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ABSTRACT

Acrylamide have been found in foods cooked at high temperature, especially in
carbohydrate-rich foods. It is classified as “probable human carcinogen” (group 2A). A simple
and rapid method was developed for the quantitation of acrylamide in various food products. The
method involved spiking the labeled internal standard (2d3-acry1amide) onto food products,
extracting with 70 %(v/v) methanol in water (especially for starchy food), purifying the sample
solution with carrez I and II solution, shaking of sample for 30 min, evaporated to dryness and
dissolved in water. The final extract was analyzed by LC-ESI-MS/MS. The chromatographic
separation was performed on Luna Su C18 column (2.00 mm. x 250 mm., 100 °A). In-house
validation data in 7 different food matrixes (rice, corn, potato, peanut, bread, fruit and coffee)
showed good results with high precision and accuracy. Recoveries of acrylamide from sample
spiked at level 20- 800 Wg/kg ranged between 85.0 and 106.1 % with relative standard deviation
(RSD) of less than 11 %. Excellent results were obtained for intra-day repeatability and inter-day
reproducibility (%RSD < 10). The limit of detection (LOD) was less than 14 Ug/kg, the limit of
quantitation (LOQ) was 20 Hg/kg for all matrixes except the peanut was 30 Llg/kg and
correlation coefficients (r) for calibration curve were typically better than 0.999 at level 2-80 [lg/l.
The analysis of 161 processed food samples that acrylamide levels ranged between ND (< LOD)
to 3,466 g/kg.
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Y aa a 4 . . Y 1A o w
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o w a I's a o
A599WY (limit of detection) VaNamINnTIzH IS (limit of quantitation) ANl
P} . . : = ..
L UM I (linearity) ANUNU (accuracy) LAZANNNEY (precision)
a 4 a & a o
3. ﬁﬁ?ﬁ]]LﬂiTgﬁTﬁﬂilﬂﬁ!ﬂ"liﬂu!ﬂ'f]‘Hﬁ"lﬁi’)gﬂiﬁ"lllilﬂslui’ﬂﬁ"liiﬂEJH%W1$E’)"I1’H§

o Iz A v v
mmﬂmﬂu“lammwmuﬂizmumi‘lwmmmu

¢ ' k4
14 ﬂﬁgiﬂ"ﬂuﬂﬂ1ﬂ3‘l‘ﬁ$ﬂﬂgv
anAa J a a L 9 d' A o
1. ABanzlsmamsozaianludluemis drein3ee LC-ESI-MS/MS Aiviain
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Yu ewsaasIneinlSinamseyasat lud luemsvannatoiia
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2. wwamumssimsduiouasezaiar ludluomsvestlszmealng
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a Jd
2.1 azAsanlua

2.1.1 qmauﬁ’ﬁmamﬂmmmzmamﬁmmmsam%m"luﬁ ( CAS-No. 79-06-1) [16,18]

azasanlud (acrylamide) nieli¥onounilou 2-propenamide,  ethylene

< <
carboxamide, acrylic acid amide, vinyl amide 8% propenoic acid amide LﬂuTmaqammmaﬂﬁ
waaluana 71.08 aradu gasluana C,HNO gaslassadamaniinaasaegali 2.1

A o I 3 a A a 9 A a = Yy
TNy UV WUITVNINOUNY U 04 NITACAYNYUNYY 30 DIAUTALTYE azmﬂ'lﬂﬂ“lu

a U
4

Y 1
11 (2,155 nSuaoans) uazazareludliiazareNivl ¥y wn1uea (1,550 NSuA0aANS)
v 1A a v 1A a J v 1A
1eNIUBA (860 NSUABAAT) B lau (631 nTuapans) axd Inlulas (396 nSuredn3) uay
v v
PNazdIng (126 NTuneans) udazareldvesludiiazaren luiv wu ey wilmu
J J ' v 1A
tag mimummzﬂaa"lm (ﬂ@ﬂﬂf]'l 1 NTUADANT) YANADULYAT 84.5 103 IR UYAIT e

a

A s A a = 4 o . . A
LAz AIADA 136 DA USALFYN (N 3.3 kPa) zna Tnames lsdu (polymerization) NQMUY ¥

L

qanI1 84 BIR N AT

A

i vy = 2 s . N
517 2.1 Tassadumauniivosezaian lud (chemical structure of acrylamide)

2

pznsan luamaunaungu Ias Tules (chromophore) aﬁmmﬂ%’e%1ﬁ’ﬂmiﬂ@u§m@5§u
(conjugation) Va4 T-dtannsau M limsasiaiadie UV Aeudneenn ua:'lajgﬁm\lgamimcfmcﬁ
(fluorescence) ora3an lusidiuTuTumes iz 2 wyjiladduia ﬂizﬂauﬁaﬂﬁuﬁzfjﬁmmmau
dranasoudaiedlnlumainlfAse (reactive electron-deficient double bond) taztie us
(amide) M3NAYRNTE1V03 2 m‘qufi'ﬂ?uﬁaﬁyﬂzﬁﬂﬁ’@zﬂ?m"luﬁﬁﬂmauﬁﬁgﬂu“lﬁ'ﬁquﬂ

20ULALIVADOU
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2.1.2 anilufivvesansezasarlua (Toxicology of acrylamide) [3, 29, 30]
a o 1 Y] 4 1 <3 Y 1 o
fsezATan luadmnsonemsnateuguaznonzsala lunynaas e lunywdd
' o v o a /2 o g ' < ' A A & PR

linundngu duiumsezasar luassdailuaisnonziie nqu 2 A Ae Januiull1dnee
T a 3 o Aa A ¥ ¢ o = s
nonauzssluuypd drsezasar ludlodigsimeszgniuaive lad uarsdwenloq

. &£ do o A a J . . A va o ! <
(epoxide) Fyasmalulavidvaieo Inagarlua (glycidamide) Inaiauiiaiduaisnouzisa

o oA 1 a s & dy v o IS 1 a Jd o
ludainusandnezasarlug saasiazdvuiyu DNAldAnI1ezasa1lug ¥z DNA
d' F) = Aaaa [ a o’d’ o w A
adduct 1 ldnnAnpgasenlunasanaaoaves DNA 11U Inagan ludndde Ao N7-GA-Gua
A 1< o @ . o a aaa
ez N3-GA-Ade (317 2.2) iluaumgihiaeiugnssy (genetic)  8nsIMsnalfase1ves
a 1% 9 1 a o :’1 dy [ % 1

prasanludnu DNA i lnageanlud ansneaestinszaelidaedorzaragves

o J 9 1 Y 3 3’ [ 1 Y3 o 1 A
dainaassldedraninung saialwhuuuazduaie 185 lunynaassazduniemaoe

~ £ & o Yo o o a 7 o q ¥
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Aa

a 1 A Ao [ 4

- Wueeszuvlszam amsaawiaualulsumaiuiiausuasezasarlud
uazewns lalu'lad (acrylonitrile) W1uni1 2 1 nazmsdnu ludainaassnareyiaagd1a
1 a H (BNl a I a [
anfsuanlune 1inaauil Uiy ( no observe adverse effect level, NOAEL) (1A 0.5
a a o 1 ey Y & a I LY 1 a e' A o Y a I a
Naansuaeiiminganilen Tansuaeiu uazmlsuadiganim lvinaanuduiy  (lowest

Y T

observe adverse effect level, LOAEL) 1M1 2 Haansuaesinviindivilan lansuaeiu

1 < = Y dy a dy Y [ 1 ] 4
- manowzi3e lunynaassiIdamsinumanaiioNelueiorzaien wu Insosa
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(3 L3 I

= [ 4 = a I Yo <
UAZHUBDATUIN mu“lumgyﬂ wamiﬁﬂyﬁzuwmwﬂwmz«_"lmuanwaaﬁugﬂunmmuh
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Aa 7 IA ' a 4
AN LazIsad dUWUT (germ cells) M1AAIIBZATAN UA

a

[o}

/\ﬂ/ NH, DW NH,
(o] o
Acrylamide (AA) Glycidamide (GA)

NH,

o N
A s
o N

OH

N HO

y @ ¢
H,N7 N7 TN

HN" S0

IN7-(2-carbamoyl-2-hydroxyethyl)-guanine N3-{2-carbamoyl-2-hydroxyethyl)-adenine
(N7-GA-Gua) (N3-GA-Ade)

s 2.2 TaseadvesmsezaTanlua a1s lnadanlud w3e 2, 3 — epoxypropanamide 11z

glycidamide -DNA adduct [2]



2.1.3 mamaasezn3arlualue1mns (Formation of acrylamide)
a 7 g Ao < ¥ a 2y d'
azasan luailuasnil Tuanadnuaz Tnsead e awnsamaduld luemisy
' a % Aaaa o
Auanudeulagazinariuna lnnainvate gesaulldalgnsovesms lulaasa Tisdu
a Y 14 A qszl = a I
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v E4
TrateuIdenanyina lnueamsinaansil [8, 9, 12, 31, 34] uadalunsumisa Yeduna
1 A [ a a I [ dy
aqnhanlavesdnyazmsinaezasarlud lueims [8] fail
a 1 a = a c'o 9 1 [ 1
- 9IM15AUYE invuszaTal luanseonulsuiudr (Teenii 5 lulasnsuae
Aa @ £ 1 a a 4 q’j 9 ] Y 9
ATansy) Fanueanumanaszasal ludiiuazdssrunszuinldanuion
A = a a S Y 1 A
- ol TsAugavznulsinaezaian luddosnitennsitiutlega
a a 4 o a [ d o o 1 o
- wuilSnmezaian luagaluemssmneaadusidudsinea wu msussie
JudswrHuneansoU
o ti’ a a o 9 v [ J
- pamsmanileneanulSuiaezasarludadr (desndi 50 lulasnsude
nlansy)
a a o A d? 9 :’ d?
- manapzaTa lud luomssziiugauaniluensgnzme llunau
Qd‘ 1 =y aAa A [ a a 14 =\ d?
- gaMININNI 120 eerisaFon vz liontnanemsinaszaial luRazliuniu
vawnguiuiumaiaszaianludinnannlgasenvaarsasdantiuen 1afu
Aav 1 a Jd a =\ ~
IV UDI Mottram  tazaAne [8] 11891 NA150zATAN ludinavnueams1duignliaim
Y v
foununglnan3o dicarbonyl 2,3-butanedione oz IdAvauuAgIUMITIAaEITHINAAIN
aaa 4 [
ﬂ;]ﬂiﬁﬂum’dﬁﬂ W1 dicarbonyl-assisted Strecker degradation VOUDAWITIOU Tuian
YY) av 3 @
PeINUNNUITVUD Stadler tazane [9]  uaadlfiiumsuenaalsdIflenuiou
. =} o A g’ A o Y a a J A 1
(pyrolysis) vomoamsIuAUNg Ind Miorhmadus) iliimnaezasa lua (317 2.3) wuh
¥ Y
Aaasozasan ludalszana 1,700 mudeeuiumanaasinnmsuenaalsdaIenus oy

= ~ 1 =
YDITTUDTNITNIVULNYIDY ALY

COOH © heat
HE—CHyC—NH, +  Glucose e HZC=CH-(I'|;—NH2
NH;
Asparagine Acrylamide

q‘ a a I a a G o
‘i‘IJTI 2.3 LL’CT@QfﬂiLﬂﬂ@zﬂii’ﬁ?hliJWI/nﬂﬂ"ﬂ1ﬂﬂiﬂﬂzniull@ﬁw1i1%uﬂﬂﬂ§ﬂﬂﬁ [31]
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vinnsive le e Tndvesng Taauazueawisidunaaslfiiuiniiaialily
Y @ a J dy ' a J
TaseadrnanvesTuanaezasanlud vonviniinudiezaenlulasuvesezasarludun
1 J . = =2 Al = IS :J; Y @
110ngue lua (amide) voauoan113u sz lanmsseamnvmiuaisasdunan
a a s =& a9 @ J @ dy
(precursor) Tumsinnezasal lua Falidemivayuaigaail
@ a 4 {
- Twanaveweamiud InssadnlndifssiuTuanavesezaian lud (31N 2.4)
4 = o w J o w =~
Weneanis1dugniiianisueulaoenlad (decarboxylation) nazsidauenluiisoon
4
(deamination) ﬁ]%nlgljﬂgﬂ?mulnﬁltﬁﬂﬁu
' a o J o o o A (a a s & o o 3
- wudwaadaumiudTaneainizidsmezasar ludge Felufudsuiuee
Us2nNoUAIBUBAINTIIUD AT (free acrylamide) UTH12u11A

9
o o

- upamsRuddszdwnluiysvlszmusiindus NS YNy

OH
HaN
6]
(0] (0]
NH, NH,
asparagine acrylamide

4‘ 9 = a 4
5U7 2.4 uaaslnseadnveseamsiuazozasan lua
1 =1 Aaw A A 9 ] [ 1 c?/’ 9 [ a d A =
ARINTNUAITEOUN N IAsZ UL ensAsdundnvetozas e lud Ao LodWT 19U
a a 4 A Y Y J = [l =
HAYIIBNUMIINATTBLA A luAIT0daNIAe M3 AN ouLAAITURANITIIUDE1URED
Q’Il [ a a 4 a a 4 ] Ia .
wennniuddnIMIInaezasat ludInnsaesd TurHAd LY U NTALBANITAN (aspartic
acid) ﬂgmﬁu (glutamine) wn'InTetiu ( methionine) FAIADU (cysteine) uaz ladu (lysine) ﬁ
v 9 Y o 09‘ aa a ngj 1A a = I Y
wenaaeAIfANNT o U UIAaI AT N uRaezaTan luamisuanies [31]
v
U3V Umano, K. 11a2 Shibamoto, K. tauediezasar ludinaaiminiunas
1 d { U
asisznovluennsnil luTasnuiluesddszney nawsesea (glycerol) dansdIdIzANY
Y Y = . 3 a aaa a o Y aa . . Y
Fou'ldoz Tnsau (acrolein) niunaljnsooendiadu ldnsaozaTan (acrylic acid) gane

iwalfnserszrinnsaszasannuuey ludie ¥9ldnnmsaatedidarenuiouves

a1silsznouiil lulasiu shldinaezaiar lud [31] dsgiii 2.5



Il Il
H—C—0OR — ----- * H,C=CH-C—H — H,C=CH-C—CH
Acrolein Acrylic Acid

Triglycerides
NH;

i1
H;C=CH-C—NH,

Acrylamide

q' a a J @ o
3'1]7] 2.5 llﬁﬂ\ifﬂiLﬂﬂ’l’]gﬂiﬁThlﬂJWlﬂﬂﬂﬁf’fﬂTEJ@’I’J‘U’ﬂﬂll‘lmu [31]

Pagiudidnuudednineaduna lnmsinaezaTarlud wu uiseves Zyzak uaz
amg [32] na lnvesmsiinezaian ludninlfasonvesniaesil Tuteamsiuduaslsznoy
A s a A 9 £ o v a . o w s I3
Alasuetia emslianuiouiliezing Schiff base tazfiiansuoulaoenludoon

. QB/I a a S Y aaa [ aA A
910 Schiff base DN UTWITONABZATAN LA 14 Iaeas0InMURAse1vTAve Bl UNnTONS
a aaa 4 o Y a . . :/} @ @
nalnserlalaslad (hydrolyze) 111%1Aa 3- aminopropanamide 91NHUIZAAIWAD TAUTA

a o a J 4
wowTudlveon ailluansezasarlua (317 2.6)
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5 0 0
-H,0
HJ\H + OH - Y" OH
0 - 0
MHz -COy NH,
_ asparagine imine

R f R N
2o e 8 %y
H 0 H
MH; MH;

— decarboxylated imine (ylide)

MH
A

H

- NHj |

NHy NHz

3d-aminopropanamide acrylamide

1 a a 4 a
gll“ﬁ 2.6 llﬁﬂﬂﬂﬁllﬂmilﬂﬂﬁ]zﬂimllllﬂ%mﬁmm;ﬁuﬂlm Zyzak iagaale [33]
Aw & v o ¥ ¥ =
NUIVYVDN Yaylayan LIATAME [34] lﬂJﬂGl“rim'ifdmfm’Jﬂ’JfJﬂ’JﬁJii’Ju"U’ENLL?JE‘T‘Wﬁﬁm
o Y a .. I a o J o A a aaa |
ﬂz‘ﬂﬂmﬂﬂ maleimide Wuwaanumvan Lummﬂmim@ﬂgﬂﬁmmmﬂmqmﬂuImaf]a
. . . . ll < o @ a a 4 ao
(intramolecular cyclization reaction) EJEJNi’mli’J‘I/]1113?}{'ENﬂuﬂﬁ!,ﬂﬂ"UENEJZﬂi’mvbJﬂ AUSIVY
a 1 1 = a I
WUNITLNA succinimide ﬂmm’ﬂﬁ}ﬂ’Nll%lﬂuLLﬂﬂJE]QN’dilﬁzﬁ’)NLL@ﬁWTﬁﬁmlﬁZﬂgTﬂﬁmﬂl‘ﬂu
v
. o a aaa I . . . I~
Amadori product mﬂuumﬂﬂgﬂimmmﬂmqmﬂ"lﬂmaqa (intramolecular cyclization) A
<3| C. . o a a 1w aaa | '
Wu succinimide uazmawmgmmimmmmummﬂgﬂimmmﬂunmsﬂuimaQaizmw

. Y . o q Yy Y L. A o o s ¢
Amadori product MU Schiff base (1111914 oxazolidin-5-one)  1iaidamsveulaoen lud
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. . : ' < 4 '
2092 14 azomethine ylide @99z Lufisauilureneluluanaiiosninmsnieliveny
o a 1 o Y a a o ] Aaaa . o =
msvenFauavzinliinaozaTan lua Tagrinlgasen rero Michael naraasagilin 2.7 910
a dy a 2 o a KR 9 g’ Aaa A o aaa
avuaguianseefueglainihlureamniuisdesniniimaiaigalumsiilgase
A N ¥ a 4 9 = g/ ] 7 a = a ~
el lamsezaTar lud mszd lilihmanymsvendavesweawisiduainfnaiioins

saunilurameluluanasi 1918 succinimide

0 OH
0
—_— R — —
HN f'\|/

imine Amadori product O succinimide
0,
0 Q 0
0
N ; )v )l\/NHE
R
’ i HaN t
oxazolidin-5-one acrylamide
-CO,
0 0
M@ R )kA R
H  OH H 0
azomethine ylide decarboxylated Amadori product

51U 2.7 naaana’lnmsiiasyasan luannauuAgIuved Yaylayan tazame [33]

4 [ a a o
ajiilen1ms ldsuanufousiunaezaion lua la 3 uuane [35] Ao
1) Aoz IATaY (2-propenal, CH,=CH-CHO) &n1nmsaateave luiu
a o aan o 1 a
nsapzdlu Tus@u msiulamsa  wazdfnsenvamsaszrinnsneziiTunio lsauuas
@ & o ! g ! 5 a a PR o [aaa
aslulawmsa  ezlasdudumsasduidulllanildinaezaiarlud wumsilgnse
@ a a { I a 4
fuuenTuiedasz@nnsaezi 1u) anson)dsuss Iasaulmiuezasar lua
a aan 4 v A @ ]
2) Lﬂﬂmﬂﬂgﬂiﬁlﬂaiﬂi'fla“}i (hydrolyse) M35 89A N (rearrangement)
o w o 4 a
Maamsveulaeenlud (decarboxylation) vodllsAutaznsensaezi lu

3) 1nNannnsad 1ulaensd
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[ cid 1 a a I lel 9 aan =)
fadehiinadomsinaszaiar lua luemisuenanasasdaul §nsen (toanmsidumas
3‘ aHAa A 9 v Ay [ zﬁ d‘d 1 a a Y U a
hmasaage) udr falifladeduitinanemaiiaszaiar lud ldun gunginaznanlumsiya
A A a o a aaa 1 1 I 1 a g/
9113 ANIZOUNTOMIT MRS TumsiAalRnse1 wu manuiunsa-ae (pH) Ysuani
& da a A A ald
NuNRazysnaNzmadiea [7]
2.1.4. Ysnamsezasanluanalueinsuazdsinamanldsuainens [3, 7, 35]

EJ v
WaINan U NFA vesadiauiamedoyamsnuaistiluenisidisiovate

a A A QYo 9 v a2 Yy ~
%Hﬂiulﬂ’ﬂutﬂy'wu 2545 ﬂ5ZWIﬁf]1!ﬂll@1/]'lﬂ'liﬁ’]j'li]’f]'lﬁ'lﬁﬂluﬂﬁglﬂﬁﬁulﬂ\?‘ﬂuﬂ "lﬂell'f]llﬁ‘ﬂ

QU

o

Yy o = v aw A A A o v A
FaAndINUMIANYIVENinIdea Ay Ao wuluemisneanseey lagmmiziursisouy
ma yuilaazvunilinsou natededranulSuaganinnii 1,000 TulasnSusenTansu
amzinyr FAO/WHO 1d5qusaudeyamsdrsivemsvecszmsaieg i ldwaneuin

Uszyufo 25-27 Aguiou 2545 AA15199 2.1

~ a a o = s ¢ o A s ¢
MINN 2.1 ’]Jill']mf]gﬂiﬁ111119Glu@'l‘l’i15%']ﬂNaﬂ']iﬁﬂB'lﬂJENuE]5l'Jﬂ AAUAU AIAUKEDILAUA

BINYY HAZANITOINTN [35]

91113/NQUNARS AT Ysinaezaian lud (luTasnfudeilansy)
Aunde AnanN - U081
Crisps, potato/ sweet potato 1,312 1,343 170-2,287 38
Chip, potato 537 330 198031 50 -3,500 39
Batter based products 36 36 $o8nd130- 42 2
Bakery products 112 108031 50 o8N 50-450 19
Biscuits, crackers, toast, bread crisps 423 142 ﬁ@ﬂﬂﬂW 30- 3,200 58
Breakfast cereals 298 150 ﬁ@ﬂﬂﬂW 30- 1,346 29
Crisps, corn 218 167 34- 416 7
Bread, soft 50 30 Woon1 30- 162 41
Fish and seafood products, 35 35 30-39 4

crumbed, battered

Poultry or game, crumbed, 52 52 39-64 2
battered

Instant malt drinks 50 50 oeni150 - 70 3
Chocolate powder 75 75 19803150 - 100 2
Coffee powder 200 200 170-230 3

Beer desni130  Teosndi 30 o8n1 30 1
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1@sududannmsvs TanemsluszeznardunudSinumsys lnamae 0.2 lulasnsuse

E4 1
1 g v @

o v o X a 12 a A (a 2 1 oy £
dmiinaanilen TanSuaeiu LLﬁ$ﬂ1§U§Iﬂﬂ1’lﬂiN1mq\1 3.4 VlNIﬂiﬂiNﬂﬂHTWHﬂ@]')'ﬁuﬁ

£ I~ 1

AlansuseTu wenanidainmsmanieiu 13 udnersz ldsuamsezasar ludidhgsranme

U
Y

a a A 1Y [l 1 A 9}3’ v o g A
1INMIVT 1A TulSnannnnnglvg 2-3 w1 welmimidnautunugiulums
a 3 dysl a Yo a S Y 1 a A (A A
waan M3 Tnaueauen lasuamsezasan luddngsumelullSmaninnniinunae
2-3 1M

v W

H a Yo a 4 a o w
msai 2.2 agihfsmams Idsududamsezasan luaninmsus Tanemsilszsriu 7]

[ a Yo [ a I a
nueauAlszng suams lasuduiasmsazasar ludanmsus Ina
91115152317

o 1 d w w A oa o 1w
(llaJTﬂsﬂimmumuﬂmwmﬂiaﬂimmu )*

FAO/WHO 0.3-0.8
EU SCF 0.2-0.4
BfR, Germany 1.1-34
BAG, Switzerland 0.28
SNT, Norway 032-1.35
AFSSA, France 05-29
SNFA, Sweden 0.45-1.03
NFCS, Netherlands 048 —-1.1
USA 0.43-231
UK 03-1.8
JECFA 1-4

v W

' A A Yo a A =
* ¥ AD ﬂ']ﬁﬂjzuluulﬂiﬂﬁllWﬁﬂ']ﬂﬂ'lﬁ‘ﬂﬁiﬂﬂﬁlaﬂ 3N ’61\1

ansgeiming USEFDA  wounsmsdnsa93an 3 334 e maedwdifiunou 15
WOAINIBU 2545 TTUINWYATNIOU 2545-7 NUATWUT 2546 18ZF9 8 QUATHUT-Aa1AY
2546 3900113 22 Fiia 449 F19613 T8R0T NI T e wA TATINT Total diet
study [3] suiluumuauildlszanam 1dsuasainne e u 3 Asivadaginey

@ ao ' ' S o o 3 {
Tangmin) vesnuomNs NUDILAZINAR N9 gUAD TaoiND@AI061901115159d 150 01115
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Routine sample analysis/quantitative studies
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2.2.35 eummnﬂmmumsw'u"la%’au (Thermospray Interface) NIZUIUNITUD
4 4
dumesiauuuil Uszneudie 4 Tuneu Ao

Fuapui 1 a3Nszn HPLC iailumen (droplets)

e
Do

a

1 4
upeun 2 Mmanallszquesreaiinaii

=

UADUN 3 MITLMEAINALAYODNIINYEA

Qe

=

v v v
Jupoun 4 1nalessuanarsnaule (analyte)
szuumsviulodou naaadegiii 2.14 Usznoudae aeduiiaa (capillary ) Aignld

+

anufeunasananiediuiuen1dnn Lclnariu minugugungiivesnedinidieeg1d
< {a & { . .
vouradnaeoduledszainm 95 %  leimavurimtiiiu “nebulizing gas” uazaely
{ a QSII a a J A~
nszudvounaniiunes  weafifadurzgnszmeuInadwaesiaiiinglanudouaw
~ ~ [} a J o Y a aaa 1
ynaazashauleiieglunszuaveunarzinaiuloosuTasmsildinalgnsenszuing

"laaauﬁﬂmaqa (ion-molecule reaction) (U ATNA 1DBOULLLIAT (chemical ionization)

