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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 (ZdJ—acrylamide) 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 LLlg/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 Llg/kg, the limit of
quantitation (LOQ) was 20 Hg/kg for all matrixes except the peanut was 30 Lg/kg and
correlation coefficients (r) for calibration curve were typically better than 0.999 at level 2-80 Lig/l.

The analysis of 161 processed food samples that acrylamide levels ranged between ND (< LOD)

to 3,466 Llg/kg.
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2.1.1 paautiamamanmuaymanaiivesasezaimlud (CAS-No. 79-06-1) [16,18]
a P . A aA W P i
prasallua (acrylamide) NIDUBOWDILMUDU 2-propenamide, ethylene
5 7 § 2 ; i . ; g
carboxamide, acrylic acid amide, vinyl amide L1Q& propenoic acid amide Lfluimﬁqmmﬂm nu

yaaluiana 71.08 M1adu gasluana C,HNO gas lassaimaniiuaasdegii 2.1

A W d a P ay a a ~ 9t
1y ﬂﬁmzlﬂu‘ﬂﬂﬁlwqﬁﬂl??ﬂqmﬁgﬂﬂﬂq ANSALDIYNDUNRNY 30 DIA UV LT ﬁgﬂ'lﬂ\lﬂﬂiu
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k4 v 3
A o ]
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= = r e 1 9 9 ar o ci ldﬂ’: (]
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U

79071 84 DIFUTARTUH
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gﬂﬁ 2.1 Tﬂsm%’wmamﬁ&lmazﬂ?m"lmﬁ (chemical structure of acrylamide)
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2.1.2 anuilufivvesmsoza3allua (Toxicology of acrylamide) [3, 29, 30]
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a a o 1 r.? v W &L a Y ) ] a o A o a a
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L
1 s =) ~ s ) o os ar A _ o/ 1 ar
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/\[( NH, D\ﬂ/ NH,

[o] ]
Acrylamide (AA) Glycidamide (GA)

o] NH t]\l\)
7 f?’ 2 ”\N =N
OH
HN N
W
H,N){‘N N

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

Y a 4 =Y
g 2.2 Tnseadavesmsozasan lug a5 lnagan’lug 5o 2, 3 — epoxypropanamide LAY

glycidamide -DNA adduct [2]
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ﬂ;]ﬂitl’lmﬁa‘liﬂ WU dicarbonyl-assisted ~Strecker degradation YRIUOANITIIU UM
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. =) o & ;v é'l o Y a a o A 1
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Aamsozasaluddszuna 1,700 siudlefeutumsfamstinnmsuonaaiiadisnamuion

YOIETLUDAWITVUNBIDE19IAY?
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H?"‘C Hy=C—NH; +  Glucose - > H ZC=CH-(IZ|:—NH 3
NH,
Asparagine Acrylamide

JUn 23 waaamsiiaezasan ludnidannnsaezi Tuueawisiuiung lae [31]
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a a a‘é = 9 L I [N dy
(precursor) Tumsiiaezaiallua PINVOAUUAUUA N AU
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- Tuanavesweamsiull Inssadalndifesiu Tuanavosezaian lua (319 2.4)
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3U7 2.4 uemslnseadisveapamsiiuuazeyaia lud

Aounfiandeoun i sty asmdundnvesezaimlud fie seawrs i
wagswaumanamseraia ludsesasinfe milianueunnmsueamiuedinfon
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14799499 Umano, K. 1182 Shibamoto, K. e diezasan ludiAasimitiuag
astlsznovluemsiiil luTasmuiiueasisznen nfiwesea (glycerol) Aat0fIda6AI
Zow'l8oz Tnsau (acrolein) MmiuiAal §ASmeendindu1dnsnoza3an (aerylic acid) qavhe
falgaserszninnsaszaianduuonTwile Feldnnnisaarsdidroanudouses

msdsznound lulasiu Mildiiaezaiarlud [31] fagui 2.5
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H—-?—OR C ?
H=C—OR —— -=-=- » H,C=CH-C—H —  H,C=CH-C—OH
H—C—OR

H Acrolein Acrylic Acid
Triglycerides

NH;

i
H,C=CH-C—NH;

Acrylamide

t:i a = o ar Y
sUf 2.5 uamamsiiaezasar luaninmsamedlvesluiu [31]

as a { a a a d v aw

Papiulifnuudednneaduna lnnmsifaezaian Tua 1w 91U330v83 Zyzak taz
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Aa o a A @ ) o q ¥ a . o w o s
afiasueia Wensldanuieulaziia Schiff base uazfivaniivenlasenladosn

v

910 Schiff base MU MITAIRADEATA1 lUA 14 TagassnnmsUisovinvesdiiunions
a aan o o Y a . " 3 g s
inalgnsenlalas lad (hydrolyze) M11ifin 3- aminopropanamide 9nMuIzAAIwH IABYTA

wouTuifiveen iadlumsezaianlud (G1# 2.6)
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NH NHy
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¥
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[ o > a a 1w aaa S| '
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i a . o vy ¥ Ve A o w o '
Amadori product AU Schiff base (Tlﬂﬂllﬂ oxazolidin-5-one) Wemsan1svou laeen lae
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0 o]
M@ R )k/\ R
HoN T/T — N rIJ/\"/
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nsaozidTu TusdAu arsTulamse wazdffsouvamiasynitansaeziilunie TusAuuaz
i llamse oz Tasdwilumsdsduiiiullldnilfifaezaiarlud wunshulfase
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funewTuiodasz(nnsaozii ) awnsonldonez Tasauliiduezasar lud
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2.1.4. BnamsezasarluaniluermsuazalSinamanlasuainerms [3, 7, 35)

