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Abstract

The voltammetric behavior of vitamin E in vegetable oil has been studied at the glassy
carbon, as a working electrode, Ag-AgCl-3 M KCl (reference electrode) and a platinum-wire
counter electrode. Voltammetric peaks is obtained for Ol-tocopherol at-650 mV. The HPLC
behavior of vitamin E in vegetable oil has been studied by dissolved the vegetable oil in 2—
propanol and injected directly onto C-18 column, with methanol and acetonitrile (1:1) as mobile
phase, using UV - Visible detector at the wavelength 295 nm.

The standard calibration curve obtained from HPLC technique at range of 0-100 ppm
and standard addition at calibration was 0-40 ppm. The linear correlation coefficient (rz) are
0.9948 and 0.9994, respectively. = We found that the vitamin E in vegetable oil are 0.010+0.002 %
w/w (standard calibration) and 0.011+0.002 % w/w (standard addition) The detection limit (DL)
and quantitation limit (QL) are 1.1927 ppm and 3.9755 ppm, respectively. The concentration range
of 210 ppm are obtained from voltammetry technique, the linear correlation coefficient of
standard calibration and standard addition technique are 0.9994 and 0.9984, respectively and the
vitamin E in vegetable oil are 0.0412 % w/w and 0.0346 % w/w (standard addition), the detection

limit and quantitation limit are 1.1927 ppm and 3.9755 ppm, respectively.
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tocopherol ﬁag:wmﬂ isomer TALA alpha , beta , gamma Al8¥ zigma tocopherol 1‘uﬂij'11
a a a A a 2 g
alpha-tocopherol ¥1/3zAnEnmgega InNUBsIsuIADE lug1/v04 di-alpha-tocopherol Failu
jluuufgmiielude « Natural Vitamin B> daudaiiiudildannmisdunsig fe
d- alpha- tocopherol Y128U09IMNUD SunN -tocopherol equivalent [ T.E.] TasR1U=1

aansu dl-alpha-tocopheryl acetate = 0.6 Naansu d-alpha- tocopherol

Natural Vitamin E
(RRR o-Tocopherol) CH3
H3C )CH 3 ] CHa
Hoi%o > .\ 8 position (R)
. c“a'\ 4 position (R)
NG 2 position (R)
RRRrefers to Rat the 2, 4, and 8 positions, hence "RRR"
Synthetic Vitamin E CH3
e.9. SRR o-Tocopherol CH3
(e.g phero) s ,_)\CH 3

CH3
H3C o"v\ \ 8 position (Sor R)
4 position (S or )
HO CH; 2 position (Sor )
CH;

SRR refers to S at the 2 position and R at the 4 and 8 posttions Synthetic
forms include SRR, SSR, SRS, 885, RSR, RRS, RSS, as well as RRR

4 a = o a o [ 4 3
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[ http://www.fda.moph.go.th/fda-net/html/product/other/kbs3/vit4.htm ]
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2.4 mytszgndlfinafin Solid Phase Extraction lumain3andied1admfiug

mawsendegnneudiag szunlnsunInnslveanaraussousgs (HPLC) ag
o q’: { o o 4 a Ly i o
Gas Chromatography (GC) iiuduneufidhdamnn ilesnndeantlsnludesisenansaild
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Funoumsld SPE
Stunoudw 74 FumsumudRuReiiae

1. condition iiums1aTex sorbent %38 packing fussqagluivis SPE ¥ niousessy
A10819

I 1o 1 4 7 [
2. load 1umsladreeas lie 13Uy sorbent

o [ @ W o [} a
3. rinse 1IUMs YIRS NIUAD sorbent 1A oeMT0TUBYNAIUAIVBY sorbent BB

. 3 { { o 4 o a gt
4. elution Wumsau11s s 1au 1oz sorbent danali1 llAmszvine 11/
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Funwanfazmerimie luazae1it (hydrophilic 13 hydrophobic) 111
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Mstaenly Sep-Pak Cartridges Sorbent %30 Packing Material : C
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AMANUANKI : hydrophobic bonded silica
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msdenly Sep-Pak Cartridges Sorbent EL) Packing Material : silica
qmauﬁ“ﬁﬁﬁa : hydrophilic polar (neutral)
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AMANVANNI : hydrophilic polar (slightly basic)
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mMsiaenly Sep-Pak Cartridges Sorbent 13e Packing Material : alumina B
qmﬁwﬁﬁﬁu : hydrophilic polar (basic)
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Mstaeniy Sep-Pak Cartridges Sorbent %30 Packing Material : accell plus CM
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mataenly Sep-Pak Cartridges Sorbent %30 Packing Material : accell Plus QMA
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mstaenly Sep-Pak Cartridges Sorbent %o Packing Material : aminopropyl NH,

L
i B A

AMANUANNI : hydrophilic moderately polar (slightly basic)
A dey
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m3enly Sep-Pak Cartridges Sorbent EL) Packing Material : cyanopropyl CN

qmauﬁﬁﬁﬁa : hydrophobic moderately non-polar (neutral)

m3danedild : - Inseimsfiazawlumsazawiiiudughaamendonissunid
- 48 metabolite VDIV mﬂfi’ﬂudaushmmmi'wﬂw
- metabolite MINAE WA HAAS BT NI TN
- 19 LNAY

i Inaadi Inssadradluaslelas Inda

matdenly Sep-Pak Cartridges Sorbent L) Packing Material : diol

Qi) &

ﬂmﬂN‘UﬂﬁN‘J : hydrophobic moderately non-polar neutral phase

1 14
A o

a daq 9 a ¢ ~ S o o A a ad
ﬂ]ﬁ?lﬂ?]gﬂm‘ﬂ : -'Jlﬂﬁ13“ﬁ15ﬂﬁ3’;ﬁ1ﬂ1ut’f15ﬁgﬁ’lﬂ'ﬂllu’ul‘ugl'J'Vl']ﬁga'wﬁiaﬁ'ﬁﬂuﬂﬁﬂ

Ad (a 9 :1
- sgldTnaniesluih

- ilgFauzluniosdien

- ol Induag TusAuaas

maaendidiazas
=1 o o = 1 ~ [ T 14' 1 Yo L] 1
MsendIiazavazinanansmisudlnga luudn Neg ladeseonuazo1nun
9 o 1 9 A o o Y ) a . A o
Truuaz 181 recovery Huatels dusudendriazae lamaneaudmsy rinse iovean
1 Y] (] I Y1 = A o Y 9 Y o o
8619 AIDE19NILHLDIA 11DE 1AR1 recovery A MsABnANITaN Idd1BAemInaaesly A
4 1 ) [Y) @ o o v o
aza8il strength A9 9 fumleudundnmsidendiiazarsuazaoauyl luszun HPLC 151
92 load a15Mts 1 1909 11uY sorbent 155 1erulonsTanududuneamuzas luvzidonld

o a a Y 1 a 2 A vy o ' '
ﬂ?wTagﬂTUlﬂu‘]jﬂ"]ﬂﬂ'jT]J‘lJﬁln@]i UAIADY LAY strength YULTDY ) LA AN VUADSTIUU

asnaeuNmsimaulignrzeenuuile



45

onimiina
n:' [ Y2 1 .Y v [ 1
mMsNvzUTuanmuea sorbent 1%5uu508n0U load 19813 N3 load A0E 1AL
Y o Aw @ o = & 10 ¥ a
PWIUMTYEET 1desinensims lnavesivharaenvangay e luldiAailymiain
F10819ANA1NT 0 retain B 1ANYsl W30 lifeauga Taeialuuds wenselSuanm
} 4
cartridge 18 Ino148n51013 Inagade 25 Taddas / uril daums loaddrediauazmsvzarsiiy
{ q @ T a A an 1 v
gangalias14dasns naliiiu 10 Taddas / ui uandiu1y 187316 recovery 01992
L4 4 o/ =y Qs = é
vous 18 esld sasims Inagaefis 20 faddas / uifl @nasasedeuTasldarsinasgu
1 £ o o o ' '
(#onou) n3di 19 sorbent FuiuUWIN ion exchange azuuzI 1 14oAs 1M lading 1 @ 1-2
a aa Y ] 1 4 g 1 & o
fiafians / u1fl Sep- Pak 119%ilA 195U Sep-Pak light veliduruguinaiadnniumuudu nld

andAsINs Inaad 3 1w



46

(¥ 9/

Ay o
2.5 NUIVNINYIVBN

Anna Gliszczynska — Swiglo , Ewa Sikorska [1] 181dmnaiin reverse - phase
14 1] 1
HPLC v11lSu1a tocopherols (o-, (f+y),8-) °1uﬁ1ﬁ'uﬁﬁnﬁmu"lﬁ' mobile phase nl¥ae w
=t J Y ' Y A Y o A &
muoea : 0 In Tu'lnsa Tudasidu 1:1 1dnTewmsndarigoasarudnanuenaun
v d' A as dyd (A}
?fﬂ']'.l%gﬂﬂi%ﬁ]u 295 ‘Ll’lTouﬁ]i HAZNTNNICNTANULEIN 325 uﬂumm Iﬂﬂ')‘ﬁuﬂﬂ'lﬂ')u
P v o o X ' J ¢ = A o
disuuunasguduing (R.S.D.) litfeendn 2.24 ulesiwud , Yanaw landigalums
A3293A ( DL ) U84 & - tocopherol 1iA2 ¥ - tocopherol 7B 8 w1lunsy / Nadans uag 28 W1y