E4 P4
~

A
I Y 1o vAa
wionszuaumssziielmilulosou (ion-evaporation) Miflvziuegiunuauiiavenszud
y Y a 4 d’ o 1 d
youramazasiauly leoouiinatiuazgniniioniidarenszua i ldidrgnreny
I Y ] Y
A20619 l0p0U (sampling  cone)  FI0glULLIAIRIN AIUNMABIUIZYNAAVINUNEINGR
a A o Yy @ a 4 = 3 Aq ¥
Tespulasmsaswasosiluuuusssuarlisnds msesnuuudwaesilaszinaunly
ad v W 1 a
879 (filament) azvsodanlasa (discharge electrode) AL IEUUVUAU (repeller) luuviaanan
d! 1 o d’dw 4 [ t:'o v A d 1 [
looou Ferzarsusaannziliwnmosluegluvazimaunans looe lug dauszaulums
a & ' ' & VAo ] o Y] 9 o
wailu Tuanadiudesivmnduna lannuuaan)nasuuds ansoniuau1d Tasd fua
o v W 1% ‘{; a o a
fnd lihvosszuududy  msldanuseunoduiiannnnu lseildifamsasauvesas
A A o @ Y a 7 o v 2 o QY o A a
naulaiaedui tagdrdweeslainudreannzi lluug sz ldneduizunanisga
o ' ' 39 1o a { 3 ra g s
fu uamlanudeu liieane Al ldina levazveanain lvaudaee lumatlualsd
a &Y u’d' Y ] A = a .
mseuesazareinles nszme ladie 1wy indeuon Tuiisue Fna (ammonium
4 H ] o [ ] 3| a {
acetate) adlulandounvzaioiliarsdrednaeilulosonlaomsanloseuniilszy
. o i . o
V0 (H w30 NH,) ieilszaay (CH,co0 ) TnuTuananilunarvesaisiauls 9niiu
o [} i a I I o o § [
Tuanavesasmoedninaiuleosundinzgadodatazatoesn llvaziegluaninle

) Y Y 1 A a s A a ¢ ,
59U (heated spray) umwmmwqm?mmﬁaulﬂimmmnﬁmmﬁzwmam“lﬂ
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To vacuum pump
for solvent removal

l___ 1 | M o
Hepcller _ ) A5S spectrometer
- a1 /'-r'
Filament =

Thermospray
vaporizer — >

heater ~ Corona
discharge
HPLE electrode

eluate

51/ 2.14 Bumesulanuurinlodou (Thermospray Interface) [36]

Y a 4 a csal
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a
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- wesnnatlnnsin ldandumes maxiiaiiinlsznoudieleseunieve sl ad
A a v g . S v 0o q Y a 2 o v
Turanaiinaninmsuandnduleseudesantios i liamisomuSunaniminTuana 1
] ] A
o813 linguinTo
S . J a 1 9 o Y
- N13U discharge electrode iLae filament Tuuviaawan looouuuuniulesou v
A = vy vy 2
sy UaMIAnEIveIaslszaenldn ey
J A a J a z:y
Joidgvesaunoslayiiail
a 4 dy ] [ d' d'd 1 [
- sugesauuuil limnzduashaulailivialuenage @IN1 1,000 Arady)

% 4 d 4 H Qs: 1
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2.2.3.6 dwnasiauvvan)sdInih (Electrospray Interface, ESI) sailumaiin

J

msthdauiinenldon HeLC  iduasesuamilnInsfimesiionanlosouiiniuduy
UFTEINA (atmospheric pressure ionization, API) Tﬂafhuﬁuﬂﬂ"lﬁ'f:vhumﬂaauummmi
Tdnd llfhusage fAnnuduussnna nszuaveavarimuesnuuiuazessvinadn
fﬂmﬁyuwﬂﬂms%zgﬂﬁzmﬂﬁaﬁmzmﬂaaﬂ@ﬁw%mizwinmmﬁumimmﬁﬁmﬁq counter
electrode D& 5EIEdIRIAza10 Tao 195 uaueuRaIR (drying gas) &9Taoid lusinldula
TuTasiou FaazszmelliFeon lunsnuanlsd (spraying region) ' leoouvesaisiiauly
ety mﬂﬁs”uhlaaauﬁ'lﬁvimu?nmﬁn 2 G}fﬁﬂﬁ'u@m@iNﬁuri’fnjgmﬁmﬂﬂimﬁmaf (gﬂﬁ 2.15)
Fnd AR uRnednTIszinm 34 kv dmsunanlessuunn uazidel¥dnd nlfhiu

memqsﬂ’mﬂzwﬁm%muau

Nozzle Sklmmer

Capillary at
high voltage
34 kV
To mass
spectrometer
HPLC 5
eluate
Counter —
electrode l

Atmospheric 2-10 0.1-1
pressure torr torr

ﬂﬁ 2.15 @ummu,wau,mumﬂiﬂ"lw% (Electrospray Interface) [36]

M358 1800 (ion evaporation)
A A k2 v o 3 csqgf J =1
neaasnlszailszneudlodaiiazareiu I lessuninuazan uaved

% & A A A . qud S o qw A a \ a A gy
anmiutvisiay mamtienihlvdunaraiuilnlssgninuinezegusnarinives
A A o o 4 a a9 4 2 A

won (U7 2.16) iosziiediiazateeen aww lWihiusnuimhvesnoavzinuiuie
[ Y = a ) ~ A o 4
Feiveeronanad a1veaasil leeswnuuazsumediazarsnnveaiisane oz 1v
aunliidegainga (critical  field)  leeouvzgnildesniniinii Arensaizend
“coulombic explosion” Hazlufgadiiazaiorzszivesoniunualaoyniaudan

szneuaie a3lszneun lussimeveasazaediee1a
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Droplet contains As the solvent At some cri@ical In volratile residue
ions of both polarities evaporates the field value, ions remains as a dry
with one polarity electrical field increases are emitted from particle

being predominant and the ions move the droplets

to the surface

@
+ + 0 @\ /
el e ——o
+ +
I3
@ \®

51 216 ununmuaaImssziveloseu [37]
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A

- Est iminziez lFausumsszneuii lifdamedivas
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- Est dlumsiialess i liguusaild 18 el dves Tuana T deu
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Tasaadraonmsuandaniiuloeeudingesii cone-voltage udannas Idiurzilanaen 33

uAtlymidems IHunuduuuamilnlasines




27

%

Jd a H
2.2.3.7 dwnesanuunanlesaumaniiinNAUUIIEINIA (Atmospheric
H 1 o a g
Pressure Chemical Tonization Interface, APCI) UpatviauonIaain LC gnwusi liinailu
3 A Ay & o Yo ' ' g o o
neavuaanluvasasiniion gagilidiedeszimendesiasdaiuTuanaves

@ 1R v o aaa A [ @ A <
G]'J'E]fJ'N%\‘lhliJi;I‘ﬂV]']ﬁﬁl ﬂgﬂﬁEJ'WI']\‘ILﬂiJ‘I/'Iﬂ'.ﬂNﬂ"LﬂJiifJ'Iﬂ']ﬁ U3 APCI CRERINT 2.17 19w

U

o

nszUIuMsved losouunimalgnsemaai Ao llsaeulamsa ( H,0'[H,0] ) Fedau

o A ¥

I a 4 a

mgmsainnaUu 1dvInWanaaeeves Huertas ag Fontan loosuillguginanas N, 0,

+ + A a 4? 9 a & a dy 9 a
H,O uag NO NNATUIINNIIYNTUAIYDIANATOU mamﬂmauu“l@mmﬂ corano ISHDA
a J A g IS @ 91 Q1 J @
E]mﬂ@lifz)u‘ﬂ']ﬂﬂﬁﬂﬂigﬂE]‘lJﬂJfNE]']ﬂWﬁVIL“lJ‘LlﬂﬁNL“lJ‘L!‘Hﬁﬂ HYII NO ﬂ%lluslﬂfﬂﬁﬂﬂizﬂf:)uwﬁﬂ

A a = 1 1 a A (dy 1

ellﬂx‘l®1ﬂ1ﬁcluﬁﬂWWLL’Jﬂgﬂllﬂ‘Uiq‘Wﬁ melugmamam”lﬂa@ummL%’N%’umamﬂmﬁm:ma

iinszansnmitusuAul§ise1ve corano discharge

o
NO H,0 Ny O
N+
2
N2
NG
H, O
n
NO* H20+ O,
H, O H,0 H EOL
¥
H,O
NO*(H, ) HyO' 2 TpfH, O)
H, HyOf
A
N H,0 N
NO'(H,0), H,0(H,0) 0, (H,0),
H,C H,
h
H,O &
NO'H,0), 2 Hy0iH,0),
H,0
n
HyOH, 0),

3Uf 217 uwun el §isen APCI [37]
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@ Il J A ' [2J a 9
ﬁﬁﬁ%ﬁ?ﬂﬁ’mﬂ?ﬂgﬂﬁlﬂiﬂﬂ?u APCI T@mimmmiwmmﬁ"lﬂiuwaammmmau

a

< o o o J ' ¢ 4
neavAlnYeIdIsgazAasmeIznIz e luraeatinaszivend 935 INgU Y
' v 9
drga msszed ldguusaiisretloanuTuanadiedis msinalose luaduves APCT vz
(i 1A8 corana discharge needle No8ATIUTNMIABVBIMABAIIIINN THANAAIDE1ITYN
B2 o A 1 A a o A4 A
looo'lud Tasmsasunusionud lovouinaninms leos luwduvesTuanaveunmaaoun
v o A a 3 A
Tuanavesiihazateignszmerzinaloos lud IdiduSienud lesou [x+H] luTnuea
4
Us2907N (positive mode) taz [X+H] luTnualszyau (negative mode) Stotaud looouiiag
° 9 o [ = A a o A ~
wiRTuanavesiieduadosiiomamssuiusonud looou (314 2.18)
@ 1 o 1
Twanavesdiedazgnless ludriunszuiumsmeTouTdsaonlulvua
Uszauan uazmeloudiannsounio llsaouluIvualszgany wavIuoInTzUIUMNS

Lﬁﬂ‘lﬂﬂﬂ]’lul“ﬁ%uﬁllﬂﬂ APCI 92an9nmsysu luaneanuauussena

X = solvent molecules, eg, H:0, N:H, etc. Curtain

Ptate
Sample
M o9 @ @@

—by O 0P

tonization produces Reagent ions
predominantly react with sample
solvent ions molecules
forming clusters
Primary ions are Curtain
created in the Gas
vicinity of the

Discharge Needle

‘]J‘ﬁ 2.18 LLWHﬂ1WlL’C’fﬂ\1ﬂﬁNa@]vl@@f]u‘ﬂ'NLﬂflﬁﬂ’J'liJﬁu‘UiiEﬂﬂTﬁ (APCI) [37]

Y A a J a dy
1AV UADs Il awiall
Y 9 a Y 1 a
- APCI 1ﬁvﬂ31ui@u1uﬂ13wam"laaeumﬂmiazmﬂuaﬂmwmiwamklaaamm‘u

o o = v A1 A v 1A o
ESI @Nuu%ﬂlﬁm?zi%ﬁﬂy1ﬁﬂliﬂ5$ﬂﬂﬂ‘VlullllﬁﬂfJﬁ@@ﬂ]1ui@uiﬂﬂqumﬂ15ﬁa18ﬂj

4
1

I YA 1Y A A o =
- APCI mmm%‘lmqmumsﬂszﬂawm ammqqﬂmﬂan
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3| a c:' a ] = YR a O,, o
- Apcliilumatininaa Tosounuy luguuse 39 ld@nsmnlsuaniminTuana
vosmshaulald
M Yo o = Aa aa 1 A o 031‘ =2 [
- APCI awnso 1% lanusasins Inaged 2 Tadaasaouil Auivisamnsone
Y] o 4 A 9 ] 4 a a 9
AuAeaN HPLC Nlvinaduriugudnaisunia 4.5 dadawas
' 4 { g o o '
- APCI ansonuaamlanasuiuivwlos launn ey ESI
- APCI enwsanuaemsnlasuasannzaaglumnaassldunniuuy
) A AA 2 N Y
ESI s ldlandounnvzuuuunsfoun 1a
Y A a 4 a :sy
Joidovesdumeslawsiail
- alpnsin1ldan Apcr  fdilesouiinavn adduct  vesashauladumla
ti ~ A a Ia =4 1 =} a = 1 +
inaounvie luavwensounsd ru wonluiisuozdian vziilooou wu (M+NH,)' uag
- Ao
(M+CH,C00) Fuilugiassnlumsuilanavesanlnas
9 vy o v A v J ' ' vy
- Joyalaseaiaium ldeniiiesanmsuandniluloseudiudes latios 019
< a
uitav TaeldunuduuuaanlnInsiwes
1 ' 9
- fgaams lnadmnngiuilseansamues APCI v Tiansamanuduiug 14

- asaulaiansanalszyluasazaneldez limuzdoms 14 Apcr

a d
2.2.4 umrmﬂfﬂmumaﬁuwmumaﬂﬂwa (Triple Quadrupole Mass Spectrometer)
[ a J = o w a 4 a
‘ﬂiy?ﬂﬁﬁﬂﬂlﬂﬂlm@(ﬁlﬂﬂI‘V]'iiJm’E)i ﬁ’ﬂ v lumsAnsiziaIsHean maila
I a 4 [} 9 ay 2 A
unuwauunaaln Insumes (tandem mass spectrometry, MS-MS) %mmmﬂtymu LNV
naeFiA 15U triple quadrupole, hybrid mass spectrometer, tandem mass spectrometry on the
time-of-flight analyzer, quadrupole-time-of-flight instrument, tandem mass spectrometry on the
ion-trap yiantenl¥iuegaunivalene triple quadrupole mass spectrometer ¥9
o o { g 4 o o [} o a g
Uszneudie areaagina 3 6u Ao Q1 shmrhniduniesdauenuia dredregninliinailu
' 4 Ed [
Tesau ausadausnulIandoansld vniiulessumartiszaallda Q2 Mimrhnmld
' o A 4 ° v W 4 s ..
lopouildnin Q1 uandudlesningninileniiainmssuiuiuunae15nou (collision-
. . .o Y 1 ' ' &£ g [ @ @ '
induced dissociation, CID) a1l u loeouaiudesaisgFuludnyazsmmzdiveiasalion

g A £ o ' A
az)NAALYNNIAN Q3 ummnﬁauaﬂumpmmﬂ,ﬂ (gﬂ‘w 2.19)
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Detector

MO
Source where Collision cell
ione are produced ME-Qy

1lE3-Qs

gﬂ'ﬁ 2.19 UHUNNLEAY triple quadrupole mass spectrometer [36]

) { g
unaaln Insiimesuuuneans Ina@e) (single quadrupole) 1z1en loooudiiiu
U £ U QU \ d' Cid T
dumuvesTuanamslsznoudiede lasedeuianelszyimmne loosuiinianeilszy
E4 '
mwzHivzgnuen TagmsfauenuIaale single quadrupole taziiulsmmuansiszgiidaien
Yo q YNy o & H9 Yo w £ '
las 1A ldunaalnasivesdiods Fanneaas Inadlsdmsunenuialsznoudlounslans
] = a qszl A A a o J J J 1 =
4 viou IiMsAafIAUIAAUINY (RF) tazdnd lWihnszuanss (DC) ununslanzuaazgis
) Y a 1 1 1 1 csy d? U % 1
wldinaaunlii egnelurisamvenavenslanzimaiil Tasiuegiudadiu
RF/DC auw ihszniaumaTanzagaooniuguli leesunisrsianelszquauag il
v v v ' 9
18 ilpldsudadiuved RE/DC 1ioaiuguinToaenuiasiail amnsoaunun1siania
' Y ' '
¥4 loooudamuamadelszgganiediniiiliin1y1d daulessuduginezsudy
unsndeaag Inanazgnidasen ldnnnszualessy Tumalgiaudramsoaunuldiiies
E4
] o 1 <3 ] J 1 1
FIFU DWTIATI IFY AUNUHINIANNAINIAABLTEY 2-260 nwluaniosnii 100 ms
uazaunsnlSudng RF/DC iveiden losauhiiawiadeilszgamidesms Inrinll
Ao ' A Y ° o 1A
auyadegawauiil 3 Tuwana laun R, M uaz N gminllds unawwialosou
4 [~ o a ] o a
(ion source) Feaziilumsitrlding looounuyliguuss (soft ionization) 1 1¥ina loseu R,
v E4 1 '
M uaz N (310 2.20) Tosoumartiazeglugilleoounsluana (quasi-molecular ions) 1/
v o = A ' ' . A =< &
TununieldsmeunseuinnitazegluTnuallszquan (positive mode) 130M15AINTIA

Tilsaouniomnnimiomsiudiaanseuszeglulvuailszyan (negative mode)

SAMPLE IONIZATION MASS DETECTION
SEPARATION

R R — R* rR*

M E MM = < M ﬁ

N N — N* n*
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F

@ 1 [ Y~ 1 U
Yoyaveelnieai 19ve9a15A10819019A5 1019 lavinmsuand nilulessudiudos

qu/ 9 A ] . a A a @ 4]
(fragment) V04 lopaudsdunse loaouus (precursor ion) TuuFnawsainnalumsyuiuude

T v Y

cﬁqﬁagﬁzmn orifice 1ae skimmer N52UIUNTHINITENI collision-induced  mass

A a 4? ' a 2 1 . o A
spectrometry (CID/MS) looouiitnadulunrainaa looouazgnariu curtain veunmnoy

] . . Yy Adg o

#3911 ion optics housed TuwpsiiluszuugyaIMe Areaag InavzAauenuIalusE Y

1

guanmatanusumnzgalumsaaidon loseulaserdouiadelszq loosunaauenIdiig

a9 L

= J

amanes uazrusvamamos g ldiiawas (pulse) vosdlanason NawsdlanasoUITYn
dunaznldoudayanaliiduuainea dyaned 1diinnanlessuiiiy 1§ aoandes
fuinalesau Foyait 1duzgnaienen luduniesneuiiunes aunsauaaaduuamingg
Finua anus (intensity) vodlovuaInTonatsleseuiousunamionszualosoy
593 (TIC) WeuNUNAI

unaalnInsiimesuuuaiualoaas Ina (triple quadrupole) Tﬂa‘ﬁmaﬂﬂﬂwa‘ﬁﬁw
wihiidauenina (Q1 nag Q3) wzgauonoonndu Tasaoaag TwafiAanssuvesuda (Q2)
c'f;qmaﬂﬂﬁjwa'ﬁ”%ﬁ RF 1118308191A¢7 wﬁﬂmﬁﬁyugmmm MSMS fa3iil 221 Fre61e
voanauiiszneudae 3 Tuana e R, M uaz N gniiudhluluundandalooou Faaziu
maldifaleseunuy liguusaiilfidaleseu R, M uag N* fauenleseuiidesnisd

] ] [ a Y 1
Q1 wu denld M suunde Q2 vazinamsuananiluloooudes 1 lossu A", B  naz ¢

A 1
nnuru i Q3 iedauenulaveslesoune 1

SAMPLE IONIZATION QI1, MASS Q2 Q3, MASS DECTECTION
SEPARATION FRAGMENTATION SEPARATION

R R-»R} R At At
TIEIE ol W B ) 50
N NN N* ct ot

i 2.21 MILENVaQ 1900 UNAAR YN (product ion) VINVBINAN R, M t1az N [37]
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ad a \J
FEMIAUNUBHANY
a o 4 . I ax Hq 9 !

1) msaunulesounandaal (Product ion scan) WuITMsaurunldunsvaie
a £ & =~ Qdd’ll . . Y A @
yHuAn 91U MS/MS U194A5U58nI5HI “daughter ion scanning” 1aglHAToIAALENNIALSN
(MS1 30 Q1) oyana it leseunils Wi T lunTnamadmssu (collision cell) lopoui
] I z Y~ 1 (] o o A =)
Amllde Q2 tuvzuandniluleseudiudesTassunuTuanavewnaiiunais Son

9Il 4 v 1 1
VUIUMIHIN “collision- activated dissociation (CAD)” loosunuanailuleosoudiudos
o ' o o o v 3 o & A a 1o A
narvaru 118 Q3 (Ms2) wazAanseaisnua ldilvanlnasy ¥elossunnansaurasiuiia

~ 1 a’)’ 9 A 1l 1 c!‘ a o d' [

lovouizonit “lossunsdunse losoumi” dau'lessuitnannmsuanduleosunuTuana

1 a o J {
ufa Goni “leeounansusiniounsmuud looow” (Ui 2.22)

Ms1 Collision cell Ms2
static RF only scanning
(precusor mass only) (pass all masses)

ﬂﬁ 2.22 waaamsauny looounansum (Product ion scan)

3 9 A ] . as a dy
2) myaunylesdudidunse leeoun (Precursor ion scan) IBMIAUAUFHAL
F 1 '
1195958031 Parent ion scans  IA3B9AALEANIANEDI (MS2 130 Q3) 3zAAIADNIRNIY
leesudiudesnaula uavinTesdanenulausn (MS1 #3e Q1) dzaunuNlIavedlesou
3 ] o v A 9 3 A o Y a
nanualugiaiimua unaanlaasun ldezuanaianauavesansisznounimlninammnny

loopudiudos (319 2.23)

=6 =

Collision cell MS2
scanmng RF only static product
(pass all masses)

Ui 2.23 warmamsauni loooudsdunielooous (Precursor ion scan)
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a = A & A &
3) Mmsaunuytianmsgads luanaiiunalenai (Constant neutral  loss) 11D

1 4
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WiouAuANEITazawINTIILEEATA luANSEAUANNIANTY 5 uag 10 luTasnTuaeans
S 2=} [ " v Y o w o 31 Wd‘
nulesiuanunaUMINUSosaY 96 £ 14 1Az 100 + 8 MUdIAY uara1sRIE 1an
a 4 9 a wvAa = [ 1w 9y o w
AnszrmylunelqliamsReIiumny sesay 14 tag 9 MuEIAY
a 4 a L :} 4
Cavalli S. HazAMe [48] MINTIVUATIZHOEATA NG 111N 1A ion-exclusion
a [ 4
chromatography-mass spectrometry TagmsaansaludSuamun Aoau microbore ICE-ASI
a 4 a o
TumsuenazasivimziasunaanIniiwes 1uTnua selected - ion monitoring A28
4 a 4 o a A, 4 a {
1N309ATIZHUVD single quadrupole (M1¥iAn lovoudredFanlsd i)  USumsniags
=< Aa 3 9 [ 1A 3} PR [
84500 luTasans anwiwduase 0.5 -5 lulasasudeans msniuslanszauniiy
Yy 9 [ 1A A A @ @ 4 " v Y
Wty 0.5 uaz 1 Tulasasudedns Taudouuuinasgiudunms wminuiesas 16 uay 12
MUEFD Vasrnansag1any 0.20 aru lusiiuduau (ppb) WedAanysuas 500 lulasans
a a L a o 4
B.Loye Eberhart IT tazaaie [49] m3vdSuaansezasan lud lunaadasionrnsdie
A AL @ amna ] Qddyw 9 a 4 a o
19504 LC-MS  Failudsndieuas liuwe 3twannlamnsamsgiansezasar lud lu
a 1Y 4 a a a 4
HandaoIMIIHaINaeyia lagmsanaisezasan luaite leTaIny (1-C” acrylamide)
I a 4 J a o 4 [ a :’ o A aa
Hudumesusasuauasalunanduai01M13 6.00 NT1 EVNNAY 40 Taaans 1Hanudeu

~ < ~ c’j a an J . . o
65 o9 IFAIFYE 1WA 30 UIN mﬂuummwauulﬂﬂaa"liﬂ (ethylene dichloride) 914734 10

j=9)

aa o Y dy 2 v Y A Y zﬂy = [ . =
anang mﬂlmﬂmumﬂﬂmummﬂimwﬁﬂmﬂummﬂmﬂu (homogenizer) HAZUHUINIO

A o ~ QBJI o 1 3 o @ a a o
N2700x g Lﬂun’m 30 UIN DUUHHIFIUYUUUNT 8 NTY Llﬁ$ﬁﬂﬂ§’a’|}’)ﬂlflﬂﬁfl$%m@ JMUIU
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v Y ' Y v
10,5 uaz 5 Nadans SwduRananaue ay TydeudalameganuFuLazINuAY
a a [Y] a 4
duTagszivelfivasdSuiasdszuia 100 -200 luTasaas asraiaszasarludaane
A P v A
ESI-LC-MS A1 UL single quadrupole A9awinldusn v C18 (YMC ODS, 5
Aa a 4 H oy [ Aa Aa 4
Tunseu vu1a 2.0 x 150 Tadwas) wandounlsznoudie thiuasazate 10 Haaluals
= a o I 9 A a 1 1w
yoauou Tuilouozdiaa U5y pH1ilu 4.6 arensanoidn asdanuuIanelszy Ny 72
a 4 [ [ % a 4 o o [ d‘d
(ezaTa1lug) uazuiaaeilszy mM1nu 73 @umesueaduauasa)  dmsuluerisiil
4 y [ ] 3 a' 3
peRtlszneunFudouaiu nuliaz In 1A Wwiiuduaeun1s1¥ SPE (Sep-Pak Plus C18) u
o a = A o A 9 o 4
MsmuTgnimediulginisuenyeslasu Insunsunazmue1gnis lsauvesnoaul
= o w a J 1a | Y [ 1T Aa [ 1 (Y] a z{ v Aa
Vasnamsnaszlsuanmiiu 10 luTasnSusenlansy ardudszanimsdaaulaveq
LY s I 4 [ a a 4
NTIMINATTILNDY 0.998 tag 1S IFUAAUNAUIINMTIAVEITAZA1BUIATTIUDZAT A1 1A
H [ @ a H 1 4 @ o 1 4 a o
Tup s Nuanaany 11 wiia pan Iduudens  lusiudSamuianunesslunmsdimiizi lag

A A v v 1w @ 4 :/‘ IS
llﬂ'llflJENL“]JuNWﬁi;§1uﬁNWﬂﬁlﬂ1ﬂﬂ%}ﬂﬂﬁ$ 5-8 ﬂ?i@li'ﬁ%’)@g{’)ﬂlﬂ?ﬂ\? LC-MS uugﬂumuﬁaﬂ

F4 b4
a

d! d! o 9 d! 9 o =1 o o Y A v

wilg Bailagiiules LC-MS/MS 18z GC-MS H9A99R AT sua 150 YWUT UoNIINTUITHEY

o A o Pd A s v Y ' 9 A A
mzauiURaaduvioisitesnlseneududersuy nu TnTn nazeninsilinaeqs

o Aa a a o <

Jingjing Jiao taae [22] W 3smdSuaezaian lud uNHuAnLaye1viig
< 9 o a A cﬂj = o 1 Aa
wnluTlalagld ESI-LC MS/MS s1damatinn151209149 1o T In Tuasumsmssudlrognany
a I'4 4 o w % ] d o o
WTasdeudmosomin lviu uazadasisazare Isdounas'lsa Mmsadatuuysavian-