Ey v
wasa ety NFA vesaimudamodeyamsnuasiiluemsidrsianae

=

=Y 4 g o o a A
gl udeumyioy 2545 Uszmadud ldmmsdrssermns ludszmaauoaiui ladeya
3 o = v aw = = =] a @ A w
aeandesfumsAnyveninitoatiau fie wuluemsneanieoy lasmmziudimieiu
wa vupilaezvuuilinseu narwdiedranusuisgannndt 1,000 Tulasniudenlaniy
a 9 9 o 1 = Y 1 w
anzivine FAOWHO ldsausiudeyanisdisisermisvesdszimeden i ldnanonu

Uszauiio 25-27 Igu1ou 2545 AUA13199 2.1

al a a o = d & A = d o
M1919N 2.1 'ljiil']f,u'ﬂzﬂiﬁ'IbLﬂJﬂtluEl'l“rﬂii]']ﬂf*lﬁﬂ”ﬁﬁﬂ'ﬂ'l‘ﬂ@\?uﬂinﬂ TAUAY TIALYDILUAUA

DINY LUAZANTTOTN [35]

aMs/NgUHARS T Ysunmezaimlud (lulasnSudeilansy)
Aundy fAnan ARG $1UUAI9019
Crisps, potato/ sweet potato 1,312 1,343 170-2,287 38
Chip, potato 537 330 1puN1 50 -3,500 39
Batter based products 36 36 Yiound130 - 42 2
Bakery products 112 Yiound1 50 Yiounii 50-450 19
Biscuits, crackers, toast, bread crisps 423 142 10031 30- 3,200 58
Breakfast cereals 298 150 Yosnd 30- 1,346 29
Crisps, corn 218 167 34-416 7
Bread, soft 50 30 Woundl 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 Yeun3150 - 70 3
Chocolate powder 75 75 Youna1 50 - 100 2
Coffee powder 200 200 170-230 3

Beer Youndn30  1leundi 30 Houn1 30 ]
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o 1 o ar ar A =) ar 1 ar
(thIﬂ‘iﬂiﬂﬂﬂu?ﬁuﬂﬁ?ﬂu\‘lﬂiﬁﬂﬁNG]E]TL! )*

FAO/WHO 0.3-0.8
EU SCF 0.2-0.4
BfR, Germany 1.1-34
BAG, Switzerland 0.28
SNT, Norway 0.32-1.35
AFSSA, France 0.5-2.9
SNFA, Sweden 0.45-1.03
NFCS, Netherlands 048 -1.1
USA 0.43 -2.31
UK 03-1.8
JECFA ]
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* 993 flo mytszdiulasududaainmsus Tnamde e ga

anigowsnilan USEDA 1HOUWSA1581529591 3 429 Ae dapdeiifvniou 15
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Routine sample analysis/quantitative studies
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d
2.2.3.5 dumesanuunsnule o (Thermospray Interface) NIZUIUNITUDI
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Sumosimauunil Ysznoudie 4 Tunau Ao
n’/’ = { a g
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& o a P
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' o ~ o P . 1 3
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4 1 Pt 1 = [ s
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To vacuum pump
for sclvent removal

_________

Vapour thermocouple

=
l. l
Repsilsi \_;_2___!' L , % Mass spectrometer

Filament = ‘E‘E.% I rj‘;’lrﬂ
-

Thermospray
vaporizer — >

NN
Tip
heater ~ Corona
discharge
HPLC electrode

eluate

gil‘?l 2.14 duwesauuunulodou (Thermospray Interface) [36]
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9813 luAquIATD
- M3% discharge electrode 1ag filament Tuunaswialeoounuunulodou hld
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a d s )
2.2.3.6 Bﬂlﬂ@ilﬂﬁklﬂﬂﬁ!ﬂiﬂﬂﬁ] (Electrospray Interface, ESI) %m‘ﬂumﬂuﬂ
o 1 P Y 9/ d'l =) o A =3 e as
mahduiivenlden HeLC  iWuaTeumaminInsiimesinondn looouianuau
: i ;oA ya ¥ w, da el
U35871017 ( atmospheric pressure ionization, API) Tﬂﬂmummﬂ%umummaauum‘vmmﬁ
o 1 o { IS I
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o o . b Yw
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&£ . a 4 . . i
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= 3 :j H ] =) > =Y { 1 Y] [l =Y o {
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Nozzle Skimmer
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3-4 kV
To mass
spectrometer
HPLC
eluate
Counter —
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Atmospheric 2-10 0.1
pressure torr torr