ASY / Uadans d MY o- tocopherol

T. Galeano Diaz, 1. Duran Meras, A. Guiberteau Cabanillas , M.F. Alexandre Franco
2118 l4madia Taunuamsnlun1svidSuna tocopherols TasAny1 TaunumnImmaiinly
1519 glassy carbon electrode luasAINA1BNMU-1OT LB AIVNATAATE 9 (FU ITMITR

Y 1 acta = v o =) a a
NIZUANTIVOITIIR2814 , FTanais@eanad uazauadsion Taunuiums Anuidninaves
] Y 9 @ o A & p )
AIUNTUENLEY — 19IUDA , ANVITUTUvBINIAFaN Tz anIzvounTesle vz ldin
483 O - ocopherol 8% O - tocopherol A [3-tocopherol 1Az Y-tocopherol 1ZiAAMTFOUTIY
@ a d (& :l o/
M lumsinseddSue o- ,B- y- uag O-tocopherol Tuniniuiwaz 1938 a5 unesw
. ] d’ 9 Q ac Aada

UINTJU partial least square type 1 (PLS-1) Wwan lannnis Ialasdinszuansswazisanive

[ =) o é L o _ "
iFeaRad launy IuunsunSeufoudy. Fezwuhmsimuuaiasudsanades v

5 Y] L4 awy ¥ 4 o o a
Yoyadfiga TagulszasdluauIdeiiioriludszyndldlumsTinsiein tocopherols T

14 b4 [
Wilufisdeg  TasmsdesiaiiuuznondesiinisfIndasunIuAIe solid-phase extraction

v
s o

s . o @
T4 silica cartridge wan1333ed 1Al uhveusy

M. Masin Sanagi, H.H See, Wan Aini Wan Ibrahim, Ahmedy Abu Naim [3]1‘]21’1Wﬂﬁﬂﬂ15
AAA Pressurized liquid extraction ( PLE) #20 normal phase liquid chromatography ( NPLC
) dwiudnseidunlsfusagdaius lunniifunn palm pressured fiber (PPF) Iag
I¥msadauuuaednan Tasldmsdein 5 nfu figuugd 80 ssmmaidos anwdy
1500 psi 2x 10 w1fi M3afauuLAsTiALTINAT 50 % Fenmaadasznuiiiniudey
3.7-4.0fadndu / fadaas , wd —unlsfin 33-3.5 fadniu/ Teddes dlumsadadae
Fihfuslomlumsadadund uael¥uadndusuozud - ualsfiu winahimsldn

— hexane Wazaao lsWesuiludvazawlumsana
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Dagmar Pollok, Hans-Ulrich Melchert [4] TédWauumaiia HPLC TaglHnTes
329 IANgOBITAWUALUY on— line post - column derivatization Tumsdinsigd oL -, B+7
-, uagd - tocopherolquinone ( TQ ) Tneldnodusl RP— 18 yu1A 250 Hadwns x 4.6
a a =1 o d’lo o d ja o v T o
finfiwas § LOD 250 pq maiatiih liAnseddTum o - TQ Tumsdediaeguluuywd
1 { a 4 1o { 1
A1 recovery M 1A9IAMSUATIHUVY spike 111D 99 T 5% luvasilAa recovery voa 3
-,Y-uag O - TQ iy 28 £ 4,63 8 % uag Weunn 20% Teeldanuerindunaniae
¥ A 4 P Y A
gNNIZAU 294 W Tuas , Anwenduianzatoned 331 wiluwes lumsldiniensie
SarlgoasarudiduiniosnsiaTauas Idanueaaun 260 wiluwas lumslfinfesnsae

Y 3
piglie!

g
Salvatore Fanail, Emanuele Camera, Bezhan Chankevtadze, Giovanni D’Orazio, Maria
Giovanna Quaglia [5] 1% nanoliquid chomtigraphy (nano-LC) ﬁ‘l%’“lumnwn tocopherols ©-, Y-
,OL -TOH), Ol -tocopherol acetate (OL ~-TOH-Ac) LaZH13 1l5zneUaIs antioxidant 1ne BHT
(butylated hydroxytoluene) 14 lumsilosdu TOHSs autooxidant Tunmsienaz 14 fused silica GANfI
1.0 %u1a 100 T Taswasuas 0.0 v 375 TuTnsmnsdae RE,, silica Bedidurugudnma
1@ 5 139 3 1uInswasidu stationary phase a1 mobile phase iummuea, ozdla’lu
nsduneri nafldlumsiinsedmsnanldnasze 60w dleld re,, e 3
Tulnswas wﬁﬂizﬁﬂﬁmwuazmmﬂnﬁﬁéaﬁwaﬁimmﬂmmaumﬂmmsﬁ'umuquﬁﬂmmz
AUG Rs LAzATN/m  91nn15MAa0d 1aeld capillary 11 pack RP,au1a 3 lulnswnas oz
19617 limit of detection (LOD) 4 limit of quantification (LOQ) iRl (A 3y 8-, Y - TOH,0 -
TOH-Ac 931 LOD tag LOQ i1y 4 uaz 8 lulasnSudeiiaaans auday a7y OL -TOH

923iA1 LOD uag LOQ 1y 6 uaz 10 lulnsnfudeliadans awdidy)
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UNN 3

asl o A X%
IFAUHUNITIVE

d
3.1 maniinazglniel
3.1.1 mandl
1. INTUBUTANT (C,,H,,0,) > 98% HPLC

- waluana : 430.72

Analysis No. : 286955 589
- d,” 0.950;n," 1.506 ; 1.1 units / mg
- fuSnuiigaingll 0-4°C lufiftuues
2. 15“11‘]'1417‘?‘]5 (Vegetable oil)
3. mmuaan?qw%’(Ethyl Alcohol Absolute, C,H,0), A.R. grade¥941/3H5NCarloerba
4. wwszwiinueu Taudiounae'lsd ( tetramethylammoniumehioride, C,H,,CIN ), 489
15EN Fluka
5. nsAFaN23PIYULU (Cone. Sulfuric acid, H,SO,)
6. 'loTasTwswiuen (isopropanol, CH,CHOHCH,)
7. 2¢@In'lu'nsd (acetonitrile, CH,CN), HPLC grade 4841355 Fisher
8. (UNUBA (methanol, CH,0H), HPLC grade Y®4UI¥% Fisher

9. lawfianasunlug ( dimethylformamide )

3.1.2 gUnsaluazinfesiie
1. 1n599 HPLC §U Waters 486

2. Aodw HIQ Sil C, vu1A 4.6 finawns x 150 fnAwas YeeuTEn KYA
TECH Corporation

3. Hhwesszuvdaialasininnsil (34 Water 510) ¥99U54W Millipore

4. fodur C-18 5.0 lulaswns 4.6%150 TaAwAs ¥9USTM KYA TECH Corporation

5. Guard column Nova-Pak C, YBIVTEN Millipore

6. UV detector U04IA389 HPLC 1 Water 486 veqUSHN Waters

7. NITATHATOUNNLIUVUIA 045 lunseu veauTun Millipore

8. Lﬂ?m Voltammetry %"Jul‘l/‘lﬁﬂelectrode)ﬂuiz‘UU 3 %’J"M‘laﬁh

14
- glassy carbon electrode W T ( working electrode )
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- %0001 - Faneiannlsd - 3 Tumi Tnumadeunaolsd
(Ag — AgCl - 3MKCI) Lﬂu%ﬂﬂﬁﬁ’ﬁﬁad (reference electrode)
- Sumaiuusung (platinum disk auxiliary electrode) 15U
%I’Jnl’/‘lﬁﬂhﬂ (counter electrode)

9. IA3eINTBUILAANINIY

10. 1n3eelanesoIma

11. Lﬂéﬂ»‘l‘l‘%ﬂ%ﬂﬁﬂllﬂﬂﬁztaﬂﬂﬂﬁﬁﬂu 4 AU (analysis balance) Precisa 205A

1 1 ° d
12. w5oudns iy

an o oy a v
3.2 IEANUUNTIVY
3.2.1 mamIsnmsazaenliiuniinaass
3.2.1.1 MSA3EN stock solution YBIMTAZTMEBNINIGIUINAUB 100 ppm
a'; = = = QJ [ b=y a an \ s =
FOMUBUI N1 0.1 nfunsatlilean 0.105 Haadns laluviaialsunag
a aa ) = a3
e 100 Haaans azatelulels InswiveauazdSudsumsaaelela Tnswivea wulily
< ¥
Myuznuuaa g
Qs : s A
3.2.1.2 MIAILY stock solution YBIAITALNSAIVENMINTUNY 100 ppm
0 v
Faiufuirnlsena 0.6 3y laluvaadailSuinsvuia 100 Taaans azane
Tu'lo T TwswiueauazliudSumsdaole o Twsmuea Wul3lumeuziueslugiou
32.1.3  MSIA3E stock solution VasmIsazawnsadanan 0.1 Tuaisluem
uoa
Julaemsazaensadaisaduduin 0.55 Tadans laluvadnlSuassuia
100 Haaans azawluwemusauazalSulSuinsdroenivuea
o 0 o o d
3.2.1.4 MINIUN stock solution VRIMTATMEMNIZINNaMeNTIHENATD 150
0.5 Tumslwemuea
M 1= ~ o ) 1 [ =y
FunnszwiasenTudiounaslsdun 5.48 niu laluviatadSuiasvuia 100
faaans azateluemusauazlsulSuasdraenivea
3.2.1.5 MIAENAITAZALNINIGIUIMAUD 0.5 ppm
TuaaisazaroninsguIalud 100 ppm 11 0.125 Uaddas ldluvinia
USumsvina 25 Hadans azatelule laInswiueauazilSulsuinsdole la Inswiuea

