | hildnaasa
FishB 3.47 0.005 % 0.0006 0.0002 93.8%18.6 99.913 .4
FishC 3.47 0.007 = 0.0004 0.001 106.412.6 119.0£3.0
FishD 3.42 0.005 % 0.0001 0.0004 112.9£3.7 82.6%1.9
FishE 3.45 0.005 = 0.0005 0.0003 105.9%1.5 119.013.5

= 1
- W80 91529 Tiw
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H [~} 1 a . [ ! .
NAMIIN 32 wHuN wulsuaves fluoride TndiRsaruuas liwy fluoride
v v
lu@10619 FishA 91nNISANY precision N4 intra-day 4ag inter-day (n=5) U1 S.D. Weuuu
3 v 1 v = = Yy Y o P
IaNHOY A1 accuracy UBIVDHAINNITANY Y%recovery (n=2) NANUAUTIUAT (Low conc.) 14
MIM3 spiked 130201890131 fluoride WUYY 0.5 ppm AIUNTANITANY %recovery il
AN UGS (High conc.) 92913 spiked 8158201801055 fluoride 1490AU 1 ppm WU

[

A ' 1 A Y A ] 1 qu’ A Y Y o A Yy 9
Nﬂ"li’)giu"]ﬂ\i%ﬂ@lliﬂllﬂ o agiu@mq 80-120% MINANUVNUYUAULAZNANMVNUUG

M35 formic acid Tudregilamiinszile

910 Calibration curve UBIT1TALAWUINTFIU formic acid Tussnnudindu 0.9-
19 ppm taaeRegli 58 ifudeaumsidunse y = 0.1382x — 0.0707 fim1 r* = 0.9996 11111/ 19w

15194 formic acid Tud196190a1n5211949 FishA-FishE wan lauaainin1inein 33

A1319% 33 USU V04 formic acid Mudrog191lansziled (n=5)

Sample | Retention Amount S.D. % Recovery (n=2)
time (g/kg)TS.D. (inter-day) | Low conc. High conc.
(min)

FishA 4.18 0.173 £ 0.018 0.001 98.1 %27 | 103.3X5.0

FishB 4.08 0.251 £ 0.008 0.008 117016 | 1143%53

FishC 4.10 0.179 = 0.008 0.004 1157140 | 92.7%15

FishD 4.06 0.236 £ 0.014 0.014 9291199 | 103.4%1.1

FishE 4.07 0.239 1 0.015 0.011 99.8 £8.8 | 1055135

{ = v a { Y] v
INAI519N 33 AU WUUTNVA formic acid WINNYATUAIBE1 FishB 1
4

U5 0.251 g/kg LAZANMTANYN precision M4 intra-day 118% inter-day (n=5) A1 S.D.
= < v ' ] = = Y 9 9
WAV URANUDY AT accuracy mawagamﬂmiﬁﬂm Y%recovery (n=2) NaNUIVVIUAT (Low
conc.) 1a%1M5 spiked @1502A18IATFIU formic acid INUVU 4 ppm 11@I0619 FishA, FishB
uae FishE uae spiked 1328019019531 formic acid WUt 2 ppm ludredranmiae diu

ATAMIANE Y%recovery ﬁmmvffwﬁ’uqq (High conc.) NI spiked ®19DZAWUINTIIU
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. . Yy 9 A Y 9 o ! = P ' ' A o Y A
formic acid Lﬁummqqmmmmmmumﬂﬁzmm 2 M1 WUN Nﬂ1@§llﬁlu‘]5’N°VIEl®3Ji‘Uulﬂ 1o 98

u

k4 v 1 [
T4 80-120% Menanudududwazianududuga

M5 chloride Tudodaamiinszile

910 Calibration curve YONH1TALAIYNUIATITU chloride Tugrennudiudiu 54-802
ppm uaasdszlii 57 Wudsaumadunse y = 0.204x + 0.1549 T = 1 11 T 1¥mal5una

404 chloride Tud19619Ua1n521199 FishA-FishE waf lauaainin1snai 34

A1319% 34 USu1a1v04a chloride Tudled19larnsziled (n=5)

Sample Retention Amount S.D. % Recovery (n=2)
time (g/kg)ES.D. (inter-day) Low conc. High conc.
(min)
FishA 6.08 7.039£0.175 0.023 984178 | 419X 246
FishB 5.98 6.166 1 0.193 0.030 108.6£0.7 | 9541187
FishC 5.94 3.724 £ 0.086 0.022 1002£78 | 975%68
FishD 5.87 10.947 £ 0.386 0.224 86.6 T 14.6 | 81.1116.8
FishE 5.88 4.81210.186 0.015 1351157 | 108.1£15.0

{ < ' a . { o [ .

NMNTWN 34 AU WUUTUIUVN chloride WINNFATUAIDEN FishD 1
4

151 10.947 g/kg HAZINMSANEN precision M9 intra-day 11a% inter-day (n=5) 1M S.D.