‘i.lﬁ 2.15 aumaﬁmmmu s Eﬂﬂ“ﬁ‘l (Electrospray Interface) [36]

M35211u 990U (ion evaporation)
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Droplet contains As the solvent At some critical In vot_alile 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

UM 2.16 uwumMnuAAINITZIMY lDBOU [37]
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- est Wlumaifaless luadun hiquuswi i 1dallGdvedTuana luilaou
¥
=S o B 1T o =Y @ =

wawzdoyalnssadiniainezm1dliie  undsduialoseuiuy ESI Huaszndadoya
9/ as ] ] d‘ v 3)3 ad
Tnseadrannmsuanduiiulosoudiutesh cone-voltage uamilnas IAruszulanasn 35

g =
wdilymdenms MumuduuuaannInsilines




27

1

2.2.3.7 dwmesiauuunanloseumanlina1NAUD 381019 (Atmospheric
{ 1 o a =1
Pressure Chemical Tonization Interface, APCI) yamadfinen 1d91n L gawuih ldinady

o = | A& o 9 ar 1 1 g e c?:
WU@%UTﬂLﬁﬂiuﬁﬁ@ﬂ!"’lﬁTlJﬂ‘ﬁ'%}ﬂu mﬂ'ﬂﬁﬂ’]iﬂﬂ')ﬂﬂ’]&i%lﬁUﬂUWq'i'ZIﬂL'i ’Jﬂduuimaqamm
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#reduialiignian YfAsomaniiianuduussoima ves APCl  Aegiii 2.17 1iu
i a aaa + 2 o w
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/a a .5 = as +
mamsaininaIL 149 INHANAABIYDY Huertas 1A Fontan  losoullgugivanfaN,’, 0,

=

% o — | a 4 a i
H,0" uag NO' MiAnduaInnsgnaudsdiannson Fa91ann3ouTl 1411970 corano ILHARN
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yosomirluanmnadeufiuians ualuuvaswda leosunnududuvesailadiagye

sz Ansn s AR89 corano discharge
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NO H,0! Ny 0
+
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A
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H, 0
2 v
NO* —>  HO C
H,0 H,O) H,0)
Y Y o 4
+ H +
NO'(H, O) HeO' 2 0x(H,0)
H,O H,0) r
N H,0 :
NO'(H, 0), H,0(H,0 1< 0,(H,0),
H, O H,
Y o
H +
NO'(H,0)q (—= Hy0(H,0),
H,0
H40(H,0),,

5N 2.17 uwumwuaRl§Tu APCI (37]
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msazmeddniegnanlsirm Apct Tavsuainmsviuudal/lunasawsiiniou

@ o =Y

o a " ; ' = {
HUﬂﬁJu’lﬂlﬁﬂ’Uﬂﬂﬂ'J?JUW\‘]LLﬁﬁﬂ'Jﬂ‘]ﬁgaWUﬁWfﬁgi]']U1Uﬁﬂi’)‘ﬂuuﬁ$§$£“ﬁﬂflU?Q??ﬂli?ﬁ@‘ﬂ‘lﬁﬂﬂ

U

3
=)

fraa maszme iguussidetlestuTuanadand misialese lumduves Apcl e
170190 corana discharge needle iogasauSImUawvsIaoAs i Tuanadietinzgn
Tope lud laumssuiuiienud lossuiifannms lese lumduves Tumnaveu e
Twanavesiaiazaisiignszimesziialess luddilusionudlooou (x+H] Tulnua
U529U90 (positive mode) 1Az [X+H] 11 Inua152901 (negative mode) Fienudlossuiios
¥ lmanavesdetuafesioamsvuiusionudlooou (317 2.18)
Tuianavesddeonavzgnloes ludriunszuiunisarsTouTdsaonlulnua
Uszyuan uazteToudianaseunie llsaoululvnuadszyay WasnUYRINTZLIUMS

z,ﬁﬂ%aa"luw%'umm APCI 2211910 5¥U IUEAN1IZANUAULTIOIMA

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

Plate
Sample
M ® o ® 0 @@

—y O 0>

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

Discharge Needle

al a aa o
31]1'1 2.18 LLH‘HﬂTWLL’CTﬂ»‘Iﬂ'1iﬂﬁﬂqﬂﬂﬂuﬂwlﬂﬂﬂﬂ'ﬂﬂﬂuﬂi5U'Iﬂ1ﬂ' (APCI) [37]
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" ¥
- apcl ShumafinfindnTeseunun liguuss SaldfnymdTinaniminluana