4

YounadIfeNaoz Fnanazi Inusaniaae SPE Oasis HLB 200 mg cartridge MA@0L

ada

v 7 ' s Y Sy A

ANYNABIVDIIBUATIZH Wansnadeueg liunaaia laun anumiug1d Jaudeuun
[ v o Y " 9 R~ A [ " v Y o
MATYIUTINT UoenTovay 5 tazileTFuaaunduiInusesas 86-97 MId13INY
] 3y a o ) [ < < LY

seaumstduileouasezasarlud luunmadmsummnuazeomisan luTaminy 3.01-9.06

[ 1A [ [ 1A o o w amA o dg‘ A Y
TuTasnsusenlansuias 6.80-124.93 luTasnsuaen Tansy aud1au A5 nwannvurive 19

a a L <3 5 a 3 [ I 1

ansamlsunaezaian lud luemsdngetlsmansdudleuisenii 10 Tulasnsuse
Alansu'ld

a J a a J o
Yu Zhang Hazaae [23] GliTl]'Jl,ﬂ‘i'lgW°H'l'ﬂ‘ill'lﬂ!ﬁ'lifwﬂiﬁ'luluﬂiu@WW'l‘i‘ﬁfgﬁ%

2
o

o [ < 9 Y] a A as @ o
dmsuanmanlaeld ESI-LC MS/MS a1damaian1iao914 e TaTnil 3518190 Tuiiu
Y A = ~ Pl 9 o Y =~ S Y Y P &
101 Tnsaeudimesnoundranaaleaisazats Isaeuaas lsaaudy 2 Tuals aoainiiu
A
anauuuYeIal-veuiadIR e ansFnaaz i1 1iusans 1% SPE Oasis HLB cartridges
Y 4 { A A Aa Aa
ADAVUN T Atlantis dC18 YUIAGNIA 5 TuATOU YUIA 210 Hadwas x 1.5 Naamas Tagld
[ A 3} 1< A A 9 as
10% VaUuMUBane 0.1% voinsavasinluminilummadoun naaeunNNNA0IVDITT
a ’q ¥ A 2’ 9 ol oA v o J Y 1Y
AnsEH Rana anumug lanunandouuuinasgiuduing desnidesas 6.5 uay

J (=) [ o § a I 9 v A o [
lﬂ@il%u@]ﬂuﬂaﬂi@ﬂﬁg 87-96 ﬂ’li’(ff’lﬁ'ﬂﬂW’Uﬂ’liﬂulﬂﬂu@zﬂﬁaflllﬂcluﬂl'I'J‘ﬁﬂJWGHﬁ'IWTU
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a o 4 @ 4 1w [ 1A [
‘miﬂuazNamﬂmmmmi‘ﬁtyﬁ%ﬁuq Mnd 3.3-37.1 1ag 10.9-1568.9 lllliﬂiﬂillﬁﬂﬂiﬁﬂiu

v
=\

o U o 3 A A v 1 =) :I} l&' 09.1} o U =
aud1ay §11sulunsandlesned ldsavunnmiy ansamiuduasumsmiiallsaulums
g// = o 4
VUABUMTIAT BUAD 1A

a Jd A Aa L Y
E.Bermudo tazane [24] a3193AseHdSnaaisesasar lualuems laely
LC-MS/MS Tttiasnan looouns 35msnan loooumaninnnusuusse1m e (Atmospheric
I~ i a 7
pressure chemical ionization, APCI) LI8g ion-trap I NG PR FAYE TR (mass analyzer) N3
a Y a dy 19 1o S Y = 1 A £ 9
Ansgrdrematail ilsiaglszanndesmsaneuailumadonvilamnuns e ESI uag
. A A 4 Aaov dyd o Y ~ [ Y a q‘{ﬁ} [ A
triple quadruple IN®UATIZHVIA NI HANYIMIM THasNana liuTgnialensaeoron
@ < a { % 1 a
VOIMIANALL LN VDLV 2 FUA ﬁﬁmmmuww highly cross-linked polystyrene-
.. . J 3 4 o
divinylbenzene polymeric sorbents A9 Strata-X-C 11a2 ENV' WULﬂﬂiL%u@ﬁuﬂﬁUQﬁ%@ﬂﬁ% 85
o oy Yy A A v o JY A 9 o
pazmInid 1da damsidesuninnasgiuduinsiosay 12 weldmsanasuume
< a 9 = 3 9y 2} <3| A A Ax o o
VOV 2 ¥HA Msuenadelasu Innsiveunariulnindumanaeun N¥adans
ATINUTHIVATAZABVIATIIV NAY 250 WIANTH azA10813 45 W TUNTUABATY M3
4 ada 4 nsal 1 g Y] Y
NATOUANMNEIVDIITAATIZH 1AIMIUUUATIABASTY (run-to-run) LAz IUABIU (day-to-
L { v o J o w
day) wunemsiesunasguduintseoas 3.3 uaz 8 AuaeL
. @ A ' S o @
Hamide Z. Senyuva 18& Vural Gokmen [17] wmun%iﬁ’mmmzimzsammum
a a L o M o [ a J
Ysuaesezaiat lua luiudiaazemsdmansayialasld Le-MS  Bumesea APCI
a A o an 4 o @
Tnuatszauan 19 0.01 HadTuans veansAezFan LazA3oIRAUEITAIMTUHADANARDY
@ a Jd 1 a 4 4
(vertex mixer) TUM3saANABzATA1 INANDUITIATIZHAIOIATOI LC-MS  NATOUANNYNADY

ada 4 Y 1 add’l a 4 A Y a
Y99I5 UATIEHIdadTIA U T e s in iz e s idiums U ldlunainnateiia

3 o o 1 Y M % M a A dy T S 3 A Y
50N TudSaru TudSanea Tudsansou vunil danauazand wuimlesiguanunay

A A Y 9 a 4 [ 1 1] -
masnFeaNuIuTuarasal lua 100-1,000 w1 lunsuaensy MnUSegay 99.7 LazANY
VY 1w v a s A a § o Ay Y o A
mudla minudesay 1.8 M3aaszd LC-MS Iimsszyaaludlounani laninmsanade
#1310U (valine) ¥ yield characterisitic [M+H]  taza1sdsznoumme uanolszyves
a [ 4 o @ 9 = A [ .
lovounaafmaine 118 wag 72 Mua19y Feasnavee limuda aved baseline 5UNIU
] ~ a =\ o Y .
Anuusutazanea lumsvlsua vazwaiinnu 1@ luns 19 mode  selected  ion

. a A = Y v . o o A
monitoring  HaANAeIRaNszNUNNAINAU Taeld n151% delay time d15UAT0I LC-MS
w3019 SPE uuy strong cation-exchanger sorbent

Y] a 4 a a 4
E K. Paleologos 18 M.G. Kontominas [50] Wannasnzrlsnaezasanlud

a J . Y = a
HAZINNIPEATA1IUA (methaacrylamide) @28 1A5u1INNTINYDUMAIAUTTOULYI FilA

ada

s A A 7 s o A a 7 v A
umu@mﬂﬁuazga L‘]_]uﬂmﬂm@i 'J‘ﬁ']Lﬂ31$W@1ﬁﬂﬂ1ﬂlﬁlﬂﬂlﬂ\1ﬁ1§ﬂﬁuiﬂ’)!ﬂiW%ﬁclUﬂﬂﬁiJuﬁJ

4

@ A ) [ Y a A o & axAqYa 4 @ J a J
UIV9d HPLC mammuﬁmiﬂmwmiﬂ@umﬂ LLﬁ%Lﬂuﬁﬁﬂi%Wq%uLﬂﬂﬁﬂ‘Hm"ll’ENfEﬂﬁﬁ'lthﬂ
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a 4 o I~ a 4 a
uazmmezasa lug lwouru Taelugi protonated forms naziflunanaai ldanlaTas Issa
a =3 : . aa . . A YN @ o A
A9 9LATAN (acrylic acid ) UALINNIBLATAN (methaacrylic acid) i l¥audy astvianany

A ada S B U A o =\ =\
g1nay 200 W Tumas 5 uazndedeldmsuenndanuvesiiadhvuienniiasuniuv
v Y v
adnanisasiany 10 lulasniuaedasvesarsiaulans 2 sia andevunuuiasgiu
v o J a J 1 @ . @ . 1
FURNTU0INITIUATIEHN185213199U (inter-day) Hazn181u3UIAS) (intra-day) T8I
v Y ) J o YN o w A ' Yy
fovaz 1.0 1dezdInlulasnlumsye ilddadnansronunaznaingnniaeAilesas
(DA J =1 ada n)dy Iq a o a
Taolideawansznuaemsuenueaiin 35 un51z¥lszgna a1 liaszimlsuaas
A P A P s D IA v A a
pzasan luauaziumoezaial lualuems wWoesisuaaunauiomuaisazatoniasgiulu
dod190 liensau’le (sample blank) 0g521319508az 95 -103
a Jd a a L
Jose A. Rufian Lla% Francisco J. Morales [51] A5291A31eH S NaeLATaT lud

Tudsaurulaeld Lo-Ms  edematinedele Ts Intiades (stable isotope dilution)

Aa o 4 o v o %] ~ dy a s A I o o
wansatniudsuudgmmuemsnludleuarsezasar luanius Inaluilszdr adaas
a 4 J A a 4
pzasan luasleasazane ImAounae lsa @uaisozasat luaine loTaInil (“C -acrylamide)
I a o Jd o Y a q"’g} [ 2 A
WudumesueaduauasamInusgnidiearsazats carrez tagmsanauuumavo i f
= 4 9 @ = a [ 1 [ [ gl o
imsdszgaainlfumueailudiyy Anunaingalumsadasyuindadiuvesimin
o o 1 = P 9 " W 1 A A [ 1 A Aaa
VurSeseasazare Tsasunas lsanldnuindadiunane 0.125 nsude 1 Hadansvea
I'4 4 o g’ o a d" 4 ] % 1
msazane Iwdounas lsadudu 2 Tuars madniniuuznenusgninldmeretioainluld
a L4 [ ) Y Y 09/’ o Yy J @ A o
msezaial lwagymieszniemsi ldwmueaniaiuim Iniidesidudaundugs ms
ana = o w 0o w A Jd a Y
ATIVAOUAINYNABIVDIIBAATIZH TASINAMIATIINY tazladinadns iz lSua iy
o 1A [ Y I 9y A w a v o
232 waz9l.8 lulnsnsudenlansy audidy anuiluduase denduilscansanduius

T 1 v 1A [ <3 [
(r) 1PN 0.999 NANUTUTY 25-1,000 TuTasnsuaenlansy nlesiFudaunduiosas 98.8

v v

L4

z:ddy o J v @ Y] 1T Ao ] 9 g} Y A a
'J‘ﬁulﬂll"lﬂ'igQﬂ@ﬂ1J3J°L!Niﬂlmu‘ﬂﬂTWuTﬂ@ﬂﬁJ‘ﬂﬂﬁ@ﬁWﬂ ‘Vlﬂﬁ’f]ﬂﬂ31ll‘ﬂ’lucb'"lllﬂ LUBAUATIEN

[ Y] { 1% o d 1w o [ a
aeluTwaerdununandouuuinasgiuduinsmiiny Seeaz 3.9 MId159NuRE
% o 1 (% @ Y A z a Aa a 'l 1 1 @ ] =
Tk luszaugaamnssutazseautesnuiulidsmaezaiat lua lhinanaenuedial
Hadngy

a J a a 4
Vural Gokmen 11a¢ Hamide Z. Senyuva [27] A539351eHUSnaansezasan lua
1 @ o 1 I ] [
Tuorsniunszuiulianudoutazauinmsmisudiesdlfumusaidludranaais
a o o Y a Q"' 9 3 o d'
pzasatluanazilduigns laolda15aza10 carrez  Tuaz 11 PNUUNRINITTLUNYIND
4 I v o g} o a = . )
nlaswdudaiazarennmmueauii M1duTgniale SPE Oasis HLB 111519
a J Y A 9 o o A A an a
AT A8AT99 LC-MS  ldnoauil oDs-3 anaeuin 33n5vzuvy loTansan

d' d‘ 9 Aana 9 9 a A 4 A oy

Wapasuniszneudle nsAeLFAMINTIY 0.01 Yaa Iua15ved 0.2 % nsanosdnluii

1% a aa A A a =~ J =) @ % o
f]@]i?ﬂ'lillﬁﬁ 0.6 HaaaAINDUIN ngaungy 25 93ty Lﬂasmumumumamuﬂﬂ
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] Aa A ' 1 1 § v o J
uriu Denauaznmegluaig fesaz 92.8-101.5  AmmsdeuuumasgIud s Sooaz 4.1
1 o w o w a I 1a T [ 1 [
wieteani1 IadinamsasnnuaziadinamsimseHiS iy 2 ue 6 w1 lunsuaensy
lanindasdiuvesdynauaz dynasunIU (signal to noise) 3 AD1 AL 9 AD 1 ATNAIAY
a o a a 4
Innocenzo G. Casella HazAmg [52] as29As Iz lSinaezasat luauaznsa
aznsan laely Insu InnsWveanad §35msweunyle TaasAn uag pulsed electrochemical
I A J v = o . . a aaa
Wudmames nguauianelwduaiivesd polycrystalline platinum Tunisinalfasen
4 '
ponFaFu-3anFuvesTuanaves odananr e Tadunuladuda (short-chain unsaturated
. . ] a J aa A A a 4 Y
aliphatic) 15U pzATa1 luauazezasan luasazateiunsa arsiaulalinsizinenale

4 o
TﬂimTﬂmm@ummmumﬁnmmﬂmmxmmméfaﬂ pulsed amperometric LUU two-step

) o a A I 2’ Aa a 4 Aaa A o W
waveform §115UAT1MUTIMTazarendluiinliezasar luduazezasan Hvasnans
4 % T A o 4 (% 1
@329 20 1 TuTuans (1.4 lulasnsuaenlansy) uaz 45 i Tuluans 3.2 lulasnsude
Alansu) Mud1Ay  Werl3euieY tree-step waveform UUUANNY LU two-step waveform
% a L o w ' 3
FAAAIAUTTONMNVDINTUATIZH IUNON VATIHANTATIINY BNl uduasa anw
, o oy v 2 ama P H o q ¥
uiULaEMIE 1A (reproducibility) a:150 1FUUINAY I5AATITHTINTUADUMSH 1A
o 1 a = o <
@10819 17T AN (clean-up) AIBA1T0LAY carrez LATMIANAUVLIN VDTN LD strong
. Yy & oqy a a s o Y Y o
cation exchanger alsHut lausamdsnaezasarluanszauanuududrlueims
iy MuiasiudTanen
a 4 =) 4]
Yu Zhang tazaai [53] aswinszivisinaluewninealaeldunalasunInnsi
=) d A a o Qddﬁ o w o Y 9
ANAIADST AP DIAAATOUUANIIDS (GC-ECD) 25Harida lviiudlaansy uazldasazae
S o Aa < o ' o ' { o o o
Txidounan lsdanaezaiarludeindiedts a1sazarediedeianaldiioyiuiaie
4 o [
TwunanFonTuswa (KBro,) wag TnunandouTus lua (KB imisadauuvveurad-
9 a a o d' [ Y a 4 a Y
vourad laglfenaszdinn uaziansazareiana lansnddlaszyiilsuadie GC-ECD
A A o Y] P 9 A . A o w
1az GC-MS Mogudu aoauunleslunisuen Ao HP-INNOWax capillary column  Ua3110@
ana 4 o T A Y] =\ o w a J (a
MIasnUYeIsazlsza 0.1 lulasnsuaenlansy Jasriansinsizwilsuu
] 1A @ I oA @ a L @ (] A A
3 luTasnsunenlansy (GC-ECD) esiFuaaundUv0IRzATal lud ludI10819 A
#1582 0100IATTIU (spiked sample) NANUTNTUTZAV 150, 500 taz 1,000 Tulasnsune
a Y] 1 Y Y o 31 = 1 1 9 A A
nlansu (usazANuNIUI NI 4 91) UAreglusendng Sosay 87-97 wazlianeuy
[ v 4 [
NATTIUFUINT Hooniniesay 4
@ an a d v ) ] 9
Varal Gokmen uagase [54] WaU1ITATI9 A5 1EHNUATmHuA 18 TAsN TN-
v 9 s & Y amal 3
nslyeunalIanssngn Mg asaviadae laleno15isd (LC-DAD)  lHiuaTndenazisa
a 4 o o o { [ <; Y] a 4
AWITDATINNATIEHIMITIININNUATINTZAUANUINTUAI aneezaSa1ludade

o =) Qe‘ H d
mmuea MFuTanialea1sazatw carrez I uag carrez I szivomMUoaoonuazilawily
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Y

o g v o v Y < . o @ l Ay v
dnlludaiiazate uazanadlomladueads Oasis HLB  1haisazatodiedian ldnsie
a ' a 9 A o 9 9
Ans1zHmlSiadie LC-DAD wagdududlio LC-MS  misuonveslasuiinniiale
o an oy e 1 g} . = a s
oUAN301%0 V1 (hydrophilic) waz liwewin (hydrophobic) veeneauyl Feozasarluavy
] I Y @ ¢ A 3’ T 4 (Y A [l
w1318 Tunedunl Nan1izii 100 % awnesaug (k) vy 3.67 aNgNKLIN
B ®RD vy 254 Fadinamsasiany 4.0 lulasnsudenlansy 3 mvesdaanuae
o = & I3 IA v A A
anusuNIU NnNuenau 226 W luwes) wesdudaunduilomuaiiayasunsgiu
a L @ 1 % o oA @ Yy 9 o '
pzasan lud ludedruiudiwdunszauamdudu 250, 500 uaz 1,000 lulasnsudoe
a [ o [ 3‘ v ] ' { v o d
nlansu (Fauszavaz 4 41) oglugiedesas 92.8-96.2 wazlinndeavunasgriuduing

9 'Y
HUYYNINIVYAL 5
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MSABHHIUIDY

d o [y a v
3.1 mandvazgUnsatdmIunuId

3.1.1 M3NASFIUNAZ TAQO19DINNTG I

g

1. pzAsaluA (C,HNO) Waasm#uod SIGMA ALDRICH AMWUSgN5300ag 99.0

2. ‘d-eza3a1lud (C,DNO) wandmaived SIGMA ALDRICH (3evazued
02ADUAINITHU 98 DLAD)

3. 94 @J.’EQJIN’EQJ JWNTTIU (Standard Reference Material, SRM) SRM?2387 Peanut Butter
Naﬁﬁmcﬁ'ﬂlﬁlﬂ NIST izu?h reference concentration value mmmiazﬂ?aﬂuﬁ MINU 87.0 + 7.8

TuTasnSusonlansy

3.1.2 msAil
1. Tdupengen tenwe lyen Tumleisn (potassium hexacyanoferrate) analytical grade
HanA9 03 FLUKA
2. Fandanla (zinc sulphate) analytical grade HaAfaIaAUed UNIVAR
3. lIMUDA (methanol) chromatography grade HaaHuaIved MERCK
4. nsanesiin (formic acid) analytical grade HANSAA U89 MERCK
5. NIADLFAN (acetic acid) analytical grade HAASAUH Y89 MERCK
6. una'lulasau

Y
7. 111151¢1910 900U (deionized water)

3.1.3 n3esilonazqunsel
1. 1n309UARI0819
2. IATRIMIMINABAINNS (centrifuge) HAASATYOY HERMLE U Z400
3, waaﬂwmﬁﬁﬂﬁm%’mﬂ?mmum%ﬂmmm%tp (centrifuge tube) WAIEAN
¥iia polypropylene copolymer UU1IA 50 fiadans neurhtanaadnyila polypropylene
4. 130U (shaker) WAAAWF VB YAMOTO IU SA300
5. autopipett YUIA 5- 40, 40-200 LLag 200-1000 lulnsans

6. ATOINANATTINTUNADANADDY (vortex mixture) VORTEX-2 GENIE
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7. syringe filter silaluaou (nylon) FWIUVUIA 0.45 lunsou Lt?fuw'mgméfﬂmq
13 UadwAs LU disposable

8. UIALLAT derivatize VU1A 4 Haaans wieuehia

9. weveadadmsuaia Oasis HLB 6 cc. (200 me) wazilavoandsdmsvarnia
Oasis MCX 3 cc (60 mg) Waﬂﬁm“ﬁ'ﬂlm Water

10. AodWY Luna Su CI18 YU1ADYAA 100 BIeAON YUIA 2.00 x 250 HAANAT
Naﬁﬁ’mcﬁ'ﬂl@\‘] Phenomenex

11. ADAUY Atlantis dC18 UYWIABYUAIA S TuATOU AR 2.1 x 150 HodAwAs
HANS AN VDI Water

12. m%"m%’aaz@ﬂ@ 4 @114 Satorius model AC 2118

13, n3eelasinTnnsmlveunauuuans s qIuesusEn Agilent 1 1100
Uszneudaetlum binary pump 1A3097AR108198ATUITA (auto sample) HazdIUAILAN
qmwgﬁﬂaé’uﬁL%’e‘)miaﬁmmugﬁmmamﬂﬂimﬁma§ (LC-MS/MS) 31 API 4000 Y0IUTHN

Applied Biosystem MDS SCIEX

3.2 YUABDUMSTAUUUIIUIDY

32.1 Wann3samszransezasar ludluemis Tael#in3es LC-ESI-MS/MS
3.2.1.1 AREIMIUONAITUNI (interference)  1MET02A08206190009 1N AT
aulaiilon31931A518 @0 LC-ESI-MS/MS
3.2.12 Anwisiiaveedaiiazaronazaniigimunzandiniuldadaans

a L4 { a ] & u'd
pzasan lud lueng (Tasmmizeviianuuilatsunaann i ues)
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3.3 IBAUUUMI

3.3.1 MSIASENAIIAZTALNINIFIY
a d A a v a
33.1.1 msazaeinasgIvezasal lualindy 500 Hadn3unoans (stock standard
solution)
o a 4 [ [ a
Fia3uasgIuezasat lua 0.0500 niu asluvaaialTuasvuia 100
A aa o a 9 3 < A Aa ~
Hadaas azmeuazlsulsuasdreihlnannlosou muluide guvgil 4 eeruvaiFod
1518111 6 1hou
2 a d a a o 1 a .
3.3.1.2 MsazaeanAsg d- ozA3allud 500 iaan3ufedns (internal standard
solution)
) 2 a 4 [ Y] a
FIATUINTIIM - 0zasarlua 0.0500 niu asluviaialiuias
A Aaa o a g} a J { [
YA 100 Haaans azaeuazilSulsmasarninlsaninleseu Cd-ozasanlus waewmilu
) a s g A A A a ~ oy v
d,- pzasan lua egnsaasuieazatelni) inuluiie guwgll 4 osrusaFea l9lauu 6
A
DU
a d A a v a
3.3.1.3 MsazaEiNIgIHezASa AN 10 Jaan3unoans (working standard
solution)
a a 4 A Aa o 1T A o
Yulaesazarouasgivezaiallua 500 Naansuaeanssiuau 100
Y
TuTasaas asluwradalSuasvuia 5 Gaaaas  azarsuazlsulSuiasdlesindiigan
= 1 :JI
lovou (w3onlminnns)
a d A a v a
3.3.1.4 MsazaenasgIvezAIa IaiNdY 1 uag 10 Hadnunedans (spike
standard solution)
a a J Aa a o 1A o
Ylaaisazatoniasgiuezasar lua 500 Jaansuaeansiiuau 10
uaz 100 luIasaas asluviadadSuasvuia 5 daaaas 311U 2 U a1udidy azaieuas
Y Y
YsuiSinasdeinlsannlessu (esenluinnasi)
d (Y]
3.3.1.5 Msazaennsg v 'd,- ozA3a lue Ay 10 adnsunodns (working
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A a 4 A a o 1A o
Mulamsazaromasgiu “d, -ezasarlua 500 Jaansuasanssiuiu
Y
100 TuTasaas asluwadalsuasving 5 Haaans azarsuazlsulsuansdrerindsiaan

= 1 Qsj}
Tooou (n3onlninnasa)
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3.3.2 MIABUATAZNBINATH IS UT3 19051110510 (calibration standard
solution )
a 4 Yy 9 o 1
MsazavInIgIuezasal luan U udu 0,2, 5, 10, 20, 40 tag 80 lulasnsude
a A 2 a s 9 Y ] 1A I a 4
ans Mllesazateunsgiu 'd, - ezasa lua udu 40 lulasnsudedas iludumesuoea-
4 a a ) a a o ) 9
duauasa Iaeulaesazaroniasgiuezaiar luaudu 10 Jaaniuaoans (Ve 3.3.1.3)
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7 1o awdnu vazdulaasazatouiasgiu *d,- ezasarlua udu 10 Hadnsuaoans
9 o a [Y] a [ a 9 oy
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3.3.3.2 a19aza1® carrez 11
v A J v [ 9 2’ o
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Y
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3.3.3.6 asazag 0.1 % lagSuas vesnsaezaan (Wannasui)
Y
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Wu 1000 Tadansaletiilsimein lesou nsosmeldszuugyainaiiunizaIunIoawiia

iy 1ad 02B1AA (cellulose acetate) NHYUIATHTU 0.45 TuATOU
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3.3.4 ANMIMSUYNAITUNIYU (interference) JHasazalsfIngdvanaInasnalaiie
a d
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3.3.5.3.2 inSuiasvesdriiazanenana laamulsuiasalriiazale
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3.3.6 NATBUANNYNABIVBIITUAIITH
A Yo o A @ a J Y
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A 9

nauly (sample blank) flo F1Augn 1 Tnadugn ordugn vunilajy JudSidugn
< I [l I { [ < a a @ {
ndrevazmaaniuainuts uadieealiithuiie@eddu nulunsuztlaainiesdunaan

a ~ & o 1 A A dy Y g @ '
PUNHN 4 DIA UYL cmmaEm’omﬁ‘nm3smuﬂﬂm‘ﬂumgmummmmiﬂizmmNG’]