~ 3 v ' v = = Y Y 9
iWeauuaniios A1 accuracy ¥Y0990YAMINMTANYY Y%recovery (n=2) NANMTUTUAT (Low
conc.) AWM spiked e15AZA1ONIATIIU chloride [TUUU 25 ppm HIUNTAMIANN
Y%recovery NANMUIVNTUFI (High conc.) 912913 spiked A1502A101IATFIW chloride 1T

VoA 9y 9 o' 1 1 =l 1 1 ~ [ Y A 1 []

ganianudndudnlszm 2 i woun Iaeglugisieonsu’la Ao oglusie 80-120%
4 [ v [ [ H
nananududud ez innudnduge ondu Tudied1e FishA fnnududuga uaz FishE 9

Y Y o
ANNLVNUUA



MInTaa succinic acid Tudreg1aaniinsziles

0.9 -
0.8
0.7
0.6
0.5 4
0.4 4

0.3
0.2

0.1 4

Area (uS*min})

v = 0.0825x - 0.0204

R?=0.9993

2 4

B

g 10

Concentration (ppm)
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~ . . 1 ay a Yy v Y 9 ..
g‘]JVI 73 Calibration curve ’i314’JNWH‘VI1@]‘Wﬂﬂ‘]Jﬂ’NNLEIJ?JEUHGU?Nﬁ’”liaxa”lflllmiﬁ”lu succinic

acid Tu¥9n MUY 0.2-10 ppm

9710 Calibration curve UBNTITASAWYNUIATTIIU succinic acid Tugennududu

0.2-10 ppm uaasnszi 73 iWudsaumadunss y = 0.0825x — 0.0204 iis1 * = 0.9993

11119115 a1v09 succinic acid Tudlo819a1nsileq FishA-FishE wahn lduanifanisi

735

A1319% 35 USU1U84 succinic acid TuaI9g19lansilos (n=5)

Sample Retention Amount S.D. % Recovery (n=2)
time (g/kg)ES.D. (inter-day) Low conc. High conc.
(min)

FishA 18.15 0.014 % 0.0006 0.003 789% 2.6 7921 1.9

FishB 17.10 0.036 = 0.003 0.003 84.0 143 87.1 0.7

FishC 16.77 | 0.017 £ 0.0008 0.0007 87.1£0.9 94.7%0.8

FishD 16.29 0.024 £ 0.002 0.001 958 4.3 9721238

FishE 16.30 0.042 % 0.005 0.002 844118 843133
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{ <3 1 a .. . { o 1 .
INM15190 35 UM WUUTUIUVD succinic acid WINNFATUAIDE1 FishE
F4
15 0.042 g/kg HAZINMSANEN precision M4 intra-day 1@% inter-day (n=5) 1M S.D.
~ 3 v ' v = = Y Y o
WeuUUaNTios A1 accuracy VBAVBYAINMIIANY %recovery (n=2) NANVUUIUA (Low
conc.) 1aM1M15 spiked @130¢AWUIATTIU succinic acid WU 3 ppm @IUNTAMTANEN
Y%recovery ﬁﬂﬂmelsllwﬁjutﬁ (High conc.) 3¢M1M3 spiked T1TATAPUINTIIY succinic acid
Yy 9 A Y Y o 1 = T ] A o Y A ' ]
Wudugannianudududnlszum 2 w1 wuh Tneglurriivensu’la fe aglurie 8o-

o A T i Y v
120% 1/]\11/]ﬂ?”llll"'l]llslluWTLLEI%T]?]?T?JLGIJNGUUQ’Q

M3%11/311 ascorbic acid Tudeg131la11nszile

v = 00773 - 0.0207
RE = 0,999

Area (uS ‘'min)

o o o o = =
=9 ke 0 0O = kb

1 1 1 1 1 1

5 10 15 20

Concentration (ppm)

A . . ' A 4 Yy o 9y 9 .
319 74 Calibration curve 5314’mwuﬂ@Wﬂﬂummmmummmsazmammgm ascorbic

Rl

acid Tu¥9n MUY 0.2-16.8 ppm

910 Calibration curve YOIAITALANYNIATITIU ascorbic acid Tugesnnududu
0.2-16.8 ppm tiaaeegilii 74 Wudeaumsiduasa y = 0.0773x - 0.0207 fia1 = 0.9994 111l

1511115191984 ascorbic acid Tud1981910a1n5211949 FishA-FishE wan lduanininisnei 36
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A1319% 36 USU1UB4 ascorbic acid Judrog191ansziled (n=5)

Sample Retention Amount S.D. % Recovery (n=2)
time (g/kg)TS.D. (inter-day) | Low conc. High conc.
(min)

FishA 20.81 0.018 & 0.0009 0.0002 4451178 | 141%02

FishB 20.46 0.017 = 0.0005 0.0008 85.719.4 813 6.2

FishC 20.32 0.016 = 0.0004 0.0004 1068 X167 | 67.6X2.7

FishD 20.10 0.017 % 0.0004 0.001 622199 | 4431121

FishE 20.11 0.015 = 0.0001 0.0004 78.6 9.0 55852

A ] ' a . . Y A @
20915190 36 WU WUYTIIWUVOS ascorbic acid 1pAABINY wazn
3 1 4 3 1
MIANYI precision YN intra-day 140 inter-day (n=5) 11 S.D. ieauantios f accuracy UoN
HoRaINMIANYT Yrecovery (n=2) NANUTNIUAT (Low conc.) 18H15 spiked d150za10
WIATFIU ascorbic acid [WUYU 0.5 ppm FIUNTANSANY Yerecovery NANMTUTUGI (High
o . . LYy A Y 9 o
conc.) 3¢NINT spiked H1TALDIYNINTIIU ascorbic acid lfumluz;mmmmmmmumﬂizmm
1 1 = 1 1 d' % 9y A 1 1 QSJ‘ d’ 9 ) <; d'