vosasnaulald

¥
= ' o oo ow

_ apcl susaldldfusasinis nagafis 2 Saddasaemi daniudsanninao
[ % . 1 o a A
sunodund HPLC Aflvunaduriuguinaisua 4.5 Tadwns 1d
1 4 = @ i
- APCI dnsanuaemmatouiiutivivles lAunnduwy ESI
. aPCl snsonudemsnlasundasaniizang lumsnaass ldinnaduwy
%] A oA o o
EsI asa il madouinszuuuunsdoun 14
Y A = a =Y u:ly
Joidvypadumosiiawsiiall
- ailnasii1dain APCl filloppuiifinein adduct vosmshaulafua
Al a oA = da o d ' = = = 1 +
mAsuinTe Tuavheoosounsd wu uen luilvuosdinn vziilessu 19U (M+NH) uag
. A
M+CH,co0) Fuiluglassalunmsulanavesanlnas
3 3 3 i A as 1 [ 9 g/
s ma:ﬁ;aIﬂimsNuum%mﬂmmmammﬂﬂmﬂu%aaumuﬂau"lﬂuaﬂ 819
=1 a o
uATav Tasldunuduuyaailn Insiines
¥ [ v
- figasims Inadnnaiudsednsnmues APCI w2l eunsamanuduiug e

- misfaulafignnsafalszylumsazaneIdes limuziumsld apcr

2.2.4 wnamnInsfimesuuumunleasina (Triple Quadrupole Mass Spectrometer)

Jammdnvesumania Insfimes Ao Iadrdalunsdinaizimsnan mailn
unudunuaaln Insiimes (tandem mass spectrometry, MS-MS) %z‘ﬁ’muf’fﬂmumﬁ fafl
R TE AT RGAY, 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 wﬁﬂﬁﬁﬂu"l%ﬁuadmmé Ao triple quadrupole mass spectrometer “‘%s‘l
Jsenoudas aaeaagTna 3 §u e Q1 imihiifuinTesdauunuaa Fretragai Iidaiiy
Yopou du1sfanenuIafiaeants 14 i leeeumariiozde i Q2 Hamihdivild
loopui'ldan Q1 umﬂﬁ’uﬁ'mmﬂgnmﬁmﬁwmmwuﬁ’uﬁuuﬁ"am{ﬂau (collision-
induced dissociation, CID) 1255 lepoudiudosdduiiudnyasmmefveamsaiedia

wazgndauunuIai Q3 udimsnaeudaanudell (U 2.19)
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Detector

M332-Qa
Collision cell

Source where
ions are produced M351-Q

MS3-Q3

g'ﬂﬁ 2.19 LUHUATWLLEAY triple quadrupole mass spectrometer [36]

= a . o d
wyamalnInsimesuuunlean; Iwaiie) (single quadrupole) vzuun lopouiiilu
Funuves Tuanamsdsznoudietialaserfunanelssyimne loseniiliuladenssy
¥ 1l
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4 iou nsAadennudanuing (RF) uazdnd IWfhnszuanss (OC) unuvialanzudazg s
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wldRaaun i egavlurrienuouwavesunslanzimaiil Tavvuegiudaaiu
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1 1 ] o ' dy 1 1 4 {g a
yo4loooudreqmumuianolszyganiedni i1y 14 dawleseuduaiinezyunuy
ursnnenns Inauazgniiaoenlilnnnszualesey lumelfifudrennsoaunuldiiios
1 :: i o ' 1 " '
Fradu 619590157 19U FuaunnannAmIarelsy 2-260 neluaniesndt 100 ms
o o 4 ~ 1 1 { i
wazansadiuding RE/DC ioidon losauiifismiadeyszyawiidesms il
a oo 1 A Y o as ' a
auyfdotenandil 3 Tuana 1dun R, M waz N gmirlds undendalooou
; 2 o = : . o q 9 a
(ion source) Faaziunsihliifalooounu ligunsa (soft ionization) i lvifa lovau R,
+ + = v e ' P . :
M uaz N° (Ui 2.20) Teooumaniinzeglugi leoounialuana (quasi-molecular ions) e
@ o 4 & ' " - = =2 4
fufunilallsaeunsewnaitazeglulnuaissquan (positive mode) MIBNITAINUI

Tsmeuniennnimsemssudianasouszey luTnuailsyad (negative mode)

SAMPLE IONIZATION MASS DETECTION
SEPARATION

R R — RV R

M B MM m i :Q

N N —» Nt Nt

51011 2.20 MSUUNNIAIBIWNETN R, M g N [37]
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¥
Foyavaslasardveamisdiniinniienldvinnsuandandu loveudiudes
3 '
o 1 . = a a a o
(fragment) ¥041080UAIAUNTD loBOULI (precursor ion) TutFNMUsnMAATUM s YUAULAR
.:ﬁ d. [} U . 3 yv ~ ' R 3
WINVYTLHIN orifice  UAL skimmer ATLUIUMITHUAITENIT collision-induced  mass
A a d? 1 = & . [ A
spectrometry (CID/MS) lovpuiifaduluuvawinlooouszgnAeriu curtain YanmADY
udaliion optics housed TuripsmilusyuvugaaInia aleaag InavzAaunuIaluszY