Py lumausfuoaludidu
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=y a a o
3.2.1.6 MIAATUNAITAZIWINAIFIUINAUD 1 ppm
Tulaensazaionnsg uIaiiug 100 ppm w1 0.25 Tadans laluviadalsung
a aa Y = -]
v 25 Jadans azaelule e inswueauazstsulsuasdele lalnswivea wu'lily
mauziuueslugiu
L= =) a A
3.2.1.7 MIAIUNANTATNSNINIGUINAUD 5 ppm
Tulamsazareninsg1uiandiud 100 ppm 11 1.25 Tadans laluviadadsuias
a aa o a ]
yun 25 Nadans azaelule Ty lwswueauaztsulsunasdele lalnswivea iulily
=< Y
MyuzNuualugiu
3.2.1.8 mamssNmIazEnAIgIngue 10 ppm
fileesazareninsgiudailiug 100 ppm %1 2.5 Uadans ldluviadailsunng
a aa o = =]
vum 25 Hadans avawluleleInsniveatazdSudsumsdaeloTalnsmuea wulilu
=3 Y o
Myuzuueelugiu
3.2.1.9 MIMNSENATAZALNIATGIUIMNNUD 20 ppm
tilamsazaienasg udaniiug 100 ppm %1 5 Uanans ldluviadailnas
a aa o a =]
wyua 25 dadans azawluleleInsmueauazdSudsumsdnle e lnswivea wiuldlu
2 vy
Myuzhuualugiy
32110 MSNFENMTAZMENIATFIUINGUS 40 ppm
UnlaeisazateninsguIedus 100 ppm w1 10 dadans ldluviaiadlsuing
e 25 dadans azawlulelelwsniueauazdsudsuasdaele o Twswivea iulilu
£ v
Mmauzuas lugiu
3.2.1.11 MIAIENMTAZABINNITGIUINHUD 60 ppm
Tunlamsazatennasguim1dud 100 ppm ¥1 15 Nadnes ldluviadailsuing
A Aan o a o
vun 25 fadans azanelule Ty InswveauazilsulSunsalele laTnswiwea wulilu
-~ Vo
Myuzuerelugin
3.2.1.12 MSN3ENEISAZAILNATHIUINNUD 80 ppm
InleensazaeuinsguIniug 100 ppm W1 20 Uadaes ldluvaadailaning
yum 25 Nanans azawluleTaInsmueauazdfulsuasdlele Talnswiwen nulilu
2 Y
Mruznuwalugiu
3.2.1.13 MIAIENEITaLale standard addition 0 ppm
1
Yuleaisazaiefiesnainiuns 100 ppm w1 10 Hadans laluviaialsuing
a aa [ a -]
yum 25 Haaans azawlule Ty InswusanazlSuilSuasdele T Tnswivea 1ol

-2 Y d
mMuznumad lugiou
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3.2.1.14 MIMIBNETALANY standard addition 1 ppm

Talamsazaofaeraiwiuiy 100 ppm 41 10 Uaddasuazilulaaisazae
WATFIUININUD 100 ppm W1 0.25 Hadans laluviadadSuimsvuie 25 daddes azately
Tolo InswineauazlsulFinasdaele e Tnsmuen iyl lunsusiuueludidu

3.2.1.15 MaAIeNa1sasale standard addition 5 ppm

Talaesazmedaedrnisiufie 100 ppm W1 10 Hanaasuaztileaisazaie
1ATFIUINAUB 100 ppm 11 1.25 Hanans ldluvadadSuasuuie 25 dadans azawly
Tolas TwswiueaunzalsulSunsdule TeTwswmea 3 lumausfiunaaludiu

3.2.1.16 MsATeNEIIazaE standard addition 10 ppm

Talansazarediodrniufia 100 ppm 1 10 Naddasuazdnlacisazae
NATTIUINTUD 100 ppm w1 2.5 Tadans laluviadialSiasvua 25 daddns azawlule
T TwswiveauazsulSuasaaele Ty Inswiuea iyl lumsusiuuasluditn

3.2.1.17 MSMIeNE1Iaza1e standard addition 20 ppm

Talnsisazaredotraigiily 100 ppm 11 10 Uaddesuazilaasazate
WIAsgIUINAaUD 100 ppm 11 5 dadans laluvaaiadSinasvuia 25 Gaddns azatwlule
Ty TwswweanazilSulsuasdasleTa Twswiuea iuliluswusiuuaslugibu

3.2.1.18 M3ATUNEIIaAIY standard addition 40 ppm

Halnersagmesaetraiiiufie 100 ppm %1 10 Uadansuazinlaaisazaiy
1A UINIUD 100 ppm 11 10 anans laluaaiadSinasvina 25 dadans azawlule
To Inswiueauazil§ulSuiasdaele Te Inswiuea Wulflumyusivuasludidy

32119 MEATENEITazaENINIg 1 UIMANUS 1 ppm

TilamsazaioninsguiIndud 100 ppm ¥1 0.25 Uanans ldluvndalsuins
WA 25 Taaans nnvuAumsazaensadaiiain 01 Tumflueniiea 05 Fadans uay
msasmomnizmiiatenluilounanlse 0.5 Tua1suenvea 3 dadans udwiulsues
dolelyTwsmuea iyl lumsusiunaslugitu

32120 MISATUNETOTNLNIATFUINAUD 2 ppm

Tlaasazaieunsg Iadiud 100 ppm w1 0.5 Tadans ldluviadalsung
yuIn 25 Taddes vntRmsasmensadaiiaie 0.1 Tuariluemuea 0.5 fadans uaz
msazaemnizwiiatenluiiounaslss 0.5 Tuarsluemuea 3 fadaas udnivilSuas
delelaTwsmuea wulilunsusiuvaslugidu

32121 MINSENAIazaINAsEIUINIAUS 4 ppm
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TulamrsazarennsguIandud 100 ppm W1 1 Uaddes ldluviadadsuing
}2
a Aan Y] a o a o a Aan
YUIA 25 HaAaNT MNUWANAITAZAENTATANISA 0.1 Tua1s iuenivea 0.5 Jandns wag
A a 4 o s an b [ a
msazmumnszwiauey lutlsunanlsa 0.5 Tuats lweniuea 3 Uadans uasuisuias
o o
faelolyTwswivea wulSlumwsueiivuadludin
32122 MINENMITATABNATFIMAUD 8 ppm
TulaasazareninsguInldud 100 ppm 11 2 Uadans ldluviadalsums
1
YU 25 Uaaans MnduAumsazatensadanaia 0.1 Tua1slueniuea 0.5 danans uae
3 ~ 4 I a asn 9y o =
asazaemnszniason luounaslsa 0.5 Tuaslwemuea 3 Uaaans udlsudsuas
a3 -]
daele Ty Twswiuea i lumausituealudin
3.2.123 MIAILNTITOZAY standard addition 0 ppm
b
Tilaarsazaiedieenatiniune 100 ppm 11 20 Hadans ldluvaadaliuins
9
YR 25 Nadans tnNwdNEsazaensadanasa 0.1 luaisluemuea 0.5 Tafons uay
= = 4 o' A an 9 L) =
gsazaemnsenatey Tudlounanlsa 0.5 Tuas luemuea 3 Hanans ualsvdsuas
#ruleTaInswiea 'l lumausfunesludiy
3.2.1.24 M3AILNAITAZAIY standard addition 1 ppm
o
Tulassazaredegiahduns 100 ppm 11 20 Hadans, tleaisazae
F]
WIASTIUINTUD 100 ppm W1 0.25 Hadaes ldluviatadSuasuuia 25 Jaddes ndu@y
asazameniataiasa 0.1 Iuaslueniuea 0.5 Hadaes uazaisasmumnszwiaueyly
4 a an ) = <]
Weounaelsa 0.5 Tuaislwemuea 3 dafans udrlsudlsuinsdqeleTalnswiuea Wu'l3ly
< Y
MUz Tugeu
3.2.1.25 ISMILNETATAY standard addition 2 ppm
¥
Tulaersazaredesiatidiuie 100 ppm 31 20 Haddns, Tulaesazay
¥
WINSFIUINUUD 100 ppm W1 0.5 Hadans ldluviadadTuiasvuia 25 daddns niudy
Asazatensagaiasa 0.1 Tuaislueniuea 0.5 Tadans uazasacatumnszmnauey Iy
=1 4 s aa 1Y) =3 o
deunaalsd 0.5 Tuasluemuea 3 Hadans udrlSulsuasdele Tainswmuea wu'l3ly
=3 Y
Myuzhvwaalugiu
3.2.1.26 MIAIUNE1IATAY standard addition 4 ppm
¥
Yulaesazaredreraiiuiy 100 ppm w1 20 fadans , Dulamsazaw
14
WINTFIUINTUD 100 ppm 11 1 Uadaas laluriaialSiasaua 25 daaaas miuay
asazaensagaiaGa 0.1 Tuaslweniuea 0.5 Tadans uasasazmumnsziauey 1y
4 -4 a aa o = =<
donaaelsa 0.5 Tuans lwemuea 3 Nadans udSudSunsdqelelelnswivea wu'ldly