Q U
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3.3.6.1 ansuiludunsa (inearity )
msnagel lagnsdsazawATge 7 seauadudu fnaw
Yy 9 o 1 A Y o a <Y
WUTU 0, 2, 5, 10, 20, 40 uazso lulnsnTuneans (Ve 3.3.2) HMA15IUATILHAY LC-ESI-
a ¢ w Y J Aq o A v
MS/MS TAgIATIEHTLALANUTNIUAL 5 F1 701N 1%5enAe Aoy Luna Su C18 Y119
PUNIA 100 DIAADN YUIA 2.00x 250 Haawas Ismsvzuulolwasan amadoui
Y
Us2nuaI8 0.1 % Tagllsuasveansaszdanlnivemmiuea lusasaiu 97de 3 8as
Aa aa 1 o { (% [ 4 1 [ [l
M3 lva 0.3 adansaeui wanmsnaasun lduadennanuduiusszninedasaiu
g { a 4 1 A 4 4
yosiunldfinasazateniaigiu (ezasarlud m/z 72/55) AvdumesusaduauA1s (°d,-
a Y] 1 1T A 4
pzA3a1luA m/z  75/58) 1AZBATIAIUUBNANNIYUTUENTALAINIATTIUADDUINDT UBA-
4 ) o A o @ {
AuAUAIIA WA UIUIANNSIdUNADDE (regression line) Tag193T M 1dedotiooNqa (the
T @ a a"' [ @ o
method of least squares) Wmaulseansandunus (correlation coefficient, 1) N30
g v
Fulszansmsdadula (coefficient of determination, RY) @84'1381n310.995 [55] uazdudu

[} [} Jd Aa
ANVFURUTIFUFUAY residual plots (MANLIA 7.)
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3.3.6.2 YANANITATIDNY (limit of detection, LOD) [56]
a o [l [ a P (= ~ 09.:’ ada 4
AnsIzHAIguaazuunIngn lulasnaulanuiuaeuiziunse
] ° J A VoA Yy v
(U9 3.4) IUIU 7-10 H1 ¥IAURAY (mean) UASANVYIUVUVIATIIU (SD) VI NI T
o [l ~ 1 ~ Y 9 Y 1 1
#20819 1ag7 LOD = Aunaeveannuiutuluai10619+3SD taza1lasilssuiaved LOQ

(estimated LOQ) = AnasuanNMTNTUIUAI9819+ 10SD

NIIAIUIN

Aunae (X) =Zx" (3.1
n

A A ) ' .
D x; f19 mm’an%m&a“&mxm

9
n flo Sudoyanivue

] —\2
ANeuUUNNTTIU (D) = X -x)) (3.2)
n—1
y = 1 9 3 1

e  x, Ao MYBITBYALKATAN
_ A A Y} o
X A0 ANURAYVDITVOYANINUA

9

n v uIUToYANNA

LOD (limit of detection) = x +3SD

estimated LOQ (limit of quantitation) = x+10SD

3.3.6.3 YaSHAaMIIATILHUTINY (limit of quantitation, LOQ) [56]
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' 9

Aa 9 Y A Y . H an
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a J 9 o ay ° ' S 3 IA o VoA
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%
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o 09: 1 I o A 1
wmﬁuuagiummmmamumaqm
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NITAIUIN

(C, - C,)x100
C3

Recovery(%) = (3.3)

A
(\)3]
A Yy 9 @ ll A a .
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%30 fortified sample)
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A Y Y A a
C3 19 AUV UUYUVDITTITASAWNINTIIUNIAY
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X

RSD(%) = (€X0)

e SD fAe AndeuUUNIATIIY

_ A A
X A9 ANURAY
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3.4.13 nlamsazaienasgin’d,-ezasan lud (Bumosusaduaua1in) udu
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v
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Faasoausuilunal 30 un
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3.4.1.7 Mnilunenaieni e aryuIedn U5 1gINA1INE I 3,500 59VABUIN
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Wunat 30 wn
3.4.1.8 Mnlaaisazaredroes@diunladiiuiy 0.7 Yaaans 1uvIa derivatize
1 (7] 1 a [ 1 1
hldudedreunalulasiou mSethlddsuasarsazalsdieg1arasiiosnii 20
a v aa Y a 2’ o A Aaa a y 9 d‘ o [
TuTasaas) Auinuraaniii 119 0.7 Hadans Yadwaziludrsnseanauarsdinsy
vaoAnAaed Yszinm 1 WA nsesansaza1en lar1u syring filter ¥iia luasu (nylon) YA
A aa a 4 a {
0.45 luasou adlurades ¥ia 2 1adanT LazZATINNATIZHA8 LC-ESI-MS/MS 1311039
2020 luTnsans
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YSuammavesndenouldnuaie wnivoa 2 Hadansuazii 2 Jadans  nniuila
9
asazaediegnadiulaninde 3.4.1.7 §1u7u 2 adansHIu Oasis MCX  Medsaza1vaiu
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3.4.2 emnzﬁmuwammimuﬂﬂnﬂ1/16110«11%13!!7114sﬁuuuaagﬂnimﬁsﬂe‘f(LC-
MS/MS) fmsudnazriasezasarlue

ADALY Luna Su C18 YUIABUAIA100 3AADY UUIA 2.00 x 250 HadAAT IBMT

yeuun'lolmnsan  wlawdouisznoudis 0.1 % TaedSiasveinsaezdanaomwniuea
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[ ! 1 @ a aa 1 4
Tusasidau 97de3 A00a31M3 Ina 0.3 NadanasaAewId guuYlveIABAN 30 BIF1-
=~ o a A < a J
waies Kinsasaamsasuuaslessuvewmuanunaaln Insimes uun mMsasie
aanuragl)n3en (multiple reaction monitoring, MRM) M3NIUGFUNIaA0T2URI5
a 4 2 ] 1
azasan lud 72/55 , 72/44 waz 72/72 %4'1d91n leoouns (precursorion) Ao m/z 72 uAndeY
1< a o 4 a o 1
lospuilulospundnsas (product ion) A m/z 55, 44 LAY 72 UATMINIIUFFUNIAAD
a 4 2 ] [ I
Uszques ‘“d-ezaTanlud  m/z 7558 a'ldvinlesouns Ao mz 75 uandesleveilu
a o A o a a /9 YA g va
lospunannmm Ao m/z 58 mMsaamlSuiaaisezasarlud 1gnunldfin (peak area)
a o a o a 4 4 a 4
MINTWATU m/z 72/55 (AT 1UA) LAz m/z 75/58 (BUMOTUBAALAUAITA “d,-DZATANINA )
4 <3 a ]
wiomnuauunamin Insinesues Applied Biosystem MDS SCIEX 5 API 4000
1 a a o 4 4
uvaanan leeau Av Turbo spray (ESI) Iz triple quadrupole azsosnis

(software version) : analyst 1.4.2

H { v a o v A 4 a I'4
9’]151\1‘?] 3.1 ﬁﬂ??gﬁL‘HiJ”IgﬁiJ‘lJENLLWﬁ\1Wi.?W]hl’f)’ﬂ’f]uﬁTVii‘U’JLﬂiW%ﬁﬁTi@%ﬂianNﬂ TuTviua

329190 (positive mode)

nniines mMmviua
temperature 400
Collision Gas (CAD) 6
Curtain Gas (CUR) 11
Ion Source Gas 1 (GS,) 60
Ion Source Gas 2 (GS,) 55

Ton Spray Voltage (IS) 5500
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M99 3.2 UAAN M ANAIMTUNITATIIAAAINKHA181YAT01 (multiple reaction

monitoring, MRM)

Q1 mass Q3 mass Dwell DP* EP* CE* CXP*
(amu) (amu) Time (volts) (volts)
(mSec)
ags«ﬁm'luﬁ 71.800 44.000 100 40 10 21 6
71.800 55.000 100 40 10 16 8
71.800 71.900 100 40 10 6 12
“d-ozasarlua  75.000 58.100 100 40 10 8 8

* DP : Declustering Potential , EP : Entrance Potential, CE : Collision Energy, CXP : Collision Cell Exit Potential
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HUUATINAAAINHA18UYNT1 (MRM) AD m/z 72/44 , 72/55 ,72/72 uag 75/58 1agh MS @2
A 1 a = + 2 a J
130 (Q1) 1o leosutivesaiseznial lua Av [CH,=CHCONH,] m/z 72 uag °d,-ozA3a1 lua
a o 4 A + an/ 1A [ = A
(BumosuoauAUAITA) Ao [CD, = CDCONH,] m/z 75 nnviu lopouiignaaaeni Q1
] [ [} { 1A a (7] a I a o 4
1 118 MS 92991 2 (Q2) lesounsif Idinamswudreuna (CID) ey looounandaad
dg’ @ A d‘ 1 d‘ ] 1Y a =
YuazgnAadenuIai MS  d@auii 3(Q3)  msuandeslesourianuetoznial lua Ao
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ag 2990
367
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=]
=
=1

A gz 124 2000

o 0]
5 oo0o [CONH,]" m/z 44 a2 :
e 2 £
om W
C
§ oo 3 1000
= £ m
il T T : T !
1 2 2 4 5 U 3 3 g
Time. min Time, min
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Ehs + 50
404 -
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9 e " m/z 72/55
o e 2 30044
= A
B 2064 [CH,~CHC=0]" m/z 55 £
< & 2.0ed4
=1 i}
= =]
E 104 E 10ed4 AT
133199 346, 427 A4 BA2AE2
00 T 7 T " ] Iy
1 z 3 4 5 i 3 H i
Time, min Time. min
B X0 of +MRM (4 pairsy 718718 amu ... Max. 2.0e8 ops
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289 ‘ 2065
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o =]
o 0es =
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8 145 185 547 348 370 443 2 2 c 208, 262 330 407
E 5.0e4 E 50ed
0o : . T
00 T T T T .
1 2 H a 5 2 - 6
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35e5 286 . 447
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o
S e ; 1068
e +
= [CD,=CDC=0]" m/z 58 3
[y c
i}
E 1068 £ e
A4S0
0o T T T T ] 00 :
1 2 3 4 5 H 4 f
Time, min Time, min

(M) (V)
s 41 MRMIasunInunsuvesasazareinasgiuezaiat ludidudu 10 pg/l (m/z 72/44,

72/55 uag 72/72 ) Wil d,-ezaTan ludiudiu 40 ugt (m/z75/58) (n) aedd

Atlantis dC18 5 pum 2.1 x 150 mm. (V) ﬂ@éﬁlﬁLuna Su C18100 "A 2.00 x 250 mm.
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a . a s FY ] 9
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4 A s A { o =) = g g
mstdudoulunuaanlnlasiwes 359 2 Ae mamInuians laemsanauuumlaveuis
a aw a 4 a L
PUA Oasis MCX  31UI8UDY Michael S. Young HaghnUe [44] 3Lﬂ§1$ﬂﬁ15@$ﬂia1quﬂ1u
a [ s a o o @ o A 9 o A = o o
HANNUNNNANINTUNST G’]TV]Tﬂgahlflmzlslfﬁﬂﬂﬂf’)ﬁwiﬂzawﬂicﬁlﬂﬂllﬂaﬂlliﬂ Hazni
@ 1 a = @ < a
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yw @ g Ao e 1 v A a
MCX uﬂﬂﬂ?ﬂﬁﬂﬂﬁfﬂiGl%}ﬂ'liﬁﬂﬂllﬂﬂlwﬁsll@Q!L"U\?‘VIMﬁllﬂﬁﬂ'lﬂl,ﬂfluﬁﬂ@nﬁﬂu NUANYVUA
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< a . Y 1 = aa: (=) 3 A
VOIUUIFUA Oasis HLB  Uszneusigdiuila (polar) wag 1unv9 (nonpolar) A9
9 9 9
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[ Y v Y
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. .. & g @ a v o . 1
co-N-vinylpyrrolidine) Gdﬁﬂ!ﬂu’lﬁﬂ%uﬂlaﬂ’lﬂUﬂU Oasis HLB aunsauanitlasu lessunin

Y A I A v A A 3 P ~
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I coffee +std 400 ng no. 4 (SPE_MCXK)- 718/ 44.0 (Unknown) 71344,
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I coffee +std 400 ng no. 1 {SPE_MCX)- 71.8/71.9 (Unknown) 71.871.
Area: 3.05e+006 counts Height: 2.13e+005 cps RT: 4.434 min

0 30e54
o Interference } g
£ 204 m/z 72/72
c
o
E 10854

0o T T T

2 4 i

Time, min
I coffee +std 400 ng no. 4 (SPE_MCX)- 760/ 834015 (Unknown) 75...
Area; §.77e+005 counts Height: 5.7Ge+004 cps RT: 4.44 min

444
g m/z 75/58
o 404
&
c
o 20ed
E
A5
0o S t T
2 4 i
Time, min

(V)

69

H o [ <3 { A
si 4.6 MRMInsunTnunsuvesdisazaredlediundaniu MiduasazaiouinsgIu

pzasanlud 400 pgkg (0) 1aild SPE luduaeumsimseudodn (v) ideda s

UTANTAY SPE Oasis MCX

q



70

4

o o v a a o < a .
ﬂWiTHGLﬁ{ﬁ"Iiga"IEJ@’JE’JEJ"N‘]Jﬁfj:‘Vlﬁﬁ?ﬂﬁﬂﬂllﬁﬂlﬂﬁﬂl@\“ﬁlﬂ BUA Oasis MCX

=\ = == o v A o (] [ a 4 R a 4
Lwawumﬂmﬂmmwaﬁlumim%m’mumu A0 1ITUNITATIVIATIE NN FITUUNT N

[

~ 4 a 4 @ 1 ~ [ =
NFUFOU 11DATIVVATITHANTAZ A8 10819NANA L9918 LC-ESI MS/MS WUIMAATUNIUDY

o

v & ~ a ¢ 4 4 2
119 baseline  gau wazsuniuiinvesezasanlud 3UN 450 mz  72/55) uazilioriy

Qe

[

< 1 H
TUABUNMIAAAUVUINAUDATI WUV UIAVINATUNINAAAY (JUN 459 m/z  72/55)
k4
v W < . [ l
wanMiudanaaesdnums lemlaveuds Oasis MCX AUAIDE19 SRM2387 peanut butter
~ a a s [ 1 A o oA
@1519% 4.6) wullSaezasan luamaes 93.1  lulasnsudenlansu Audesunuasgiu
[ =) [ § [} P Y] [ 1A [
2.2 luTasnSudenTaniy) dseglunuannszylulususes (79.2-94.8 luTasniuaen lansu)
(] < a . 3 =1 A [} o w Y A 9
drulavesuiewiia Oasis HLB wuiilse Teniasaeiie ludunazgasigmsldauves
[ 4 d? ) Y [ A A as/' A @
asautiuudy hildsedsudgalsed@niamlunisuen ludusounmsnaaeuiiodna
Y Y 1
Mvdndieasazatonavueaumuea lutiniu asazareiiedien lav: lavas luiuezeg
[ 9
198108991 TANUN UL LNIAAEITazaeRauvauuniuealuiil Kildeuise

]
=

Y I
nandgansdutlouvedluiuluaisazarsdredrsladiunile 39 lusududesldina

< a

VOIUIFUA Oasis HLB

4.2.3 AaNuNea (Precision) 1L ALY (Accuracy)
a EE 1 A A a oA @ Y 9
ﬂ'lﬁ’JLﬂinVfG]’J@EJW\WILG]?JET'I?Q%ﬁ'llel'lﬁﬁgWuE]%ﬂ5@11Nﬂﬂ§$ﬂﬂﬂ'ﬂﬂ\ll"ummu
[ T A [ a o 1 Y] a A 9
LOQ (20 uag 30) , 400 ttag 800 hl‘lliﬂﬁﬂﬁlmf’]ﬂiﬁﬂill (1ULLN'VIiﬂ"]5‘VILW]ﬂG]Nﬂu 7 BUA AD V1)
9 o M) ) 9 as = o 1 3 a 4
SUTJIWQ m.whq 01 Na"lu YuNe saznum I@ﬂ']‘ﬁfﬂil@ﬁfJiJﬂ'JEIfJ'l\W]']iJ‘UUGI'E]UﬂWﬁ'JLﬂﬁ'lgW
9 @ A 1 s 2 (= o A v oA
UD 3.4 WNAAINITINN 4.5 WU'J'IL“]J’E’]iLG]qu]ﬂuﬂaﬂlﬂaﬂiﬂﬂag 85.0 -106.1 35S EATMISBISNISIAE]
v o % 1 4 o
mmgmﬁuwm%’%az 1.9-10.9 G’ﬁmgiummmaamu (MAWUIN R.)
v
a d o @ o . J @ .
i]”lﬂﬂ”li1/]ﬂfl'fNﬁlﬂ§1$ﬁ%1ﬂ181u3ulaﬂﬂﬂu (intra-day) #QZ 52 I19IU (inter-

o

@ 1 [ { 1 § o 7o J
day) U936130819 SRM 2387 peanut butter HAAINIT 19N 4.6 ﬂWLﬁEJ\TL‘UuﬁJWIijj'IUﬁEJ NIAININ
b4

1 b4
aaa L

9 £ 1 s Iy ¥y I3 @ R Aaa
39802 10 %Q@giulﬂmmﬂﬂuiu (ﬂ']ﬂwujﬂ ﬂ.) Llﬁﬂﬂﬂmu’JTJﬁ’JLﬂiW%W%W@Juwuullﬂ’nu

9
v o adAa 4

s Y e o oMY o eqs a2 e A
nug 1a (repeatability) (1 mM3ng 1A (reproducibility) @ ANUUITUATIEHUNAIININYY
9
a 4 @ a Y] ]

TuMsas290512H UoN9INIUNMTUsZUAINYNADY (trueness)  UDIAIDE1 SRM2387

4 A 4 3’ (% @ 09/’ 1 1 1 1
peanut butter (MANUIN ¥.) 1H0UATIEH 7 HrmeludwAernutiy wui luuana1eeinan
819890 1eliod Ay NTZAUANUFOTU 95 % 1AZFIIVDIANUTDIU (confidence interval,

a a 4 d' [ Y [ 1A [ d' [ d‘ Q'J
cn voslsinaezasar ludmas miny 83.7 + 3.6 lulasnsudenlansy (MszauaNNEDIY

k4

£ [ [ ~ (% A [ 1A @ anAa s
95 %) waegluranluiusesszy e 79.2 - 94.8 Tulasniuaenlansy AT AATIZHA

v dyd 1
WAHHIHUAITULNU



71

a s g IA o A oA v o oA Y Y
AMINN 4.5 L!ﬁﬂﬂlﬂﬂil%u@lﬂuﬂﬁﬂmﬁEJLLﬁ%ﬂH‘UEN!‘]JLlllWlﬁgWHﬁNWWﬁ“ﬂﬂ?WNWNﬂIH@N‘]

VYBIAATUNNT A

viadotn  Uhnwezatmludiin  Uinmezaiarludi  RsD,  wledidudiundy  $woudh

(Ug/kg) as19nuImae £ SD (%) Ao (%) (n)

(Le/ke)

! 0 293+ 1.61 10

20% 19.5+2.0 103 98.2 8

400 378 % 14 3.7 96.6 10

800 761 %20 2.6 97.7 10
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0 40 0.00 0 2020000 0.000 0.003842539
0 40 0.00 0 2070000 0.000 0.003842539
2 40 0.05 86300 2060000 0.042 -0.005593904
2 40 0.05 88800 2040000 0.044 -0.003957696
2 40 0.05 86900 2020000 0.043 -0.004467306
2 40 0.05 91600 1970000 0.046 -0.000989646
2 40 0.05 85600 1940000 0.044 -0.003363397
5 40 0.12 226000 1970000 0.115 -0.009760766
5 40 0.12 228000 1980000 0.115 -0.009330063
5 40 0.12 224000 1940000 0.115 -0.009017661
5 40 0.12 220000 1950000 0.113 -0.011661066
5 40 0.12 221000 1970000 0.112 -0.012298837
10 40 0.25 542000 2020000 0.268 0.015511136
10 40 0.25 558000 1960000 0.285 0.031888182
10 40 0.25 552000 2010000 0.275 0.02182117
10 40 0.25 538000 1950000 0.276 0.02309174
10 40 0.25 550000 1910000 0.288 0.035152419
20 40 0.50 909000 1850000 0.491 -0.018102579
20 40 0.50 910000 1800000 0.506 -0.003898375
20 40 0.50 924000 1790000 0.516 0.006747187
20 40 0.50 906000 1780000 0.509 -0.000465167
20 40 0.50 893000 1770000 0.504 -0.004934157
40 40 1.00 1820000 1790000 1.017 -0.005990624
40 40 1.00 1760000 1770000 0.994 -0.028400118
40 40 1.00 1810000 1810000 1.000 -0.0227504
40 40 1.00 1800000 1790000 1.006 -0.017163808
40 40 1.00 1780000 1780000 1.000 -0.0227504
80 40 2.00 3630000 1730000 2.098 0.048922556
80 40 2.00 3520000 1710000 2.058 0.009136193
80 40 2.00 3490000 1700000 2.053 0.003597837
80 40 2.00 3410000 1670000 2.042 -0.007427172

80 40 2.00 3340000 1640000 2.037 -0.012757974
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NMANUIN V.

o a a d
ﬂ]ﬁﬂ]ugmﬂiu1mﬂ$ﬂ§a1"luﬂ

P v o v ' X dqua
ﬂ'iTV\I3J1$51'§ﬁTHf‘TiTQil1ﬂﬂ1'§Wﬂi’]ﬂﬂ313Jﬁil‘WLl‘ﬁ'ﬁ$W31Q@ﬁ51ﬁ3um@\1‘wu‘ﬂi@lWﬂ
a ¢ " a 7 7 a s
mmzmﬂmmgmazﬂiaﬂm (m/z 72/55) A9 UINBIUDATUAUAITA 2d3- ﬂZﬂif’l"llliJﬂ (m/z
o \ a 1 a s
75/58) Lmz’a@5wmu611E]ﬁﬂ’Jmmﬁ'u%’ummzmﬂmmgmazmaﬂuﬂmaum@iuea-

J 2 a Jd o o Y . . yad o
aAUAUAITA d,- ﬂgﬂiiﬂhlll@ HIWMUIUITUMNTLAUDADDY (regression line) Iﬂﬂi“]ﬂ‘ﬁﬂ?ﬁﬂ

¥ A ) o &
A9IUBYNYA (the method of least squares) Taaumsdail

R, =slope* R, + intercept (v.1)

]
=

A A o ' & Py a x
e R A oandinvesiiuildiinvesasazainasgiuesasat lunae
a J J 2 a J
dumesuoaauAUATA “d,- 0zATaN U (N y)
A % 1 9 9 a 0
R fo dasidiuvesnnudnduasazaisnasgiuezaian ludne
a J J 2 a 4
dumesuoaaLAUA1TA “d,- 9zATAN TS (LU X)
o Y
slope D ANUFUUD UFUAT

intercept 70 YARAUNY y

% | d' o a a o @ [l
N30819N1 ﬂﬁﬂWHJmﬂiNWﬂ&ﬁﬁ@gﬂﬁﬂWIllJﬂGL‘L!G]’J’E]EJN

E4
@

a d o 1 o a A Slg Aq ya A
AANITATIVUATICHAIBDYNDINIT mmiaumﬂmulﬂwuw“lﬂwmm

AUIUWYT R, =77700/1140000 = 0.0682

r

aumaduasen ldannsminasgiu

R, =1.03*R_—0.00378

MUIUNIR,
R, =(0.0682+0.00378)/1.03 = 0.0699
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o a 7 a ) A s9 o 1 o 1 a o
MNNTUABUMIAATIZWIAN  d,- ozATan lud ludaeens = 381 luTasnSuaen laniu (ppb)
Y
v o |a a /9 w1 v 1 a o
faiy Ysnaasezaian lud ludied1a = 0.0699 x 381 = 26.6 Tulasnsudenlansu (ppb)

%30 0.0266 Jaansuasn laniy (ppm)

U | d' o a d a a L

feai2  MifnnuInzilsnuezasan ludlu 1 gaminaaes
AuMsveInsMuIATFIU R = 1.04 R_+-0.0104 (r=0.9997)

Slope = 1.04

Intercept =-0.0104

Sample Wt IS IS Peak area Peak area Rr Re Re AA AA %Rec
(@ (g | (gle) | miz7255 m/z 75/58 sample- | (ng/g) | Av
Re (ng/g)
blank
Blank (no SPE) 400 8930 1700000 | 0.0053 | 0.0151
B 01 (no SPE) 1.0889 | 400 | 367 991000 718000 13802 | 13371 | 1.3249 486
B 02 (no SPE) 1.0469 | 400 | 382 840000 762000 11024 | 1.0700 | 1.0549 403
B 03 (no SPE) 1.0201 | 400 | 392 36100 881000 0.0410 | 00494 | 0.0343 13.4
B 03 (no SPE) dup 10171 | 400 | 393 39400 865000 0.0455 | 00538 | 0.0387 152 | 143
B 04 (no SPE) 10459 | 400 | 382 51600 767000 00673 | 00747 | 0.0596 238
B 05 (no SPE) 10747 | 400 | 372 621000 830000 07482 | 07294 | 07139 266
B 06 (no SPE) 10429 | 400 | 384 328000 699000 04692 | 04612 | 04459 171
B 06 + std 100 ng
(no SPE) 1.0168 | 400 | 393 528000 724000 07293 | 07112 | 06959 | 274 104.7

_(274-171)
100/1.0168

° I SA @
fauesisuaaunay *100 = 104.7 %




MANUIN A.