1

= [ | a T o o WY o
gaanmaianudwnzgalunmsdadon lesou Taverdsuindeiszy leooundauunlaing
o o ° a  w a @ =
Amames uozsuiuAmamesizi linawas (pulse) ¥DIDIAANTOU WoXDIAAATBUIZYN
d o ) aa o ~ o o
wunasldsudyaalfiduinuaiaea Fyuildiuuienlessuiitu ldvzasandes
Y { ¥ Qs 4 = o
funalessu deyai lduzgndionoa lfunTesmeuiunes annsauaaaiiuunamings
i ) . . P A a @ &
Wanua AU (intensity) ¥03 lopsuininserawlesowifivudunamsenszudlooau
593 (TIC) WMyununal
a L4 . P = o
unaaln InsdinesuuumunIoaag Ina (triple quadrupole) lasfinlvaag lwainm
- o o { a o

wih#ifauenuaa (Q1 uaz Q3) vxgnueneena Ny Iasaloaa] Inamiian s vuvsLnd (Q2)
té ; =t =1 ] = o -; o :; Y 1
G3nd0aag Inatlazdl RF ifivasdiufer nanmsnugiuues MS/MS Aegln 221 feds

Cl o i b é
voanauiivsznoudae 3 Tuana Ao R, M uaz N gavindnliTuunasmanlooen Faexily
msldiRa leosuuu Tuguussilfinaleseu R, M" uaz N* Aauenlossuidesnisi
Q1 1wy Aenld M HuInfe Q2 uaziiamsuanduiiulossudos 1alessu A", B uaz ¢’

¥ ]
nntiuru Ui Q3 ieAauunuiavesleeause 11

SAMPLE IONIZATION QI, MASS Q2 Q3,RMASS DECTECTION
SEPARATION FRAGMENTATION SEPARATION

R R-R' iy A* At
ey Cog ey Lomy
N N-»N* N* ot ct

1 2.21 msuonvesleaoundniag (product ion) BINVBINTN R, M 11ag N [37]
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FEmsaunuriinmag

a  w o

[=¢ = iq ¥ 1
1) mMyaunu'loopuNanfuc (Product on scan) WuITMsaununldunsnaw

¥
a0

=) ‘é 3 [=| P 4 s

giianiialy MS/MS 119A5 358035391 “daughter ion scanning” lauldinTosAauanuiansn
) 1 = d e i

Ms1 w50 1) eyanalileesunils inudr I luusnausadmaau (collision cell) Tooaui

] w 5 o o ] ] a @ A g =

Al Q2 uazuanduilulesoudiudeslavyuduluanavesnaiitunais ison

¥ v

YUIUANTTII “collision- activated dissociation (CAD)” lepauiiuanduilulessududon

u’/‘ 1 a L] u’a’ 9 o s & a a 1 o =

wanuaru 1 Q3 (MS2) uazdansesiavua ldiluan)naiy delovouniiansunasiuiie

9 ' '
Toveuiunit “leseudsdunielovonui” dulessuitinvinmsuanduiieyuiu luana

23 T " " a o o A =
ufa Son “lesounandurinioursnuud losen” (311 2.22)

MS1 Collision cell MS2
static RF only scanning
(precusor mass only) (pass all masses)

UM 2.22 uamsmsanu lesounanfaum (Product ion scan)

2) msaunileseudidunie loooun (Precursor ion scan) 2 s eunuYaai
L9ASEEAT Parent on scans  INSDIRANONIIATI DA (MS2 139 Q3) zAALdBnInnIe
Tepoudiudoriianls uazinTesdauonulausn (MS1 w3e Q1) azaunuulavedlesoy
Fanualugedmua LL&JﬁﬁLﬂﬂﬂ%ﬂﬁhlﬂy%Llﬁﬂﬂu?ﬂ‘ﬁﬂﬂuﬂﬂiﬂdﬁﬁﬂi:ﬂﬂﬁﬁ‘ﬁﬂﬁlﬁﬂmww

loaoudaudey (31 2.23)
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MsS1 Collision cell MS2
scanning RF only scanning
(pass all masses)
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_
MS1 Collision cell MS2
static at m/z 184 RF only static
(precursor mass only) (pass all masses)  (product mass only)

g1l 2.25 uaasmsanm iy §asonRvauaznawl §ise (Single/multiple reaction monitoring)
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Wudn 0.5 uaz 1 lulnsniudedns Hnudsuvuinaspudusing wdudosas 16 uaz 12
MUMAD VAT1iAMIATIIND 0.20 dau luRudmuau (ppb) ieRanysas 500 lulasans
a =y a o
B.Loye Eberhart IT ttazaie [49] msnilsuiamsozasanlud lundasuaionnisaae
A 2 add ] ad d.yo.l g/ = 'd o o
n3ee LC-MS  Fudludtiduas ldunse F3dwanldeamnsednszdmsozasar ludly
Handugie I naIAna1sie Tasmaavasezasar ludifeleTaIng (1-C° acrylamide)
= J a  w s a : @ a aa
Whudumesusamuaumialuniniuaioms 6.00 n5u Huiindu 40 Tadaas IWanudeu
= o = 3 a ad o
65 pareraised (U1 30 Wil niuAueianlanae’lsd (ethylene dichloride) §1147% 10

aa -]