7 vd
m%uz‘wuum“luﬂwu
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3.2.127 mawmssumsazaeazaInlylngd : mmuea s lfifluanundeund vy
matin HPLC
4 ¥ °
nsosesd In'lulnsauaziunueadlumiownsesgaginme wdnhlilmieu

asazaeezd Inluingd : mmuea SRT1EIU 50:50 60 : 40 40: 60 USuaslasdSuas

322 msanmndelaunuamSuvuiiviesudeawad
3.2.2.1 %’J‘h‘lﬂﬂ‘l’f\in&ﬁﬂ glassy carbon electrode m?tmllﬁﬁﬁfr
4o lawfanosan lud1fguros o Fufl glassy carbon electrode szanas 2 il
mﬂifu“l%'ﬁwﬁaguifwﬂé'u“lﬁ'ﬂiuﬁﬂﬂ o U7 glassy carbon electrode snnsmae q wf

i lvFhd1989Re Fares - Fanesnaslsa — 3M Inunadennaslse

3.2.2.2
3223  shhihahede uwafiy
3224  amailflummaass
Instruction t/s Main parameters Recognition
D SMLP/M V. fraction mL U. verify 650 my
C (CAL Rot.speed 2000 /171 | U. tol (+/-) 80 mv
PURGE 60.0 | Segm. Name asv U. width min 10 mv
STIR 10.0 | Cycles 1 U. width max 400 mv
SEGMENT I. threshold 200 pA
RINSE
C CAL3)
END
Display / Plot Baseline Evaluation
I. scale auto Type linear | Mode VA
U. div 50.00 mv/cm | Scope whole | Quantity I. peak
U. begin 400 mv du. front auto | Sign . digits 4
U. end 900 mv s. front auto
dU. rear auto
s. rear auto
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3.2.2.5 nageuHeBudummisinalfnsen (M3 spiking)
¥ '
fvgnusnnssumsazaealeg1ahiiuny 100 ppm Usuas 20 luTnsansdaedieh
¥ 1
ADUNTUNEIIAZAEAE 1N NUNY 100 ppm UTuas 20 TulnsAasiiAudieasazaieninsgiv
UUD 100 ppm YSuAs 1 Vadans
a o = Y (]
Tszrdmemaiiamauni Wi dedeaz 1 win
3.2.2.6 aMnBUdU ( linearity )
INTUNETAZAWLIATTIUIMAUBANTNYY 0.5 100 ppm LALE15AZAIY standard
.. a o a o 1
addition AadNdU 0-40 ppm JnErdImaTiamunl fredwaz 1 WA udiadenad
] Ay Yo Yy 9 o 1 . . 1 Yo
wesgusenenszuai dnuanududy 1he linearity veensuaaznsvanldduiam
Yatamsasinia
323  msfnudmaia HPLC assadadegd Idda Amanes
v 1 \ d' d'
3.2.3.1  NATOUMIOATITINVBIAIMARDUN
(Y] [l [ a' d’d = o d'
NATOUNIOAIIAIUYBIAIUINABUNAD Asaza1wesd In 1u'lnsd wmuea #
B384 50:50 60 :40 40:60 USumslavilSuias dawaedul c-18 5.0 lulaswns 4.6%150
ladwas Taslddnsinislvavesdnundoun 1 dadansaeuldl asieiafinnueranay 295 uilu
A5
3.2.32 NAFeUsNIINS IHavesaundeun
o - ¢ An v o 9 o
hasazaees® Inlulna : wniuea 7114910 NATaUIUAULINATDUHIOATING
Ivavesdrumdeunnmuzay Taenaaeudasinis lvan 0.8 1.0 uag 2.0 Naaanisaoun 19
=3 = I'4 a o $ 4
SumsRadngzd 20 lulasans asiedananuennady 295 w1 luwas
o Hq a A U a o a
hanmznnnmsuennsizinangaunldlunisingszniniue
3233 nageumsauiummmisidalfR3en (7139 spiking )
o
fstusnessudIsazawdeiaiiuiNe 100 ppm Usmas 20 lulastas
T v ]
arsaeunsouaazaieileahtuiy 100 ppm Ysas 20 lulasdnsidudsansazats
WATFININAUB 100 ppm USAs 1 Uaddans

- oA Y a Al o 1 at ~ 9
ﬂﬂ?lﬂi']%ﬁﬂ?ﬂlﬂﬂﬂﬂiﬂiﬂTTﬂﬂi'l‘V\l AIDYNWNAL 15 UIN ﬂTNﬁﬂ']'JZVl"lﬂ‘ﬂ']ﬂﬂ']iﬂﬂﬂﬂU

3234  amWBudYy (linearity )
wIsuaIaza1eNInsgIUINIudAMudYIU 0.5- 100 ppm UATA1TAZAIY standard

) 4 a Y 1
addition AMINTU 0-40 ppm AadmsizidremaiinlasanInns @l dedeas 15 Wif udrads
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' dy Ay Yo ¥y ¥ o_ v . . 1 o
ﬂﬂwmmgwuizmnwuwﬂﬂ UANVANTY HUIFN linearity vounsmuaazng I lsi

VATINANITAIIA

3.2.4 ImInaaes
3.2.4.1 I8mIinaaesemaiin HPLC

32411  msadunsivhnasgiuvesmsazaleinasgriImiue

Samsazmemasgniafiudiinnudududis q Mwson1318un 0.5, 1, 5, 10, 20,
40, 60, 80, Liaz 100 ppm U3 20 W lnsAasdhgszuy Taelddandeudidumsazawesdinly
nsd : mueasasidau 1:1 sasimsiva 1 faddnsdeundi Anawenadu 295 wluiwas Tae
Sesziianududuay 20 i

32412  mIaiunsvlinasgiuvesasazate standard addition

faa13592010 standard addition AnNELUAIL 4 R 1314un 0, 1, 5, 10, 20,
uaz 40 ppm Ui 20 TuTnsdasdhgszuy Taolddwmdeufiduaisazaeesdinlulngd : w
mueadanda 1:1 sasnisiva 1 Jadansdenti Annweaay 205 wiluwes Taeding 1z

anudyduay 20 R

a a o d
3.2.42 sminaassmamaialaunusmsnuvuaviesudeaias
v o a
32421  msanennvhnasgivvesmsazaesnasgiuImiue
I} a ~ dd’ = 9 d' Yy 9 1 @ A d'
ihasazmeniasguInnudnmson 1l 2 ga Hanududuaeduie gan 1
Y a4 Y 9 o a e Y
anududu 1,2,4, 102 8 ppm AN 2 ANUGUTY 2,4, 8, uaz 10 ppm W AATIEHAR TN
=% o ' 9 9
az 1 WmuanzaInand1sdy
32422  msannninasguvuesaIsazme standard addition

-1 a a dd’ G Y ~ Y 9 1 @ A d'
mmiazmﬂmmgm'amwemmmn"la 2 YA NANVUVUVUANDUAD YAN 1
Yy 9 a Yy v o a A Y 9
ANWVNIY 0, 1, 2, 1A 4 ppm AN 2 ANVUVUH 2, 4, 8, 0% 10 ppm  HIWTAATIZUNANUUUUU

Ay 1 WINAINANIIZAINAIITINAY
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uni 4
o\
Nﬁﬂ]iﬂﬂﬁﬂ\‘]!!ﬁgﬂﬂﬂ51ﬂWﬁ

! =
4.1 MIANzIMIUdIaLmALin HPLC
£ a o [y) a da o o
4.1.1 ANAAENHHMINZaNTMTUMTIATIZHINNUD
4.1.1.1 anxdanaruveanmadoun
a a a ' o o
msnageyl¥msazaenasgudaniiudanududu 10 ppm Iinszvdleneduil HIQ
Sil C,, W9 4.6 Hadas x 150 Aadwas vwaeyma 5 luaseu Taolndnsins lnavesdau
4 { o a aan 1 a . ) a ' ! [N}
wasuny 1.0 Tadaasaeud uazdSuaslumsiadmsizvidly 20 Tulasans drummndouni
o ! o 1 o
T¥RemiazaivezdInlulnid : wnueaNdnsidiu 50:50, 60: 40 uaz40: 60 Iasldidasims
4 { o a an 1 [ { 4
Tvaveunamdounily 1.0 Jaddasdouii asevananuenay 295 W luwas  MAMINATOL
wud Weldmandounaisazaiwozd In'lu'lngg : wmueafidnsidau 60 : 40 uay 40 : 60 USuns /
o 1 =y oo ° a { v ¢ o [ ]
W3uas wuhezldwamsinseduendininaindu dildifanmsueni liauysel dnymzdnann
a A A A Ao ' - A ) A a o
wannmsnauimdoundshimuzauiioaws  tazilenadoudnaduUNaIIazaIeosd In lu
4 ! o 1 a o o a 1 a o
Insd : wmueafidasdau 50: 50 Inswiasazmeniasguiaiiud wuheelinanisinsizdlu

a3 P [
asuensas uifuiviwels uaasdegy

p.28]
B30
©.15] |
F) ]
]
B
pos] }
I ” Vo T
] 7 [y
— o " ad YT AR~ S S ~vev S o
sipanes

t:' = a o v 1 A a o

3 4.1 waaslasn Inunsuvesmsazmens§IUINAUD 100 ppm TaslFdunaeuinily

a J Ao v 9 Y A A o
asazawerdInlulnid : mueafionsdnt 50:50 uazdnsims lnavesdundouindu 1.0
iaddnsAouN