0 A o w A o w a Jd a
ﬂTH’Jﬂ!sllﬂﬂ]ﬂﬂﬂ]iﬂi?ﬂwu!!agmﬂﬂ]ﬂﬂﬂ1§3!ﬂ§13ﬁﬂ5“1m

d
A1 UNNINFI

oY a J
A.1.1 VAINANSATIINDY (LOD) ﬂl@ﬂ!!uﬂiﬂ%‘{hi

a < a a ' Y o a a o
/Jlﬂﬁ'lgﬁﬂill'lmazﬂiaflhﬂiu sample blank U8V ﬂ?uqmﬂﬁﬁ'lﬂ!@gﬂﬁﬂ']hlﬂﬂﬂ

A3IINY ANUNAY (mean) LAz ANTIAVULIATIIU (SD)

AUMIVBINTINIINTFIY R = 1.11 R, +-0.0135 (r=0.9999)

Slope =1.11
Intercept =-0.0135
Sample Wt N N Peak area Peak area Rr Re Re m?%a Re AA
(2) (ng) (ng/g) m/z 72/55 m/z 75/58 sample (ng/g)
—Rc
blank
Blank_1 (no SPE) 400 24100 1880000 0.0128 0.0237
Blank_2 (no SPE) 400 22200 1980000 0.0112 0.0223
Blank_3 (no SPE) 400 25000 1770000 0.0141 0.0249 0.0236
rice no. 1 (no SPE) 1.1161 400 358 30900 1390000 0.0222 0.0322 0.0086 3.08
rice no. 2 (no SPE) 1.0600 400 377 32900 1430000 0.0230 0.0329 0.0093 3.51
rice no. 3 (no SPE) 1.0604 400 377 47600 1590000 0.0299 0.0391 0.0155 5.84
rice no. 4 (no SPE) 1.0579 400 378 28900 1470000 0.0197 0.0299 0.0063 238
rice no. 5 (no SPE) 1.1108 400 360 26200 1270000 0.0206 0.0307 0.0071 2.56
rice no. 6 (no SPE) 1.0265 400 390 20500 1410000 0.0145 0.0253 0.0017 0.66
rice no. 7 (no SPE) 1.0368 400 386 36900 1530000 0.0241 0.0339 0.0103 3.98
rice no. 8 (no SPE) 1.0938 400 366 25800 1560000 0.0165 0.0271 0.0035 1.28
rice no. 9 (no SPE) 1.0314 400 388 24600 1460000 0.0168 0.0273 0.0037 1.44
rice n0.10 (no SPE) 1.0023 400 399 35600 1400000 0.0254 0.0351 0.0115 4.59
mean 293
SD 1.61
3SD 4.83
10SD 16.1
ayl

LOD = mean + 3SD
=2.93+4.83 =7.76 wlunsuaensy uie lulnsniuaenlansy (ppb)
estimated LOQ = mean + 10SD

=2.93+16.1 =19.0 11 TunsuaensurseluInsniuden lansy (ppb)
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A.1.2 YasvamsdnszrdSina (LOQ) YoauuN3ny41)
a 7 a a L o 1 d' a a 4
Ansznlsmaezasarlualudlredeiiduaisazareniasgiuezaial lua
o 3 @ 1 9 [ o a a a’:s'
31191 20 W Tunsy ludledradn 1 sy AvaalSuiaezasarludnastany
s IA o VoA v o
oSIFUAAUNGY (Yorecovery) HAZANDBUVUNIATTIUAUNNT (%RSD)
AUNMIVOINTINUIATFIY R =1.03 R_+-0.00378 (r=0.9997)
Slope = 1.03

Intercept =-0.00378

Sample Wt IS A Peak area Peak area Rr Re Rc m?;ﬂ Re AA %Rec
(g) (ng) (ng/g) m/z 72/55 m/z 75/58 sample (ng/g)

-Re
blank

Blank_1 (no SPE) 400 14300 1300000 0.0110 0.0143

Blank_2 (no SPE) 400 14900 1380000 0.0108 | 0.0142 0.0144

Blank_3 (no SPE) 400 20600 1690000 0.0122 0.0155

Blank_4 (no SPE) 400 17400 1690000 0.0103 0.0137

rice no.1 1.0176 400 393 14700 1070000 0.0137 0.0170 0.0026 1.02

rice no.2 1.0504 400 381 12000 1290000 0.0093 0.0127 0.0000 0.00

rice no. 3 1.0546 400 379 14100 1200000 0.0118 0.0151 0.0007 0.27
mean 0.43

rice +std 20 ng

no. 1 (no SPE) 1.0473 400 382 77700 1140000 0.0682 | 0.0698 0.0554 21.2 108.8
rice +std 20 ng
no. 2 (no SPE) 1.0525 400 380 84800 1260000 0.0673 0.0690 0.0546 20.7 106.7
rice +std 20 ng
no. 3 (no SPE) 1.0285 400 389 69800 1030000 0.0678 0.0695 0.0551 21.4 107.8

rice +std 20 ng

no. 4 (no SPE) 1.0145 400 394 61900 1060000 0.0584 0.0604 0.0460 18.1 89.6

rice +std 20 ng

no. 5 (no SPE) 1.0042 400 398 69000 1020000 0.0676 0.0693 0.0549 21.9 107.8

rice +std 20 ng

no. 6 (no SPE) 1.0280 400 389 65400 1090000 0.0600 0.0619 0.0475 18.5 92.9

rice +std 20 ng

no. 7 (no SPE) 1.0419 400 384 61900 1100000 0.0563 0.0583 0.0439 16.9 85.8

rice +std 20 ng

no. 8 (no SPE) 1.0195 400 392 65100 1150000 0.0566 0.0586 0.0442 17.3 86.0

mean 19.5 98.2

SD 2.0 10.5

%RSD 10.3 10.7

s 3 IA o oA v o J 7 o
ﬁ"i‘].l 1,1]a3mmmﬂuﬂauuazﬂmJENmummgmﬁuwmagiummmﬂamu (M1ANUIN R.)

Y
faiu LOQ o8nszay 20.0 w1 lunsuaensunie lulasnsuaenlansu (ppb)

U
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a dJdy
.2 !!Nﬂﬁﬂ"’lﬁ‘lﬂ’ﬂ‘lﬁlﬂ

o_w a ¢
f.2.1 VANNANIATIAND (LOD) ﬂlﬂﬂ!!ﬂﬂiﬂ‘ﬁ%]ﬂiﬂﬂ

a Jd a a J Y [ a
Aaszrlsuuesaiarlualu sample blank  ¥99%912 Tna frudadlFuna

a s v = oA
92A3a1 luANATIINY AURAY (mean) LAY AUV UNINTFIU (SD)

AUMIVINIIMNIAIFIU R = 1.1I6 R +-0.0185 (r=10.9998)

Slope =1.16
Intercept =-0.0185
Sample Wt 1S N Peak area Peak area Rr Re Re Lilalﬂ Re AA
(2) (ng) (ng/g) m/z 72/55 | m/z75/58 sample (ng/g)
-Rc
blank
Blank_1 (no SPE) 400 13200 811000 | 0.0163 | 0.0300
Blank_2 (no SPE) 400 7470 875000 | 0.0085 | 0.0233
Blank_3 (no SPE) 400 6080 897000 | 0.0068 | 0.0218
Blank_4 (no SPE) 400 9530 958000 | 0.0099 0.0245 | 0.0249
corn no. 1 (no SPE) 1.0856 | 400 368 16300 629000 | 0.0259 | 0.0383 0.0134 | 4.93
corn no. 2 (no SPE) 1.0372 | 400 386 10800 672000 | 0.0161 | 0.0298 0.0049 | 1.89
corn no. 3 (no SPE) 1.0862 | 400 368 7350 624000 | 0.0118 | 0.0261 0.0012 | 0.44
corn no. 4 (no SPE) 1.0086 | 400 397 10800 616000 | 0.0175 | 0.0311 0.0062 | 2.46
corn no. 5 (no SPE) 1.0103 | 400 396 13700 634000 | 0.0216 | 0.0346 0.0097 | 3.84
corn no. 6 (no SPE) 1.0048 | 400 398 3870 631000 | 0.0061 | 0.0212 0.0000 | 0.00
corn no. 7 (no SPE) 1.0298 | 400 388 8940 562000 | 0.0159 | 0.0297 0.0048 | 1.86
corn no. 8 (no SPE) 1.0490 | 400 381 5790 570000 | 0.0102 | 0.0247 0.0000 | 0.00
corn no. 9 (no SPE) 1.0849 | 400 369 5860 575000 | 0.0102 | 0.0247 0.0000 | 0.00
corn no. 10 (no SPE) 1.0521 | 400 380 13600 579000 | 0.0235 | 0.0362 0.0113 | 4.29
mean 1.97
SD 1.88
3SD 5.64
10SD 18.8
aql
LOD = mean + 3SD
=1.97+5.64 =7.61 wlunsuaensy uielulnsniuaenlansy (ppb)
estimate LOQ = mean + 10SD

1.97+18.8 = 20.8 wrlunsuaensunse lulasnsuden lansu (ppb)
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n.2.2 YasvamsinizrdSina (LOQ) veauum3ndd1Tna

a J a a 4 o 1 d' a a 4
Aasznlsuaezaiar ludludredeiiduaisazatsuinsgiuezaial lua

o [ o 1 9 [ o a a & A

3191 20 M1 Tunasy JudedradaIne 1 nSy mudadSuiaezasarludnasrany

s IA o v oA v o

oSIFUAAUNGY (Yrecovery) HAZANDBUVUNIATTIUAUNNT (%RSD)

AUMIVRINTINWIAIFIU R = 1.16R_+ - 0.0185 (r=0.9998)
Slope = 1.16

Intercept =-0.0185

Sample Wt IS A Peak area Peak area Rr Re Rc m?;ﬂ Re AA %Rec
(g) (ng) (ng/g) m/z 72/55 m/z 75/58 sample (ng/g)
-Re
blank
Blank_1 (no SPE) 400 13200 811000 0.0163 0.0300
Blank_2 (no SPE) 400 7470 875000 0.0085 0.0233
Blank_3 (no SPE) 400 6080 897000 0.0068 0.0218 0.0249
Blank_4 (no SPE) 400 9530 958000 0.0099 0.0245
cornno.1-10 (from LOD) mean 1.97

corn +std 20 ng

no. 1 (no SPE) 1.0485 400 382 46100 593000 0.0777 0.0830 0.0581 222 106.1

corn +std 20 ng
no. 2 (no SPE) 1.0422 400 384 39900 598000 0.0667 0.0735 0.0486 18.7 87.2

corn +std 20 ng
no. 3 (no SPE) 1.0563 400 379 46700 595000 0.0785 0.0836 0.0587 222 106.8

corn +std 20 ng

no. 4 (no SPE) 1.0372 400 386 41800 628000 0.0666 0.0733 0.0484 18.7 86.8

corn +std 20 ng
no. 5 (no SPE) 1.0154 400 394 44700 643000 0.0695 0.0759 0.0510 20.1 92.0

corn +std 20 ng

no. 6 (no SPE) 1.0101 400 396 43900 610000 0.0720 0.0780 0.0531 21.0 96.1

corn +std 20 ng

no. 7 (no SPE) 1.0210 400 392 47300 599000 0.0790 0.0840 0.0591 23.2 108.4

mean 20.9 97.6

SD 1.8 9.4

%RSD 8.6 9.6

s 3 IA o oA v o J 7 o
ﬁ"i‘lj Lﬂa3mmmﬂuﬂammzmmmmummgmﬁuwmagiummmaamu (MIAKNUIN R.)

Y
faiu LOQ ognszay 20.0 wlunsuaensunie lulasnsuaenlansu (ppb)

U
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A.3 uUN3naNudS

o v a ¢ o o
f.3.1 %ﬂ‘iﬂﬂﬂﬂ]iﬂi?‘iﬂ‘l‘u (LOD) Yo IUUNI DB A5

a I A a J o T o 2 a J
’Jmiwxwﬂimmazmm"lmﬂu sample blank VoI UAS mmmﬂimmazﬂmﬂm

NNT9NY AUNAY (mean) 1Az ANDBULULIATFIU (SD)
AUMIVRINIIMNINIFIU R = 1.1I6 R +-0.0133 (r=10.9998)
Slope =1.16

Intercept =-0.0133

1.63+16.5 = 18.1 unTunsunensunse lulasnsuaen lansu (ppb)

Sample Wt 1S N Peak area Peak area Rr Re Re Lilalﬂ Re AA
(2) (ng) (ng/g) m/z 72/55 | m/z75/58 sample (ng/g)
-Rc
blank
Blank_1 (no SPE) 400 16100 1290000 | 0.0125 | 0.0222
Blank_2 (no SPE) 400 8950 1140000 | 0.0079 | 0.0182
Blank 3 (no SPE) 400 29800 1680000 | 0.0177 | 0.0268
Blank_4 (no SPE) 400 10100 1550000 | 0.0065 0.0171 | 0.0211
potatono. I (no SPE) | 1.0822 | 400 370 14600 940000 | 0.0155 | 0.0249 0.0038 | 1.41
potato no. 2 (no SPE) | 1.0026 | 400 399 10600 832000 | 0.0127 | 0.0224 0.0013 | 0.52
potato no. 3 (no SPE) 1.1001 | 400 364 9000 826000 | 0.0109 | 0.0209 0.0000 | 0.00
potato no. 4 (no SPE) | 1.1052 | 400 362 16400 795000 | 0.0206 | 0.0292 0.0081 | 2.93
potato no. 5 (no SPE) 1.0560 | 400 379 14200 802000 | 0.0177 | 0.0267 0.0056 | 2.12
potato no. 6 (no SPE) 1.1093 | 400 361 0 681000 | 0.0000 | 0.0115 0.0000 | 0.00
potato no. 7 (no SPE) 1.0248 | 400 390 15300 738000 | 0.0207 | 0.0293 0.0082 | 3.20
potato no. 8 (no SPE) 1.0989 | 400 364 19000 746000 | 0.0255 | 0.0334 00123 | 448
potato no. 9 (no SPE) 1.1712 | 400 342 6190 723000 | 0.0086 | 0.0188 0.0000 | 0.00
mean 1.63
SD 1.65
3SD 4.95
10SD 16.5
agl
LOD = mean + 3SD
— 1.63+4.95 =6.58 w1lunsuaensy w5e lulasnsunenlansy (ppb)
estimate LOQ = mean + 10SD
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a g 1a a J o 1 A a a J
'J!,ﬂﬁ13‘”’]Jﬁ'iﬂmﬁ]zﬂiﬁflllﬂsluﬁ'Jf]Eﬂ\?ﬂlﬁuﬁ1§a$ﬁ18N1ﬁ§§1uﬂ$ﬂﬁTcﬂvlllﬂ

o 12 @ 1 o o o o a a A
3113 20 w1 Tunsy Tudlegraiudse 1 nsu mmmﬂﬁmmazmm"lmﬁmnwu

I A o oA v o
Lﬂ@il‘ﬁfuﬁﬂuﬂaﬂ (%recovery) Llﬂ3ﬂ1!UﬂQLUuN1ﬁ§§1uﬁNWWﬁ (%RSD)

AUMIVOINTINHINTFIY R, = 1.16R_+ - 0.0133 (r=0.9998)

Slope = 1.16
Intercept =-0.0133
Sample Wt IS IS Peak area Peak area Rr Re Rc m%’;ﬂ Rc AA %Rec
(2) (ng) | (ng/®) | m/z72/55 | m/z75/58 sample (ng/g)
—Rc
blank
Blank_1 400 16100 1290000 | 0.0125 0.0222
Blank 2 400 8950 1140000 | 0.0079 0.0182
Blank_3 400 30400 1680000 | 0.0181 0.0271
Blank 4 400 10100 1550000 | 0.0065 0.0171 | 0.0212
potato no.1-9  (from LOD) mean 1.63
potato +std 20 ng
no. 1 (no SPE) 1.0327 400 387 48700 829000 | 0.0587 0.0621 0.0409 15.8 73.2
potato +std 20 ng
no. 2 (no SPE) 1.0719 400 373 54700 879000 | 0.0622 0.0651 0.0439 16.4 79.2
potato +std 20 ng
no. 3 (no SPE) 1.0167 400 393 53900 886000 | 0.0608 0.0639 0.0427 16.8 77.1
potato +std 20 ng
no. 4 (no SPE) 1.0570 400 378 59300 829000 | 0.0715 0.0731 0.0519 19.6 95.0
potato +std 20 ng
no. 5 (no SPE) 1.0574 400 378 55000 732000 | 0.0751 0.0762 0.0550 20.8 1014
potato +std 20 ng
no. 6 (no SPE) 1.0013 400 400 54600 778000 | 0.0702 0.0720 0.0508 20.3 93.5
potato +std 20 ng
no. 7 (no SPE) 1.0399 400 385 53800 819000 | 0.0657 0.0681 0.0469 18.1 85.6
mean 18.3 86.4
SD 2.0 10.5
%RSD 10.9 12.2

s 3 IA o oA v o J 7 o
ﬁ"i‘lj Lﬂa3mmmﬂuﬂammzmmmmummgmﬁuwmagiummmaamu (MIAKNUIN R.)

Y
AU LOQ o8

U

Aszey 20.0 w1 Tunsuaensunse lulnsniuden lansu (ppb)
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a d a a L M o a a o’d'
amﬁzﬂﬂimmesmaﬂmiu sample blank U8ID) mmmﬂimmazmaﬂmw

ATIINY AUNAY (mean) 1A ANTHAVUNIATIIU (SD)

AUMIVRINTINWIAITIU R = 1.11 R_+-0.023 (r=10.9996)

Slope =1.11
Intercept = -0.023
Sample Wt 1S N Peak area Peak area Rr Re Re Lilalﬂ Re AA
(2) (ng) (ng/g) m/z 72/55 | m/z75/58 sample (ng/g)
-Re
blank
Blank_1 (no SPE) 400 8570 1130000 | 0.0076 0.0276
Blank_2 (no SPE) 400 10700 1160000 | 0.0092 0.0290
Blank_3 (no SPE) 400 8950 1260000 | 0.0071 0.0271 | 0.0279
peanut no. 1 (no SPE) 1.0553 400 379 44500 1780000 0.0250 0.0432 0.0153 5.80
peanut no. 2 (no SPE) 1.0313 400 388 31100 1320000 0.0236 0.0419 0.0140 5.43
peanut no. 3 (no SPE) 1.0208 400 392 7030 498000 0.0141 0.0334 0.0055 2.16
peanut no. 4 (no SPE) 1.0717 400 373 15400 591000 0.0261 0.0442 0.0163 6.08
peanut no. 5 (no SPE) 1.0680 400 375 22300 534000 0.0418 0.0583 0.0304 11.4
peanut no. 6 (no SPE) 1.0300 400 388 12400 537000 0.0231 0.0415 0.0136 528
peanut no. 7 (no SPE) 1.0242 400 391 15600 565000 0.0276 0.0456 0.0177 6.92
peanut no. 8 (no SPE) 1.0248 400 390 10200 555000 0.0184 0.0373 0.0094 3.67
peanut no. 9 (no SPE) 1.0812 400 370 18800 585000 0.0321 0.0497 0.0218 8.07
peanut no. 10 (no SPE) 1.0246 400 390 10100 546000 0.0185 0.0374 0.0095 3.71
mean 5.85
SD 2.59
3SD 7.77
10SD 25.9
azl

LOD = mean + 3SD

=5.85+7.77 =13.62 W lunsuaensy w5e lulasnsuaenlansu (ppb)

estimated LOQ = mean + 10SD

=5.85+25.9= 31.8 11 lunsuaensur3e lulnsniuden lansy (ppb)
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n.4.2 YaSHamsazHUSINM (LOQ) YoIIUNITNHH?
a J a a 4 o 1 d' a a 4
Ansznlsuaezaiar ludludredeiiduarsazatsuinsgiuezaial lua
31191 30 1 Tunsy ludied1969 1 05y druradSuiaezasarludnasrany
s 3 IA ) VoA v o
oSIFUAAUNGY (Yorecovery) HAZANDBUVUNIATTIUAUNNT (%RSD)
AUNIVOINTINNINTGIU R = 1.12R_+-0.0181 (r=0.9998)
Slope = 1.12

Intercept =-0.0181

Sample Wt N 1S Peak area Peak area Rr Re Re sample AA %Rec
(2) (ng) | (ng/l®) | m/z72/55 m/z 75/58 —Rcblank | (ng/g)
Blank_1 (no SPE) 400 8990 1340000 0.0067 0.0224
peanut no. 1 (no SPE) 1.0260 | 400 390 37800 1530000 0.0247 0.0386 0.0162 6.32
peanut no. 2 (no SPE) 1.0690 | 400 374 32800 1020000 0.0322 0.0453 0.0229 8.56
peanut no. 3 (no SPE) 1.0334 | 400 387 28800 1100000 0.0262 0.0399 0.0175 6.77
mean 7.22
peanut +std 30 ng
no. 1 (no SPE) 1.0688 400 374 108000 954000 0.1132 0.1183 0.0959 359 102.2
peanut +std 30 ng
no. 2 (no SPE) 1.0581 400 378 101000 960000 0.1052 0.1111 0.0887 335 92.7

peanut +std 30 ng

no. 3 (no SPE) 1.0110 | 400 396 101000 977000 0.1034 0.1094 0.0870 345 91.9
peanut +std 30 ng
no. 4 (no SPE) 1.0134 | 400 395 99300 901000 0.1102 0.1156 0.0932 36.8 99.9
peanut +std 30 ng
no. 5 (no SPE) 1.0174 | 400 393 94900 820000 0.1157 0.1206 0.0982 38.6 106.4
peanut +std 30 ng
no. 6 (no SPE) 1.0221 400 391 115000 995000 0.1156 0.1204 0.0980 38.3 105.9
peanut +std 30 ng
no. 7 (no SPE) 1.0396 | 400 385 95100 845000 0.1125 0.1177 0.0953 36.7 102.1
peanut +std 30 ng
no. 8 (no SPE) 1.0423 | 400 384 93500 790000 0.1184 0.1229 0.1005 38.6 109.0

mean 36.6 101.3

SD 1.9 6.2

%RSD 5.2 6.1

s 3 IA Y oA v o I g o
ﬂ’ill uJ’eJswuﬁﬂuﬂammsﬂuummummgmauwmagiummmﬂamu (fﬂﬂNu’Jﬂ 2.)

b
faiu LOQ ognszay 30.0 w1 lunsuaensunie lulasnsuaen lansu (ppb)
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f.5.1 VANNANIATIAND (LOD) ﬂlﬂﬂ!!ﬂﬂiﬂ“”ﬂiﬂﬂ
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a Jd a a I Y o a a P
’Jl,ﬂﬁ?,‘l’iﬂill’lmﬂgﬁﬂia’l"lhﬂ“lu sample blank UDINAIY mmmﬂimmezmaﬂm%

ATIINY AUNAY (mean) 1A ANTHAVUNIATIIU (SD)

AUMIVINIIMIIAIFIN R = 1.11 R_+ 0.000271 (= 0.9997)

Slope =1.11
Intercept = 0.000271
Sample Wt 1S N Peak area Peak area Rr Re Re Lilalﬂ Re AA
(2) (ng) (ng/g) m/z 72/55 | m/z75/58 sample (ng/g)
-Re
blank
Blank_1 (no SPE) 400 8530 1390000 0.0061 0.0053
Blank 2 (no SPE) 400 8070 1330000 0.0061 0.0052
Blank_3 (no SPE) 400 13800 1760000 | 0.0078 | 0.0068 | 0.0058
banana no. 1 (no SPE) 1.0378 400 385 6180 1200000 0.0052 0.0044 0.0000 0.00
banana no. 2 (no SPE) 1.0688 400 374 7820 949000 0.0082 0.0072 0.0014 0.52
banana no. 3 (no SPE) 1.0229 400 391 3000 1100000 0.0027 0.0022 0.0000 0.00
banana no. 4 (no SPE) 1.0782 400 371 7750 1240000 0.0063 0.0054 0.0000 0.00
banana no. 5 (no SPE) 1.0663 400 375 13000 1310000 0.0099 0.0087 0.0029 1.09
banana no. 6 (no SPE) 1.0473 400 382 8240 1290000 0.0064 0.0055 0.0000 0.00
banana no. 7 (no SPE) 1.0710 400 374 3840 864000 0.0044 0.0038 0.0000 0.00
banana no. 8 (no SPE) 1.0449 400 383 8400 1350000 0.0062 0.0054 0.0000 0.00
banana no. 9 (no SPE) 1.0734 400 373 4460 932000 0.0048 0.0041 0.0000 0.00
banana no. 10 (no SPE) 1.0368 400 386 5030 1010000 0.0050 0.0042 0.0000 0.00
mean 0.16
SD 0.37
3SD 1.11
10SD 3.70

LOD = mean + 3SD

estimated LOQ

=0.16+1.11 =127 w1 lunsuaensy w5e lulasnsunenlansy (ppb)

= mean + 10SD

=0.16+3.70 = 3.86 W1 Tunsuaensure lulnsniuden lansy (ppb)
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a < 1a a J o 1 A a a J
'J!,ﬂﬁ13‘”ﬂiiﬂmﬁ]zﬂiﬁfl%ﬂiuﬁ'Jf]Eﬂ\?ﬂlﬁuﬁ1§a$ﬁ18N1ﬁ§§1uﬂ$ﬂﬁa'l"lllﬂ

o o @ ] Y [ o a a s A
31191 20 w1 lunsy ludledrenale 1 nsu ﬂTL!’JilHJill"lil!ﬁ]%ﬂiﬂ?llﬂﬂﬂﬂﬁiﬂwu

s 3 IA o oA v o &
wosiFuanUNaL (%recovery) LAZANUSUUUNIATIIUTUNNT (%RSD)
AUMIVOINTINIIATFIU R, = 1.11R_ +0.000271 (r=0.9997)
Slope =1.11

Intercept = 0.000271

Sample Wt IS IS Peak area Peak area Rr Re Re 130 Re

AA %Rec
(2) (ng) | (ng/®) | m/z72/55 | m/z75/58 sample (ng/g)
—Rc
blank
Blank_1 400 8530 1390000 | 0.0061 0.0053
Blank_2 400 8070 1330000 | 0.0061 0.0052
Blank 3 400 13800 1760000 | 0.0078 0.0068 | 0.0058
banana no.1-10 (from LOD) mean 0.16
banana +std 20 ng
no. 1 (no SPE) 1.0838 400 369 58100 1030000 | 0.0564 0.0506 0.0448 16.5 88.5
banana +std 20 ng
no. 2 (no SPE) 1.0632 400 376 52100 953000 | 0.0547 0.0490 0.0432 16.2 85.3
banana +std 20 ng
no. 3 (no SPE) 1.0053 400 398 56900 1010000 | 0.0563 0.0505 0.0447 17.8 88.7
banana +std 20 ng
no. 4 (no SPE) 1.0080 400 397 52400 1010000 | 0.0519 0.0465 0.0407 16.2 80.8
banana +std 20 ng
no. 5 (no SPE) 1.0595 400 378 60700 975000 | 0.0623 0.0558 0.0500 18.9 99.3
banana +std 20 ng
no. 6 (no SPE) 1.0319 400 388 59000 1070000 | 0.0551 0.0494 0.0436 16.9 86.4
banana +std 20 ng
no. 7 (no SPE) 1.0045 400 398 59400 993000 | 0.0598 0.0536 0.0478 19.0 94.6
banana +std 20 ng
no. 8 (no SPE) 1.0247 400 390 58100 1010000 | 0.0575 0.0516 0.0458 17.9 90.9
banana +std 20 ng
no. 9 (no SPE) 1.0506 400 381 49300 1020000 | 0.0483 0.0433 0.0375 14.3 74.3
banana +std 20 ng
no. 10 (no SPE) 1.0555 400 379 55300 987000 | 0.0560 0.0502 0.0444 16.8 87.8
mean 17.0 87.7
SD 1.4 6.9
%RSD 8.2 7.9

s 3 JA o oA v o 7 o
ﬂill L‘l]'l’]5L“I)"Llﬁﬂuﬂﬁ‘]Jll,a3ﬂ1!‘]JfJ\‘]LUH?“@I'E@THE‘TNWV]‘ﬁ@QiH!ﬂiNW]El'f:lll'i‘ll (MANUIN R.)
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a d
n.6 UNN3NBUUNLIS

oW a J
7.6.1 YATINANTATIVNY (LOD) UBIUNINBUUNI
a d (a a I o a
Aaszrdsnuezaianlud lu sample blank  vesvunils Mulrwdsua
a s ' A oA
pzA3a1 lUANATIINY AUNAY (mean) tag ANDBUDUNIATFIU (SD)