2 o wun Haeglugieieoniuld Ae oglurie 80-120% Neanudndudmaziaim
Y 9 9

v 9 v
WUTUES 8Ny TUAIPE19 FishA uag FishD UA1 %recovery @1nI193980N3UNINAIMN

Y 9 o = Yy v
LﬂlﬂJﬂluﬂHLﬁgﬂﬂ’NN!ﬂlﬂJ‘Uuq\‘]



M358 benzoate Tudregnaniiinsziles

Area (US*min)
o
o
S

y = 0.0132x + 0.0014

R? = 0.9997

1 2

3 4

Concentration (ppm)

98

A . . J dy A YA o Yy 9
z‘iJVI 75 Calibration curve i$1’?’JNWH“VI61@']Wﬂﬂ‘Uﬂ'ﬂiJ!fUiJeUusUfN?ﬂiﬂ3@18“1@]3:‘1}1” benzoate

TuganNTUYY 0.1-5 ppm

910 Calibration curve Y9NF1TASAYNINTYIU benzoate Tugrennudindu 0.1-5

ppm Haasnazli 75 Wudsaumadunsa y = 0.0132x + 0.0014 fis1 r = 0.9997 i1 11/ 19w

151949 benzoate Tud106191a1n521199 FishA-FishE wahn lauaasin1319n 37

A1319% 37 USU1U94 benzoate Tudr08191la1nszileq (n=5)

Sample Retention Amount S.D. % Recovery (n=2)
time (g/kg)xS.D. (inter-day) | Low conc. High conc.
(min)
FishA - - - 13ildnaans | li'ldnaaes
FishB - - - 1iildnaans | li'ldnaaes
FishC 21.64 | 0.020%0.004 0.004 hilédnanes | li'ldnaans
FishD 2150 | 0.021+00004 | 00002 | lildnaaes | Lildnaass
FishE 2149 | 0.033 £0.001 0.003 hilédnanes | li'ldnaans

=2 1
NUYO @]'i'li]llllWU
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{ < ' a { Y ] .
NMNTWN 37 UM WUUTIUV0I benzoate MINNGATUAIDEN FishE 1
UTuar 0.033 g/kg taz 1Ny benzoate 11AIDE14 FishA taz FishB 11@10619 FishC, FishD
1az FishE WU1UT1u191984 benzoate 11931 LOD taitipeni1 LOQ 341 ldnaasanian

9 v
.. v o, . ' <
% recovery NNMSANY precision N4 intra-day 18 inter-day (n=5) A1 S.D. Wesuanties

M3%11/311% phosphate Tudregilamiinszile

910 Calibration curve UDITA1TAZAWUIATIIU phosphate Tugennududy 50-
603 ppm taasnazli 63 iWudsaumadunse y = 0.0762x — 02117 T = 1 11114

YT1121U94 phosphate Tudiedatansziled FishA-FishE wah lduaasdanisian 38

A1319% 38 YSu1uu84 phosphate Tudledatlainseilos (n=>5)

Sample | Retention Amount S.D. % Recovery (n=2)
time (g/kg)iS.D. (inter-day) Low conc. High conc.
(min)
FishA 23.68 6.705 £ 0.169 0.025 101.2 X35 59.7 54
FishB 23.33 7.676 £ 0.096 0.058 978+ 146 | 118.1E1.0
FishC 23.37 4.885 1 0.049 0.028 109.0EX1.1 | 97.5%109
FishD 23.17 6.216 £ 0.076 0.070 1004193 | 100.5X0.2
FishE 23.09 8.270 1 0.229 0.023 116.7£93 | 11281188

{ < 1 a { @ [l .
NMTWN 38 U WULTNIAYDI phosphate MINNGATUAI0E19 FishE 1
4
151 8270 gikg HAZINMSANEN precision M4 intra-day 118% inter-day (n=5) 1M S.D.
~ 3 v ' v = = Y Y o
HeuUUANTIoy A1 accuracy VBAVBYAVINMIIANY %recovery (n=2) NANVUNIUAT (Low
Y o . Yy 9 1 = =
conc.) 1&g spiked @19DLDINIATIIU phosphate LUNUYU 25 ppm TIUNTUNITANY
Y%recovery NAMIDUYUG (High conc.) 92911013 spiked E15A2A1811ATFIU phosphate 1411U
A Y 9 t; 1 1 a0 1 1 ~ @ Yy A 1 [
gannianudududnlszana 2 v wun Imedlugienseusula Ae eglusae 80-120%
o A Y Y 4 i Y v o 1 . a S 1
NINANUVNTUA Wz NANMINTUgY ondy TuA10819 FishA UA1 %recovery A1NIF

o A Y 9
El@iJi’U‘V]ﬂ’JUJﬂ'NﬁJLéUﬂJ‘Uuq\‘I
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mManTana citric acid Tudredrelamiinszile

0.7 ~

0.6 y=0.0739x - 0.0098
R? = 0.9995

Area (uS*min)

0 2 4 6 8 10

Concentration (ppm)

A . . ' A 4 Yy o 9y 9 e .
gﬂ‘ﬂ 76 Calibration curve 5314’mwuﬂmwmumwmwmwummsazmﬂuWﬁgm citric acid

Tu39ANUTUYY 0.4-8 ppm
910 Calibration curve UBNT1TALANWUINTITU citric acid Tugrsnnududu 0.4-8
ppm LaAsRazlii 76 Wudeaumaidunsa y = 0.0739x — 0.0098 fif1 * = 0.9995 11111/ 14w