¥ A a o 9 & v 4 o o . o
annns ﬂ11ﬁ£ﬂuluﬂmﬂ?ﬂu¢nmﬂiBQNﬂuiﬁlﬂuﬂuﬂLﬂUQﬂu (homogenizer) UAgWYUINIYY

)

[ ¥ Ed
12,700 x g 1ua 30 1H nmiuThdmFuuu 8 n$u tazafadsiefiaosTian S1un
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' v 0 ¥ 0
10, 5 waz 5 Joddas saudunatanivua @y IsnoudadanoganNuFULRZIRYAIY
WuduTasszmeldimaodSuastszuin 100 -200 lulasans asaaiaezasarludann
ESI-LC-MS 31A31¥HUIAUY single quadrupole Aoauyifldion fie C18 (YMC ODS, 5
¥ v ¥
luaseu v11a 2.0 x 150 Hanwas) Mandounlszaoudle WiduaIsazale 10 daa luals
vouou TuflouezFian U5 pH 1ty 4.6 Aonsaresin asindamuuladelizy iy 72
= [ 1w = o o o w et
(ozn3a1lud) uazuladodszy iy 73 Euimeiusaauauaiia)  dwmsuluemisii
o ::i'. @ ] u’: a qg
pansenoundudeuy nuvuaz In 1A Wwindunoun1s 149 SPE (Sep-Pak Plus C18) lu
nmsisgnimedsulgemsuonveslnsui Insunsuuaziineignis1¥uvesnedul
= o @ = g 1a Y as Y ar "o = q" w A
Yasrianshasenlsnaunidy 10 Tulasnfudenlansy amdudszaninsdadulaves
(Y ¢ o o r = =
ARSI IUININY 0.998 taz e IFUAAUATUIINMITIANE TRz AN T IMREAT a1 lud
a 1 ar =Y a ] 4 s ) (= | o =Y o
Tusmishuana1any 11 sila wan ldrudgede  lusudTwrudnnumoslumsinsizd lag
PR s @ ¢ 1w a 4 3
fiandoauumasguduinsimiduiosas 5-8 mnsiedadiomies Le-Ms Hwilumaden
A & ar é o a z qquw
wile Failagiuld LC-MSMS 1Az GC-MS dadeeiunToumsoyius uenanduisiid
I = [ o aa o s 9/ 1 g/ P P
mnzaufuRaafuiomsniiosntsenovdudowsu nw Tnld uazemishilindoga
a ac = = o a
Jingjing Jiao tagAmey [22] W 3sv1TuimesaTat lud lunuRuAnLaz 1113
< 9/ s =Y A 3 =t w ] =
wnluloleeld ESI-LC MS/MS orffumaiinnisiionia 1o Ta Int Tuasumsias sud1oe19dy
=1 = o A o ) Qs d o v
UasBvudmasiieida luiu uazadadivazaw lxdounas 158 Mimsadauuuveunad-
younaIALeiaosFinauazi 14T qniaa0 SPE Oasis HLB 200 mg cartridge MA#0Y
9 ada a (] =) 9 1 : 9 -
ANUYNABIVBITTUATIZH HamInadovey lunuma laun Aunug1d daudoauu
v o o Y v 9 o o o A o w9 o
MATTIUAUANS Hoondndovaz 5 wazileiiudnunduninuiesas 86-97 msd1sIINY
s 3 = o o ar d I~ 1 o
szaumstuilouaisezasan lud luuumadimsSuanuazemisenlu lomadu 3.01-9.06
Y 1 a a @ 1 oA a o w a 1w J 4
TuTnsnsudenlansuuas 6.80-124.93 luTasnsusen lansy audidy 5AWauITwme 19H
a - o 4 & a 3 ' [V
asanlSuimezasar lud luomsiandaiuSuansdudloutdesn 10 lulasnsuse
Alansuld

o )

Yu Zhang uazame [23] as1admsizimdSuiumsezaian ludlusmis sy

F

dmsudnnisnlaeld ESI-LC MS/MS oidumatinn1siserelelsIny 554 a lusiuy

€e

g 1

c{ = Lo o.v
a0l Tnsidoudimesnoundranadleasazars Iudeuaans lsdidudy 2 Tuars Aeviniu
afALUUYDUHAI-vauMadIRseNany Snauaz i 1 uSqnF 14 SPE Oasis HLB cartridges
ar P 3 . a oA a A

ADANUN 1Y Atlantis dC18 ¥U1ARNIA 5 TuAsOU UUIA 210 TadwAs x 1.5 Naawas laols

' da eN & P 9y =)
10% ¥8UUNIUBAAD 0.1% vosnsaves inluiuilumandoud nasouanugndoavesdi
a o' o :, Y- ! w e "
Ansizd Iwana anunaud ldnunaudsauumesguduing desniiiovaz 6.5 uag

d g o a o 3 a ar o w
wlediudfunduiovay 87-96 msdisrawunisduiouszaiarludludntyisdmsy
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a Ad‘l

MISNLAZHEAS MG 01115 S RSB U A 3.3-37.1 wag 10.9-1568.9 TuTasnsusenlansy

o

as ' =

N 3 ' v
auaey dwmsulunsangleoiei lusauuniiu eunsamuduasunisiia lusaulums
b
dupoumsnsondlld
Y ¢ |a a I'd 9