E 4 1 v 1] 3
aaiudsaglIdmmadeud dwmiulFlumsiinszdmimsazawinfiudimunzauige

A& P=% o Ao 1 & =3 ac Y
Aoeisazmeesd Inlulngd : wmueafidnsidu 50:50 FeamrsouenasazaeIniidesnuilag,

figa uaz 1 lunsuen 9.957 widl
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4.1.12 AndanmslvaveurmnaeuiuasIa1IMuUy (retention time)
naaounISaTIMs lnafmmnzaunv ldfitamsuenaisdsznevvesimiiug 1d
' ¥ [ ] q" d
a  Taeldduuadounnldninmsfnuidesduiiufe msazawasazatsezdinlulngg :
WIURaTISATIEIY 50:50  @saviananueany 295 wiluwes dmsudnsms lvaf
1¥fnu1a0 0.8, 1.0 ag 1.2 Uaaansdaui
A Y o A A o a aa 1 a
nnmMinagaunuIuls l4dnsins lnavesurdmpdounilu 1.0 Nanansdeun
° 9 a A oA 5’ 1 A A a 1 o d ~ P o 9
M ldensazawIndudswisdinioun Unateglunsduiuuisinensziivimsuen
= A A a 43 (] 4 a 9 o
msilszneuvesasazainiiudifatiulfesnauysel  luvazimslddasinsnaves
k ! g a an [ ' a a
weamdouitly 0.8 uaz 1.2 Uaddnsdeuf  lumusauenaisdseneuvesdisazaleIniiu
¥ t4 4
goenviniuldduaznaildlumsueninldnamnund dufueagyldidasins lvaves
4' A & a an 1 a & ' Y a
wawdsuiNmuizauie 1.0 Jadansaowi aeaunsoreldifansuenasUsenouuss

msazawIniudlaa usznanldlumsuenie 11.228 Wil uaasAsgy

T~ R} AR BN AR T T L 7 = BN Y =R s A (Y T3 e 7Y I TY e A M Y.
MRS

g 42 ueaslasn Tnunsuvesansazmeninsgianiiud Taelddnunaeuiiilumsazavezdin

Y

o H ' @ 1 4 { o a Aaa 3
Tunsd : musandnsdiu 50:50 wazdns Mg Ivavesdrumasuiilu 1.0 Jadansaouth

4 o a A
4.1.2 M3aenIminasgIvveImIazm BN IUIMAUD
° < ay v Y ¥
hanzimuzaui ldniansnageudreduinadrensmuinsguvesaisazaiy
WpsgIniud  laeiinmsnagouluswanududy 0.49-98.00 ppm luaisazaiediu

té d' ~ 4 d'w ] o 1
wasuNveaIsazawez® Inlulnsg : mmueandns aIu 50:50 ORIINT MMavBIdIU



58

. '
A =

a aa ' = o § A £
NAOUN 1.0 UaaanNIADUIN ﬁi']ﬂ')ﬂﬁﬂ'ﬂnt]TJﬂau'ﬂ 295 u'ﬂuluﬁi FINAVINNITNATDD

ladalugy 43

S
s

S T S
i S SR

SN i S
s

190

0 180

4 {79

Asvrevrivaed G,

O (AADA

AARAAAM A
“m‘@ﬁﬁ A
a.

00161

0.000-+

0016+

31U 43 vamalasinTnunsuvesmsazmoiAI g Imiand ¥annuduiy 049-98 ppm
dumdounfomsazatvezd Inlulnig . wmueandasidiu 50:50 sasimsiva 1.0

JaaansAouIN A5IANANVEIAAUN 295 U1 TUINAT

&2 - v o @ 9] - = Y ! v o 1y v 1
nansihluenansianulidmsumsldnuienisdinwivindy leygnlnhlulduselesimunism

ludnsallagnsau Snvivhuiilvidauwdasilom uavdesgedadadivedenarsynasaninisiluly
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Area

Calibration Plot

7 2006+006
£ 200e+006] P
] e
] s
€ 10064006 y = 61856x + 9557.6 -
i o
—— R =0.9976 ’_',_/"
] .
A
3000e+00€ L -
o
y
] 7
2 000e+00€.] -~
] y it
b "
] g
200+02¢ ] -
1 =
cioes0ae] 7
-1 000e+00€]
-' 1" B9 4l L~ T L Ve T Ly v \ e, T T
COC / AEOC  BEOC  30OC_.~<000 - p.3000 /) 5GOC .\ MGAC < - 4000~ 3¢08  sacdf
Amount
Dzax; sid viE
Name |eve | XVaue Re50ONGE | G Vale | % Daviaton | Manual [ igrere
T [EaveE 1002000| 16726000000 | 0276320 | -12.95€ [ Yo | Mo
T [eavE 5000030 | 351536000000 |5 45590t AR ED
e 0003000 | 645536031250 | 10224620 EYE O ER
[ 20000000 | 1262138 12182 | 2077980 R
e 0000000 | 2485207 62157 | 41063538 64N | %o
BERS E0.00000C | 3€03231 Teais | S0RgEI | 05E %o %o
7 | e 20000000 | 2642631511173 | 76413633 < 47E | NO No
ERS 100000000 | 5234757 500000 | 10222015 260 %o o

3N 4.4 waansnesILYRImTAZA BN INTFIUIANNLDT A NMTNTL 0.49-98 ppm

2

P o ~ Y v ° Y 1w aflPl=’ v d A A
wethwad ldnnmsnaaeuinadunsnasgmegiilinsuamdulse@nsanduiug Aol

AUNIND 0.9976

4.1.3 ﬂ]iﬁ%]ﬂﬂi]ﬂ&nﬂiﬁ]Hﬂlﬂdﬁ]iﬁzﬂ]ﬂ“]ﬂﬁﬁ]‘u standard addition

o = a4 v Yy g ¥
u1ﬁﬂ’l’J$‘V]L‘HﬂJ1$ﬁ3JVIllﬂ%1ﬂﬂ1'§1’lﬂﬁﬂﬂﬂﬂﬂ§]uu1ﬁ‘§1dﬂ§1W3J1¢]§§1um63ﬁ13ﬁ$ﬁw

Iniud Tavihmsnageulugisanududy 0-39.20 ppm luasazavaundounves

=) 4 Ao ' a a [
msa:awamiw"lu"lma SUMUBANAT AN 50: 50 YSuasAlsung ?Jﬂ'ﬂﬂﬁ"lﬁﬁ‘llﬂﬂ

A4 A a aa = v A P 4
Mapdoun 1.0 UadansaouIn ATINIANANNEINAUN 295 W TUILUAT FIHADINAIS

naaoy lddalugl 4.5
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B 5%
I s i

el

i

3N 4.5 waaalnsinInunsuves

diundouNfoasazaIezd In a aﬁw 5?\:&
l; na

JaaansaouIn A5793ANANNEIAA

&2 - v o @ 9] - = Y ! v o 1y v 1
nansihluenansianulidmsumsldnuienisdinwivindy leygnlnhlulduselesimunism

ludnsallagnsau Snvivhuiilvidauwdasilom uavdesgedadadivedenarsynasaninisiluly
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Cafibration Plot

y = 74521x - 22635 e

-t

7

: R’ =0.9995 /
2 400e+00E -

o

§ -
5 I00e+005-] ,,//Er
E f"E,
B.0e+005] L_:V‘D’/
]
-E00De+EE ]
eoe | smd | sees | 1800 2080 | 2500 | 3mod | 3sap | 4mem
Amount
Peak: 50 UtiE
Wame | Level | X Vaue Fesponse | Caic Vawe | o Deviaton | danial | ignare
1 | =d adavaE GOGOU00 |  2030.0CIA0 | Q028108 RS
2 | &d atevaE 1000608 | 2081A0C0COG | Q268183 | 71182 [Mo | M@
3 | ek atoE SODIO0 | 365535000000 | SU75151 1503 [N WO
@ | &0 ataviE T0ACI000 | 70Z33800I00 | B724ves 275 w0 %0
5 | s anmiE F0O0000T | 1412303 500000 | 10.555178 BTN E R )
€ |eid adcvaE S0ODI000 | 2610458500000 | J0250615 0746 [No |0