U194 citric acid 1ud198191/a1n321104 FishA-FishE #an 1duaadsanis1an 39

A1319% 39 USuaveA citric acid Tudee1lainszilod (n = 5)

Sample Retention Amount S.D. % Recovery (n=2)
time (g/kg)TS.D. (inter- Low conc. | High conc.
(min) day)

FishA 31.83 0.009 £0.002 | 0.0001 | 89.1%£23 | 85.4%* 1.7

FishB 30.87 0.010 £0.001 | 0.0006 | 842+24 | 86.6F0.9

FishC 30.51 0.010 £0.0006 | 0.0005 | 90.1%£1.6 | 119.5%0.3

FishD 30.05 0.011 +0.0003 |  0.001 102.6 04 | 106.7E£52

FishE 30.13 0.009 +0.0006 | 0.0005 | 109.5+3.0 | 1143E 1.0
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MINAT19 39 92U NUYSINRVeL citric acid In&iReaiY 1AZaINMSANET
precision 17?0 intra-day 48 inter-day (n=5) 1M1 S.D. Lﬁﬂﬂlﬂulgﬂﬁﬂﬂ f accuracy maﬁagamﬂ
M3ANET Y%recovery (n=2) AAMUTUTURT (Low conc.) 1813 spiked d13aza1onIATFI
citric acid 1A 2 ppm dAUNIAMIANY %recovery Hanuuugs (High conc.) 9¥1ns
spiked A1130ZABIATFIU citric acid WuFuganiianudududszina 2 oh wut fied

1 £ v v v
Tugaieensy1d fe ogluse 80-120% feianudududmazhanududugs



unii 4

aqUuazinisaimanmsnaaes

4.1 MSINYNAIDENS
= 3 =S @ 1 1 9 A = @ ] 2
TumsAnEITUADUMTNTBUEIDEN WU WINTouANEIUIT0AA@I0819 14
Tagnsa ¥a991NIINIINTOIAI081998 nylon membrane filter YUIA 0.45 pm W3O VUIA 0.2
y i
[ Y Aax = [ L] [ an . 1 as
um @I lUUREIII M ouA10619 Tagaailaia1nI5ues Ding uazame [24] dIUIBNS
woudganan ldaanainnisues Siu uag Henshall [30] lumsanaesnaulalu
o [ 1 [ a . <
aedrananazlamiinszdlos wui msldgungiidszuna 75 'C uazms homogenize 1lu

Q U

= Y = Y = [} [ ' ' +H og;
a1 30 Wi g liensianlvesninlauniige dmsudediumeunaziapinsziloniueg
I % 1 @ 1 o { < . @ ] 1
1¥3mamseudodenaiony  anunuianuiisoulums centrifuge  IaoAavg191a1mii
+ 9 < Y 1 A [ A A o (] 1
nszilos azl¥Anusiseuunadndleg ey Av 7,000 50UABUIN 111099INAIBENY A1)

[ 1 Y Y
daunana ldvzasudneyu vazludedranlimsuaiiotarlurinuiu (Fish A uaz Fish D) doq

Y Y 2
v o ad A

Y 1
ﬁﬂﬁﬂﬂmiuﬂﬂ‘iﬁm’t)ﬂﬁ”lﬂﬂuiﬁuﬂﬂuﬁ”lmiﬂiﬂﬂ msm?auﬁaamqéhmﬁu drufanaoon
Y 1% o . .. . A Y . A o o . A .
mum"lmmmms protein precipitation %501% SPE cartridge IW®NI1IA protein 1TV matrix
A 1 o 9/:191} = [ ] Y Qddy [ [ 9 Y a c’d‘
UNDOINNDOU 1/1ﬂwuu@aumsmsaumamqmmw“lqum ligugeuuasldnadnsizin
= gy ' ' + A o o 3 Yy 9 o a L=
f u’t)ﬂmﬂuﬁ’J@EJ”NLI,ElllLlaz‘ﬂa”I‘ig]l!”lﬂi%ﬂ@ﬂlﬂﬂ‘l/l”lﬂ”liﬁﬂﬂlﬁiﬁ]Lm’mﬂWﬂmi’JLﬂﬁ%Wﬂu‘ﬂ
A T 0 q ¥a A o Ay v v & Y o
mmmﬂmm"l,umaﬂimmmimﬂmﬂﬂmmmﬂqmumamaumﬁmmllﬂ [30] ANUUABINING
a dou A A o a 9 ¥ I o o @ 3 Y 3 A
AR UANIeR M AT e asamely 12 ¥ luanasnmsanadsanadl laanui
a 0
gavigNilszia 4 C

Q u

= ~ a d a A J a A a
4.2 msanmannzinzanlumsimizrimasduniduazaseiiunidlaamaiinlosou
Tasinlansivil

Y a =2 a =4 a =~ J @ T

m3lnatia loeouInsun Ianswli@nmansdunsduazarsetiunsdludindns

Y . I . Aa . . =

01115 lagly analytical column 1111 Dionex IonPac AS18 NUUUIA particle size 4 pm U
= o & {

functional group 1111 Alkanol quaternary ammonium wazledvzii potassium hydroxide ala