E.Bermudo MazAme [24] 9333751l u nesezasat lualueimis lagly

LC-MS/MS Hunaananlesoufio 35n15uan loaaununlNnnuauLI581N# (Atmospheric
4 =Y 4

pressure chemical ionization, APCI) il2g ion-trap Wunseaiinzuia (mass analyzer) N3
a o =Y dy ] [ o = | &
Sins1zidromaiiai bildiagdszmesndesmsnymaiilumadenniiamumsld Estuas

b
a o

. A a ¢ g o q ¥ A o q Y a sy A
triple quadruple IWBAUATIEUUIN Qquqﬂﬂuﬁﬂ'ﬂ7ﬂ15“11ﬁﬂ’15ﬂﬁﬂﬂﬁlﬁﬂﬁq°ﬂﬁﬂ'JUﬂ‘]Sﬁ@l"lﬁ’]ll

= [ =

o o =) { i
YoIMsanALU LN AUDILAL 2 WUA ﬁﬂm’lﬂﬂﬁl{wﬁuﬂ highly cross-linked polystyrene-
+ o o o [
divinylbenzene polymeric sorbents D Strata-X-C 1oz ENV' wuilesisuafiundugeiovas 85
o 3 9 A P s r oy d't 9 a
pazmstidlaa damsidouuunasgiudusinisosaz 12 e lsmsanauuuia
4 - v o S quae d & d e e w
woaude 2 ¥iia nsuondlslasuirinnsifveuvaniuldinuaadeun Hvainans
AFINUEMTUATAZENIANTTIM WAL 250 WIANTU LAzAI0619 45 W1 TuNTudoNIY M3
1 ada ' 3 1 3 a P o
NAFOUANUNUIUDITTUATIZN 1AUAITULUATIABATY (run-to-run) HAZIUABIU (day-to-
[} el v o dY o w
day) wuhamsidoauunasgudunsiosas 3.3 uag 8 MuaIAL
a a 1 d o [y
Hamide Z. Senyuva L Vural Gokmen [17] Warun3% Iddsuazsaasadimiun
a a o' % o o a a o
Ysumesezasar lualusiudSaazomssmantyiylaslds Lc-MS Bumesie APCI
s A a aa 4 o o
Tnuatszauan 19 0.01 fad Tums veansaeedin uazinTosnaumsdmiunaeanaaed
a a o = 4 4
(vertex mixer) Tun1safaozasar luaneus Iins12HA0IATEI LC-MS  NAABUANNYNADY
ada o v g 1 ad dy a a P 9/ =y
w93 nrenuaasldiiuidsdmuseTinnziomisidunsilye ldlunannaivyiia
n’: a W ] as M ar M @ A eﬂy 1 o g oA q»
sauvie S uiu TudSanea TudFinson vunils dafauazand wunwesudnaunauy
A A I 4 s i ar [
masfigennududuszasarlug 100-1,000 w1 Tunsudensy minusooag 99.7 wazaAY
£ ' o '
nudn'ld widudesas 1.8 MIdnsed LeMs Imsszydaluileundni ldnnmsanado
=) & + 1
A15218U (valine) #4d) yield characterisitic [M+H]™ uazaslsznouimniz wanodizques
a w s o o & A w
lovoundndmaine 118 uag 72 MU ey Feesnauee Wy dygy e baseline 5UNIU
] P a ) ° k4 .
aundutazanufsalumsUsua uazrainau 1@ lun15 1% mode  selected  ion
. N a A = 3/ 3/ i 9 @ A
monitoring  MANABINANTENUNINAINAY 1aeld N131% delay time FMTUATEI LC-MS
#3014 SPE LuU strong cation-exchanger sorbent
@ a ' = = o
E.K. Paleologos 11#¢ M.G. Kontominas [50] Wanas19ns e nUTinsezaian lua
a 4 = =
uaziun1ezA3a1lud (methaacrylamide) d20lasuiInnsilveunalaussousqe viia
o = a o ada ¢ @ ~ a o' @ da
wosueammuazy Wudmeawes 33 Answiordumsienvosmsiaulaiinszilunedud

& : o . m a o aadaya ¢ o @ a <
aves HPLC fivonuuudmivlduunniadunid unzdhuisildignliendnuaivesesasa lud
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= ar = i 9 =Y
wazmmoza3an lud luwdeuiu Taslugyl protonated forms waziunandain ldanlelns lsda
a 3 H s = . . A YA o o
Ao D2ATAA (acrylic acid ) UATWNIBLATAN (methaacrylic acid) e lrtudu asrnianany

4 ada g 2 a o ~ =1
p1nau 200 W1 Tuwas 353meinaedsldmsusahFanuvesiinthnenniinsuniu
[ ¥ ]

Fasinan1sasany 10 lulasniuaednsvesaisnaulene 2 wila andvuvuuiaigiu
v w a d 1 o g i '
AUNNTUDINITAUATITUNIWILINNIU (inter-day) nazn1wludw@ea (intra-day) Younan