JUN 4.6 uaaansMNINTgIUYBIIITAZ BN INT I Ustandard addition T MTNGLO - 39.20
w &

4 i 1 o =y Q( i \J
ppm  tevwan ldanmsnagevinainsim iinauandudseinsavduius Aelian

191 0.9993

414 mFmneimlEnesmavsludethainhis

Whannzfimnzauitldnansmaaeudisdumvmanageylusenaududy 40,
80 1oz 100 ppm lussazaedundeuivesasazarwesdin’ulnsg : wmuoah
Sas1au 50:50  Sas1ms Inaveanmadeud 1.0 Jadaasdewt asanSaRaueIAAY

' P .
#1205 wTuwas Fwavinmsnadoulanslugl
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a.msi
0.034

0.003

o - 9.488

g o]

.00

a.co

-0.00 H.J

200 480 | eod | sen | fpad@ | 1280 1480
Minules

4' o (] :‘ o A =) a Aan i &' d't!
31]7] 4.7 uﬁﬂﬂﬂsmimmswmmamamuuw&vﬂsmm 20 UaaNT FIUANDDUNAD
d { o 1 s a aa 1
msazmuazeﬁw"lu"lma :ummaaﬁﬂmmau 50:50 ﬂﬁ‘li’lﬂ']ﬁllﬂﬁ 1.0 uaaammamﬁ

o & A 4
A3797aNANUEINAUN 295 W TUILAT

0.006]
0.005]

0.4

aff - 8.280

2.003

0.m2]

————

0.004

0.000

-0.001

zop ' g ' esd ' eed ' dmod 7 1 T age
Minatas

] i ] ¥
JUn 48 uaaslasun TnunsuvesdretnubiiuiinlSues 25 dafiaas daumdouife
o { o 1 Y a Aan ]
msazaeozd In lu'lngd : wmusaNonsiaiy 50:50 dassiva 1.0 UaddnsARUIN
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42 momnnzmiudlaamatinfriesudaavaslaunuams

421 mIadenainasgiuvesmazmengINGiug

afnsmuasguvesasasmenasguIndud  Tasiimsnaaeulusieny

iudu 1.96 - 9.80 ppm

]

—o— yatiayn
e flaidu (yedayail)

ATZUT (nA)

avidtutu (ppm)

7l 4.10 uaasns Mg UvBIEITazABNIATTINIMTUS Faennuidudn1.o6 - 9.80
a’

ppm  iethuafi ldninmsnageuinadensasgusi linswmduilsedns

anduRus Asliauniifu 0.9994
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4.2.2 MIaHINTININNIFIUYBINIATAININTGIY standard addition
afen iy UYBIIIIAZAIENIAIYIU standard addition Tagvhimanaaeulugas

ANy 0-3.92 ppm

W

g 411 ueasTraunuTuunsnvesdsaza1euIns§Iu standard addition Fasnadudu 0 -
3.92 ppm

00— e

450 +——

400

350 -

300 -
E 250 —o— yadiaynl
% —Aoiu (Yadiays1)
c

200

150 4———

100

50

arundutu (ppm)

41 412 uaRensMNIATTIUYBIMIAZAIUNIATIIY standard addition Faen g 0 -

A o 4 ° Vo a o
392 ppm  Wethwaf ldninnnaseunadwnsmnasgiussildnswaidulsedng

¢ A A

ANTUNUT AdAUNINY 1.000
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] ] v
MINN 4.3.1 uaasan ldnnmsaiuslumsimseimysuainidud ludlsdrnihniuny

AU5ues 20 wag 25 Tanans

4

USnnsdee AUNfn (AU)
v ]
Wiyl 25 ml — — ANNHY SD RSD
(mb AseN 1| Afen2 %)
(1]
20 30032 31032 30532 707.1068 2.3159
25 38437 36243 37340 1551.3923 4.1578

¥ ] [
M99 4.3.2 uﬁmmﬁ‘lé’fﬂmmﬁﬁm'sm‘lun1i’imswﬁmﬂ?mmam1ﬁu'§‘1u€1’mm«ﬁ1ﬁ’uﬁﬂf

210N15M1 Standrad calibration

Standard linearity

Range 4.9-98.00 ppm
R2 0.9948
Precision (n =2)
Sensitivity
DLa 8.4446 pPpm
QLb 16.8251  ppm
USua9e19 fudt (AU) YSnaunie
sl 25 ml YOINAUD
RSD
(en) adefi 1 afait 2 (Yowlw) X+tsD %)
20 30032 31032 0.0103 0.0103+0.00014 136
25 38437 36243 0.0104 0.0104£0.00039 346
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Y

a— i ldonmIsuisuesidaiiaiu SN

b - A1 1991nM3A1UIN 10%DL

wuldSuaimludmassiiny 0.010+£0.002 % wiw
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A v oA ° a ' a a a a o v oy @ A
M1319N 4.3.3 uﬁmﬂ“m"lﬁ'mnﬂ15mu’am“lumsamswnmﬂsmmomuua‘lumamaumuwm

911N1591 Standard addition

Standard linearity

Range 0-39.20 ppm
R2 0.9994
Precision (n=2)
Sensitivity
DLa 1.1927  ppm
QLb 3.9755  ppm
- o 1 4 4 -4 d
USuailoes AUN (AU) Y5uaunde
kY
aiulu2s ml U997 NUD
’ RSD
[ d' ﬂ’l’ =y 0, Y
(ml) Asen 1 A¥ed 2 Cish/v) X 5D %)
20 30032 31032 0.0114 0.0114 20,0011 9.65
25 38437 36243 0.0109 oot00to0orf  10:09

A.

a1 = a A d'
WuldSnaimiiudmae

T

a— A lANMIAUIYBIdnI1aIU SN

1)
1 A

b— M 1A1NNITAIUINY 10xDL

w1y 0.011+0.002 % w/iw
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4.4 aplwamsdmnzdlasnmadinddiversuduaiaalaunum3

d’ i A b ° a ¢ Dy o a a o 1 :’ o A
M 4.4 uamm‘w“1mmmsmmmiumnmswwn11Jsmmmuua‘lumemqumuwm

Standard calibration

Standard addition

Standard linearity
Range 1.96-9.80
R’ : 0.9994 ppm

YPFaIaniug (% wt/w) : 0.0412

RSD : 0%
DL’ : 03094 ppm
Q’ . 1.0312 ppm

Standard linearity

. 14
Range : Wioldviiuie 10 milu 25 ml

1.96-9.80 ppm
2 A P :' @ A
R s silo ldniiuiey 10 ml 1y 25 ml
0.9984
UT1a3nHud (% wt / wt) . 0.0346

e M

) ¥
RSD o ldiiunes 10 ml w25 ml: 0%

yud

DL® il ldiniuie 10 ml 14 25 ml :0.5195 ppm

14
o o A

QL’ winldifunNy 10 ml w25 ml : 1.7317 ppm

a— M IAINMIMUINYBITAIIEIY SN

b- A 1891nM15A I 10xDL
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45 apwamsinnzdlaaSeufisumaiin HPLC uesmaiinfvierswdoa

faalaunsuns

] ] [ 4
Mm9an 4.5 uaawamsSeudisunti ldonmssiuremilsim o - tocopherol Tutiiuies

Tasmaiia HPLC uazarimasuFeanad Inaunuwns

151188 O — tocopherol Taamnailn HPLC

1/517% 0L~ tocopherol lngtnaila Taaunuuns

Standard calibration

Standard addition

Standard calibration

Standard addition

MUININUD (% wt / wi)
:0.0114+0.002
: 5.0475 ppm
:16.8251 ppm

UTu13mTud (% wt /wt)

: 0.011£0.002
DL :1.1927 ppm
QL : 3.9755 ppm

1S12u3nTUD (% wt / wt)

:0.0412
DL :0.3094 ppm
QLb :1.0312 ppm

USuaIniiud (% wt/ wt)

: 0.0346
DL’ :0.5195 ppm
QL' :1.7317 ppm

a— M MINMIMUINVDITATIAIU S/N

b - 18911581198 10xDL
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A
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$ ° o/ a d a a Qs 1 oy o/
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a & A a A a A 4 ml
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wezinnsMimsRumsiasgudfisaen i udy 0—40 ppm Tnemadia HPLC deh
FulsAnSanduiug ) Wity 0.9948 ung 0.9994 anudidy TFadSmiudluiuiude
211M3nT eI g U IdA IR 0.010£0.002 % whw LazRINATIHMSANEITATEIY
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317 0.17 TraunuTuunsuuuudviesudvaiadvesasasaremasguianiudinny

Wudu 2,4, 8 uag 10 ppm

]

AN (ppm)

TS (nA)

2 63.438

4 161.300
8 321.870
10 419.002

g 3 & § & & ® § B 3 =B

®
iy

31 n.18 ToaunuTuunsuunvadieisuFsaiadussaisoza1vw1nsg1u standard addition

¥ 1]
Taslidr0191 15Uy 10 Tadansh 2,4, 8 uag 10 ppm

y 9
ANUAINUY (ppm)

nIzud (nA)

0 16.908

1 129.483
2 238.758
4 451.151

] ) 8 5 3 2 q 1 & ]

é@&g

1 n.19 Traunu Tuunsuuuudviies wiSvawadvesasaza1eninsgu standard addition

= w 1 o" L% r-} s Aan d' 3 d'
Tﬂﬂlm’mmﬁu’mu‘l"{“lf 20 YaaanIN 0,1,2 10 4 ppm ATIN 1




i

anududu (ppm) | AITUE (A)

\\ A 0 22.814

— T
‘ T 1 127.209
«*‘*"’““":" ;’;M
/ e 2 235.965
£ ” o 1]
Sl 4 448.414

i E 3 4,
1 a w d o
710 n.20 TraunuTuunsuuunadimersudsaiadussarsazaeuInsg U standard addition

i ] ¥
Taofidognstiduieg 20 Jaddnsh 0, 1,2 uaz 4 ppm AT 2
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MARHIN V.

