a
Unnz

mMIanaaadllazHaninaasd

2.1 m3iadl in3esile oz gUnsal
2.1.1 mall
asadilfsy AR-grade Havan sndufissypamiqnadiueiedu Fedsede i
1.1 Oleic acid : C¢H,,0, , MW 282.47, ~65 % , Fluka, Switzerland
1.2 Linoleic acid : C;gH,,0, , MW 280.45 ,~70 % , BDH, England
1.3 Todine resublimed : 1, , BDH, England
1.4 Bromine ,Br, MW 159.81, Riedel-de Haen, Germany
1.5 Glacial acetic acid, CH,COOH, MW 60.05, Merck, Germany
1.6 Sodium thiosulphate pentahydrate, Na,S,0,.5H,0 , MW 248.18, Merck, Germany
1.7 Potassium dichromate, K,Cr,0, , MW 294.2 , M&B, England
1.8 Potassium iodide, KI, MW 166.01, Carlo Erba, Italy
1.9 Chloroform, CHCl,, MW 119.38, Carlo Erba, Italy

1.10 Soluble starch
1.11 Fumaric acid , HOOC-CH=CH-COOH, MW 116.08, Fluka , Switzerland

1.12 Tetramethylammonium bromide, (CH3) ,NBr, MW 154.06 , BDH, England
1.13 Lithium Chloride Anhydrous , LiCl, MW 42.40, M&B, England

1.14 Methanol , CH,0H

1.15 Sodium chloride , NaCl, MW 58.44, BDH, England

1.16 Oxygen free-nitrogen gas, N,
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2.12 n3esile uaz gilnsel
1. Spectrophotometer : Spectronic 21, Milton Roy Company, USA
2. Peristaltic pump : Ismatec, Japan
3. Flow through cell {quartz) : light path 10 mm , Hellma, Germany
4, Voltammograph : BAS CV 50 W, Bioanalytical Systems Inc. , USA

5. Injection Valve (Home made)

6. Chart Recorder : MP-1027, McKee-Pedersen Instruments, USA.

2.1.3 MsAseNmIsazany

1. viwtle 21]

azaendls 01 ¢ Raeiudndes ninfumasluiiforifings 100 m Auiazausasa
Haeuden 1 nf nouRe B g Iimadonlolelad 2 84 3 ¢ Wuldane

U = ] 3 a b4
uayszdounsvyInuynaisnegly

2. asaratenasglaaelsledamda [4]

azawlwiow s Todamimimiin 24818 ¢ Sahnduddudoauasie3WEy  Tu
finnes vintanillSesldasulSinas 1 aastuwaatsies i ldarududulaolszina
0.1 Tuas (M)

AR NS U veuresmsazas Iadeu 15 Jodama

FaldunaGonlalnswa@eoud 110 swnwades dunm 1.5 $2luq) vt 020 -
023 g ufmiminfinivew) azmedaoinduSuasdndeniuTluamdonloTolad 2 g
amiudin 2 M nsa'lelasnaosn 20 ml auasazawsy lunadonlalasumsazanevam 10
Fuflarhasue thduluiita 10 windninnnmsafvasasaneladen s Tedarda  su'ld

D [) L
Asazmeiimaessausanutindle 2 m udlnmsadesuasazameifounnfiutuduhing

o’

uinlszanasm)ved Na,s,0, #1ld arududuvesmsasan oy s ledamadinnn

¥ [
ANMANFUIOIXITAZAI Na,S,0;, (M) = wiminTduaadon'la Tnsamh14x 1000

1511015 Na,8,0, 114 x 49.032
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3. MAATENTIaTA1EI Y [4]

asazawaniaos Idnnnswauvssmsazaieto TeAusuTusiudeasazamonadns
iiawionldkedo i

msazawlelodu  azaelolefiu 13.615 g lunsaozdAnnaudn 825 m guiile
gaelfleToduazmeidaty  wilddy vnhdalamsazmed 25 m il nmsadasans
azawTwidels Tesama 0.1 M TaofiwdluSiusummnmed tufinSuasiidmn dh A

gsazaelusiiy nernlusiu@ouvandsuws 3 ml  funseesdfnnaudiva
200ml  nniuTnlamsazareit 5 ml waufumsazats K1 i 15 % (wh) 10 ml ud
YmsaduasazmeTaien|sTosama 0.1 M Tasldriudladuuinmes Suitnl3iastl) 7
14flu B

asazawaiaey ldanmswaumsazarwlelofulude 1 duasazaneTustuiude 2

3
AUBATIEIU A9l

aavarwTusiuidedlFlumswanivanazasislodu v, ml dutaen

q

Wuasmsazmelusivild = v, x A

5xB

aazaweniay ldnnnssauaisazaileledy v, ml duvaisazatlusivdSnasinla

)

o ¥ 9 -] ar I=] =1
VINATATUIUUNNY AUTITRSA8 a“luﬁ"l”ﬂumﬂﬂmuﬁﬂu‘nuﬁ

4. NIATVWNAIFIUNTAYNIIN 1000 pg/ml
armonsavinin 0.1000 g ludnneidiewsuen nnnhllfeneluvanEines
YA 100 ml HAURVNTIUBAUATUUTIINS
dmSussazansnasgIMNTAYIISN 500 LAZ 100 pgml 9z Idnnmsideriasaza

Ed
WasgIUnsAYITn 1000 pg/mi 9§ AIBlsIHBA
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5. m3azand supporting electrolyte
. y & & 4 9 & o
azale (CH),NBr 7.7 g uag LiCl 0210 g dwnhndulFuasdindesainiudenals
asullSuns 500 ml luvaallSinay eeldasazane supporting electrolyte MTAMMdUdUVDS

(CH,),NBr 0.1 M iag LiCl 0.01 M

2.2 msmmlelanulae 38 lnmsn 4

q“}‘aﬁaadw"lm(fat) 0.5000 g 30 sy (oil) 0.2500 g (msmz«i}”ufm’u 0.1000-0.2000 g
é’fm%’mf?ﬁuﬁﬁdflﬂiﬂﬁuqa q) ldasluvan Erdenmayer flask 43418 250 ml HunaeTsned
10 ml Talamsazaseniaasliffingg 25 m ae'll wimsasmennidadmaugidady
Bludidla 30 wndt |

L3

asazaiwesnuIANAIea15azaty KI Wudu 15 %wA) YTy 10 ml e iddiiu

Y .

@uhnay 100 ml i mmsatuasazatn lmfsn s Tedama 0.1 M uesazaedamans
¥ 1 1 3

gousufuiudls InnsedesumsazaeSulfounndh@uinliid  TufindSuasm)

msazawladenls Tedamanls

° FaR @ qr o ¥ :’ ar
H1ms InmiamiazauyasfufsfududeEniEy
f1leTafuduiaan

fle TRy = (B-S) xMx12.69

L
dwindunduvesdlens

dis B,Sfn  USuasersazawla@enlsTodamafnldluns lnmsaduuuass uag
@79619 (ml) AwdRy

M fo  anududuvesmsazaela@en'ls Todamadh luard o
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2.3 msannmswiaileledulagis FIA
Ansalisomaane Tanu (Halogenation) Tuiuszguoniniulasldmsazaty

g1ie [ 22-24 ]

wn CHZ-CH=CH-CH’2\J 4+ IBr (excess) —»/*CH,-CHI-CHBr-CH,"\v+ IBr (remain) (1)
IBr (remain) + KI(excess) y L + K +Br 2)
12 + I- 4:-—— 13 (3)

i o 3 a1 ar s o g
1, Afeduluauns @) swdludadiulesassiulelofufifaduluaums @) wie Br

A aSaa ar q‘: = -~ o = P
fmdonnUFasnluaums () AnfupamsmfFina L fvaunsonnlSinaleledufimas
: S = oo t o g a A& a = o [
1nFAsennnsunsieiaied) uezdsuuleTeRuiidurufuns@nmsinsziuuass)