4 a o a 4 [ A 4
1NN 0INARAITZ A laason leiuuda Tulia EG50 A2UANAI8IATHI Dionex reagent-free

controller RFC-30 laena38u91n deionized water WU annzimunzaulumsuenaish

102
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1 A o . Yy 9 A =2 = A Yy 9
aulvaiee e M3 gradient ¥o9 KOH 19udu 15 mM firaan 109 15 wiitaziuanudiudu
I~ ~ = == Y . . . . .
11U 40 mM a1 15 D9 35 W DN peak Y94 fluoride, acetic acid Hae formic acid L8N
ponnnnulalua @z 20) ervudluldlaemsi dilution awanummzanlunsding
Y 9 = A Yy a9y 9 1y ' o 1 A A A
anududuvesmsiaulamaiiiogge  udvzlidedesedinuailszndaniimsdonioany

1 o a s .
qqmumzmmzﬂmmamiwwmﬂu routine

'
v A

[ L] a = 9 a dd‘ Y 1Y U =
fegavesnuIveniimslamaiia leseulnsinlansiiadedu  nanfe
o 4 4 a o a 4 [ wva @
T¥neduiinaz 1Hnasesndndivcrialensen leauuudn Tuliandiedu auelay  Sekiguchi
1 9 A LYY a 4
uazAme [36] uar Zhu wazAme [37] wuMIHATeRand vewila leasen lyduuy
[ wvaq Y 1 ) ~ a 4 a Y 1 =\
80 Tuia Ianusiudwazanuieslumsianeiarsnaulalddnimswsen KOH uuy
. A o o A a & = A a
off-line  dnMidsanilyminnannmstduilouvmzinioudrs ¥Wivaansina carbonate 1u
syuuld
a d a a J a = A a a
4.3 MIIANZHMANIDUNIGuaza To HUNI S IMsNHIUAIZLIUMIHARTABMATIA
Jeeaulasanlansivil
a d a a J a =
43.1 MIAANFMEaNIdUNIauazmseiunIalumn
a 4 a 4 a ¢ 4 1
Tumsanzimassuniduazanseiiunidlulusuiwazsndendy wun
o ' 9 A ~ A . . 9 A Y i .
AIDYNVINIDUAY tea B 11aT tea F U peak NUAT retention time 1nQIAENA retention time V04
fluoride (t, = 3.1 u1#) aud lulaens dilution Aredreniimsdoulndnuuing Taeh peak
~ A A Yy Y o o a N ¥ a 4
vosmsnauladug  Alanudutudr  Seemnsadeszdld  Taenaninmsinsizim

a A J a I 9 A Y [ A o w
ﬁ’ﬁ@u‘ﬂiﬁll!agﬁﬁf]l.lu‘ﬂi81“%1W3@Nﬂhl!ﬁ$1ﬂ%1llﬁﬂ LA 19N 40 Lo 41 Auaiay

A Yy 9 a =4 a ada ~ @ 1 9 A o
113190 40 mmmmummmi@ummmgmiauumEl@mqmwﬂumamwwwaamummu

% ] =
7 AI08 (tea A D3 tea G)

Compound Conc. (mg/L) Precision (S.D.) Accuracy
Intra-day Inter-day (Y%recovery)

Fluoride 14.16-106.22 0.03-0.25 0.03-0.27 89.8-109.2
Formic acid 1.59-14.50 0.01-0.06 0.01-0.39 94.6-111.6
Chloride 6.13-12.41 0.002-0.06 0.006-0.11 87.6-105.8
Ascorbic acid 64.47-399.94 0.02-0.12 0.05-0.59 91.9-107.3
Phosphate 5.61-92.67 0.004-0.03 0.005-0.07 87.8-103.6
Citric acid 4.46-2477.35 0.003-0.49 0.002-0.33 96.0-113.6
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1NMInaaes WUNIuAIe1N tea A Tnududuues phosphate u1ANEA
Y
(5oad19 1 1AR91 tea A > tea G > tea E > tea C > tea B > tea D > tea F) 1Uf20814 tea B Hiny
v v
[ UUD fluoride 1A ascorbic acid WINNFA (Fo9d1AU 1dAN1 tea B > tea D > tea C > tea E >
tecaA>teaG>teaF lla¥ teaB>teaG>tca A>teaF >teaD >tea C>tea E mﬁJ’ﬁWﬁ"U) Gdlﬁ
< A A ) A o 1 Aa s d o J < ¢ '
WhuldawinszyPAaand e fe dredniinesidudvesimiiluesnlsznoveguinae
Hussimneudle waz lunszuiumswaneniimsgads viamin 061949 vitamin C H1d
1 g a A a . . 9 [ @ ] = a . . I
HUNHNIANNITIAY ascorbic acid m‘lﬂma U AIBEN tea B UNISIAY vitamin C 0.1% 11U
Y] o ' A Yy 9 . A A o w Yo o
Au Tu@19619 tea D HAMMAUTUVDI chloride MINTGA (Foad 19U 1AAT tea D > tea G > tea
E>tea F>tea A>tea B> tea C) 1UAI0EN tea F AANMAUTUVOI citric acid WInfiga
Y
(Fead19 1131 tea F > tea G > tea D > tea C > tea A > tea E > tea B) Iagnu11 1uf10814 tea
F uag tea G vzlimafnuzunlugiaranaslil mu ea F Ims@unguning 0.3 % uag tea G 1
a o & A =~ Yo A A v v

MIaNdINEU 0.01 % WumsmusafSolnnunieans Tagasianuanunduyed
citric acid D4 2477.35 uay 1422.72 ppm MUEFY TUAI0819 tea G TANWYUYUVDY formic