MIMUINVANNANITATION

MINATDUUASNIAUIUNONIVATINANIATIIN TMInadouLaEAIUINAINIT

Y94 International Union of Pure and Applied Chemistry ( IUPAC)

gasmsAnnamazIinagey
I d' Y 9 d' 1 1 Y Y o ] ]
1. wSeuaswnsgrunanududuiudueuag 9 du udnhldvhinmsmeass kg
MInaaodn luansmssninanudududunszuaniald lunsainaass laamaiialn
¥ (R}
alsns il uazadunimseninwanududusuiunndala lunsdinaasslaomaila HPLC
glansmiduduass awsemanusuvesns i idainaunis
Y =bX+ a
nﬁ' r=} ar
o b A9 ANFUVBINTIN
a B yAdALNY y
d' Q Y 9 o 1 d' 1) o 1T oW ; d' [
2. Weormnnwiuvesns lduds hmdldndunamadggiadigandwisoda

TRuazlindriianisasroniningas

o/

Fygnudigaiia’ld Y& Y F 380

[

e 3 fAe AszaunNUEBUR 99.86% 0 Y 2 Y, + 38,

Yadriansasaan LOD = Y-Y,/b

%50 LOD =3S,/b=3S, /b
Y fo dymnadigaiitald

Y, flo Aunfovesdeya1u9in Blank

s, fio AudlsauUIIATgIUYDY Blank

LoD #ie anndududigaiiiald

A o

b Ao AnuTUUeINT I (amnll)

R

°

A o w Y ¥ o 1 ARy a o A
3. lll'ﬂﬂ']u"lmﬁ']%ﬂﬂ’lﬂﬂﬂ’ﬁﬂﬁj‘ﬂﬁ']ulﬂua? u1ﬂ1ﬂulﬂlnﬁ'll]5“1mﬂ’]qﬂﬂﬂ1u15ﬂﬂ§')%

wu'ld Taedanmgndeuniudeglunaaivausuld (Limit of quantitation, LOQ) 9IngAs

LOQ = 10S,, /b
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mImuImIasitamIasamdmsum sl zvaomaiin HPLC wagIwalsnsiw

A o Y a a o~ s 1 g‘ v oA A Yy 9 1 [~ 3/
WANMIATITUIATTIUINUUDUASAIDUNUIUUNINANUVNUUAN ﬁ;ﬂtﬂumﬂﬂﬂ

4
U

b4

MINN U1 HONMINABBINIMINTININATTIUVRITITATAWNIATIUIAINUD Aumatia

HPLC
AN amududud fufivesiin (AU) Aunde SD RSD
udy AN adei 1 adiit 2 X) (%)
(ppm) (x 0.98) (ppm)
0.5 0.49 36302.0000 37341.0000 36821.5000 734.6839 1.9953
1 0.98 16788.0000 20383.0000 18585.5000 2542.0489 13.6776
5 4.90 331538.0000 | 362417.0000 | 346977.5000 | 21834.7503 6.2928
10 9.80 645506.0313 | 695171.5000 | 670338.5155 | 35118.4362 5.2389
20 19.60 1262134.9182 | 1322488.0000 | 1292311.4590 | 42676.0734 3.3023
40 39.20 2495207.6682 | 27278465000 | 2611527.0840 | 164500.4957 6.2990
60 58.80 3603224.1794 3721068.8122 | 3662146.4960 | 83328.7391 2.2754
80 78.40 4642881.5112 | 5252778.5000 | 4947830.0060 | 319832.6789 6.4641
100 o8 62347575000 | 6839907.0000 | 6537332.2500 | 427905.3151 6.5456
7000000 y = 64994x - 3927.5
6000000 R’=0998] /
5000000
g o000 /

e

2000000

e

1000000

20

60 80

arsndudu (ppm)

100

-4
o

! @ w o ] a a ] ]
g1 w1 nadanuduiussznianududuvesmsazatenasgiuinudnuiuimae

Tasmatin HPLC




A a

M1 V.2 HAANURANAIAYBAATBINDIUATIZY

d

v v ]
asazaensUIntudfuNumas lasmatin HPLC

87

nAMNFuRUEsErIna ULt

Xi Xi’ Yi Y | vi-v'i (Yi-Yi)
0.49 0.2401 36821.5000 | 27919.5600 | 8901.9400 79244535.7600
0.98 0.9604 18585.5000 | 59766.6200 | 41181.1200 1695884644
4.90 24.01 346977.5000 | 314543.1000 | 32434.4000 1051990303
9.80 96.04 670338.5155 | 633013.7000 | 37324.8155 1393141852
19.60 384.16 | 1292311.4590 | 1269954.9000 | 22356.5590 |  499815730.3000
39.20 1536.64 | 2611527.0840 | 25438373000 | 67689.7840 4581906858
58.80 345744 | 3662146.4960 | 3817719.7000 | 155573.2040 |  2.42030218 x 10”
78.40 6146.56 | 4947830.0060 | 5091602.1000 | 143772.0940 | 2.067041501 x 10"
98 9604 | 65373322500 | 6365484.5000 | 1718477500 | 2.953164918 x 10"

> Xi? = 21250.05

(o Xi Av anududunuiese

Y'i = 64994Xi - 3927.5

Yasrfamsasaamn ;. LOD =38, /b

[ 2(vi-Yi)Y/n-2]"

S

y/x

= 109353.3394

}2
WI1ZRLUY
LOD = 5.0475

=Y ; { 9 a J
Psnudigavesasdesmsunsizy :

LOQ

«/ 8.370706991 x 10° / 7

LOD = 3 x 109353.3394 / 64994

LOQ = 10S,, /b

= 16.8251

D (Yi-Yi) = 8370706991 x 10"

= 10 x 109353.3394 / 64994




MANA HPLC

M99 V.3 WANIINARBINTITIINTININIATTIUUEINTAYA1UUINTIIU standard addition A7

170 amududuii fluitvesiin (au) Aundy SD RSD
fudu uhess aded 1 adaf 2 X) (%)
ppm) (x 0.98) (ppm)
0 0 2187.5 2030 2108.7500 | 111.3693 5.2813
1 0.98 27448 20813 24130.5000 4691.6535 19.4428
5 4.90 366535 366535 366535 0 o
10 9.80 664828.5000 702339 683583.7500 | 26523.9289 3.8801
20 19.60 1265180 1412303.5000 | 1338741.7500 | 104032.0245 7.7709
40 39.20 2569975.7500 2910498.5000 2740237 240786.1224 8.7871
3000000 — =
2500000 +

Hufinas (AU)

2000000 +— -

1500000

1000000 -

500000 |

y = 69975x - 0398.7

R’ =0.9994

—e—yadiayni
— Bl (2fadiaya1)

-500000 1 -

10 15

Tasmatla HPLC

20 25 30

ansududu (ppm)

35 40

1 ¥ [ ]
g v.2 asminnuduiussenivanududuyemsazate standard addition fuRuAmaY
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H a 4 a ¥ o ¢ ]
m‘nqﬁ U4 Nﬁﬂ'nllNﬂWﬁ’lﬂﬂlﬂﬁlﬂ?ﬂﬁﬁﬁnlﬂ5131"7‘3'lﬂﬂ'J'lllﬁllwuﬁigﬂ?'lﬁﬂ?'lul{l’u‘i’llu‘ilﬂﬂ

14 ] H
A1502AIVUINII standard addition AUNUNIMA Taamailn HPLC

Xi xi’ Yi Y'i | vi-Y'i (Yi-Yi)

0 0 2108.75 -9398.7 11507.45 132421405.50
0.98 0.9604 24130.5 59176.8 35046.3 1228243144
4.90 24.01 366535 333478.8 33056.2 1092712358
9.80 96.04 683583.75 | 6763563 7227.45 52236033.5
19.60 384.16 133874175 | 13621113 |  23369.55 546135867.20
39.20 1536.64 2740237 | 27336213 6615.7 43767486.49

> Xi® =2041.8104

& . oA Y 9 A Y a
W9 Xi 19 ANUUNVUNLUNVIY
Y'i = 69975Xi — 9398.7

Yasriamsasiem1 :  LOD = 3S /b

S, = [ 2(Yi-Y1)Y /n-2]"