é = 4 = c: o | QF [} a 1
FamlSunuteToAungniduiniuszguesdiedield uay A leTeduld

. = =) (Y

2.3.1 ﬂTiﬂﬂH'Iﬂl‘ljﬂﬂ‘:ﬁlﬂ1iﬂﬂﬂﬁu!!ﬁﬂ‘uaﬁﬂ‘liﬁ$ﬂ"I?JE’I']‘HT;T
mmstnlamsazawaniaasluwiadsinlinas lswWesy 10 mt ufiulufida 5 wd 910

v ]

ueeNuUANRITAZAY KL INYY 10 % (wiv) 10 m! w1 1ddhduiteadae le Tofuesniin

> ¢ q8 A a 9 & A s ' Y oo LD & &

Fusnelsvesulinniige Wuhndudiedenuvirnmazmelidhdudonsenile viniiufi

! LY ¥ »
msnzawliuondy  hasazawduih iddufinanlanfunisganfuneaiivuduasazaw

o = or
uvasd (msazmo KIdudu 10% wi) +naelswedur nsaexdan) Idnanisnanedagl 2.1
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Z2.48
280 nm
350 nm
1.86 -
[¥¥)
=]
= 1.24
[~
£
[
i=J
o 0.682¢ -
[«~]
==
0.067 4
-0.61: A T T e o —— e —
200 300 400 500 600 700 800
WAVELENGTH . {nm)

v ¥
51l 2.1 aulanfumsganfunaerssmsazameduii ldnnmiswanaisazatsenia

fumsazate Tlusadeyleleladuazaanlsnatu

vinalnasumaganduneslugd 21 e B ldamuonaiuit 350 wiluwas Faufluves
Taslelelad inlflunmsmarlelefmiosnniinaweindu 280 nTuwas  eglugae
Sans1laTema (ultraviolet) Feflarinatesiiaaunsnganiuuasifivudsfudoslusunou
m3dmsz Selidon19fianuenndu 280 wiTuwns

TelofulumsazasleToladzdaiiulaslololad Suganfuumfinoenniy 350
wTuwns Feflinansafud Kamson 1880w (251 Fariuseldnmuonndudl 350 uTuwns

¥
nfnulfAsenvesasazawsniafiudlegiatiniuy

2.3.2 msanmmsianlelefuludredainiulas s inmn
3 ¥
i1 stock oil sample (Fadrv101i1:Tu 20 g azawalvaae Isvesy uduionsaunsy
v b
U185 100 m! luvaadSies) 05 1.0 L5uag 2.0 ml agldiminiiwhi 0.1 02 0.3uaz 04 ¢

a_ = o o w o t
aMuaaUY LL%’]L@NﬂﬁﬂTﬁV\IﬂiN 9.5 9.0 8.54R% & mlauawu !Lﬁ?ﬂ11ﬂ1ﬂ£ﬂiﬁﬂ1ﬂ]l‘lﬂiﬂau
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w o das

UinU

r 3
3warle Tefungnidnlusiuszgue sy

ﬂ?mm“lﬂ'l',a?mﬁgmﬁu (centigrams of absorbed Iodine) = (B- 8) xM x 12.69

dio B, s fp USuasamsazans Taden s TedFamad 1F Inmsafumisazanouuass uag et

3
110U (ml) MUAIAY

ar o
wae M fs anududuvesmisazanes Tsdoy'ls Todamlatiu Tuand

1auassuandluaisn 2.1

14

a1514 2.1 YSua e TeRungndin iy

Fretaini U5inaleTovdigniAy (centigrams) +dmfudredutithonin
01lg 02g 03¢g 04g

yhihnhdu asmen 62 £ 02 123 £03 | 18202 | 241+ 02

th 1112080931 Bertolli 8.6 * 0.1 172 £ 02 | 257 %02 343 + 0.2

Asa lodon 9.6 + 03 19.3 + 0.1 28.6 * 0.4 38.6 £ 0.2

dnudandewsiedy | 130403 | 263+03 | 395+02 | 506 0.1

nsalaludon 15602 | 305+02 | 43702 | 528 0.

o
* Mean 2 SD , 910A15NAADL 5 41

A e =t ] ey a 4 ~oar év ot
"i]']ﬂNﬁﬂ']il'“ﬂﬂﬁ'ﬁ!\‘!tluﬂ'li']dmﬂu'muﬁiﬂuﬂ‘a"lﬂig'ﬁ'ﬂﬂﬂiﬂTm‘lﬂIﬂﬁuﬂQﬂLﬂﬂﬂUHT‘HHﬂ

dretheh Iveurazdloonslanadagll 2.2
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60 -

40

N W S th

20

absorbed lodine {cg)

0 0.1 0.2 0.3 0.4 0.5

.
tutinéinasine (NFu)

o o & ' = = o ar :’ o o 1
5122 anuduiussznihdfingleleaunign@uduihmindiedn

(1 2 3 4 5=iodine number 61 86 96 130 1aY 147 MUAIAY )

=4 1 = o e - a  ar ar :’
nngl 2.2 aasIiuiniSn le TeRunga@uuaasnnuduiusidhuduasedui

]
ar =

9/ 1 LY [} uy o [ A 1 =
nilnildunarazaiagaiii luganfng (0.1-04 g uazailo ToAw 61-147)

3
= P

d‘i a o 1 =i 1 =3 = o
dioriwalume 2.1 indnn leTeauTngwmsmyTuna le TeAungnidndreimin

geten 1l lanadaaaaluaise 2.2



L] r=1 ar L] :’ ar e
a1574 2.2 e TeRuvnsdledrniniulaedi Lnmsn

20

ety e Tedu * dmsudredainhimin
0.1 g 02g 03g 04g (98D (n=4)
virthithdy asmen 619+ 18 | 615 13 | 67Lto06 | 60205 | 611 to08
Vishusznenas Bertoll ga9 £ 17 | 862 09 855+ 05 | 858t 06 | 856X 05
nyalefdn 96.6 =30 | 9.4t 05 953 £ 14 | 964 o6 | 962 to6
Wh fuduniiowmsiodu 1305+ 28] 1313+ 16 { 1316 £ 06 | 1265 03| 1300 24
asalaTuddn 1563 £ 23 | 1525 £ 09 | 1457 £ o5 [1320* 02| 1466E 107

»
* Mean T SD, 9INA13NAAB4 5 1

233 sz tod 1o 10 lumsasindalnslelelaa

-

. ) w 3 ar - Aa o) ar ar
ssuy FIA I8gndatulumansnda, fiiannilffso@iade 23) duaadlugil 23

Carrier: H,0

.l
6 ml.min

pump

Mixing coil

Injection valve

70 l

50 cm

waste

Spectronic 21 ; 350 nm

5123 syvu KA Alflumsasnday; [26]
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T .
234 msanmwaveRnasmsazmesniomazyImnadeaaimnzanlums
a  (aan
1nadlgnasen
TumsnymSnasasazaweniauaslTnadedimnsalumafiad §isneen
E13
-snaasrde lalil
0') ar 1] oy s LY ] ;’ or aﬁ'. ] 1 ~ = s
Fagrodrainiu 0.1 - 03 ¢ WuiinhminfAwivew) ldviade @unaslsvosy 10 ml
udillamsazawsniatsinns 2 4 6 uaz 8 mi ldwedswdltlarh wimsazaw dudu
N E . ) 1) al
ufitla 5wf  siniushesnuuindomsazate K dudu 10 % (wv) 10 ml wé 1y
5 . - > - 3 & [ &y ¥
iioasalolofusoniintuvesnas lsvefy Minindu 15 ml weesazatw MNTUNIENT
b1 E L E T
saulduenty Tidaasazatodusin 0.5 ml viTe919dwiindy 15 mlweesazawldidn

¥ H
fu udsiemsazansilhgszuu Fa Tufinanugavediindld 1Rmadauandly ae 23
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x ¥ 14
mae 23 anugawesiindie IdimindedniniuenFinasmsazaventasiieg

fedn ATGVBIAN (cm)
F12vnnms I miTnuneieruazSums Ve Hanus reagent
0l g 02 g 03¢g
2ml | 4ml | 6ml | 8mi 6 ml 8 ml 8 ml
- vn 0.5 2.5 4.9 55 2.3 42 1.7
(fleToRu 61.1:£0.8) g | 492) | 964) | (1083) | @453) | (827) | (33.5)
shihahdues Bertolli | 0.5 1.4 39 | 51 1.1 2.2 07
(loTofuss6£05) | (9g) | (27.6) | (768) | (100.4) | (1.6) | 33) | (13.8)
n3nleasn 0.5 1.1 3.2 4.7 0.9 1.8 0.8
hlelofu9s2:08) | og) | L7 | (630) | ©25 | a7 | G54 | asm
a3 laluadn 0.7 1.2 2.4 3.5 1.3 1.9 1.2
(inlolofu 1466 £10.7) | (138) | (23.6) | (472) | (689) | (25.6) | (37.4) | (23.6)
iudamdesmsiof | o6 1.0 2.2 3.6 1.1 1.4 0.7
@leledn 1300£24) | (118) | (197) | @33) | (70.7) | (2L6) | (27.6) | (13.8)

a , =1
mlusadufenugavesiindy mv




dlowaiidlumsne 2.3 uanailunnvez Idnadsgy 24 waz 2.5

120 -
100 ~
£ 80-
2 d
E’ 60 -
a~ c
EE o \\\_"4
20 = b
*——t————® 3
0 |} i 1 1
0 50 100 150 200
lodine Number