AUMIVRINTINIIAITIU R = 1.12R_+ - 0.00181 ( r=0.9998)

Slope =1.12
Intercept =-0.00181

Sample Wt 1S N Peak area Peak area Rr Re Rc sample — Re AA
(2) (ng) (ng/g) m/z 72/55 | m/z75/58 blank (ng/g)

Blank_1 (no SPE) 400 8990 1340000 | 0.0067 0.0222
bread no. 1 (no SPE) 1.0800 400 370 13800 814000 | 0.0170 0.0313 0.0091 3.37
bread no. 2 (no SPE) 1.0460 400 382 9590 809000 | 0.0119 0.0267 0.0045 1.72
bread no. 3 (no SPE) 1.0323 400 388 6600 820000 | 0.0080 0.0233 0.0011 0.43
bread no. 4 (no SPE) 1.0722 400 373 9580 813000 | 0.0118 0.0267 0.0045 1.68
bread no. 5 (no SPE) 1.0331 400 387 10300 831000 | 0.0124 0.0272 0.0050 1.94
bread no. 6 (no SPE) 1.0080 400 397 11100 991000 | 0.0112 0.0262 0.0040 1.59
bread no. 7 (no SPE) 1.0649 400 376 17100 847000 | 0.0202 0.0342 0.0120 4.51
bread no. 8 (no SPE) 1.0507 400 381 10100 817000 | 0.0124 0.0272 0.0050 1.91
bread no. 9 (no SPE) 1.0385 400 385 12800 763000 | 0.0168 0.0311 0.0089 3.43
bread no. 10 (no SPE) 1.0719 400 373 11100 791000 | 0.0140 0.0287 0.0065 2.42
mean 2.30
SD 1.17
3SD 3.51
10SD 11.7

agl

LOD = mean + 3SD
=230+3.51 =581 wlunsuaensy uie lulnsniuaenlansy (ppb)
estimated LOQ = mean + 10SD

=230+ 11.7= 14.0 W Tunsuaeniuvse lulasnsudenlansu (ppb)
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7.6.2 VaSHamInizrdSina (LOQ) voauxmIntvunila
a J a a 4 o 1 d' a a 4
Aasznlsuaezaiar ludludredeiiduaisazalsuinsgiuezaial lua
o [ @ 1 [ o a a o A
31191 20 w1 Tunsy Tudredravunils 1 a5y duwdadSuiaezasarludnaslrony
s 2 IA o oA v o
oSIFUAAUNGY (Yorecovery) HAZANDBUVUNIATTIUAUNNT (%RSD)
AUNIVOINTINNINTGIU R = 1.02R_+0.0134 ( r=0.9993)
Slope = 1.02

Intercept =0.0134

Sample Wt N N Peak area Peak area Rr Re Rc méﬂ Rc AA %Rec
(2) (ng) | (ng/e) | m/z72/55 m/z 75/58 sample | (ng/g)
-Re
blank
Blank_I (no SPE) 400 18900 1500000 0.0126 0.0000
Blank_2 (no SPE) 400 16400 1570000 0.0104 0.0000
Blank_3(no SPE) 400 8500 1940000 0.0044 0.0000
Blank_4 (no SPE) 400 11100 1520000 0.0073 0.0000 | 0.0000
bread no. 1 (no SPE) 1.0189 | 400 393 23200 1720000 0.0135 0.0001 0.0001 | 0.04
bread no. 2 (no SPE) 1.0057 | 400 398 19500 988000 0.0197 0.0062 0.0062 | 2.47
bread no. 3 (no SPE) 1.0671 400 375 10800 1020000 0.0106 0.0000 0.0000 | 0.00
bread no. 4 (no SPE) 1.0016 | 400 399 12300 924000 0.0133 0.0000 0.0000 | 0.00

mean | 0.63

bread +std 20 ng
no. 1 (no SPE) 1.0366 400 386 76800 1180000 0.0651 0.0507 0.0507 19.6 98.3
bread +std 20 ng
no. 2 (no SPE) 1.0433 400 383 48100 844000 0.0570 0.0427 0.0427 16.4 82.3
bread +std 20 ng
no. 3 (no SPE) 1.0261 400 390 55900 884000 0.0632 0.0489 0.0489 19.1 94.8
bread +std 20 ng
no. 4 (no SPE) 1.0094 400 396 46700 862000 0.0542 0.0400 0.0400 15.8 76.6
bread +std 20 ng
no. 5 (no SPE) 1.0402 400 385 50000 850000 0.0588 0.0445 0.0445 17.1 85.7
bread +std 20 ng
no. 6 (no SPE) 1.0323 400 388 55800 911000 0.0613 0.0469 0.0469 18.2 90.7
bread +std 20 ng
no. 7 (no SPE) 1.0715 400 373 49100 851000 0.0577 0.0434 0.0434 16.2 83.4
bread +std 20 ng
no. 8 (no SPE) 1.0846 400 369 49700 844000 0.0589 0.0446 0.0446 16.5 86.1

bread +std 20 ng

no. 9 (no SPE) 1.0778 400 371 49700 858000 0.0579 0.0437 0.0437 16.2 83.9

mean 17.2 86.9

SD 1.4 6.7

%RSD 8.1 7.7

s 3 JA Y oA v o 7 o
ﬁi‘ll LﬂE]5mmmﬂuﬂauuazﬂwuENmummgma‘uwmegiummmfmmu (ﬂ?ﬂﬂu’m ﬂ.)
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Adtiu LOQ agiszav 20.0 w1 Tunsuaensunie luTasniuaen laniu (ppb)
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a d
a.7 uun3nanuwl

o v a J
A.7.1 YAHNANIIAITIINY (LOD) Vo auun3nasniuu
a 7 1a a o <] o a
Ansiziisuimezasan lualu sample blank vouuaanuvl Murmlsum
a sa v A oA
92381 lUANATIINY AUNAY (mean) 1Az ANDBUVUNIATFIU (SD)
AUMIVINIINIIAIFTIU R = 1.01 R_+ 0.0165 (= 0.9998)
Slope = 1.01

Intercept = 0.0165

Sample Wt 1S 1S Peak area Peak area Rr Re Re méﬂ Re AA
(2 (ng) (ng/g) m/z 72/55 | m/z75/58 sample (ng/g)
-Rc
blank
Blank_1 ( SPE_MCX) 400 2920 731000 | 0.0040 0.0000
Blank_2 (SPE_MCX) 400 5180 728000 | 0.0071 0.0000
Blank_3 (SPE_MCX) 400 4960 404000 | 0.0123 0.0000 0.0000
coffee no. 1 (SPE_MCX) 1.0085 400 397 14900 651000 | 0.0229 0.0063 0.0063 2.50
coffee no. 2 (SPE_MCX) 1.0081 400 397 16600 651000 | 0.0255 0.0089 0.0089 3.53
coffee no. 3 (SPE_MCX) 1.0049 400 398 11600 547000 | 0.0212 0.0047 0.0047 1.87
coffee no. 4 (SPE_MCX) 1.0000 400 400 5190 539000 | 0.0096 0.0000 0.0000 0.00
coffee no. 5 (SPE_MCX) 1.0086 400 397 14600 543000 | 0.0269 0.0103 0.0103 4.09
coffee no. 6 (SPE_MCX) 1.0042 400 398 6840 522000 | 0.0131 0.0000 0.0000 0.00
coffee no. 7 (SPE_MCX) 1.0022 400 399 6920 521000 | 0.0133 0.0000 0.0000 0.00
mean 1.71
SD 1.75
3SD 5.25
10SD 17.5
a3l

LOD = mean + 3SD
= 1.71+525 =6.96 w1lunsuaensy w3e lulasnsunenlansu (ppb)
estimated LOQ = mean + 10SD

=171 +17.5= 19.2 nTunsuaensunie luInsniuaen lansy (ppb)
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n.7.2 YasvamainizrdSina (LOQ) vaauxmInamuw
a J a a 4 o 1 d' a a 4
Ansznlsuaezaiar ludludedeiiduarsazatsuinsgiuezaial lua
o 1% Y ] <3 1% o a a P
31191 20 w1 Tunsy ludredranaanunua 1 a5y fudulSaezasarludnasrany
s IA o oA v o
oSIFUAAUNGY (Yrecovery) HAZANDBUVUNIATTIUAUNNT (%RSD)

AUMIVOINTINHINTFIY R, = 1.OIR, +0.0165 ( r =0.9998)

Slope = 1.01
Intercept = 0.0165
Sample Wt 18 18 Peak area Peak area Rr Re Re m?;fj Re AA %Rec
(€3] (ng) (ng/e) | m/z72/55 | m/z75/58 sample (ng/g)
-Rc
blank
Blank_1 400 2920 731000 | 0.0040 0.0000
Blank_2 400 5180 728000 | 0.0071 0.0000
Blank 3 400 4960 404000 | 0.0123 0.0000 | 0.0000
coffee no.1-7 (from LOD) mean 1.71
coffee +std 20 ng
no. 1 (SPE_MCX) 1.0027 400 399 33800 573000 0.0590 0.0421 0.0421 16.8 75.7
coffee +std 20 ng
no. 2 (SPE_MCX) 1.0070 400 397 37800 550000 0.0687 0.0517 0.0517 20.5 94.6
coffee +std 20 ng
no. 3 (SPE_MCX) 1.0002 400 400 17600 290000 0.0607 0.0438 0.0438 17.5 79.0
coffee +std 20 ng
no. 4 (SPE_MCX) 1.0093 400 396 39900 654000 0.0610 0.0441 0.0441 17.5 79.7
coffee +std 20 ng
no. 5 (SPE_MCX) 1.0006 400 400 40500 677000 0.0598 0.0429 0.0429 17.2 77.5
coffee +std 20 ng
no. 6 (SPE_MCX) 1.0006 400 400 46400 648000 0.0716 0.0546 0.0546 21.8 100.5
coffee +std 20 ng
no. 7 ( SPE_MCX) 1.0099 400 396 44400 680000 0.0653 0.0483 0.0483 19.1 87.8
mean 18.6 85.0
SD 1.9 9.5
%RSD 10.2 11.2

s 3 IA o oA v o I g o
’STTI.I uJ'eJ:immﬁﬂuﬂauua:mmem‘uummgmauwm@giummmfjﬂm‘u (ﬂWﬂNu’Jﬂ ﬂ.)
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Adtiu LOQ gzl 20.0 u1Tunsuaensunie luTasniuaen laniu (ppb)




MANUIN .

o a a J Y a dd'
ﬂmamﬂ‘smmazmm"luﬂeumgmammmnm‘n

% Yy v '
ITAUANNVYNUYHANY

d
1 HANINFIN

a d a d a Jd 4 [y [y a [y
1.1.1 IpritSinaezasm uaveunmsng i nszauned Nty 400 lulasnsunenlansu
a d (Aa a 4 [ 1 d' a a 4
Aasigilsuimezasarlud ludiedwiiduaisazaloninsgiueznial lua
o v 4 1 Y o o a a S
3119U 400 Y1 Tunsy Tudied19917 1 nsy AuraSuiaezasarludnasrany
s 3d A o VoA v o
1o FUARUNGY (%recovery) LaZANTBULUNIATTIUTUNNT (%RSD)
ANMIVOINTIULIATTIU R = 1.03 R_+-0.00378 (r=0.9997)

Slope = 1.03 , Intercept =-0.00378

Sample Wt IN IN Peak area Peak area Rr Re Re malﬂ Re AA %Rec
(2) (ng) (ng/g) m/z 72/55 m/z 75/58 sample — (ng/g)
Rc blank
Blank_I (no SPE) 400 14300 1300000 0.0110 0.0143
Blank_2 (no SPE) 400 14900 1380000 0.0108 0.0142 0.0144
Blank_3 (no SPE) 400 20600 1690000 0.0122 0.0155
Blank_4 (no SPE) 400 17400 1690000 0.0103 0.0137
rice no.1 (no_SPE) 1.0176 400 393 14700 1070000 0.0137 0.0170 0.0026 1.02
rice no.2 (no_SPE) 1.0504 400 381 12000 1290000 0.0093 0.0127 0.0000 0.00
rice no. 3 (no_SPE) 1.0546 400 379 14100 1200000 0.0118 0.0151 0.0007 0.27
mean 0.43
rice +std 400 ng no. 1 1.0136 400 395 970000 938000 | 1.0341 1.0077 0.9933 392 99.2
rice +std 400 ng no. 2 1.0317 400 388 981000 959000 | 1.0229 0.9968 0.9824 381 98.2
rice +std 400 ng no. 3 1.0196 400 392 854000 844000 | 1.0118 0.9860 0.9716 381 97.0
rice +std 400 ng no. 4 1.0009 400 400 878000 841000 | 1.0440 1.0173 1.0029 401 100.2
rice +std 400 ng no. 5 1.0225 400 391 911000 904000 | 1.0077 0.9821 0.9677 378 96.5
rice +std 400 ng no. 6 1.0416 400 384 1140000 1150000 | 0.9913 0.9661 0.9517 366 95.2
rice +std 400 ng no. 7 1.0476 400 382 1160000 1210000 | 0.9587 0.9344 0.9200 351 91.8
rice +std 400 ng no. 8 1.0304 400 388 1010000 1010000 | 1.0000 0.9745 0.9601 373 96.0
rice +std 400 ng no. 9 1.0120 400 395 1050000 1040000 | 1.0096 0.9839 0.9695 383 96.8
rice +std 400 ng no. 10 1.0118 400 395 1010000 1020000 | 0.9902 0.9650 0.9506 375 94.7
mean 378 96.6
SD 14 24
%RSD 3.7 2.5

sl IA o oA o o J s 1y
ffill Lﬂ@'iwumuﬂammzmmfmmummgmﬁwwmagiummmmeJ'i‘u (MANUIN R.)
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a d Ia a d a d 1 [y} (9]
1.1.2 InnzvifSanaezasar luavesuunsnddanszauanutntu 800 Tulasndu

T a U
fanlansy

$1u9u 800 1 Tunsy Tudle619917 1 nsy MuradSuiaezasarludanas1any

sl A o oA v o &
Lﬂ@il“ﬂu@ﬂuﬂﬁ'ﬂ (%recovery) l,!,fﬂ$ﬂTL‘UfJ\1L1Ju3JWI§§THﬁ1JWVIﬁ (%RSD)

a I a a L @ 1 A a a J
3Lﬂ31$ﬂﬂiu1m@$ﬂ361vlllﬂaluﬁﬁlﬂEJNﬂlﬁﬂﬁ1§a$ﬁ18N1ﬂi§1uﬂ$ﬂiEﬂll‘lJﬂ

ANMIVOINTIHIATTIY R =1.03 R, +-0.00378 (r=0.9997)

Slope = 1.03
Intercept =-0.00378
Sample Wt N N Peak area Peak area Rr Re Re ma'ﬂ Re AA %Rec
(2 (ng) | (ng/e) | m/z72/55 m/z 75/58 sample - | (ng/g)
Rc blank
Blank_1 (no SPE) 400 14300 1300000 0.0110 0.0143
Blank_2 (no SPE) 400 14900 1380000 0.0108 0.0142 0.0144
Blank_3 (no SPE) 400 20600 1690000 0.0122 0.0155
Blank_4 (no SPE) 400 17400 1690000 0.0103 0.0137
rice no.1 (no_SPE) 1.0176 400 393 14700 1070000 0.0137 0.0170 0.0026 1.02
rice no.2 (no_SPE) 1.0504 400 381 12000 1290000 0.0093 0.0127 0.0000 0.00
rice no. 3 (no_SPE) 1.0546 400 379 14100 1200000 0.0118 0.0151 0.0007 0.27
mean 0.43
rice +std 800 ng no. 1 1.0001 400 400 2360000 1170000 | 2.0171 1.9620 1.9476 779 97.3
rice +std 800 ng no. 2 1.0555 400 379 2390000 1220000 | 1.9590 1.9056 1.8912 717 94.5
rice +std 800 ng no. 3 1.0102 400 396 1900000 956000 | 1.9874 1.9332 1.9188 760 95.9
rice +std 800 ng no. 4 1.0081 400 397 1800000 894000 | 2.0134 1.9584 1.9440 772 97.2
rice +std 800 ng no. 5 1.0219 400 391 1960000 980000 | 2.0000 1.9454 1.9310 755 96.4
rice +std 800 ng no. 6 1.0537 400 380 2210000 1060000 | 2.0849 2.0279 2.0135 765 100.7
rice +std 800 ng no. 7 1.0101 400 396 2390000 1180000 | 2.0254 1.9701 1.9557 774 97.7
rice +std 800 ng no. 8 1.0210 400 392 1700000 840000 | 2.0238 1.9685 1.9541 766 97.7
rice +std 800 ng no. 9 1.0669 400 375 1890000 921000 | 2.0521 1.9960 1.9816 743 99.0
rice +std 800 ng no. 10 1.0262 400 390 1720000 827000 | 2.0798 2.0229 2.0085 783 100.4
mean 761 97.7
SD 20 1.9
%RSD 2.6 1.9
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oSIFUAAUNTY (Yrecovery) HAZANDBUVUNIATTIUTUNNT (%RSD)
AUMIVRINTINIINTFIM R, = 1.16R_ + - 0.0185 ( r =0.9998)

Slope =1.16, Intercept =-0.0185

Sample Wt IS IS Peak area Peak area Rr Re Re mﬁﬂ Re AA %Rec
(2) (ng) (ng/g) m/z 72/55 | m/z75/58 sample | (ng/g)
-Re
blank
Blank_1 (no SPE) 400 13200 811000 | 0.0163 0.0300
Blank_2 (no SPE) 400 7470 875000 | 0.0085 0.0233
Blank_3 (no SPE) 400 6080 897000 | 0.0068 0.0218 0.0249
Blank_4 (no SPE) 400 9530 958000 | 0.0099 0.0245
cornno.1-10 (from LOD) mean 1.97

corn +std 400 ng

no. 1 (no SPE) 1.0043 400 398 757000 653000 1.1593 1.0153 0.9904 394 98.4
corn +std 400 ng
no. 2 (no SPE) 1.0148 400 394 661000 583000 1.1338 0.9934 0.9685 382 96.4

corn +std 400 ng

no. 3 (no SPE) 1.0106 400 396 714000 644000 | 1.1087 0.9717 0.9468 375 94.2
corn +std 400 ng
no. 4 (no SPE) 1.0186 400 393 729000 647000 | 1.1267 0.9873 0.9624 378 95.8
corn +std 400 ng
no. 5 (no SPE) 1.0118 400 395 717000 638000 | 1.1238 0.9848 0.9599 379 954
corn +std 400 ng
no. 6 (no SPE) 1.0160 400 394 754000 691000 | 1.0912 0.9566 0.9317 367 92.7
corn +std 400 ng
no. 7 (no SPE) 1.0158 400 394 735000 669000 | 1.0987 0.9631 0.9382 370 93.5
corn +std 400 ng
no. 8 (no SPE) 1.0527 400 380 719000 647000 | 1.1113 0.9740 0.9491 361 94.5
corn +std 400 ng
no. 9 (no SPE) 1.0617 400 377 771000 642000 | 1.2009 1.0512 1.0263 387 102.2
corn +std 400 ng
no. 10 (no SPE) 1.0557 400 379 742000 661000 | 1.1225 0.9837 0.9588 363 95.3

mean 376 95.8

SD 11 2.7

%RSD 29 2.8
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$1u9u 800 w1 Tunsy Tudiredadnina 1 a5y dAvralSuiaezasarludanasrony

< [ 1 $ 1Y) 1Y
o5 IFUAAUNAY (%recovery) azANDBUVUINATTIUTURANT (%RSD)

AUMIVRINTINIIATFIM R, = 1.16R_+-0.0185 ( r =0.9998)

Slope =1.16

Intercept =-0.0185

=
Rc mag

Sample Wt IS IS Peak area Peak area Rr Re Re AA %Rec
(2) (ng) | (ngle) | m/z72/55 | m/z75/58 sample | (ng/g)
—Rc
blank
Blank_1 (no SPE) 400 13200 811000 | 0.0163 0.0300
Blank_2 (no SPE) 400 7470 875000 | 0.0085 0.0233
Blank_3 (no SPE) 400 6080 897000 | 0.0068 0.0218 | 0.0249
Blank_4 (no SPE) 400 9530 958000 | 0.0099 0.0245
cornno.1-10 (from LOD) mean 1.97
corn +std 800 ng
no. 1 (no SPE) 1.0551 400 379 1440000 639000 | 2.2535 1.9586 1.9337 733 96.4
corn +std 800 ng
no. 2 (no SPE) 1.0713 400 373 1320000 570000 | 2.3158 2.0123 1.9874 741 99.0
corn +std 800 ng
no. 3 (no SPE) 1.0183 400 393 1530000 671000 | 2.2802 1.9816 1.9567 769 97.6
corn +std 800 ng
no. 4 (no SPE) 1.0865 400 368 1390000 610000 | 2.2787 1.9803 1.9554 720 97.5
corn +std 800 ng
no. 5 (no SPE) 1.0101 400 396 1520000 632000 | 2.4051 2.0893 2.0644 818 103.0
corn +std 800 ng
no. 6 (no SPE) 1.0607 400 377 1510000 674000 | 2.2404 1.9473 1.9224 725 95.9
corn +std 800 ng
no. 7 (no SPE) 1.0818 400 370 1490000 665000 | 2.2406 1.9475 1.9226 711 95.9
corn +std 800 ng
no. 8 (no SPE) 1.0379 400 385 1500000 660000 | 2.2727 1.9752 1.9503 751 97.2
corn +std 800 ng
no. 9 (no SPE) 1.0758 400 372 1470000 658000 | 2.2340 1.9418 1.9169 713 95.6
corn +std 800 ng
no. 10 (no SPE) 1.0498 400 381 1490000 679000 | 2.1944 1.9077 1.8828 717 93.8
mean 740 | 97.2
SD 33 2.5
%RSD 4.5 2.6
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oSIFUAAUNTY (Yrecovery) HAZANDBUVUNIATTIUTUNNT (%RSD)
AUMIVRINTINUINTFIM R, = 1.16R_+-0.0133 ( r=0.9998)

Slope =1.16, Intercept=-0.0133

Sample Wt IS 1S Peak area Peak area Rr Re Re mﬁﬂ Re AA %Rec
(2) (ng) | (ng/e) | m/z72/55 | m/z75/58 sample | (ng/g)
-Re
blank
Blank_1 400 16100 1290000 | 0.0125 0.0222
Blank 2 400 8950 1140000 | 0.0079 0.0182
Blank_3 400 30400 1680000 | 0.0181 0.0271
Blank_4 400 10100 1550000 | 0.0065 0.0171 0.0212
potato no.1-9 (from LOD) mean | 1.63

potato +std 400 ng

no. 1 (no SPE) 1.0547 400 379 818000 737000 1.1099 0.9683 0.9471 359 94.2
potato +std 400 ng
no. 2 (no SPE) 1.0497 400 381 698000 660000 1.0576 0.9232 0.9020 344 89.8

potato +std 400 ng

no. 3 (no SPE) 1.0337 400 387 711000 638000 | 1.1144 0.9722 0.9510 368 94.7
potato +std 400 ng
no. 4 (no SPE) 1.0403 400 384 701000 618000 | 1.1343 0.9893 0.9681 372 96.3
potato +std 400 ng
no. 5 (no SPE) 1.0521 400 380 670000 607000 | 1.1038 0.9630 0.9418 358 93.7

potato +std 400 ng

no. 6 (no SPE) 1.0588 400 378 807000 719000 1.1224 0.9790 0.9578 362 95.4
potato +std 400 ng
no. 7 (no SPE) 1.0625 400 376 767000 690000 1.1116 0.9697 0.9485 357 94.4

potato +std 400 ng

no. 8 (no SPE) 1.0799 400 370 725000 637000 1.1381 0.9926 0.9714 359 96.5
potato +std 400 ng
no. 9 (no SPE) 1.0136 400 395 763000 651000 1.1720 1.0218 1.0006 395 99.7

potato +std 400 ng
no. 10 (no SPE) 1.0074 400 397 734000 608000 | 1.2072 1.0522 1.0310 409 102.6

mean 368 95.7

SD 20 3.5

%RSD 5.4 3.7
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$1u2u 800 1 Tunsy ludred1aiudsa 1 a5y ArudalSuiaezasar luanaslany

< o 1 $ 1Y 1Y
oS IFUAAUNGAY (%recovery) azANDBUVUINATTIUTURNT (%RSD)

AUMIVINTINUIATFIM R, = 1.16R_+-0.0133 ( r =0.9998)