S ’\/ 3095516295/ 4
= 27818.6821
4

WITNSUU
LOD = 1.1927

PSumdgavesansidesmsinggd :  LOQ
LOQ

LOD = 3 x 27818.6821 /69975

= 108, /b
= 10x27818.6821 /69975

= 3.9755

D (Yi-Yi) = 3095516295




a I'4 a a a 'Y 1 :’ %) =
AN V.S miamﬂz‘nmﬂnl11';11'mmu?ﬂumamqumuﬁ‘nﬁwtmuﬂ HPLC

90

Fd

Winadaeiaisiudie #uiiiin (AU ) Aunay SD RSD
(3ndans ) afe 1 | aed2 X) (%)
10 2187.5 2030 2108.75 | 111.369318 5.2813
20 30032 31032 30532 707.1068 2.3159
25 38437 36243 36243 1551.3923 4.1578
MIN U6 HAMINABBIMININTIWIATIUVIATAZAWINATTUINNUD  Aauwaiia
TnaTsnsfluuufnesuifvakad gafi 1
anududi (ppm) | arudududiuRess (ppm) | nszuaiinld (nA)
1 0.98 85.430
2 1.96 214,521
4 3.92 409.465
8 7.84 752.567
900
800
700 ¥ = 9549 ¥ 1457 /
600 R’ =0.9952 /
< 500
N R e
2 400
%00 /
200
100 r'e
0 T T T T T ]
0 1 2 3 4 5 7 8 9

31]‘7; 1.3 nsmlamuduiussznhnmududuvesnsazamnasgniniudsunsauaiiia

anutdu (ppm)

18 Taemadin Inar lsnsHuuuaviwesudvanad yafi 1

U
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A9 4.7 WAAINAANAIATRUN T BN AT IZHIINA NIRRT S T A MU T Ue

msazaensguIniiudfunssuaiia ld Taemaida Inar IsasAuuuaviies

Foaad  yad 1
Xi Xi Yi Yi | vi-v'i (Yi-Yi)
0.98 0.9604 85.430 108.1502 22.7202 516.20749
1.96 3.8416 214.521 201.7304 12.7906 163.5994
3.92 15.3664 409.465 388.8908 20.5742 4232977
7.84 61.4656 752.567 763.2116 10.6446 113.3075
D Xi’=81.634 DUYi-Yi)= 12164122
de Xi Ae anududuiufiass
95.49Xi + 14.57
Yadriamsesem ;- LOD =3S, /b
7 Ddne):
S, = [ 2(Yi-Yi) /n-2]"
Ry, 1216.4122/2
= 246618
14
W1Eazy LOD = 3 X 24.6618 /95.49
LOD = 0.7748

ISinadgevesmsfideamsTinaied : LOQ = 10S, /b
LOQ = 10x 24.6618 / 95.49

= 2.5827

MIN U8 HANINARBINMININIHNIASTIUVRIMIsAZALMIATIUIAINUD AremainTn

alsnsHunuanesuSoaiad yah 2

amududu (ppm) | arududufiuieSs ppm) | n3zuaiiiald @a)
2 1.96 60.474
4 3.92 141.907
8 7.84 307.503
10 9.8 400.274
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450 -

400 4 e o

350 4 - y=43.1%2x - 26019 -

300 4 C Ri-09994 .
g 250 — -
c —o— yYadayst
H 1 00t8u (Yadayal)
2 200

150 4

100 — -

50 4 P - _ — = — —
0 — :
0 2 4 6 8 10 12

antutu (ppm)

I

4 @ @ d 1 a = o 4
3N w4 nadanuduiusszninaududuvesmsazawumsguiniudtunszuaiia

Wlaemniialnar IsnsHuvudrieuGvaied el 2

MIN VI HaRNUAANAINYBUNT BB ANTITHI IR NNFNRUT IEn e nuduTues
asagmenasgImdudiunizuenia ld Taemadia Tnar IsasHuuudwves u

= .4 a
weawad g 2

Xi Xi Yi Y'i | vi-v'i (Yi-Yiy
1.96 3.8416 60.474 | 58.5001 1.9739 3.89628121
3.92 15.3664 141.907 | 143.0192 1.1122 123698884
7.84 61.4656 307503 | 312.0575 4.5545 20.74347025
9.8 96.0400 400274 | 396.5766 3.6974 13.67076676
2 Xi' = 176.7136 DAYi-Y'i)= 39.5475

4 A a
e Xi Ap Anududunuiess
Y'i = 43.122Xi- 26.019

Yadiiamsasam . LOD =3S, /b

S, =[ 2(Yi-Yi) /n-2]"

= ‘\/ 39.5475/2




-
LY

NTIERSUU

= 4.4468

LOD = 3 x4.4468 / 43.122

LOD = 0.3094

Wnudigavesmisfidesmsiiased :  LOQ = 108, /b

LOQ = 10x4.4468 / 43.122
= 1.0312

93

M13197 0,10 HAMINAABINITINTINLIATFIUVEIRITAZAIWUIATIIM standard addition A2Y

1 k4
madla InaIsnsuuvAriesudvawad  qaf 1 - dredrahluiy 10

Janans

anududu (ppm) | arududufiuiess ppm) | nizuaiisald @a)
2 1.96 63.438
4 3.92 161.300
8 7.84 321.870
10 9.8 419.002
450
400 /
350 V=4I~ 20.107//
300 R =0.9984
2 20 /
g 200
- e
- d
) 7
0 T

anaududy (ppm)

6 8 10 12

—o—afiaynt
—foidu (Yafiayat)

4 @ o o ] . o
Ji @5 nsmlanwduiussznhennududuvesaisazaien1nigu standard addition iy

[ 1 £ 4
nszuaida 18 laomaiiaTnar TsnsWunudiesudvaiad gail 1 - dedrniniu

#% 10 VaAans
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MIh 111 HaanuRanaaveunTBaleln T NnAFuRUT eI Ul duves
#1308100W5§ U standard addition funszuaniald laemailaInalsns i

=y @ ¢ { ) 1 :‘ o a Aaa
suvaniesursanad  aai 1 - dAredraiuiuiy 10 Jadans

Xi Xi’ Yi Y | vi-v'i (Yi-Yi)
1.96 3.8416 63.438 | 67.0620 3.6240 13.13337600
3.92 15.3664 161300 | 154.2311 7.0689 49.96934721
7.84 61.4656 321.870 | 328.56916 6.69916 4487874471
9.8 96.0400 419.002 | 415.7382 3.2638 10.65239044
> xi’= 176.7136 DAYi-Yi) =1186339

We Xi Ao anududunuiesa
Y'i = 44.474x — 20.107

§adrianismsdam ;. LOD =3S, /b
[ 2(Yi-Yi)Y /in-2]"

’\/ 118.6339/2

S

y/x

= 77017
[
MI1ERTHY LOD = 3 x 7.7017 / 44.474
LOD = 0.5195

USinudigavesmsiidosmsiinaisy :  LOQ = 108, /b
LOQ = 10x 7.7017 / 44.474

= 1.7317
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A19197 U.12 Nﬁﬂ'lﬁ‘ﬂﬂﬁﬂﬁﬂ'li‘ﬁ'lﬂi'W\hﬂﬁ5§1uﬂlﬂﬂﬁ1iﬁ$ﬁ'}ﬂu1ﬂ‘5§1u standard addition Sg{’)ﬂ

~ = o d 4 o/ [ :l as
mata IwanTsnsduuvddinesuBvaiad e 2 - dredrainuiy 20

Uaaans

DY
ANV

Y 9 A 9a
ANTVEANIUNLNDT

aszuanald mA)

=
N[y

SD RSD
(ppm) (ppm) afefi1 | adedt 2 X) (%)
0 0 16.908 22.814 19.861 4.1762 21.0271
1 0.98 129.483 | 127.209 128.346 1.6079 1.2528
2 1.96 238.758 | 235.965 237.3615 1.9749 0.8320
4 3.92 451.151 | 448414 449.7825 1.9354 0.4303
500 - N N L
450 4 _
400 -+ v = 109.66x + 20,771
350 | R’ = 1.0000
é —o—yadiayad
§ = 1D918u (yjataya1)
0 05 1 15 2 25 3 a5 ! 45

anndudu (ppm)

3 v o 1§ @
g w6 nswlanuduiussendnnududuvesasazaioninsgIu standard addition i

nszuafialalaemaiin Iwan lsnsfuunavivesudvanad  gah 2 - daedis

:
Wl

o A

YUN

%20 Uaaans
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M9 V.13 WAAIURANRIAYBUAT 09T IR 1IN INFURHE SEn AT uduvq

A15ATMWNIATYIY standard addition AunIzUamde TaumaiiaTnar Tsns

a = v ¢ A LY 1 :‘ O | a an
suuavielswrsaRad  gan 2 - dediailuiy 20 Nanans

Xi Xi Yi Y'i | vi-Y'i (Yi-Yi)
0 0 19.8610 | 207710 0.9100 0.8281
0.98 0.9604 1283460 | 128.2378 0.1082 0.0117
1.96 3.8416 2373615 | 2357046 1.6569 27453
392 15.3664 4497825 |  450.6382 0.8557 0.7322
2. Xi® =20.1684 2AYi-Yi) = 431734734

A LA Y 9 4 ya
W9 Xi A9 ANWUVVUNLNDTTI
Y'i = 109.66Xi +20.771

o/

Yadriamsasaemt ;. LOD =3S /b
[ 2(vi-Yiy/m-2]"

"/ 4.31734734 /2

S

y/x

= 1.4692
i
WIIZRUY LOD = 3 X 1.4692 / 109.66
LOD = 0.0402

UTinadigavesasidesmsiasizd : LOQ = 108, /b

LOQ

0.1340

10 x 1.4692 / 109.66