[ Y v
acid lﬂﬂﬁqsﬂ (Gmému"léfﬁqﬁ teaG>teaB>teaF >teaD >tea C >tea E > tea A) NANAN

) Yy A A4 A Aa ] A I o Aa Y v
Vlﬂl!ﬁﬂqsl?”wu’ﬂlﬂﬂl‘!ﬂULﬂULﬂﬂUﬂcﬂﬂ Glﬁﬂ'ﬂl]u’]ﬂ\‘] ANULNUIINA TN ITDNINNVLUNUU

Y
a2 v A

FR A 9 ~ ) @ 1 A 1w 9
vlﬂ‘]f’N“Vlﬂ’JN ’E]ﬂ‘l’NﬂJ’J‘ﬁﬂTiLG]'iEIiJGI’JE]EJNW[lﬂJ“]ﬂJGB’ﬂu

~ Yy 9 a =4 a S A Y (] Y o
MTNN 41 mmmmummmimm3ﬂuaxmiauumﬂch]ﬂwualuma&nﬂwmummmu 5

% ] =
AU (tea H Dl tea L)

Compound Conc. (g/100g) Precision (S.D.) Accuracy
Intra-day Inter-day (Y%recovery)
Fluoride 0.497-0.683 0.005-0.016 0.001-0.012 103.4-109.3
Formic acid 0.026-0.065 0.003-0.005 0.001-0.002 97.9-108.8
Chloride 0.069-0.129 0.001-0.003 0.001-0.002 92.8-100.2
Ascorbic acid 1.416-2.313 0.018-0.067 0.007-0.039 83.9-93.0
Phosphate 0.218-0.330 0.001-0.017 0.001-0.009 97.3-105.6
Citric acid 0.022-0.272 0.002-0.005 0.001-0.017 92.1-108.3

= a -4 a A d A Y 1 1 a
NNMIANHITITOUNTULUASTITDUUNT YNNG anvludmedraaazsiavesly

Y
FUHIINUA 7D green tea, Oolong tea, Black tea 1i6ig Chinese tea green tea WU Tudiee19
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= Yy 9 . A ~ o w Y v dy
green tea ITUANMUUUUVDN fluoride L1AE phosphate WINNEA (Limamu"lﬂmu Green tea >
Chinese tea > Oolong tea > Black tea Li6i¥ Green tea > Black tea > Chinese tea > Oolong tea
Aua1AY) TuA219619 Black tea vziinnudnduves chloride wag citric acid WNAGA

Y
(thﬂﬁ1ﬁﬂ"l{§1}ﬁﬂﬁ Black tea > Oolong tea > Chinese tea > Green tea) 11@79819 Chinese tea 3¢ ¥

£4
~

AU TUVDY formic acid 11A% ascorbic acid W1ANEA (S9819U 1AAIT Chinese tea > Oolong

1
=K o

IO ' I
tea > Black tea > Green tea) (ﬂﬁiﬁ“vﬂ\i ascorbic acid 111 UA06149 tea K F99a13J1 mixed tea)

msfndremaiinloosuInsmlansilludednlumnaianien 1a5g
o =2 A . P a A A . . . .
MMIANYT A9 Ding Lazamus [24] llﬂﬁﬂ‘]sl”lﬂﬁﬂuﬂiﬂmﬂﬂ fD acetic acid, ascorbic acid,
a g
succinic acid, malic acid, citric acid LlQ tartaric acid uazmiauuw?amm Ao phosphate,
chloride 49% sulphate Tun 1¥@IsenansznINg 0.75 mmol/L potassium hydrogenphthalate
1 1 o w :; { a 4 1 1
118z 0.25 mmol/L phthalic acid N1 pH 3.5 Wy Hiadinadiganannsninsizd laeglurag
=3 ) [ a A o =3 ) [ a =4 9y

0.04 4 0.19 mg/L dMTUAIT0HUNITOUAL 0.48 D4 1.34 mg/L dmiud150unsd laglanarlu

a 4 = Y o = a ad A .
ﬂ1§3lﬂ§1$1’iﬂ'§$u1ﬂl 45 U Alcazar agaae [26] llﬂ‘ﬂ?ﬂ”liﬁﬂkl"lﬁ?iﬂuﬂiﬂﬁﬁﬂ 1D acetic

a 1
acid, malic acid, ascorbic acid, citric acid L8¥ succinic acid LASHT auu‘n’%amm Ao chloride
% < .
Iag phosphate Tumuuaza 1¥dwziu 0.6 mM aqueous potassium hydrogenphthalate (pH
. . . A .. 19 J AN o o o A
4.0) WY isocratic elution NI 4%(v/v) acetonitrile BYAIY WU UVAVINAAITANTINITD
a W Y [ ] = 9 a 4 =
Ansn e oglugie 0.6 09 12.6 mg/L Taeldarlunmsinsied 25 wiil ez Kumar uaz
amz 28] ldvmsAnywenlessunia Ao fluoride, chloride, bromide, iodide, nitrate,
) . I
phosphate I1i& sulphate Tumye (1A az kombucha tea) Taels Metrosep anion dual 2 5130
. @ < 091’

analytical column §2%£111 1.3 mM Na,CO, 1a¥ 2 mM NaHCO, Taalivuaou sample clean-up