= s éq 1 r= Al a.':’ @ o ]
E'ﬂ 2.4 Nﬁ‘llﬂﬂlj‘i3J'I$3]5ff'l‘iﬁ%ﬂ'lf.fEITHﬁ"ﬂll@'l’t)ﬂ’J'Illqu:ﬁilﬂdWﬂlﬂJ@al‘Hu’]ﬂuﬂWJEJﬂ’N 0.lg

(diol% Hanus reagent 1SR : (@) 2 (b) 4 (c) 6 1taz (d) 8 ml
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90 -
80
70
60
50
40 a
30 -
20 4 c
10 4

Peak Heights (mVv}

] | ] L
0 50 100 150 200

ledine Number

: At =i 4 : @ a 1
71 2.5 wavesdTnasmsasmeeniahldeanugevesiindleldimindredaguay

11511915 Hanus reagent (m1) : (2) 0.2, 8 (b) 0.2, 6 tiaz (c) 0.3, 8
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= L2 A ' 4 a4 a a o dl.
Avsangt 24 Fafvuszuiuanugeesindumleledu arugevesiintivzuansds
v L4 [
YsinaleTeAunimdonnlgisovesmsazawaniaduiniu  eswnindileTeAunysiunse
1 1 Ed .

fuisunale TeAungngandunSoudlsunduivlSutale leduinaonmlgnsen  dufuanu
- a a oA oa aca A1 oA A a = o A At
gevosimnnlsunaleTeauimFenndfieiiann vufielimsganaulsTefutiasnSoaile

‘ . & g ! = @ a 3 ,
leToRutiootiums 901l 2.4 swunuileldTnasansazmoenmiTdiuiunn 2 uag 4 ml il
r ﬁ' 3 s ar 1 =1 o
6 ml Frennuiiuduaseveansmlesiiudiy aumsudamnuduiuiszninaigaesiindy

] ¥
a1lelofwdioldSunsansazaeenianieg dwsudsiiahlunin 0.1 g uaaalumisn 24

379 2.4 aumsiduataaannuduiuissnieanuguesiindunile Todu

USinasensazanvannia AUMITLEUATY r greanuthndunse
(ml) : voea1 loTodu
4 Y =-0.80X +97.7 0.9913 61-96
6 Y =-0.77X + 142.2 0.9812 61-130
8 Y =-0.56X + 145.1 0.973 61-130

1A 2.4 sz IS inasmsazawente 6 ml vz l@nsAiigasn mudhudu
asannniuiieldSinasoun suhsnesasazmes i audinimdndiii 0.1 g fo
6ml

definsangyl 2.5 sztui a anvgiidmdiufvemnnuguefindus e Tofud
drenusiuduasefitosnirlunsdifilddaed 0.1 g uaz Ynasasazatwenia 6 ml Fathy

s ]
Seargdl 1 Sinasmsazaroenia 6 mi uaz 1itmindedie 0.1 g Wuanagfinnzan
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235 msapyImsmaieleaulagds FIA

v 3 1
asfnuSuna le Terungaduluifuiis TaeTs FIA sldhnmsnaneded

2.35.1. prlnasgudmumsmanundudulelefuiimasainl§itn
. =t d‘ ] s A o
anututale Toauilddmivadunsinasge  Feunsafiuanldan
ﬂ’;l'lll!.‘i’l’u‘i’l'u"lﬂiﬂﬁu = (V x M x2 )/ total volume of aqueous solution

dio v, M fio U511as (ml) uag anududuysscs azmeanie (Molarity) muaidy

afransnbinasgiu 18 Tastlnlaasazarveniodudu 01MUTnas 05 123 456
[} . & - o o o d o o
uay 7ml ldluviedndsiiaaelswesued 10 m arhudniuduludida hooauuudisans
b [
azate KI dudu 10 % wi) U501e5 10 ml @i udaufanhngu 15 mt wdesazatolidniu
¥ ;) b LY ¥ v
L& sasazaie' B ldendu Jdaasazaroduriingn 0.5 ml ®e1edeingu 15 ml wdies
8 9 u’)’ = 9 ! r =1
avawlidiny sxmiudadhgssuy FIA Tannugeveddin
9/ P=} 1 9 9 = [ =
asiasgmey unmsdouszrnhamududuresleTodusuanugavesiinmy)

Tdnadaueanaluaisne 25 uaz 3126

= @ = L
A9 2.5 ANUTIVBIND W mmmmu"laimummm

Wineaudn | Todine concentration (M) ANNGAYBIAN
cm mvV

1 0.0016 0.5 9.8

2 0.0077 2.0 39.4

3 0.0149 3.3 650

4 0.0215 44 86.6

5 0.0277 53 1043

6 0.0335 5.6 110.2

7 0.0389 62 122.0

8 0.0439 6.7 131.9
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2
JJULJ_JUMLJJLJJUJ Bil J, W
51 2.6 FlA-grams vosanudiduvealoTofuinasgiu

AMUMINgYoIRNYIBaY 1-8 qluR1319 2.5)

9 = ' Y o A oS
asmlasg TdrmmsAvuseninanudivduvesle lofutunnugevosiin dayas
aududuasedmiuanududuvedleTofu 3 2 999 79 0.0016-0.0277 M uag 0.0277 -

0.0439 M flanerasiugyl 2.7
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140 -
120 4
100
80 -
€0 -
40

Peak Heights (mV)

20

0 T T T

0 0.01 0.02 0.03 0.04 0.05

lodine concentration (M)

Peak Heights {mV)

y =3578.5x + 8.4799
150 . S 0
R =0.9907 E
100 B 100
50 -g, ¥ = 1683x + 57.411
T 50
0 4 T T 1 ¥ Rz =(.9969
& 0
0 001 002 003 ! ‘ ' !
0 0.02 0.04 0.06
lodine concentration (M)
lodine concentration (M)

5127 nrduesgiuvesanudutulelofumasgiu
(M) ¥73 0.0016-0.0439 M (¥) %34 0.0016-0.0277 M LIng

(R) $29 0.0277-0.0439 M
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2.3.5.2. msmatleTeauveninfufiziietha

I@hmsiudlositufirnaieasswauddeas 1 e szneudehiiuihdy
AT NN FfuNznenas Bertolli tniudumdeiasiogu damamenle Tefuve s ity
Tasfnsnanesis

Fedretamiin 0.1 g @hufndmiinfuduen) Tuanafen FuaasTsedy 10 ml 91n
suillaensazaoenia 6 ml derh duiu13luiiila 5 ndt theenuduasazaty k1 ifud
10 % (w/v) 10 ml (ueh @hndu 15 ml s aemenasiemsazmene Beunonsa Jila
asazaesninn 0.5 ml Fevdaeindy 15 ml whmsazmelfihsundaiadhdizuy Fa
onaswanslugil 2.8 uaza1se 2.6

mstinneiuua lnsldannzmu@siudunsinsddede  thanugevesdin
Adnnmsienevuuae  sazmaianeialesn llmamududuuesle TefuTauldnsm
wasgnd naaududuvedlelofuncaeansdl ThifmnudFine leTeauiumdniuds

oUNI
YFinale Toduiiuau@niu = ( [[lremain * total volume*126.9¥100) / 1000

dio  [lremain Ao ANudutuaesleTefumnimdennmlfisandraninnsduinigiu

¥ E . ¥
total volume #0 USuinsesasa1e¥ui1sau (ml) Tuhiife 31 ml

1

=) =

Wsmn I Todufignganduludiediaszdnon ldnnauns

R

= o e [
WsinaloToRuiignganau =1, - 1

sample

s A s = a o dyy a ¢ Iy
YL TS S L W leTeAwdhusu@iniun ldainmslinsiziuvasiiazns

s Erded1e mudnu

3
@ ]