Slope =1.16
Intercept =-0.0133
Sample Wt IS IS Peak area Peak area Rr Re Re m?;f] Re AA %Rec
(2) (ng) | (ng®) | m/z72/55 | m/z75/58 sample | (ng/g)
—Rc
blank
Blank_1 400 16100 1290000 | 0.0125 0.0222
Blank_2 400 8950 1140000 | 0.0079 0.0182
Blank_3 400 30400 1680000 | 0.0181 0.0271
Blank 4 400 10100 1550000 | 0.0065 0.0171 | 0.0212
potato no.1-9 (from LOD) mean 1.63
potato +std 800 ng
no. 1 (no SPE) 1.0416 400 384 1780000 781000 | 2.2791 1.9762 1.9550 | 751 97.6
potato +std 800 ng
no. 2 (no SPE) 1.0664 400 375 1430000 625000 | 2.2880 1.9839 1.9627 736 97.9
potato +std 800 ng
no. 3 (no SPE) 1.0347 400 387 1470000 640000 | 2.2969 1.9915 1.9703 763 98.5
potato +std 800 ng
no. 4 (no SPE) 1.0559 400 379 1470000 648000 | 2.2685 1.9671 1.9459 738 97.2
potato +std 800 ng
no. 5 (no SPE) 1.0193 400 392 1320000 602000 | 2.1927 1.9017 1.8805 737 93.7
potato +std 800 ng
no. 6 (no SPE) 1.0603 400 377 1610000 702000 | 2.2934 1.9886 1.9674 | 742 98.1
potato +std 800 ng
no. 7 (no SPE) 1.0694 400 374 1450000 640000 | 2.2656 1.9646 1.9434 | 727 97.0
potato +std 800 ng
no. 8 (no SPE) 1.0177 400 393 1490000 658000 | 2.2644 1.9636 1.9424 | 763 96.9
potato +std 800 ng
no. 9 (no SPE) 1.0049 400 398 1360000 598000 | 2.2742 1.9720 1.9508 776 97.3
potato +std 800 ng
no. 10 (no SPE) 1.0174 400 393 1430000 649000 | 2.2034 1.9109 1.8897 743 94.3
mean 748 96.8
SD 15 1.6
%RSD 2.0 1.7
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(%recovery) tazAUDBUVUINATTIUTUANT (%RSD)

AUMIVBINTINIINTFIY R, = 1.11 R, +-0.023 (r=0.9996)

Slope =1.11

Intercept =-0.023

Sample Wt IS IS Peak area Peak area Rr Re Rc sample AA Y%Rec
() (ng) (ng/g) m/z 72/55 | m/z75/58 —~Rcblank | (ng/g)
Blank_1 (no SPE) 400 8570 1130000 | 0.0076 0.0276
Blank_2 (no SPE) 400 10700 1160000 | 0.0092 0.0290 0.0279
Blank_3 (no SPE) 400 8950 1260000 | 0.0071 0.0271
peanut no. 1-10 (from LOD) mean 5.85

peanut +std 400 ng

no. 1 (no SPE) 1.0555 400 379 754000 763000 | 0.9882 0.9110 0.8831 335 86.9
peanut +std 400 ng
no. 2 (no SPE) 1.0456 400 383 1120000 914000 | 1.2254 1.1247 1.0968 420 108.3
peanut +std 400 ng
no. 3 (no SPE) 1.0482 400 382 600000 620000 | 0.9677 0.8926 0.8647 330 84.9
peanut +std 400 ng
no. 4 (no SPE) 1.0467 400 382 647000 605000 | 1.0694 0.9842 0.9563 365 94.0
peanut +std 400 ng
no. 5 (no SPE) 1.0544 400 379 966000 805000 | 1.2000 1.1018 1.0739 407 105.7
peanut +std 400 ng
no. 6 (no SPE) 1.0450 400 383 914000 811000 | 1.1270 1.0360 1.0081 386 99.3

peanut +std 400 ng

no. 7 (no SPE) 1.0436 400 383 663000 616000 | 1.0763 0.9904 0.9625 369 94.7

peanut +std 400 ng

no. 8 (no SPE) 1.0430 400 384 995000 797000 | 1.2484 1.1454 1.1175 429 110.3

peanut +std 400 ng

no. 9 (no SPE) 1.0495 400 381 1140000 995000 | 1.1457 1.0529 1.0250 391 101.1
peanut +std 400 ng
no. 10 (no SPE) 1.0619 400 371 1110000 977000 | 1.1361 1.0443 1.0164 383 100.1

mean 382 98.5

SD 33 8.5

%RSD 8.6 8.6
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AT (Y%recovery) azAndoquINAsTIUFUINT (%RSD)

v
%

AUMIVINT NN R, =1.11 R, +-0.023 (r=0.9996)

Slope =1.11

Intercept = -0.023
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Sample Wt IS IS Peak area Peak area Rr Re Rc sample AA %Rec
(2) (ng) (ng/g) m/z 72/55 m/z 75/58 — Rc blank (ng/g)
Blank_1 (no SPE) 400 8570 1130000 | 0.0076 0.0276
Blank_2 (no SPE) 400 10700 1160000 | 0.0092 0.0290 0.0279
Blank_3 (no SPE) 400 8950 1260000 | 0.0071 0.0271
peanut no. 1-10 (from LOD) mean 5.85
peanut +std 800 ng
no. 1 (no SPE) 1.0677 | 400 375 1610000 781000 | 2.0615 1.8779 1.8500 694 91.8
peanut +std 800 ng
no. 2 (no SPE) 1.0567 | 400 379 2430000 1050000 | 2.3143 2.1057 2.0778 788 103.3
peanut +std 800 ng
no. 3 (no SPE) 1.0481 400 382 2260000 976000 | 23156 2.1068 2.0789 794 103.3
peanut +std 800 ng
no. 4 (no SPE) 1.0532 | 400 380 2140000 870000 | 2.4598 2.2367 2.2088 839 109.7
peanut +std 800 ng
no. 5 (no SPE) 1.0402 | 400 385 1440000 641000 | 2.2465 2.0446 2.0167 776 100.1
peanut +std 800 ng
no. 6 (no SPE) 1.0570 | 400 378 1840000 800000 | 2.3000 2.0928 2.0649 781 102.4
peanut +std 800 ng
no. 7 (no SPE) 1.0440 | 400 383 2360000 977000 | 2.4156 2.1969 2.1690 831 107.7
peanut +std 800 ng
no. 8 (no SPE) 1.0416 | 400 384 2080000 894000 | 2.3266 2.1168 2.0889 802 103.7
peanut +std 800 ng
no. 9 (no SPE) 1.0582 | 400 378 1830000 772000 | 2.3705 2.1563 2.1284 805 105.7
peanut +std 800 ng
no. 10 (no SPE) 1.0406 | 400 384 1490000 653000 | 2.2818 2.0764 2.0485 787 101.6
mean 790 102.9
SD 39 4.8
%RSD 4.9 4.7
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AUNTY (%recovery) HazANDBUVUINATTIUTURNT (%RSD)

ANMIVOINTUMIATTIM R = 111 R, +0.000271 (r=0.9997)
Slope =1.1
Intercept = 0.000271

Sample Wt IS IS Peak area Peak area Rr Re Rc sample AA Y%Rec
(2) (ng) | (ng/e) m/z 72/55 m/z 75/58 —Rcblank | (ng/g)
Blank_1 (no SPE) 400 8530 1390000 | 0.0061 0.0053
Blank_2 (no SPE) 400 8070 1330000 | 0.0061 0.0052 0.0058
Blank_3 (no SPE) 400 13800 1760000 | 0.0078 0.0068
banana no. 1-10 (from LOD) mean 0.16

banana +std 400 ng

no. 1 (no SPE) 1.0483 400 382 1100000 982000 | 1.1202 1.0089 1.0031 383 100.3
banana +std 400 ng
no. 2 (no SPE) 1.0821 400 370 1320000 1130000 | 1.1681 1.0521 1.0463 387 104.6
banana +std 400 ng
no. 3 (no SPE) 1.0156 400 394 1490000 1250000 | 1.1920 1.0736 1.0678 421 106.9
banana +std 400 ng
no. 4 (no SPE) 1.0982 400 364 1410000 1180000 | 1.1949 1.0763 1.0705 390 107.0
banana +std 400 ng
no. 5 (no SPE) 1.0589 400 378 1450000 1210000 | 1.1983 1.0793 1.0735 406 107.4
banana +std 400 ng
no. 6 (no SPE) 1.0734 400 373 1080000 986000 1.0953 0.9865 0.9807 366 98.2
banana +std 400 ng
no. 7 (no SPE) 1.0623 400 377 1220000 1090000 | 1.1193 1.0081 1.0023 378 100.3

banana +std 400 ng

no. 8 (no SPE) 1.0181 400 393 1260000 1120000 | 1.1250 1.0133 1.0075 396 100.8

banana +std 400 ng

no. 9 (no SPE) 1.0609 400 371 1200000 1110000 | 1.0811 0.9737 0.9679 365 96.8
banana +std 400 ng
no. 10 (no SPE) 1.0265 400 390 1300000 1140000 | 1.1404 1.0271 1.0213 398 102.1
mean 389 | 1024
SD 17 3.8

%RSD 4.5 3.7
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AUNSY (%recovery) HazANDBUVUINATTIUTURNT (%RSD)

ANMIVOINTMMIATIIU R = 111 R, +0.000271 (r=0.9997)

Slope =1.11
Intercept = 0.000271
Sample Wt IS IS Peak area Peak area Rr Re Re sample AA %Rec
(2) (ng) (ng/g) m/z72/55 | m/z75/58 —Rcblank | (ng/g)
Blank_1 (no SPE) 400 8530 1390000 | 0.0061 0.0053
Blank_2 (no SPE) 400 8070 1330000 | 0.0061 0.0052 0.0058
Blank_3 (no SPE) 400 13800 1760000 | 0.0078 0.0068
banana no. 1-10 (from LOD) mean 0.16
banana +std 800 ng
no. 1 (no SPE) 1.0457 400 383 2110000 966000 | 2.1843 1.9676 1.9618 751 98.1
banana +std 800 ng
no. 2 (no SPE) 1.0043 400 398 2870000 1210000 | 2.3719 2.1366 2.1308 848 106.4
banana +std 800 ng
no. 3 (no SPE) 1.0153 400 394 2750000 1210000 | 2.2727 2.0473 2.0415 804 102.0
banana +std 800 ng
no. 4 (no SPE) 1.0890 | 400 367 2630000 1150000 | 2.2870 2.0601 2.0543 754 102.6
banana +std 800 ng
no. 5 (no SPE) 1.0848 400 369 2670000 1130000 | 2.3628 2.1284 2.1226 783 106.2
banana +std 800 ng
no. 6 (no SPE) 1.0339 400 387 2190000 1010000 | 2.1683 1.9532 1.9474 754 97.4
banana +std 800 ng
no. 7 (no SPE) 1.0456 400 383 2350000 1040000 | 2.2596 2.0354 2.0296 777 101.5
banana +std 800 ng
no. 8 (no SPE) 1.0127 400 395 2330000 1040000 | 2.2404 2.0181 2.0123 795 100.6
banana +std 800 ng
no. 9 (no SPE) 1.0649 400 376 2420000 1050000 | 2.3048 2.0761 2.0703 778 103.5
banana +std 800 ng
no. 10 (no SPE) 1.0739 400 372 2320000 1030000 | 2.2524 2.0290 2.0232 753 101.1
mean 780 101.9
SD 30 3.0
%RSD 3.8 2.9
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AUNSY (Y%recovery) LazANTeaUINATTIUFUINT (%RSD)
AUMIVINTINHINTFIM R, =1.02 R, +0.0134 (r=0.9993)
Slope = 1.02

Intercept = 0.0134

Sample Wt IS IS Peak area Peak area Rr Re Re méﬂ Re AA %Rec
(2) (ng) | (ng/e) | m/z72/55 | m/z75/58 sample | (ng/g)
—Re
blank
Blank 1 (no SPE) 400 18900 1500000 | 0.0126 0.0000
Blank_2 (no SPE) 400 16400 1570000 | 0.0104 0.0000
Blank_3 (no SPE) 400 8500 1940000 | 0.0044 0.0000 0.0000
Blank 4 (no SPE) 400 11100 1520000 | 0.0073 0.0000
bread no.1 (no_SPE) 1.0189 400 393 23200 1720000 | 0.0135 0.0001 0.0001 0.04
bread no.2 (no_SPE) 1.0057 400 398 19500 988000 | 0.0197 0.0062 0.0062 247
bread no.3 (no_SPE) 1.0671 400 375 10800 1020000 | 0.0106 0.0000 0.0000 0.00
bread no. 4 (no_SPE) 1.0016 400 399 12300 924000 | 0.0133 0.0000 0.0000 | 0.00

mean 0.63

bread +std 400 ng no. 1 1.0658 400 375 1090000 1030000 | 1.0583 1.0244 1.0244 384 102.1
bread +std 400 ng no. 2 1.0555 400 379 850000 810000 | 1.0494 1.0157 1.0157 385 101.4
bread +std 400 ng no. 3 1.0175 400 393 900000 866000 | 1.0393 1.0057 1.0057 395 100.3
bread +std 400 ng no. 4 1.0243 400 391 954000 884000 | 1.0792 1.0449 1.0449 409 104.6
bread +std 400 ng no. 5 1.0400 400 385 874000 847000 | 1.0319 0.9985 0.9985 384 99.7

bread +std 400 ng no. 6 1.0316 400 388 1150000 1040000 | 1.1058 1.0710 1.0710 416 107.1
bread +std 400 ng no. 7 1.0191 400 392 885000 851000 | 1.0400 1.0064 1.0064 395 100.5
bread +std 400 ng no. 8 1.0489 400 381 800000 793000 | 1.0088 0.9759 0.9759 372 97.4

bread +std 400 ng no. 9 1.0167 400 393 900000 848000 | 1.0613 1.0274 1.0274 404 102.5
bread +std 400 ng no. 10 1.0330 400 387 906000 873000 | 1.0378 1.0043 1.0043 389 100.3

mean 393 101.6

SD 13 2.7

%RSD 33 2.7
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1.6.2 anzvidSinaezasarluaveamunSaduunila Aszauninududu 800
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Tulasnsunenlansu

a d a a o o 1 d’ a a o

Ansznlsuaezaiarlud ludlredeiiduaisazareninsgiuezaial lug
° o o ' o ° a a S 3
3191 800 W Tunsu ludedvuuile 105y dAanlSnaezaiar luanasiany nlosidud
AUNGY (%recovery) tazANDBUUINATTIUTUINT (%RSD)

AUMIVBINTINNINTTIU R, =1.02 R, +0.0134 (r=0.9993)
Slope = 1.02

Intercept = 0.0134

Sample Wt IS IS Peak area Peak area Rr Re Re m?;fj Re AA %Rec
() (ng) | (nge) | m/z72/55 | m/z75/58 sample | (ng/g)
-Re
blank
Blank_1 (no SPE) 400 18900 1500000 | 0.0126 0.0000
Blank_2 (no SPE) 400 16400 1570000 | 0.0104 0.0000
Blank_3 (no SPE) 400 8500 1940000 | 0.0044 0.0000 | 0.0000
Blank_4 (no SPE) 400 11100 1520000 | 0.0073 0.0000
bread no.1 (no_SPE) 1.0189 400 393 23200 1720000 | 0.0135 0.0001 0.0001 | 0.04
bread no.2 (no_SPE) 1.0057 400 398 19500 988000 | 0.0197 0.0062 0.0062 | 2.47
bread no.3 (no_SPE) 1.0671 400 375 10800 1020000 | 0.0106 0.0000 0.0000 | 0.00
bread no.4 (no_SPE) 1.0016 400 399 12300 924000 | 0.0133 0.0000 0.0000 | 0.00

mean 0.63

bread +std 800 ng no. 1 1.0738 400 373 2080000 980000 | 2.1224 2.0677 2.0677 771 103.4
bread +std 800 ng no. 2 1.0336 400 387 1690000 792000 | 2.1338 2.0789 2.0789 805 103.9
bread +std 800 ng no. 3 1.0546 400 379 1720000 835000 | 2.0599 2.0064 2.0064 760 100.1
bread +std 800 ng no. 4 1.0105 400 396 1810000 824000 | 2.1966 2.1404 2.1404 848 107.0
bread +std 800 ng no. 5 1.0029 400 399 1860000 846000 | 2.1986 2.1423 2.1423 855 107.1
bread +std 800 ng no. 6 1.0386 400 385 2080000 995000 | 2.0905 2.0363 2.0363 784 101.7
bread +std 800 ng no. 7 1.0307 400 388 1590000 760000 | 2.0921 2.0379 2.0379 791 101.8
bread +std 800 ng no. 8 1.0742 400 372 1730000 815000 | 2.1227 2.0679 2.0679 769 103.2
bread +std 800 ng no. 9 1.0583 400 378 1690000 779000 | 2.1694 2.1138 2.1138 799 105.6
bread +std 800 ng no. 10 1.0096 400 396 1630000 775000 | 2.1032 2.0488 2.0488 811 102.3

mean 799 103.6

SD 32 2.3

%RSD 4.0 2.2
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a Jd a a ¢ a ¢ Y [y (v
1.7.1 'J!ﬂ513‘1"i‘1.]5111mﬂ%ﬂiﬁ'I"l?»lﬂ‘ll'ﬂ\ﬂ!?»lﬂﬁﬂ"liﬂ"l!!‘]/\l ﬁi%ﬂﬂﬂ?ﬁl!‘ffﬂ‘ﬁu 400 ullliﬂiﬂiil

\ ) U
fanlansu

a < 1a a o v |l A a a J
amswwﬂiuwmaxmaﬂmﬂuﬁ'mEmm@mmiazmﬂmmgmﬂzﬂim‘lm

o o @ ' < @ o a a A
12U 400 W1 Tunsuludmearuuaanuua 1 a5y ﬂ”lLl’Jﬂl‘]_]iiﬂﬂ!ﬂZﬂiﬁWl‘li\Iﬁ(‘l’lﬁi’J%WU

s 3 IA o oA v o
wWesiguanunay (%recovery) LagANVYUVUNINTTIUTUNNT (%RSD)
aumsmmmwﬂmmgm R =1.01R +0.0165 (r=10.9998)
Slope =1.01

Intercept = 0.0165

Sample Wt IS IS Peak area Peak area Rr Re Re 1nde Re

AA %Rec
(2) (ng) | (ng/®) | m/z72/55 | m/z75/58 sample | (ng/g)
—Re
blank
Blank_1 400 2920 731000 | 0.0040 0.0000
Blank_2 400 5180 728000 | 0.0071 0.0000
Blank_3 400 4960 404000 | 0.0123 0.0000 | 0.0000
coffee no.1-7 (from LOD) mean 1.71
coffee +std 400 ng
no. 1 (SPE_MCX) 1.0019 400 399 769000 702000 | 1.0954 1.0683 1.0683 426 106.3
coffee +std 400 ng
no. 2 ( SPE_MCX) 1.0076 400 397 672000 625000 | 1.0752 1.0482 1.0482 | 416 104.4
coffee +std 400 ng
no. 3 (SPE_MCX) 1.0071 400 397 698000 648000 | 1.0772 1.0502 1.0502 | 417 104.6
coffee +std 400 ng
no. 4 ( SPE_MCX) 1.0086 400 397 636000 593000 | 1.0725 1.0456 1.0456 | 415 104.2
coffee +std 400 ng
no. 5 (SPE_MCX) 1.0071 400 397 610000 550000 | 1.1091 1.0818 1.0818 | 430 107.8
coffee +std 400 ng
no. 6 ( SPE_MCX) 1.0086 400 397 567000 537000 | 1.0559 1.0291 1.0291 409 102.7
coffee +std 400 ng
no. 7 ( SPE_MCX) 1.0067 400 397 528000 508000 | 1.0394 1.0127 1.0127 | 402 100.7
mean 416 104.4
SD 10 2.3
%RSD 2.4 2.2
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1.7.2 'J!ﬂ§1$‘ﬁ‘1J5111mﬂ%ﬂiﬂ'I"lllﬂ‘llﬂﬁl!uﬂiﬂ"lfﬂulﬂ ﬁi%ﬂﬂﬂ?ﬁl!‘ﬂm‘ffu 800 "laﬂmn‘m

T a U
fanlansy

a I a a L @ 1 A a a J
3Lﬂ31$ﬂﬂiu1m@$ﬂ361vlllﬂaluﬁﬁlﬂEJNﬂlﬁﬂﬁ1§a$ﬁ18N1ﬂi§1uﬂ$ﬂiEﬂll‘lJﬂ

o o @ 1 < [ o a a A
3121 800 U1 Tunsu ludredrauaanuua 1 nsu mmmﬂimmazmaﬂuﬁminwu

sl A o oA v o
Lﬂ@il“ﬁuﬁﬂUﬂﬁ‘U (%recovery) Lmzmmmmummgmﬁuwm (%RSD)

AUMIVINTINHINTFIM R, = 1.01R, +0.0165 (r =0.9998)

Slope = 1.01

Intercept = 0.0165

E
Rc mag

Sample Wt IS IS Peak area Peak area Rr Re Re AA %Rec
(2) (ng) | (ng®) | m/z72/55 | m/z75/58 sample | (ng/g)
-Rc
blank
Blank_1 400 2920 731000 | 0.0040 0.0000
Blank_2 400 5180 728000 | 0.0071 0.0000
Blank_3 400 4960 404000 | 0.0123 0.0000 | 0.0000
coffee no.1-7 (from LOD) mean | 1.71
coffee +std 800 ng
no. 1 (SPE_MCX) 1.0004 | 400 400 1050000 490000 | 2.1429 2.1053 2.1053 842 105.1
coffee +std 800 ng
no. 2 (SPE_MCX) 1.0072 | 400 397 1070000 484000 | 2.2107 2.1725 2.1725 862 108.3
coffee +std 800 ng
no. 3 ( SPE_MCX) 1.0067 | 400 397 800000 375000 | 2.1333 2.0959 2.0959 832 104.5
coffee +std 800 ng
no. 4 (SPE_MCX) 1.0066 | 400 397 791000 358000 | 2.2095 2.1713 2.1713 862 108.2
coffee +std 800 ng
no. 5 (SPE_MCX) 1.0061 400 398 808000 368000 | 2.1957 2.1576 2.1576 859 107.8
coffee +std 800 ng
no. 6 ( SPE_MCX) 1.0083 400 397 790000 370000 | 2.1351 2.0977 2.0977 833 104.8
coffee +std 800 ng
no. 7 (SPE_MCX) 1.0105 400 396 824000 388000 | 2.1237 2.0863 2.0863 826 104.1
mean 845 | 1061
SD 16 1.9
%RSD 1.9 1.8
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muafSinaezasarlualy SRM2387 peanut butter

MANUIN Q.

9.1 SRM2387 penut butter ("'qu‘ﬁ 1)

a I a a o @ 1 o o
Inserdsunaezaian lua lu@ae619 SRM 2387 peanut butter 1 N5Y AU

a a s J { v { v o J
']Ji?J"Iﬂ!@gﬂiaTUlﬂJﬂ‘ﬁ@ﬁ’Jﬁ]W']J ANNAY (mean ) Llﬁgﬂ"ll'ﬁfNL‘iJH?JWIﬁiTHE‘T?JWVI‘ﬁ (%RSD)

AuNIVOINIULIATTIU R = 1.11R, +-0.023 ( r = 0.9996)

Slope =1.11

Intercept =-0.023

E
Rc g

Sample Wt 1S 18 Peak area Peak area Rr Re Rc AA
(2) (ng) (ng/g) m/z72/55 | m/z75/58 sample (ng/g)
—Rc
blank
Blank 1 400 8570 1130000 | 0.0076 0.0276
Blank_2 400 10700 1160000 | 0.0092 0.0290
Blank 3 400 8950 1260000 | 0.0071 | 0.0271 0.0279
SRM?2387 penut butter
no. 1 (no_SPE) 1.0339 400 387 228000 844000 | 0.2701 0.2641 0.2362 91.4
SRM2387 penut butter
no.2 (no_SPE) 1.0441 400 383 158000 663000 | 0.2383 0.2354 0.2075 79.5
SRM?2387 penut butter
no. 3 (no_SPE) 1.0033 400 399 144000 613000 | 0.2349 0.2324 0.2045 81.6
SRM?2387 penut butter
no. 4 (no_SPE) 1.0104 400 396 147000 606000 | 0.2426 0.2393 0.2114 83.7
SRM?2387 penut butter
no. 5 (no_SPE) 1.0143 400 394 172000 717000 | 0.2399 0.2368 0.2089 82.3
SRM?2387 penut butter
no. 6 (no_SPE) 1.0225 400 391 183000 727000 | 0.2517 0.2475 0.2196 85.9
SRM?2387 penut butter
no. 7 (no_SPE) 1.0103 400 396 168000 711000 | 0.2363 0.2336 0.2057 81.5
mean 83.7
SD 3.9
%RSD 4.7
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1 { v o Jd J o
mrﬁmmummgmau‘wmagﬂlummcﬂﬂamu (MAKNUIN N.)