4 Y] a o A 1 o 1
evdaensounsdous eenneulaely On Guard-P HU On Guard-RP cartridges WU 3

v
v o

A o A a N ¥ ' ' = 9 a J
VA ﬂﬁWq®ﬂﬁ1Mﬁﬂ’]Lﬂ51$‘W1ﬂ ag“lwmq 0.01 93 0.05 pg/mL Gl“lﬂ’)ﬁﬂuﬂﬁ’llﬂﬂ%ﬁ 35

=\ Yy 9 a =~ o a A da Y 1 ~
UIN mmmmummmiaumﬂuazmmuumamwu“lumamﬂmw LLﬁ’ﬂﬂuWﬁN‘V] 42
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~ = =} 9y 9 a =4 a A A o (] a
AMTNN 42 L’IJ'B'EI‘UWIEl‘Uﬂ’JHJLGUiJGUuGU@QﬁTi@u“VIiEJL!ﬁ3’fﬂiﬂuu‘l/lﬁEl“VIW'UGluWJf]EINGl‘U‘]ﬂ‘]Suﬂ

A199 YBIIUIDU

Type of Amount of Compound (mg/g) + S.D.
Tea Fluoride | Formic acid | Chloride | Ascorbic acid | Phosphate | Citric acid
sample
present GT 6.83 + 0.26 + 0.69 + 14.16 + 330+ 022 +
0.016 0.003 0.001 0.067 0.017 0.002
oT 510+ 0.63 + 1.07 + 18.54 + 2,18+ 1.65+
0.008 0.005 0.003 0.022 0.001 0.004
BT 497 + 0.55+ 1.29 + 17.69 = 3.08 £ 272+
0.005 0.005 0.002 0.018 0.003 0.003
CT 5.81+ 0.65+ 0.86 £ 19.82 + 2.66 £ 1.17 £
0.010 0.004 0.002 0.033 0.007 0.005
Ding JasT - - 1.04 10.54 8.00 8.54
et al. GT - - 1.78 9.52 7.88 7.64
(1997) JT - - 1.94 22.34 11.84 7.42
Alcazar GT - - 0.50 5.87 1.91 2.42
et al. oT - - 0.55 5.67 2.34 2.13
(2003) BT - - 0.60 4.64 2.93 2.34
Kumar KomT 3.20 - 0.96 - 0.04 -
et al. BT 1.20 - 3.12 - 0.08 -
(2008)

GT = Green tea, OT = Oolong tea, BT = Black tea, CT = Chinese tea, JasT = Jasmine tea, JT =

Japanese tea and KomT = Kombucha tea - neae lilaseau

{ v a 4 a Y l a
NMTNA 42 WU MIuRsIeHmlsunves phosphate Tuaredesia

Oolong tea 1182 Black tea uazlsuaves citric acid 1uA108191wHA Black tea U512

IndiRsanungeaulaneg Alcazar LazaAe




107

a d a d a
4.3.2 MIAANZHIATOUNIduaza1soHuUNIa g
a 4 a 4 a L 1
TuMsAATIEHIAITOUNT IS AITOUUNTI 1ULEN WL peak YD bromide 12
99NNINNAY peak VYDA nitrite (bromide VAT t, = 12.8 WINUAZ nitrite VAT t, = 8.2 UIN) {1991N

'
v A

o 9 a v A = < 1A
v lalumsinngdnumsuasgiueay nlasnlaunsy (U0 45 B9 54) azimual]
A Y o Y o Y Y o a o ' A P
peak NABUYNFUFOU LazIzusnENIINAY ldenndiinmswsoudled1e lua wu msldna

< { a I
1uM3 homogenize ANM5ITOVIUMST homogenize tazmM3IaNuTounosnuly Wudu
@ a L& [l 1 091’ o o 4 1 4 o w
Na9nMIAATEHAI0e1 luazAS AT clean ADANIILAY equilibrate AOUIHBRIIA

. J . N ' 9y I =
bound proteins 1azIAl5ZNOU U matrix A9 oYU Taald 80 mM KOH (Hurnal 10 w1

a 4 a J a I( [ 1
TasNadINNITAATIEHHIAITOUNTIUAZAITOUUNT I IULFY LAAIAIN1T19N 43

A Y 9 a =4 a ada ~ @ [ o
AMINWN 43 mmmmummmi@umauazmiauumﬂmmmwﬂum@mmau NUIU 5

#796149 (ham A 94 ham E)

Compound Conc. (g/kg) Precision (S.D.) Accuracy
Intra-day Inter-day (%recovery)
Acetic acid 9.582-25.986 0.103-0.752 0.082-0.178 84.1-123.7
Fluoride N/D-0.023 0.016 0.002 121.5
Chloride 13.365-21.668 0.106-0.447 0.109-0.198 74.6-102.0
Formic acid 0.062-0.728 0.005-0.031 0.023-0.044 103.9-136.8
Nitrite 0.015-0.121 0.001-0.003 0.001-0.002 86.8-104.6
Nitrate 0.012-0.029 0.0005-0.002 0.0006-0.004 88.2-98.6
Succinic acid 0.046-0.066 0.003-0.010 0.001-0.007 86.7-101.0
Ascorbic acid 0.047-2.214 0.011-0.140 0.002-0.085 87.4-110.9
Phosphate 6.439-8.709 0.058-0.264 0.036-0.103 93.6-113.9
Citric acid 0.021-0.032 0.001-0.003 0.001-0.007 86.2-116.6