¥ 4
wurleToausz ldnnmsmalSmnale ToAungngandu (umudndi) dreimidn

u

Fao01990 14 (funsu)
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£ ~ i al a ooy, ar ar L] :’ or
71 2.8 FIA-grams vosnnududulelofufimdondmnhilfisndy Aeniniminol g
.:‘ ar I3 ny o o a :’ o
(M ¥ A €9 = hifuhduasenthiuuznenns1 Berolli, ninledsn,nsa laluddn, iy
A UNABINTIOJU MUEAL)

] ¥ [
* udnzgAved 3 An fie nistaimiin 1 T ga1ae 2.6 Uszneu
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. ¥ ]
1 Qs I o o A o' =
1519 2.6 a1l TeduvesdiadniniuRsn a2 1aeds ol lo 1o

¥

et imiin (@ AN USinaleTodu floTodu
fignidu (ce)
cm mv

situthdu 1. 0.1059 46 90.6 6.3 59.2
ATTHOD 2. 0.1016 5.1 100.4 52 511
3. 0.1036 4.8 94.5 58 56.4
4 0.1009 5.0 98.4 5.4 53.6
5. 0.1020 49 96.4 5.6 55.1

inde 0.1028 £0.0020 | 49+02 | 95745 57 04 55.1 £3.0
ﬁ'ﬁuu:nan 1. 01003 40 78.7 7.6 75.5
@31 Bertolli 2. 0.1005 40 78.7 7.6 75.3
3. 0.1004 3.7 72.8 8.2 81.9
4. 0.1055 3.9 76.3 78 73.8
5. 0.1032 39 76.8 7.8 75.5

iy 0.1020 + 00023 | 3901 | 76824 78 £ 03 764 + 3.0
nsaTadsn 1. 0.1085 32 63.0 93 857
2, 0,1030 3.5 68.9 8.7 84.0
3. 01019 3.6 70.9 8.4 82.8
4. 0.0992 3.6 70.9 8.4 85.1
5. 0.1032 3.4 66.9 8.9 86.0

iy 0.1032 + 0.0033 | 35+02 | 68.1%33 8.7 + 0.4 84.7 + 1.3
nsalaluddn L. 01018 2.3 453 113 11.05
2, 0.1004 2.5 492 10.8 107.8
3. 01026 2.4 472 1.0 107.6
4, 0.1094 2.1 413 1L.7 106.8
5. 0.1004 2.3 453 11.3 112.1

e 0.1029 00040 | 21402 | 43.7%38 112+ 03 100.0+ 2.2
nfudamies 1L 01044 2.3 453 11.3 12.1
fI18N 2. 0.1071 22 39.4 11.9 111.1
3. 0.1016 2.3 45.3 11.3 110.8
4, 0.1056 2.1 413 1.7 110.7
5. 0.1009 22 433 11.5 113.7

Ay 0.1039 + 00026 | 22+0.1 | 43.7%16 115+ 0.3 L7+ 13
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nnsleTeaunsmszildlums 2.6 @iaiwnsudsudunaf ldnnms lnminla

NaRUEAd 1UA1519 2.7

r la o o
a1519 2.7 mMafSoudioudtle Toaunans1z¥ 1agds FIA uazi3 lnmsa

A19819 a1 leTodu % Relative Difference
Titrate (n=5) FIA (n=5)
siviuthdu s ven 61.9 1.8 55.1+ 3.0 -11
¥iihuenen A1 Bertoll 84.9+ 1.7 76.4 +3.0 -10
fnsn lofion 96.6 + 3.0 84.7+ 1.3 -12
asa laluddn 1563 £23 | 1090 +2.2 -30
S amies an ogu 1305+ 28 | 111.7% 13 -14

A 1 H o = o @ ' H 1 a
norai18lun1s1s 2.7 a1 le TedunTins 124 138 FIA Sm¥udaedrehiia1loTedu 60
=t o w o . 4 o oo é =™
24 100 Sisnle Toauuanarsduiniyszanas 10 % ieioududt lnmsa deeduilusfidwoy
E Y

o Q o o L] ~ 1 = 1 T o o det T =
s014 dwuded it leTofy 130 &1 156 MATMUANAIARINE TR aTumsTased

o

Adﬂr. ar é‘ dy r L] -] o
TaeSEavanntud selimunsoinndszendlunamaleTeRudmivnsdil 14

=8 = Ot T Q‘J :: L7
2.3.6 Maanemstidndlsenawnumssainnun
A o :’ o at ] u’: =l vog) e 3 = St St a
issnnnssaimindlessiuiianuaiddniuidlatinsnaaedldismstinlads
e T T I oA ¥ e w4 ar e wa
atheihumumise dsnasiredreiidlumstinlafie 100 w Fniwmdndredadlimindifos
- .
flu 0.1 g uazHinInanaIAil
2.3.6.1 n31anasgu
FmsnaasuruRniunULe 2.3.5.1
2.3.6.2 fvE g
1&vmsSmseiaaeens Tasvnsilnlagaodie 100 pl ununisde udrldanizms

neapaRetufiUTe 2.3.5.2 lTanaduaailuniste 2.8
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1 = o 1 :’ oA ¥ @ t < :, ar
A1719 2.8 Wﬁﬂ'ﬁﬂ'}ﬂ'ﬂﬂiﬂﬂuﬁlﬂﬂﬂ'Jﬂﬂ'Nu']iluW‘.D'ﬁl‘}fﬂ15?‘Lﬂﬁﬂ']ﬂﬂ1ﬁ1ll'ﬂ”ﬂ1i‘]ﬂu1ﬂ'Hﬂ

Fetumueay | aangeuesiinmion=3) WinaleTeRudigniu fleTofu
cm mV (cg)
1 2.5 49.2 1.2 ' 118
2 23 45.3 115 122
3 24 47.2 114 120
4 2.1 413 119 125
5 2.4 472 14 120
6 2.7 53.1 . 10.8 110
7 2.3 453 11.5 122
8 2.6 51.2 11.0 117
9 2.4 472 114 120
10 23 453 1.5 122
11 2.1 413 119 125
12 2.1 413 11.9 125
13 2.8 55.1 10.7 113
14 1.9 37.4 12.2 129
15 2.4 472 11.4 120
16 2.2 433 117 124
17 2.3 453 115 122
18 2.0 39.4 12.1 127
19 23 453 11.5 122
20 2.3 453 115 122
21 19 . 37.4 12.2 129
i 23402 | 453 +47 115 0.4 1154 +42

¥
P o o

e : FredildReiutaniesnsin
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onale Teauisnser 1dlumnuiodnnuSsufsufumniinged 14 Tasms

Tnmsnldnadaanilunsie 2.9

M54 2.9 A'leTedufitnnes 1a Inamaiia FIA foudunis lnmse

FIA Tnsa
f1ee19 A1loTofAu %RSD fle Tofuxs %RSD
Tisudundes asiin 1154 +4.2 3.6% 131.6 £0.8 0.6 %

. EY £
*Mean + SD , 1INAITNARDY 21 F1 UAZ ** 9INN1TNADBI 3 41

d' [ Y ar [] & y LY ta

s s 19 silasegamumssainndn mieleauiiiasisyilaeds FIA AN
3 [) Vv ¥

ATLaluBIA (%RSD = 3.6 %) dariuez I3idmstlintadedaumumstalmin wowwnaanal

- Ja @ ;’ w e t
rluﬂ"li':llﬂi']&"ﬂ1’]1J'|‘il'lﬂﬂ']5ﬂi\11«l'lﬂ”ﬂﬂ?ﬂﬁl'lﬂ

A A
2.3.7 anynaanasiesInmstlilaves Operator
TuMIAREIANAMIANAaUND19AANN operator AT TRelH operator 4 au Thilw
3 L") ) 1
grotaiuReasuldungan auag 5 v 1nuthdesei i s e idannz@endu

Fud9 2.3.5.2 lanasuaaslunisie 2.10



35

#1719 2.10 m'leleAuiins ey 1dileld operator nanwauiimstlnladaeda

Operator Ao ToRu* % Difference from %RSD
titration

- Operator 1 107.0 + 44 10 % 4.1%

Operator 2 1145 + 3.8 4% 33%

Operator 3 1210 £ 41 | 2% 34%

Operator 4 114.1 + 6.4 4% 4.2 %

mit 1142 + 9.6 4% 8.4%

i

¥ [ [
* Mean £ SD, 91nM15NAR0Y 591 fa0d1eii 1 fe viumenmuaziuasin Arle leAudias ey 1as3s

Yyunse iy 1191 02(=3)