119

o A
9.2 SRM 2387 penut butter (31N 2)
TaszrdTinaezasan ludludiee1a SRM 2387 peanut butter 1 A5 fuda
Ysnaeasar luahas1any Ande (mean ) uazaudoauumasgIUduing (%RSD)

AuMIVPINIULINTFIU R = 1.16R_+-0.0185 ( r =0.9998)

Slope =1.16
Intercept =-0.0185
Sample Wt IS IS Peak area Peak area Rr Re Re m?ilﬂ Rc AA
(2) (ng) (ng/g) m/z 72/55 m/z 75/58 sample (ng/g)
—Re
blank
Blank_1 400 13200 811000 | 0.0163 0.0300
Blank 2 400 7470 875000 | 0.0085 0.0233
Blank_3 400 6080 897000 | 0.0068 0.0218
Blank_4 400 9530 958000 | 0.0099 0.0245 | 0.0249
SRM?2387 penut butter
no. 1 (no_SPE) 1.0198 400 392 147000 542000 | 0.2712 0.2498 0.2249 88.2
SRM?2387 penut butter
no. 2 (no_SPE) 1.0648 400 376 159000 529000 | 0.3006 0.2751 0.2502 94.1
SRM?2387 penut butter
no. 3 (no_SPE) 1.0730 | 400 373 150000 513000 | 0.2924 0.2680 0.2431 90.7
mean 91.0
SD 3.0
%RSD 33

agdl YSinwesaTanludmaseglugalususesszy 87+ 7.8 Tulasnsudenlansy) uaz
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a I a a L @ ] o o
'Jmi'l%’ﬂﬂilﬂm@%ﬂ‘iﬁ'lhlﬂﬂcluﬁﬂﬂfﬂﬂ SRM 2387 peanut butter 1 NIV ATUIN

a a S J { ' { v o J
Ysmmezaiar luanas19wy Aunde (mean ) tazANdoUUUMIATTIUTUNNT (%RSD)

AuMIVPININLINTFIY R, = 1.03R_+-0.00378 ( r=0.9997)

Slope = 1.03
Intercept = -0.00378
Sample Wt IS IS Peak area Peak area Rr Re Re m?ilﬂ Rc AA
(2) (ng) (ng/g) m/z 72/55 m/z 75/58 sample (ng/g)
—Re
blank
Blank_1 400 14300 1300000 | 0.0110 0.0143
Blank_2 400 14900 1380000 | 0.0108 0.0142
Blank_3 400 20600 1690000 | 0.0122 0.0155
Blank_4 400 17400 1690000 | 0.0103 0.0137 | 0.0144
SRM?2387 penut butter
no. 1 (no_SPE) 1.0398 400 385 279000 1100000 | 0.2536 0.2499 0.2355 90.7
SRM?2387 penut butter
no. 2 (no_SPE) 1.0592 400 378 214000 818000 | 0.2616 0.2577 0.2433 92.0
SRM?2387 penut butter
no. 3 (no_SPE) 1.0389 400 385 208000 800000 | 0.2600 0.2561 0.2417 93.1
mean 91.9
SD 1.2
%RSD 1.3
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2.4 SRM 2387 penut butter (347 4) 1% SPE Oasis MCX
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a I a a L @ ] o o
'Jmi'l%’ﬂﬂilﬂm@%ﬂ‘iﬁ'lhlﬂﬂcluﬁﬂﬂfﬂﬂ SRM 2387 peanut butter 1 NIV ATUIN

a a S J { ' { v o J
Ysmmezaiar luanas19wy Aunde (mean ) tazANdoUUUMIATTIUTUNNT (%RSD)

AuMIVPININLINTFIY R, = 1.03R_+-0.00378 ( r=0.9997)

Slope = 1.03
Intercept = -0.00378
Sample Wt IS IS Peak area Peak area Rr Re Re m?ﬁlﬂ Rc AA
(2) (ng) (ng/g) m/z 72/55 m/z 75/58 sample (ng/g)
—Re
blank
Blank_1 400 6560 906000 | 0.0072 0.0170
Blank_2 400 6650 858000 | 0.0078 0.0175
Blank_3 400 9450 1310000 | 0.0072 0.0169 | 0.0171
SRM?2387 penut butter
no. 1 (SPE_MCX) 1.0818 400 370 316000 1160000 | 0.2724 0.2719 0.2548 94.3
SRM?2387 penut butter
no. 2 (SPE_MCX) 1.1548 400 346 271000 969000 | 0.2797 0.2789 0.2618 90.6
SRM?2387 penut butter
no.3 (SPE_MCX) 1.1690 | 400 342 249000 846000 | 0.2943 0.2930 0.2759 94.4
mean 93.1
SD 2.2
%RSD 2.4
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MANUIN N,

d (Y] Y
!ﬂmmfﬂiﬂ?)lliﬂﬂ31N!ﬁ83!!ﬁ3ﬂ31ﬁ~1!!3~iu

J =
2.1 INUNMILONTUANUNES (precision) [56]
A IS @ an A = Y A @
aNunsuduguanyuzmnizveIsnuanidinnulndmganuvesnanis
a 73 v = o = = & 1 =
s znIMelaan1igninue ANNgILUBNIIANNAAIANABUEY (random error) 71
a d? o A aaa L4 A 2} 4 iy
wady Tasmlmsudaannuiisawsddsins iz 2 ) Ao MsnIug1d (repeatability)
4
n3emsdn1a (reproducibility)
g‘ Y o ~ a 42’ A a & 1 :I o
msnaugrla udrvenanunlsdsiunezinatiuiie inszialed1edna i
9
nangasaluaniiz@ernu uaasailugived RSD,
0 g’ Y @ A~ a o ' 2 Y 1
My 18 iudrvenanuulsilsiuiieimsdnsizuaredagaidediuuaa g
AN 1HU NN 1aaIn11ugIved RSD,
5 d y A 42 .
Tagnlmsszynnuinesazuanidis %RSD Ao INANUINEIT Lo gH
Yy v a o = = o 1 Ao Y .
anuuduvesds midsziumssonsyTasmsnSouivunuamnaiuan 1ann Horwitz’s
equation 518 HORRAT (Horwitz ratio)

Horwitz equation

Y
dmsumsniudn’ld  %RSD, =0.66 x2"*" (@.1)
dmfumsidld  %RrsD, =207 R.2)

Ta® C A9 concentration ratio (llliﬁ‘ﬁlhﬂ) &1y
a @ I 1<l U -
YSinaasludlediuilu 1 ppm vl c=10"

Ysnaasludedadu 1 ppb il c=10"
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] F F v
M990 2.1 1A expected %RSD. (M3Nud 14) ag RSD, (M3thd1d) Aduaaen

. . { [ 9y 9 '
Horwitz’s equation ﬁizﬂummmmumm

anududvesmsiiml C Expected %RSD, Expected %RSD,
100 % 1 1.3 2.0
10% 0.1 1.8 2.8
1% 0.01 2.6 4.0
0.1% 0.001 3.7 5.7
100 ppm 0.0001 52 8.0
10 ppm 0.00001 7.4 113
1 ppm 0.000001 10.5 16.0
100 ppb 0.0000001 14.9 22.6
10 ppb 0.00000001 21.1 32.0
1 ppb 0.000000001 29.8 453

HORRAT %359 Horwitz ratio A9 993189152%1319A1 RSD Afmuda ldainnanis
1

@ 1 { o . . Y a o
nAABY (RSD,,) AT RSD AL Horwitz’s equation (RSD, ,..,) 19/5z1iiumssensy

obs

A v 7 v Y '
ﬂ’ﬂill‘VlﬁNhlﬂ NUNNITYDUTU UDYNI 2.0

RSD,,
HORRAT =———>— ®.3)
RSD

exp ected

A ama o a o
#ah 1A11NN3ATINAOUANNYNADIVBIITUATIZH (method validation) THuan ne
1 o a { ana d g‘ . { o
A199 1 seiiuanuiesweddsins 2y 1M15NIUE (repeatability) NszAUANMTUTY
' oA v o JAy Y Ay g o
AN Andioauumiasguduius i ldainnmsnaaey (%RsD) uaziildanmssiuiaain
Horwitz’s equation 1AMt uA199) Taeldauns 2.1 18 expected %RSD, ttaz1innduim
o { 1 a 4
HORRAT 910@ums 2.3 wamsiamaasluaiseil 9.2 wuhmnuuninguasaiy

Y Y A D] ' I aaa o A
[VUVU UAT HORRAT UDINIT 2 LAANINITIAUATICHTUUANUING
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M50 0.2 UAAINANIAIUIN HORRAT Uaduaazseauanuudu luriadiedianian

¥ilada0d19 amndudu c Expected  RSD. (%) HORRAT
(Le/kg) (concentration ratio) %RSD,

i 20 0.000000020 19.0 10.3 0.54
400 0.000000400 12.1 37 031
800 0.000000800 10.9 2.6 0.24
411Tna 20 0.000000020 19.0 8.6 0.45
400 0.000000400 12.1 2.9 0.24
800 0.000000800 10.9 45 0.41
Turda 20 0.000000020 19.0 10.9 0.57
400 0.000000400 12.1 54 0.45
800 0.000000800 10.9 2.0 0.18
e 30 0.00000003 17.9 52 0.29
400 0.000000400 12.1 8.6 071
800 0.000000800 10.9 49 045
wa 'l 20 0.000000020 19.0 8.2 0.43
400 0.000000400 12.1 45 037
800 0.000000800 10.9 38 0.35
yuwily 20 0.000000020 19.0 8.1 0.43
400 0.000000400 12.1 33 027
800 0.000000800 10.9 4.0 037
waanul 20 0.000000020 19.0 10.2 0.54
400 0.000000400 12.1 24 0.20
800 0.000000800 10.9 1.9 0.17

=

= A A J gy 0o d My a 4
NITANYIAITININGY 2 z‘llll,ll‘ﬂ o miWJumUlﬂ LlazﬂWﬁ‘Vl”l“]ﬂllﬂ LUBDAIUANTISH

a

o

#10819 SRM 2387 peanut butter 181U TR HazsenINIU  AudeuuninasFIuduing
@ ' [ {n ¥ [

INMINABY % RSD, (Meluiu@fen) uaz % RSD, (52111931) uaz laninmsfiuimain
. .ooa Y Y Y o o v

Horwitz’s  equation NAINUVNUUAIG Taeldaunis a.1 uag 2.2 Muday 14 expected

%RSD, Uag expected %RSD, 1AL 1WIAIUIU HORRAT MNTUNIT R.3 HANTATUIVULEA

1

Tumsei 2.3 wumsiaszimeludu@einazszninedy  UA1 HORRAT Uegnii 2

4
d

H v Vv
wanInNs IRz HHTANUNsaluMININE]A (repeatability) itazm 31197 1 (reproducibility)
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M3 A3 LAAINANTAINIY HORRAT V09N IIATIZHAIO819 SRM 2387 peanut butter

Meluiu@e) (intra-day) 1ag 521121954 (inter-day)

wilad10819 ANuTNTY C Expected Expected ~ RSD, RSD, HORRAT
(Wg/ke) (concentration ratio) %RSD, %RSD, (%) (%)
Tntra ~day Fufi 1 87.0 0.000000087 15.2 - 47 - 031
Intra —day ":l’u‘ﬁ 2 87.0 0.000000087 15.2 - 33 - 0.22
Intra ~day Sufi 3 §7.0 0.000000087 152 - 13 - 0.09
Intra —day Suii 4 87.0 0.000000087 152 - 24 - 0.16
TInter-day Fufi 1-4 87.0 0.000000087 - 23.1 - 5.9 0.26

d Ly
2.2 HUANMIEONTUANNUNY (accuracy) [56]
' an o s d I ) £ s
anuutureaI s zHuaadlugileosFudfundy  (%recovery)  Funmainis
gousulosiFuaaundy 1dTuuIn19811UA9IN The AOAC Manual for the Peer Verified

Methods Program (1993) AQUEAIA1T 1

~ s o s I A o A o Y Y
MITNN 2.4 lﬂﬂlcﬂﬂ]iﬂ@ujﬂlﬂﬂﬁl“ﬂu@]ﬂuﬂﬁﬂ (%I‘CCOVGI'y) NITAVUANUVUUVUAN

STAUANTNTY % recovery
100 % 98-102
>10 % 98-102
>1% 97-103
>0.1% 95-105
100 ppm 90-107
10 ppm 80-110
1 ppm 80-110
100 ppb 80-110
10 ppb 60-115

1 ppb 40-120
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A v v A o T A
msﬂizmummgnﬂmuaz‘uNﬁummmwauummmmaﬂ

a %
%.1 mﬁﬂﬁzmummgﬂﬂm (Trueness) [56]
A wasA 1 1 a L Y A Y 1 a 9 1
Trueness ABAMANTANUIVONT HANTAATIZH INdIRBInUAII5INTRENA THU
1 1 1 d' z:' 9 a o 1 a A "y a A 1 4'
ANVUANAIITEHINAURAEN 1F1NN13ATIZHAVAIT I TOA1919D5 871 AT BAULY
. a ada =R o 9 = = a v 1
(bias) M31/5210Y trueness ¥DIITAATILH I 1@ Taemsilssueurannms T IzvnUa
a A "9 a 9 Qad‘
9591150101994 laglFananmuizay
a =) = o 1 a Y aa d' [
M35 trueness 1agnlSeuMeunUA1959U09 SRM 1A l9ana t-test NTLAU

AMUTONU 95 % lagfMuIua1 t 910

_ -
(SD//n)

¢ (¥.1)

S o ' ! . _ : 4 .
1 UOATAIUTENIN bias (=X — 1) FUUAAIDIANUAAIANADULUVL systematic

error NV standard error [ SD ]
Jn
A 4 a =} % a
l,l D AN IDATD IO

— 1 4 a o g
X ﬁ’ﬂ ﬂ'llﬂaﬂélJENN'dﬂ1i’Jlﬂ§']$W n A3 1ag SD

Y Y
=

= = ' Ay v o o ' .. ' =< 1o
nlSeuiion a1t AldnnmsAiula e critical (t) 91NA1919 MUIUBYN confidence level

@

1azA degree of freedom (df) 811t Wooniit, uaaedlilinnuuanaedieiivedidmy
FLHIN ADINNMINAABINUAIDTINT DA191994

MINTIIUATILHAIDE19 SRM 2387 peanut butter 5]4;@5 $‘Ujh reference concentration
value vodasezasanlud iy 87.0 £7.8 lulasnTuden Tansu H1nsasa9nszHany

Y Y
YUADUIIUIU 7 1 LEAAINAAIAIT I
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1 a a o o 1
M v.1  uaaelsunaezasarlud lu@ieg19 SRM2387 peanut butter

§eu YSinaezasarlua (lulasnsudeonlansy)
1 91.4
2 79.5
3 81.6
4 83.7
5 82.3
6 85.9
7 81.5

Anay 83.7
SD 39

83.7-87.0

MIAIUIUAT {= 22

(3.9/47)

A1, 910A15190 5.2 Taoidon df = n-1 = 6 wazNszauANUEFIN 95 %  ldn ¢,
w245 anmsiuim laglidesmiisdunTeenine wenlSeufeutua L, wudne <

1 VA Y a <Y Qdd'o @ 9 3 ] J VoA
Llﬁﬂi’ﬂﬂﬂ/]]lﬂ%1ﬂﬂ13’3lﬂ51$1’iﬂ'JEJ’J‘ﬁ‘ﬂfﬂa\iﬁi’mﬁ@ﬂﬂ’f]'mgﬂﬁﬂiuulliJLmﬂﬁ1\ﬁ]1ﬂﬂTVI

'
@ = @ A Y

Y
o ] o o ' a o 2
luSusesszy edniiiodinny NszAUANNTONIU 95 % 1AAII trueness Y9I BHoDN5 1A

5]

4 '
¥.2 PMSHIYIVDINNNFDNYU (confidence interval) VYDIAUNAEL [56]

v
Jo o " o

a Y 3 o Y = N~/ 1
ﬂﬁ’JlﬂiR‘H’Jﬁﬂ@’JE]EJN“]ﬂC]ﬂHﬂﬁHJﬂi\W]ﬂ“ﬂ!ﬁTﬂiﬁJﬂ'l X cdmﬂumﬂizmmmm M

a

_ t*SD

Cl=Xx% (%.2)

{ 1 { a 4 LY @ 1T A [
AMITNN ¥.1 ANURAIVDINANTIUATIZH 110D 83.7 TuTasnsuaen lansy SD
"o "o O v A A A o A 4
I 3.9 HaE n AU 7 H1 B3t 1A91AMTNN ¥.2 TaedonNIaunNuEeii 95% uaz
df v 6 las ¢ i 2.45

v 9 * v 1A 9
AU CI= 837 i&fig =83.7+3.6 luTlasniuaenlansy
7



15190 %.2 The t-distribution (two-tailed)
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Degree of freedom

Confidence level

90% 95% 98% 99%
1 6.31 12.71 31.82 63.66
2 2.92 4.30 6.96 9.92
3 2.35 3.18 4.54 5.84
4 2.13 2.78 3.75 4.60
5 2.02 2.57 3.36 4.03
6 1.94 2.45 3.14 3.71
7 1.89 2.36 3.00 3.50
8 1.86 2.31 2.90 3.36
9 1.83 2.26 2.80 3.25
10 1.81 2.23 2.76 3.17
12 1.78 2.18 2.68 3.05
14 1.76 2.14 2.62 2.98
16 1.75 2.12 2.58 2.92
18 1.73 2.10 2.55 2.88
20 1.72 2.09 2.53 2.85
30 1.70 2.04 2.46 2.75
50 1.68 2.01 2.40 2.68
o 1.64 1.96 2.33 2.58
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= a a d A v
ﬂ1§ﬂﬂ‘lel1ﬂ]ﬁgﬁy!ﬁﬂi’)gﬂﬁ'i;nllilﬂ!?»lﬂﬁh!ﬂ"i\‘]

< a dal A ¢ ¢
4.1 nsgin 1ile .- ezasaluaifludumesueaauaumsa

v
YUADUNIINADDY

mIoNEITazaIeAIg1uANEITaYaIoNIATgIUeZAT A1 luA luEITaTaoNa

A g

wmuealuii 70 % TasdSinas18Tidudy 40 Tulnsniudedas (lufidumoesuoa-
AUAUMIA) 1ATEUT LI 3 1 (No. 1-3) WensazaieTieions g 07 Taaans aslurin
derivatize 1T adaoudalulasnunio maotoondt 20 Tulnsdas vntwdui
S 0.7 Taddns Tadh fludransewmauaisdmiunasanaastlszuia 1w n3oq
a1sazaei 14k syring filter ¥ilaTuasuuma 0.45 luaseu 1hlasa93ns11ae Le-
ESI-MS/MS

=
WANIIANH

T
=

P o o VA ) {
adunsulnasgvesnnuduiusszriniunldiinvesasnaule (m/z 72/55)
o Yy 9 9 . . ad o w
N ANuEuTUYIaTazaeNn gL lasldaun150a008 (regression line) IAATMAIA04

UooNga (the method of least squares) lAaUNT y = 43188 x + 47318 duilszanimsnaduls

2
(R") =0.9989
v 9 vl vl 7 Py éslyzg s vl I’
anududuvesozaian lua wunlddinvesezasallua 4000000 —-
(Heh (m/z 72/55) y=43188x + 47318
3000000 ,
0 0 N R’ =09989
o
-
2 93800 % 2000000 -
5 311000 2
1 00
10 470000 000000
20 947000 J J J J |
40 1820000 0 20 40 60 80 100
80 3470000 conc. AA (ug/l)
a 4
WanN13UAIIETH
A dqua a P v v a 2
fiuildfinvesezasan lud Anututuveezasal lud
(m/z 72/55) nnnsWhinasu (Ugl)
150281900819 No.1 1350000 30.2
1502018729019 No. 2 1340000 299
302018729819 No. 3 1240000 27.6
e 29.2
% recovery 73.0
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P Y2 a d g a J d
4.2 ﬂiﬂmﬂl”ﬂ d3-i’JZﬂﬁﬁ'I]lNﬂ!ﬂuﬁumﬂiuﬁﬁmmuﬂﬁﬂ

Y
JUABUNITNADDY

w3 suaTazaeAIRdIANAITazaeNIATTIUeYAT a1 lud lumsazatenay
winuealuih 70 % TasUSinas1iTidudu 40 lulasniudedns uas ‘d-oxasarlud it
20 T TasnSusiodns W3eus U 3 91 (No.I-1II) ¥hansaaefig3onsmiu 0.7 iaaans
2l derivatize ThlduradaoufauTasunie Iimaeoondt 20 Tulnsaas a1
b 0.7 fiaddns Tarh Tudondomauasdmiunaoanaaonlszaina 1 1
nseaEIazatof 18 syring filter wilaluasuviia 0.45 luasew 1 liasivdmszias

LC-ESI-MS/MS

=
WHANIIANHI

=

Y
' o 1 a O
ﬁ%j1\1ﬂ‘i1V\|3J1@Ii§1ui3"(7')1\1’6]@51’5’131!‘1]6\117\?1!1/] gl}ﬁﬂell0@ﬁ1§ﬁ$ﬁ1ﬂ®$ﬂi’d11hﬂﬁ@

9y 9

a 4 @ 1 a J
auméﬁuaammumm tnuy) Llﬁ5’E'JG]51?{’31-!‘110\1?1’3111lelll‘lluﬁﬁﬁga1ﬂ6$ﬂiaflllﬂﬁﬁ)

a J 4 Y o a v A 2
DUMNDIUDATLUAUAITA (LAY X) llﬂﬁllﬂ]‘i y = 1.10x+0.0007 duilsedanimsaadule R) =

0.9994
ANt uUDa ANUTUTUYDS SIERGPITRTGN uildfnves fuil&fnves SERGPITRTGN
azasan lud “dezasen lud (15) amdudu zasa lud “d-ezasen lud (19) 137
(Lg/) (L (m/z 72/55) (m/z 75/58)
0 40 0.00 0 2160000 0.000
2 40 0.05 93800 2010000 0.047
5 40 0.12 311000 1840000 0.169
10 40 025 470000 1900000 0.247
20 40 0.50 947000 1670000 0.567
40 40 1.00 1820000 1660000 1.096
80 40 2.00 3470000 1570000 2210
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2500 T

12 y = 1.10x + 0.0007

= 2000 T

= 2

2 R =0.9994

O 1500

St

<

=

o 1.000

2

2

=

£ 0500

0.000 1 1
0.00 050 1.00 1.50 2.00 250
ratio conc.std/conc.IS
a o
WANITAUATIEH
Y A dqya A dqya o ' y 9 A
Anudutuves | wunladinves | dunlafinves AUV | ANUAINTUN
droznialud | ezeSailud | CdoezaSanlud | dWwiildda a8
(Ue/) (m/z 72/55) (/2 75/58) (W)
1502219729879 No. I 40 1310000 1170000 1.120 40.7
1392019720819 No. 1T 40 1340000 1240000 1.081 39.3
1582a18A2981 No. 11T 40 1320000 1200000 1.100 40.0
1nae 40
% recovery 100
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a d a a
Nﬁfn5ﬂ5JC’D3!ﬂ513?11.]33113463?15%11“34&11!611’115

.1 6]]‘1—!NéllU!ﬁﬂ?ﬁgﬂmuﬂﬂﬂﬂiﬂﬂﬂiiﬁmﬂﬂ

t:‘l a a L d’l A [~
191979 a1 ﬂiuimﬂ%ﬂianuﬂiuﬂluﬂﬂJﬂmEJ’JW‘J’t’)"’lll!il’f)‘Uﬂi@ﬂﬂiiﬂq%ﬂxﬂﬂﬂu‘ﬂﬂlﬂu

Ysznnanmuingau

WSnaezasarlua (ulasniuaenlansy)

ez I lnanaz il Sufiagie Fauaz
uilaandm uiladnlna udashuel$a T
263 31.8 604 363 141
88.3 488 897 60.9 48.4
276 202 1,336 783 283
439 Ylon120.0 2,016 85.7 laiwy
57.0 95.8 3,466 Yound130.0
20.1 2.7 701 o8n1130.0
761 laiwy 528 Youn3130.0
59.2 63.6 2,676 45.1
Taiwy 577 1,398 131
Yoondn 20.0 432 49.0
81.4 25.5 60.0
75 47.1 laiwy
296 108 43.0
234 200
95.0
57.2
415
1IN0 14 17 9 4 13
ﬂ'mﬁqrﬂ (Mg/kg) Taiwy Taiwy 528 60.9 Tainy
Agega (Ue/kg) 761 488 3,466 363 141

AuisegIY (Ug/ke) 67.1 57.2 1,336 82 43.0
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a

Q

PSinaezasanlua (alasnsuaenlansa)

k3 Y
wazntlenndn

)
U INDN

5P)

44.0
259
Yoondn 20.0
Yosnin 20.0
Yoonin 20.0
58.9
30.6
137
139
240
1081 20.0
21.9
41
65.3
207
27.3
29.3
286
347
219
40.5
Youndn 20.0
Yoondn 20.0
Yosnin 20.0
242
37.8
1o8n1 20.0
98.7
117
49.4
272
166

70.7
136
457
2438
50.6
34.9

56.2

53.7
9 '
198131 30.0
18n3130.0
53.9
33.8
34.7
56.0

Teeni130.0

F1IUAI0E9 32
ﬂ'nﬁﬁqm (Ue/kg) Woena120.0
Agaga (Lg/kg) 347
ANiBagIy (Lg/kg) 42.5

24.8

496

63.4

8
Y U
Hoen3a 30.0

56
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a a d a d
.3 muui‘h vane UAININe I ﬂqﬂﬂ!!ﬂ%!?!ﬂﬂﬁ

d‘ a a I a A J dy J
19199 a3 ﬂiﬂWiuﬂ%ﬂiﬁf{h\lﬂiu‘ﬂuNﬁﬂ UANA LUATNINDT ﬂﬂﬂLLﬁZL’JW\I’E‘]i

PSinaezasanlua (alasnsuaenlansy)

486
403
198n3120.0
2.8
266
171
240
39.3
Tainw
23.7
45.2
97.2
123
fio8n3120.0
Tainy
i98n31 20.0
Tainy
24.0
111
55.6
234

1e8an1 20.0

134

303
F1IUAI0819 24
anehga (Ue/kg) Taiwy
mgaga (Us/ke) 486

TG (Us/ke) 50.4




135

a4 wlsuvlsea

M59n a4 Usuaezasarlud lumlsusea

PSnaezasalua (alasnsunenlansy)

220

482
ImIuAI0819 2
anshga (Ue/kg) 220
mgaga (Us/ke) 482
AiBegIM (Us/ke) 351

v A Y
ALS SUYNFDINIIUY

d‘ a a L v A Y
19190 a5 1Jimmazmm‘lmiumgwwmmnm

PSnaezasanlua (alasnsuaenlansy)

28.6

446

154
FIuAI0819 3
andhga (Ue/kg) 28.6
mgegn (Ug/kg) 154
ATBegY (Us/ke) 4.6

.6 vzriNnadusazl

y a a AL o &
ﬂ]‘iNﬁ 1.6 ﬂimmazﬂim"luﬁsluuzmﬁﬂmmgﬂ

YSanaezasanlua (alasnsuaenlansy)

136
166
203
190
137
103

1IN0 6
anehga (Ue/kg) 103
Mgaga (Us/ke) 203

TG (Us/ke) 152




136

w Yo 1 v v
.7 Nﬂ!!ﬁ%ﬂtﬂﬂﬂﬂ1uﬂ5%u3uﬂ1511’iﬂ'313~|§@1!

a a a /q YA v v
AN .7 ﬂimmazﬂimhlmsluwmmzwa“lnmmuﬂizmumﬂwmmmu

PSinaezasanlua (alasnsunenlansu)

152
34.0
60.4

9 '
o8n120.0

628

Tainy
32.8
Tainy
Tainy
315

v
wWosnd1 20.0
Tainy

1o8n31 20.0

Taiww
357
laiwy
Tainy
F1IUA 0819 18
n'mi"vqe) (Ug/kg) Taiwy
gaga (Us/ke) 628
A (Us/kg) ieen3120.0

a8 muvlduiogy

med a8 Usmaezasan ludlumuvdusag

WSinaezasanlua (ulasnSunenlansy)

372

409

404
SmIuAI0819 3
AN 190 (Ue/kg) 37.2
mgaga (Us/ke) 409

AIBgIY (Us/ke) 404
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