N/D = not detect

{ 1 a 4 ] 1
NAMIIN 43 WU MIVATIEHINANUTUTUTY peak UTNY DEUY acetic
. . . . . o 9 A 1 dy @ 9 =
acid, fluoride, formic acid t4@% chloride $11'1881A 119910 peak MartteneanINAUL 1A LA
ez lun19@0619ll matrix oenulndnu 115 integrate Yoyanoudeen uaznavos

%recovery 14 13idsTn
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= Yy 9 a =4 a ada Y] 1
NNMTANEIANVINTUYDIAITOUNT UL AITOUUNTIA1IY) IUAIDE1LIY B
S =) . . . < 4 o Y] '
1UFu10v04 acetic acid, chloride 11a2 phosphate 1WussAlsenovuian tazlua1e619 Ham B
Y v
UUNNY fluoride
= . iy & o o& o Isyy .
MIANEN nitrate LAY nitrite TUNAANUNIHOTAT IAUA LFN 1AL salami taUD Iy
. a { I~ o @
Siu 1@ Henshall [30] TaeldmaiinlooouTasunTans WNT UV absorbance 15ud1051970

' o [ o [ v
NUN ﬂ131%@3@]53ﬂ3@&ﬂu UV absorbance U150 UWIENUY nitrate LAY nitrite YIAAITUNIU

v
= o o

A A ' Y Y ~ a Y o 13 . o .
mﬂaa@u@uqmmggmaﬂ@ “‘IJﬂil1ﬂﬂﬁ?ﬁﬂﬂﬁ”m”l’iﬂimﬁ"l%ﬁﬂlﬂﬁ”lﬁi‘lJ nitrate LAY nitrite

Q

" W o w ) a d ~ =~ = ~
MY 50 pg/L taz 30 pg/L muaay 1galumsiasiz 10 win wWeuiou %recovery 1

1Auanadamsnan 44 ienlSeuiioy %recovery ¥BY nitrite 18T nitrate 1UAIDEIMENAY
Y
AUIFBUD4 Siu 11a¢ Henshall WU T %recovery V81 nitrite LA nitrate 1nALREAY HOAINT
1 9y 9 .. . A k) % v 9 s 1 ra
AANUYUTUYD nitrite 1AL nitrate N A 1nAI0819uan IuResnan Yszmalne s lunu
Ysinmgeganngmaneimualily (m3lFingiodusnsuuuielsemadninau

A Y o Yo A A
AUSNITUNITDINITUASYT LTON GU@ﬂ1ﬁu@ﬂ1ﬁi%3@]qm@ﬂu@1ﬂ1§ an NIAWNUIN)

A13199 44 1S ey Yrecovery ¥D nitrite LAY nitrate TUAIDE1LENAVIIUITEDUY

Nitrite Nitrate
% Recovery % Recovery
present 86.8-104.6 % 88.2-98.6 %
Siu and Henshall 90-105% 90 — 100%

a d a = J a = v +
433 n1ﬂamw‘nmmsﬂummaazmiauumtﬂuﬂammnizﬂm
a L4 a 4 a o ] 1
lumsnsgimasouniduazansoiiumsglulauiinsgilos wud 4 peak
d’l 9 [ 9 1 = [ (% ] LY 1 1 + a 1A
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Y
o 1 1 . . I ]
wiin n3elanzdwiloud199 19U mercury, cadmium, arsenic 1182 lead 1Hudu Tudlaii

nsdloadludaulug (321, [33]

~ Yy 9 a =4 a S ~ @ 1 1 +
TN 45 ﬂﬂﬂJL*UﬂJ‘llu‘llfNﬁTi’E]‘H‘VliElllaz?ﬂ‘if]uu‘ﬂiflﬂNG]TIW“]ﬂuWJfJEJNﬂﬁTI{I”H1ﬂ’i$'1JfN

11U 5 @10814 (fish A D4 fish E)

Compound Conc. (g/kg) Precision (S.D.) Accuracy (Yorecovery)
Intra-day Inter-day Low conc. High conc.
Acetic acid 7.673-13.784 0.069-0.345 0.023-0.209 82.8-107.8 88.0-112.9
Fluoride 0.005-0.007 0.0001-0.0006 | 0.0002-0.001 93.8-112.9 82.6-119.0
Formic acid 0.173-0.251 0.008-0.018 0.001-0.014 92.9-117.0 92.7-114.3
Chloride 3.724-10.947 0.086-0.386 0.015-0.224 86.6-135.1 41.9-108.1
Succinic acid | 0.014-0.042 0.0006-0.005 0.0007-0.003 78.9-95.8 79.2-97.2
Ascorbic acid | 0.015-0.018 0.0001-0.0009 | 0.0002-0.001 44.5-106.8 14.1-81.3
Benzoate | 0.020-0.033 | 0.0004-0.001 | 0.0002-0.004 | liildnaaes | Tildnaass
Phosphate 4.885-8.270 0.049-0.229 0.023-0.070 97.8-116.7 59.7-118.1
Citric acid 0.009-0.011 0.0003-0.001 0.0001-0.001 84.2-109.5 85.1-119.5

4
nnramsanyiaiue agllain maialeseuTnsanTanswiililludamaiia

A & A o ya 4 a =4 a ~ I Y] 1 A
maenvianamnsain s e iiasounIduas a15eHuNIo luA108190 1M1 NI

v
v AaA g 1
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= I e . = =) o ' = 1o g
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