1 ¥
Tunsdnurilozauavea operator lumstiladredehiiudenismele Todu &

° ANw vt e ' 1 ' ll = A ul wly g o 2
operator Min15tiai i liivhduseudwasomanin le TeAuiileeninee Tldvhwminiia
o 1 oo @ g o - 1 = -1 19
Fuwiiiy 0.1 pfuih ldmsdnaum o ToAuranaia a1nkalumns1e 2,10 92iudf %RSD
48471 1o ToAuvoairag operator Tf11l5za0e 4 % Haga1 %RSD 18971 1o ToAUTIWV89 operator
u’: A 1 o 1 L ] [ o
194 AU Dadseana 8% He1 %RSD Adna1 AN 0sIaAT operator tdazAuATla 14

waludnd arleTeRufdnseyt lanmlndifsenu uaz Indfgsnuawinms lnmse (% difference

<10 %) Searg Id lilnaniamsilulndretnsves operator lunisnia lelodu
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= d ar : o
2.3.8 MINANLHIBETIUNY
Pilaetie 100 pl udvimanaseasueaiude 2352 ldradwaadlunina il

[ P=1 Y N :’ LY Aa o ey
m3e 211 aleToduvesiintahtuniins iz Iaeds FIA uas lnnsa

#0819 Tmsa FIA % Difference
from titration
alolefu* | %RsSD | rleledu* | %RSD

s as1 non 61918 | 29% | 55130 | 29% 11%
Yihuuznen as1 Bertolli - 849%+17 | 20% 76.4 £31 | 20% 10%
- nsaledidn 969430 | 3.1% | 847 %13 | 3.1% 12 %
dshmenmuaz fuas fin | 119002 | 02% | 1142%96 | 84 % 4%
sfudamied an fn 1316408 | 06% |1154%42% | 3.6% 12%

Y v
*Mean £ $D, 1INMINAABA 5 91 BAdU ** nAaDY 21 H1

.o A o* =y [] o 4
sinHansnaaesluns 2.11 ar'le Tedufidns e 1ae3t FIA aaeandosiunaila

14
ac ' ' [V o ’
11033 Inmsaluses loTofu 60-120 furiumusallszgadszun FIA lumsmailolofivaes

3
fiuftnlugeale ToRy 60-120
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2.4 msanmmsmfSinansaynsn
AIUITNINTIIU AOAC [13] 1ﬁﬁﬂ1iﬁ1ﬂ?n1mﬂiﬂﬂ"uﬁﬂiﬂ81‘)?’mﬂﬁﬂ'
voltammetry W50 polarography °A]ﬁ working electrode ﬁ‘l%’ﬂzlﬂu%ﬂﬂﬂmﬂﬂﬂmﬂ (mercury drop
electrode) ©130%01Y supporting electrolyte ﬁi%&ﬂﬂﬁ1iﬁzﬂ1ﬂﬂﬁﬂﬂﬂﬂ teh‘mneﬁzylmnmonium
bromide 41@¢ lithium chloride © SA1ILAINA1INT peak potential ﬂlﬂﬂﬂiﬂﬂuﬁﬂﬂztﬂqﬂ%‘uﬁ
152391 -1150 mV
Tuemmsinnie iduomadaadeisudva Wad Toaumuua? 1n19lumsm
Uhnamsauialudwald Taswandaumlasnnisnasgudheduiteldinsei1dazan
saadAunasilsendamidi

anrzvounsee Taunu TunswnlFlunmsfinuaee Tauaas i luane 2.12

A15719 2.12 an122vounsed auny Tuns i e lunisinun

winiiaed annz

Electrode :
1. Working electrode HMDE drop size 4
2, Reference electrode Ag/AgCl
3. Auxiliary electrode Pt wire
Scan rate 80 mV/s
Pulse amplitude 50 mV
Pulse width 50 ms
Pulse period 100 ms
Measuring time 30 ms
Scanning potential :

Initial potential -600 mV

Final potential -1300 mV
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2.4.1 MIANMANNTNVHYBIA15AZAIY supporting electrolyte

A1522a10 supporting electrolyte M1 lunmsAnuilszaen lfsmsnsamonauyos

tetramethylammonium bromide 448 lithium chloride

2.4.1.1 MSANHIWATRIANMTNTUUDY LiCl

wisuerazmefifianududuyes (CH,),NBr 0.1 M natuldasazaeiiudugah
LA WMTASENAIALAIY supporting electrolyte MMMt UBY Licl Aq fu |

Yulaersazare supporting electrolyte 10 ml 1611 measuring celt oo TaumuTu
asl sinifushms lafreondisusenvnasasaneTasmsshufmaTuTasiuasluasazaw
Hua1 3 il 1Mo voltammograms mmnsﬂﬂﬂﬁﬂtﬁﬂtﬁﬂﬁﬁﬁzmﬂﬂsmjm?nmmgm 100
ug/ml 51195 0.1 0.2 0.4 06 0.8 UBz 1.0 ml IAnszuavafin (peak current) uazdnd e
fin (peak potential) TaWagaMy1 2.13 MuTmsiouns sz hennududuvesnsafinin
Fifufus peak current e dnmndudiuues Licl duq  ldaumsuansnamduiuisening

anududuvesnsaruiniAuium peak current yoInNsAYINTH  dwdasiumse2.14

M1519 2.13 A1 peak current iold supporting electrolyte A% Licl Wudud1aC (CH),NBr0.1M)

Fumaric acid Peak current (nA) 11814 LiCl €udud1eq (107M)
(pg/mi) 0.3 0.5 1.0 1.9 3.1
1 ND ND 2.63(-1145) 3.26(-1155) 2.85(-1148)
2 6.41(-1146)* | 6.71(-1150) 8.44(-1145) 11.01(-1139) 10.66(-1137)
3.8 23.78(-1140) | 25.46(-1137) | 27.75(-1135) 30.17(-1138) 29.43(-1132)
5.7 41.9(-1134) | 44.95(-1127) | 45.41(-1128) | 48.85(-1125) | 47.64(-1125)
7.4 57.72(-1128) | 63.33(-1124) . - ]
9.9 85.13(-112) | 87.20¢-1118) | 86.37(-1122) | 94.29(-1119) | 93.72(-1118)

1 o = 1 o o =
vanomg ;- An WildinsTns1zd . ND #e not detectable , * mlyradufednd Ifhueiia mv)
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M9 2.14 aumsvesnsdinasgnaiieldaiudiuduves LiCl s1e9 ( (CH,),NBr 0.1 M)

aududuYed Licl gunsvensmuiasgu e
(x10°M)
0.3 y = 9.89 X - 13.96 0.9988
0.5 ' y = 1025X -13.47 0.9996
1.0 y = 957X -8.75 0.9984
1.9 y =1032X - 8.69 0.9989
3.1 y=10.28 X -9.19 0.9984

s 1 2 A
Tums 2.12 sefiuhdanuduuaza ¢ veanimnasyudsldanududuyes Licl
' a1 Y or & a ‘ A - . o~ .
FNE) g lndiReeiy uazienTan peak current woldmsazaw supporting electrolyte 13 LiCl

Wudh 5.0x10° uaz 1.0x 10 7 M Fwerasluarsie 2,13 wuh o annduduvesnsayinsna 1o

¥ ¥

ugiml dield Lict Wudi 1.0 x 107 M aunsanseialdudfianududuves Licl s.0x10° M

¥
ar -

[l at ar . -2 4 e . 1 1
Tdannsonsieiald duiuszifenld Licl hudu 1.0 x 10 M (11099101 sensitivity #ANT1 uaz
Py d o . ' -2 4 1
szidlunsaunlastesniifemiunnududuyse LiCl 11001 1.0 x 10~ M tifesnnmnssud

o o

- NPT | | oA
mﬂQWﬂllnvLﬂlW“‘Uuaﬂ‘l\luuﬂﬁ'}ﬂﬂg

2.4.1.2 mIfinyIRavednIdNdUYed (CH,) NBr

dmawdouasasmeidaududure Licl 0.01 M nnuldmsazani lumseioy
215080 supporting clectrolyte HuAIIANTYDY (CH)NBr @nq Ay MimInaasusu@e)
Audude 24.1.1 fufin voltammograms gtﬁ’;'i'ﬂ peak current U012 peak potential larauaasly

A1319 2.15



@319 2.15 A1 peak current 181 supporting electrolyte Aifl (CH,),NBr 1€udnean

(LiC10.01 M)

40

Peak current (nA)

Fumaric acid
(pgfml ) i014 (cH,)NBr iududien (x10°M)
2.5 5.0 100 - 20.0 30.0
1.0 5.13¢-1170y* | 4.69(-1155) | 4.86(-1134) | 4.7(-1143) | 4.46(-1141)
2.0 17.99¢-1152) | 18.15(-1144) | 15.06(-1141) | 12.37(-1141) | 10.94(-1142)
3.9 A47.64(-1113) | 45.88(-1127) | 41.52(-1129) | 29.38(-1135) | 26.27(-1139)
5.7 71.78(-1124) | 70.06(-1121) | 68.08(-1123) | 54.34(-1130) | 49.84(-1133)
7.4 - | 94.68(:1117) | 93.63(-1119) | 79.08(-1125) | 72.02(-1130)
9.1 117.17(-1114) | 122.34(-1118) | 130.14(-1112) | 111.91(-1122) | 103.69(-1128)

wanemg : - Ao Lildasliared, * mlndufefind it fhwosdinmy)

waunsduaswendinasgusen e nududunsaunsn@uiu peak current JAAS

AT N 2.16

M5 2.16 Aunsveansminasgudield supporting electrolyte fin1nudud

499 (CH,),NBr #1139 (LiC10.01 M)

aududuued (CH,),NBr AUMIVINT AT r
x10°M)
2.5 y = 11.32X - 3.32 0.9939
5.0 y = 13.39X -7.22 0.9974
10.0 y = 1424 X-11.85 0.9990
20.0 y =12.26 X - 12.23 0.9924
30.0 y=1133X-1L75 0.9906




4]

g 1 1 o ] . . . 2.
IAATIE 2.16 FUIIAIAINTUUALAT correlation coefficient () ¥BINTIMINATIIUE

T ] s
famnniigadiolfinaszadauonTudlon Tus ludidudu 0.1 M dvfuzdenldnmudnduveun -

aszEauen Tuion Tus luddudu 0.1 M @dteld Lict dudu 0.01m)

2.4.2 P3Ny pH UYBIE15a28 1 supporting electrolyte

w3oua1sazanY supporting electrolyte NiAIduduves (CH)NBr 0.1 M uag LiCl

E
001 M nntiuliy pH  wesmsazmean q Tasmsldasasatensalslasnnein nie

{mduylensonles raisazale supporting electrolyte MUSU pH udalddnywadensiv

wasguTaenaaeslagldannzauderiufude 24.1.1 18 peak current Uz peak potential AY

A58 2.17 uazmaumsiduasvesnsasg e 1ddaming 2.18

MIN 217 M peak current ¥onsAYYN3N 1ifalda1302a10 supporting electrolyte il

pH @149
Fumaric acid Peak current {nA)*
(pg/ml) pH 1.9 pH 3.6 pH 5.0 pH 6.8 pH 9.4

1.0 13.42 (-775) 14.85 (-1060) 2.13 (-1160) ND ND

2.0 27.35 (-778) 28.68 (-1060) 10.94 (-1156) ND ND

3.9 50.84 (-782) 53.41 (-1060) 336 (-1135) 7.68 (-1164) ND

57 71.28 (-785) 79.58 (-1061) 58.11 (-1128) 28.53 (-1153) ND

15 89.97 (-789) 101.53 (-1061) 81.79 (-1124) 49.49 (-1147) ND
10.0 112.78 (-792) 128.33 (-1061) 112.83 (-1118) 80.03 (-1142) 32.2 (-1155)
11.6 - - - - 53.45 (~1150)
13.1 - - - - 71.92 (-1146)
16.8 - - - - 144.64 (-1140)

1 a s -]
WWHY ND fie not detectable , - #io hildihmsda, * 1y2uBLAB peak potential (mV)
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a1579 218 aunisveansinasgu iieldaisazatn supporting electrolyte Ml

pH 7199
pH w03a3azald | gun1sveansinasgu £ dannuiiudunsa
supporting electrolyte (ng/ml famaric acid)
1.9 y = 11.06X -545 0.9950 1-10
3.6 y = 1277X -3.65 0.9972 1-10
5.0 y = 12.53X - 12.95 0.9984 1-10
5.0 y =11.86X - 38.39 0.9998 3.9-10
9.4 y=1.25X-110.03 0.9902 10-16.8

91AR15 R 2.17 i pH A1 9 T ldhmsneanududusesnsayinionnnd 10
ug/ml tfesaulonududuiifiin 10 pgml uazwaii l&luasie 2.8 uaasdiifiudt o pH
YDIATIAZANY supporting electrolyte (M1 3.6 A NuFUvBsns msguliar Indifesiuh pH

[l ] ¥ ¥ .

5.0 AR peak current ¥BINTAYNINT pH 3.6 NAWINATIN pH 5.0 Vieikiloannan pH 3.6 M3

] Ed [] [
uandavosnsayinsnaziiosnitf pi 5.0 Aafuil pH 3.6 velianududuvesnsaruninlugli

1 Qs P aan S oo - n’: == ' 1 ~< F:i ; -
Liuandauin mafaUfsoidaduiidn i 9eunndt 1 peak current 9994 uag #i pH A1 n3A
> r L4

Wninezdefasesdndu Idhundiedndlufhuesfindewion) pa ge Aniuszdonldms

7i2A1Y supporting electrolyte i pH 1lsgnm 3

L L] A J
2.4.3 apasnziiminzaadingsldlumsinasy

] a a5 H - o
nnftldnsAnmenaglldansimnzauiinasldlumslinnevifeld asazaw

SianTnsladntsznoudao (CH,),NBr 0.1 M uaz LiC10.01 M 7% pH 1szanm 3
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2.44 M3t NaCl ildfny LiCl
iipanndesmsiszlszudamemsnilildlumsinsevinsayandn Nact umsadii
eI NN Licl gufuey 8o Nacl 1dunu Licl lumswdenmsazany
_ supporting electrolyte
2.44.1 msnnamutiduves NaCl Aanzaw
WEBEIAYANY supporting electrolyte pH. 3 finANudduuoe (CH,)NBr 0.1 M Liae
NeCl Wasfudne thansazay supporting electrolyte 71 18 l/Anumadenswhnasgn Taold
anmzguRvaiuiude 2.4.1.1 Tdnadwansluaise 2.19 uasadensinasgnldnadegy

2.9 MaumInsminasgutaaiiunis 2.20

[
o

A5 2.19 M1 peak current dioldasazay supporting electrolyte 11 NaCl L‘fj’u%’udnq

Fumaric acid Peak current (nA) Lf!z‘ﬂcl‘%’ NaCl t‘i’f&l“i’l’ulﬁhiq
(pg/ml ) 0.01 M 0.02 M 0.04 M 0.06 M
1.0 27.08(-1040)* 32.46(-1040) 31.85(-1056) 36.10(-1040)
2.0 50.07(-1032) 59.99(-1040) 60.70(-1056) 68.33(-1040)
39 83.84(-1024) 96.73(-1032) 103.70(-1040) | 117.35(-1040)
5.7 116.93(-1024) 135.53(-1024) 143.10(-1040) 158.30(-1032)
7.4 144.30(-1016) 166.97(-1024) 171.05(-1032) | 188.73(-1032)
9.1 168.63(-1008) 196.40(-1024) 202.30(-1050) | 214.40(-1024)

seluavavdesdad lfhvesfin (mv)
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250 =
d
200 = g
g a
% 150 -
3
T 100 -
3
o
50
0 | |} k L] + L) [ |
0 2 4 6 8 10 12 14
Fumaric acid concentration (ug/mt)

g1 2.12 nswhinasgmudleld asazaiu supporting electrolyte Hill NaCl iy

(a)0.01 (b) 0.02 (c) 0.04 Laz (d) 0.06 M

a19m 2.20 aumsnsmnsgnuiioldaisazans supporting electrolyte fifl Nacl diudusien

AT UUD AUMTNFIHIINTFIY 2
NaCl (M)
0.01 y = 17.45X - 13.84 0.9964
0.02 y = 20.10X -14.17 0.9970
0.04 y = 20.83X - 17.76 0.9935
0.06 Y =22.02X - 23.75 0.9862
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snwalumsne 220 i © veansmnaspudinafigadieldasazaie supporting
electrolyte il NaCl idiudu 0.02 M udiismmnuduues ﬂﬂﬂmmimuﬁaﬂﬂﬁuﬁah’f’ NaCl 19y
0.04 a2 0.06 M (Roudnios uadiomiuaududiuuos NaCl 1nnnd1 0.02 M fin peak current i
| Y3} 1R uethaliviedin msiunnududumes Nacl annnd 0.02 M SadumsFunidosns

Ed ¥
nf KnTuszidonidaisazate supporting electrolyte AT UFUYBI NaC1 0.02 M

2.4.5 ﬂ'l‘iﬁﬂ‘H'Iﬂ?1ﬂ!lﬁﬂ£°l1‘ll'ﬂ~3ﬂ1i’?ﬂﬂi$ltﬁ

93150 supporting electrolyte pH 3 Nillszneuds  (CH)NBr uay NaCl (fu
1 0.1 uaz 0.02 M awdidu
dulaensazaiy supporting electrolyte 10 ml el measuring cell lamwesndivu Tassn
& = Y - = )
Sy Tasnuatiumsazat 3 i sduduamsazawnaspunsau gy 100 pgml
. ¥
51185 02 ml (20 pg) tdatiufin voltammogram a138zA10IAN 11 41 M1 peak current AHAAY

werae 11514 2.21

M719 221 ANNusuveIn1TIan peak current voansaYI AdNdY 2 ug/m!

Fumaric acid Peak current (nA) Mean + SD % RSD
{(ng/mil)
2 46.12, 47.39, 46.65, 47.17, 50.62, 47.15, 47.18, 48.38 + 1.78 3.7%
48.57,50.40, 50.77, 50.17

2.4.6 msanudouazvainInduAY (% Recovery)
o = = 3 9 ar Ll ey W ] of S
Amsmlsnansayunialuiwa lifdeg lagisndaulaaouiudsinasgm (g

) 3 P=% i 1 ar s
MARLIA 1) Fand 2 71 Ianzveunsaslauny InpsisuRenu Fnsie 2.10)
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d::; s =
2.4.6.1 ANaanasnnisnnig v
] EY [] v
#5357 1adny it Taeld esazany supporting electrolyte A%l pH 3 A)sznouday
o & o Pr 1 1 °y
(CH,),NBr 118 NaCl (9udu 0.1 ung  0.02M awéray filesndlsznoui luazawdusglhnh
9 o R Y 1 P o o s
a0 centrifuge udansauouarzauilaamimsunned
ar = A'l = =, < T ’ Qs ] :’ 9/
uit voltammograms tiaiANATAYINSAIAsTIMLTINNA1 astudredianiwaldan
peak current A1 & ldnoamanududuasaaninsaulums lasldnaminasg i azaw
3
uazdnnavnmduduveansayuninludedinimalfisnns standard addition frdeune
YOIMINFUAUTINITAAUIUNN :

$ouazvoMINTUAY = (A, A e X100

Aa.dded

go A fo arwduduvensayuiFaisinnnasinesgucalibration graph)

found

A Ao anududuvesnsayusnin 18910775 standard addition

calculated

& 9 o s oA
Ay 70 ANUENTHvBINsAININTIAY

n. pnvnasg

Tilneasazane supporting electrolyte 9 ml (L8 1§1ﬂ5.|'u 1 ml telu measuring cell ﬁl“lﬂﬁ’:u
W1ms ldfaroendion Tasruialulasiuasldluasazais 3 uafl udaniudin voltammograms
deduansazmensayuiamnasgnadudu 100 pgml USinasdie Tudin voltammograms 18

wade 31 1§AIANLIN A) 11 peak current 1RAIANITIN 2.22

A1514 2.22 A1 peak current ¥BIANTAZTMWINATTIUNTAY NI AN A1

Fumaric acid (ug/ml ) Peak current {(nA) Peak potential (mV)
1 25.17 -1040
2 44.08 -1032
4 82.55 -1032
6 108.30 -1024
7 136.30 -1024
9 164.40 -1024




nwalumas 222 wldmumsveansminasguvesnmududunsayuinie

y=17.0X +11.32 ,r =0.9959
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£
Sulagretaiwa'ls 1 ml uag aisazaty supporting electrolyte 9 mi lalu measuring cell

udaims lasaeendau lasmaiiuns lu lnsieuadldluarsazats 3w

ar A
UUND

voltammograms (Hadinasazmmnasgunsafins ndudy 100 pgmt  TulSnasdng 1dwa

73] 2§MARIIN A) M peak current ttazAwA} BsazMInAUAN Idd N9 2.23

¥
a15149 2.23 Ardevazysimsnaunuussntedinima 1l

Fumaric acid

Fd

.
b

11659 9131 Tipeo

WY 31 Ivy

added Peak current Fumaric acid % Peak current Fumaric acid %
(pg/ml) (nA) found (ugfmd) © | OV (nA)* found (ug/ml)° | TV
0 .74 (-1024) : - | 3047 1024) ! -
1 45.01 (-1016) 2 0 43.66 (-1024) 2 0
2 58.48 (-1016) 3 0 55.83 (-1024) 3 50
4 83.06 (-1008) 4 25 84.34 (-1024) 4 50

a . a = 2 b, 3 . < . . 4
mmawmn'ﬁ’amiwﬁ 341 A ldaLAURD peak potential (mV) Tad calibration graph fn 1danns

Ld ) ¥
31A512¥ 1a03% standard addition A9 3 1ae 2 pg/ml - sy WWTwaniwy audwy
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2.4.6.2 3531ATHIN
1Rvmsinndesazasemsnduiuvensayinialudedaina ldlanldtnaigu

- 4 |4
@amaruan n) miSinansayuinluina 1l Taevhinmanesdad

n. anvlinasgn
N |
Fauduneunazlfannzduaaslunanuan o ldnadeaaslumse2.24

1519 2.24 A1 peak current iifo Tdns T nidudusiing

Fumaric acid concentration (ng/ml) Peak current (nA)a
b
3 53,28 (-1080)
10 . 160.05 (-1048)
15 233.15 (-1032)
20 290.70 (-1024)

a, 4 - s & b,
ANRAUINATTUAT U 3 1 1 peak potcntial (mV)

nnnalugs 2.24 wz l@aumsnswlings guvesamududunsagininie

g =14.08 X +15.28 , 1 = 0.9963

A (5% ]
U, MIAATITHAIOUN
Suladresefimiounda@uaaddun1anean n ) 10 m udniuiin voltammograms 1o
[FuansaraensayuI3nuasgiy 500 pgiml  YTuasdne Tnadsgy 3 @aanian muasm

peak current fiagfuaiFovazvesn1snduiiu 1Aan1919 2.25



)
a1519 2.25 MiesazmInduauvesfiegiaiwa il
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Fumaric acid 1%1?]‘?\1 #31 tipco 15’117‘1‘1)' 71 ivy
added Peak current Fumnaric acid % Peak current Fumaric acid %
(pg/ml) (nA)a found (ug/ml) ¢ | recovery (na) found (pg/ml) ¢ | recovery
0 $7.86 (1016)° 5 - 80.97 (-1032) 6 -
5 142.5 (-1024) 9 80 1447 (-1024) 9 60
10 198.3 (-1024) 13 80 202.83 (-1024) 13 70
15 25230 (-1032) 17 80 2652 (-1032) 18 80

a. d = : b r . c " > v A -
AundeanmsdinTey 341 1 peak potential (mV) )  1A8 calibration graph 17 I nn1s M1z TRe

L4 3 - ¥
5% standard addition A9 5 4z 6 pg/ml  dm¥ ety awdws

ol £l gr

3 Py a4 Yt o Aat ar
naransaaadssazvesmnduiu Tagldsadauamnitinasgu dumagly
¥ ¥ d&‘ r :l
M58 2.23 wuhmderazuesnINduAULMAT (0-50%) Maftoratiownin matix Tuthwald
& 4 o ' Y 4y o oy
@onzfvitoriunnududuveundedna lniwald dahimieurumsazmenldluns
) = ar =t = o = & ar
adrensmiasyiu finalumsaadyananssuaveainjveniayuiznlumsimsinzrda
pé19 diothdganadman lddusuanududuvesnsaguninlasldnsvasgu wldany
¥ 3 o ¥ 1A
Wuduwpsnsarininfosniinasezdu
o v A Ao g o q WY 3 a ¥ o
nnmderazmanaufuiinam it ennseldnnvnargudnnannududuves
L L4 3

nrandnluiwalf1d msmanududuvesnsaduinlutiwa 18lunsdifiez 1435 standard
addition inuiitouATaynt matrix effect udszlfinmlumsinsizdun)

A4 v @ 1 2w ¥ ¥ a ¢ o '

Woudluilymdanartelddnuanududuvesndouaaslsq (annadt 0.02 M) Tu

b d ] ]

asmanududuvesnsaansaludediiwald dofisr Idihnslinasgnanldlunim

anududuvesnsayuninununis 1935 standard addition
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2.47 msannravesanIdduves NaCl Tumsmanudaduniainin uaz m

g/ or A
JotazMINauUAU

Jumsanywavesnndidures Nacl lumsmamududuvesnsayininuasiio
: ar A 3 o w1 iy
asmandufuez idvinsmanssdsde il

W3UAESATaNY  supporting electrolyte N3l pH 3 lsznauday (CH,)NBr 0.1 M uaz

NaCl ifuduenes (0.02 0.2 uag 0.4 M)

o
msaenninasgu

g/ . 4 a 4 4 : ¥ : A o e
Tdasazany supporting electrolyte MtwTonTuiiinsnaasslaslyaasruneiiui

{0 2.4.6.1 (7) TN voltammograms (1A peak current 1AKAAIUEAIINAITI 2.26 LazTAA

#18Tum1519 226 Mhnaumsduassvesnsthnasguvesrmmududuveansayuinlanads

#1319 2.27

=

A15142.26 M peak current weldmsazany supporting electrolyte 3l NaCl L‘Igfmgj’uﬁ‘lﬁ“']

Fumaric acid (utg/ml) Peak current (nA)a
anaduduune NaCl (M)
0.02 0.2 0.4
1 19.57 18.05 16.06
2 35.2 33.98 29.81
4 68.16 61.50 57.27
7 126.57 112.40 104.47
9 157.50 140.80 133.07

a 1 o = 4 :’
AURAVIINNITUATIEH 3
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M1519 227 aumsnTaIgIuvesnIaYuI e ldasazany supporting electrolyte

=

il NaCl 19udueh199 ( (CH,),NBr 0.1 M)

anududuNacI ) | qumsns ey N
0.02 Y =17.0X +228 0.9996
0.20 Y = 14.9X +3.70 0.9994
0.40 Y = 14.2X + 1.80 0.9988

2.4.7.1 MmsAnHWaveIRNUTNTUYEY NaCl demsmarnduduvaansayninly
Wmatd |
3 1
idohwiwald @ilesduszaeui hiazaohuegliviims centrifuge udnseue
1 P < = o o o s ¥ g a 9/
mwizdwilaumimsTianed) ihmslengimanududuvesnsayuninlaemslsnsm

3
WnsgufisUFuNMs ez 1a638 standard addition Tasyinisnaneadsde 1l

n. mamanudiuduvesnsayinsnineld3s standard addition

Tnlndaed 1 ml tae d1sazaly supporting electrolyte 9 mi 181U measuring cell ¥
Y4 SreendionTak il lasnuashlumsasaodunm 3 nf amiutuiie
voltammograms LM nszUsvensausn dadumsazmensayuninnasgnududu 100
ngml  Snareeg  Meunsmlszvhemnssiauny uamduduveansaininiidy

G ) anudaduvensarunin ldnamsmsgadaunu X Tdradaanslumn 2.28

v, mamanudiduvesnsayininlaglinsvbinasgu

Tilad9613 1 ml wagensazale supporting electrolyte 9 ml 11U measuring cell H1N13
Tdfwoondinulasiumalulassuaddlugsazaeiiunm 3 widl ensduiudin
voltammograms (adnszuavensauiin  mnmnssuamasnsayasaf 1 Tl mon

arududuvesnsaininlasldnsbinasguluaan 227 Tnaduaasiumsie2.28
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P o Y o
A1512 2,28 anududuvesnsafininlul iy

A NAY NaCl (M) ﬂ"a'ISJL‘I.’I’H%’H‘UfNﬂSﬂﬁﬂ"l?ﬂgluli"lﬁ‘liﬂi”l Ivy (pg/ml)
Standard addition (n=3) Calibration curve (n=3)

0.02 23 +3 19+2

0.2 2042 21+1

0.4 25 +2 24 +3

sududurssnsafuSniiins e laedfnasg @amzdwaadlunarn 0 )iA120 £ 1 ug/m! (@=3)

=2 v 1 Y _ - s =t
2.4.7.2 MIFANBINAVIIANINUVUUUUBI NaCl frlan1sHrssgazsnianaunu

Minsneasas anuReiuiude 2.4.7.1 (1) MdssazmInduiusziiuln

Tagldaunislude 2.4.6.1 Tdnadauaasluaiss 2.29

L
A1919 2.29 A1sesarMInduANYeRiNY

Fumaric acid NaCl 0.02 M NaCl0.2M NaCl 04 M
added a Fumaric acid % a Fumaric % a Fumaric %
I(nA) I(nA) ; I(nA) .
(].Lg/ml ) found recovery acid found | recovery acid found | recovery

(gl ) (Lg/ml ) (Ug/ml ) '

b - b - b -

0 | 34.77 20 34.63 2.1 38.15 26

1 | 48.40 2.7 70 47.79 3.0 90 | 51.17 3.5 90

2 59.43 34 70 61.00 3.8 85 64.51 4.4 90
3.8 88.03 5.0 79 93.67 6.0 103 92,94 64 100

a L :i -y 0’ b = 'q =
AunasnnmsaaTe 3 91 armiduduvesnsayaninlu measuring sotution AilAT1EHINAT standard

addition
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i o o o
1nransnaasluasa 2.28 annduduve snsaininitdnsied Tagldmsdman
a P o" = ‘e .
Taolnsluamsgruiinnuaeandesiunaiiniizd 1a3% standard addition e l¥msazme
supporting electrolyte 13 NaCl wudu 0.2 uaz 0.4 M uazwaluasng 2.29 divoazvosmsndy

Suiial¥ Nact Wudhe 0.2 uag 0.4 M fieAnduile 14 Nact dudu 0.02 M

L 4
or o =

wailoetune1§iuiie1d Nacl idfudu 0.2 uaz 0.4 M vziinaluaansuns (diffusion)

o 1 H - ar o 1
yosnsarnsn hinmnszusifianinnsuns(diffusion cureniifnanas Aasgiiuldainds
nysuavesfiniidianas uasmanuduvesnsinasgniimasauiiounnududuves Naci

3/ [ . ] ° a
(@ms1s 2.27) daiudiethmaszuafien 1 ludnuamaduduvesnsafuninTaldnsv
‘ a4 4O !
ywsgezidraanududuvsnsauiafigaiu ufonavesnrnududuves Nacl ilisio
L= c.'i = 3 u L) oy 9 = g ] =t [V =1 9
nszervesnsayusnfifadiuludedinima WshinduduRoaiuiulunsdivesnsaing
=y ° = s =
ATHNIATIHYBINIAYIITANIATTIU miramsinTwinnududuvesnsafuiinlasly
aswhnasgufinndenndesiunai #9173 standard addition
I - ‘ d el ' AN YA
dleRvisandisazaediinIng ladfil NaClidiudu 0.2 uag 0.4 M vzitinhilifovaz
@ a 3 d g
voamsaduiulndifeeiu (a1519 2.29) uanamsinsdamduduvesnsayinindieldms
- daat 9 9 =1 9 qr d;q L4 ad
azawdian s ladisl Nacl ifudu 0.2 M finnwdenafsifunanAns1sinnIsnasgiuimng
1 L ]
atuield Nact Wudi 0.4 M fuiusmion]densazan supporting electrolyte Hill NaCl idudu

}
0.2 M ( (CH,),NBr 0.1 M (42 pH 3 ) i lumsTinresianududunsayuninludedianima

141

1 1 a g
2.48 aplaansimnzasdiaalilumsianed
vind Idhnsinuenagd i hannzimunzauiins Ilumsinnzdide 14ms

armudian nslad it pH 3 ftlsenouday (CH,),NBr 0.1 M 1azs NaCl02M



54
- < o
2.49 MmyAanzvdenaihmall
Ed
& sdrediaiwa lduiinsiesedmanududunsayuisn Tavldanizuasiinms

wudotudude 2.4.7.1 (1) ldnadaeaasdunise 2.30

a1319 2.30 USinansafaininiins e I lundasdiedig

ﬁ‘JEJ'EJ"N‘L{']Nﬁ"lﬁ * Fumaric acid concentration {g/ml)*
Modified standard method Standard method
viwds as Tipco ** 28+ 2 20+1
vy 931 Ivy 21+ 3 20 £1
ﬁngiuum @31 Tipco 2842 2944
viueyidla an Tipco ' ND ND

14 »
* Mean + SD, 1INNTVARDDY 3 41 LAT ** 9INNITNAADY 5 1, ND 10 not detectable