'
o_ @ =1

) L o =t 1
Zovaz 1.0 WozdIn'lulasnlumsyy M ldadidanssmmunazinaingnniaelilosas
(] 3 ada n’::lv o' a a
Taolidananssnudenisusnvesiia 35 a1zl szgnd ldasaninszdmSunaas
= o a o L= oA o A a
pzasar lwauazmmezaian ludluems wWesisuanundufeadumsazatenasgiulu
#1o69i limsaule (sample blank) agszndnedovas 95 -103
a o a = o
Jose A. Rufian iai¢ Francisco J. Morales [51] A599UA 1z YT uaeasat lua b
JudSwrulasld Le-Ms  erfumaiiaimeielola Indfiiadius (stable isotope  dilution)
a  w o o & Y ot dy a Jaa a o [
waasasianursuudumuemsnudloumsezniar luahiius Inaduilsed afas
a o 9 - d a ~ o .
pzas lusdluensazatelsfounaelss WumserasarluaiieloTaIny (°C -acrylamide)
a a d o y a &y o d A
udumesusasuaumsam iusgnialvmsasais carrez HaEMITAALUUINAVDITL A
= o 9 o Y “a (Y 1 ar i oy ar
fimsiszgnanlfmueaiudire Anvaingalumsadasenindadiuvesimin
W @ b a o P o @ 1 a aa
TudSiemsazats IsAvunas lsanldwundadiunane 0.125 nuae 1 dadaasues
P! < Y g o o ay o a = Y A ar q
msazmelmAeunas lsmdudu 2 Twans msviniviuuznenusqninldinesutleaiu il
a ¢ ' o q ¥ ¥ & o qya ¢ d dA w
mseeasa ludgamiosgndnmsi umueaudaiui e figudaundugs ms
ada ¢ o w a o o - d a [ ")
A3NTOUANUYNABIVBITTUNTIZH Aadiiamsasaany uaztadnadinnziusuna miny

232 uaz 91.8 lulasnsudenlansy mudiey anuiluiduase daduilseansanduwus

() 1NN 0.999 Aa g udu 25-1,000 lulnsnsudenlaniy wesiduddunduiovas 98.8

¥
A o o @

ad s @ I Ao 1 9/ : Y A a 4
'Jﬁummﬂ3zqnﬁﬂuuudmmummmummmammﬂ Vlﬂﬂi]lfﬂ’]"lh‘ﬂ’}ll“lf’lllﬂ IUDAUAIEH

ar [ 1 [ { & o d 1 oa o i =Y
moluFuderdiunuhaudsuunanaspuduinsininy Sevaz 3.9 nsd159IRUHER

"
s s

] ar o 9 a 3 s a a [} 1 @ ] =)
MHFJNHN‘N(I‘H‘Wﬂ']JQWET"[‘Hﬂi53Jliﬁ3'i3ﬂ11‘fi@<'IﬂLluull'ﬂ‘5‘JJ'Im8$ﬂiﬁ'lulnmmmﬂﬁﬂﬂuﬂmdILI

€

Y

udIngY
Vural Gokmen 1182 Hamide Z. Senyuva [27] #5293n5zHSmamseznsanlud
TuemsirunszuinldanudeunaswauimsmssudiegielFunueatiudiadaas
= o o Y a = 9 3 o t::l
szasa luduaziliuSgnilavldasazaw carez Tuaz 1 INHUIIMITEMOIND
waswilugdaiazaennmmueaiding i lfuSgnTa0 SPE Oasis HLB  1i11dasan
= I'd 4 Y] 4 A as a
SIns1Eidamasee Le-MS Idnedauy ops-3 iMandeud 35nmsvzuvyle Tsiasan
4 el aa a a da :‘
Waadsufilszneudie nsaesdamdudu 0.01 Tadluaisves 0.2 % nsanesinluih

@ a aa v o A o ~ d d JdA ar as o
8031013 Ina 0.6 Tadansdourl Nguwail 25 ssrmuaaided nlesiguaaunauveeiuri
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1 a A ] ] U 4 : v o d
wrv Tadanaznumloglugie fovaz 92.8-101.5 mmsilvauumasgudusing Jovas 4.1
[ o w A o w = g |a oW a 1 w
Wiorlound IaiiiamInsianutazdainamsing iz S nauinu 2 uaz 6 w1 luniusensy
& ndasiduuesdynnuaz s unIU (signal to noise) 3 AD1 AT 9 AD 1 AUHIAY
= o = =Y L4
Innocenzo G. Casella wazame [52] AT dATziMUSuInezaTal luauaznsa
- 9! ~ Ao = .
pzasanlaold sy Inns Wy umad G3msvzuvy lo Tansan uag pulsed electrochemical
g A 4 s =} 3 . W a aaa
Wudmawed nnguantanialwduaiivesd polycrystalline platinum lumsinalgnse
i ¥
pondndu-3dnduvesTuianaves oavhanvae Taduuuylaiouda (short-chain unsaturated
. . 1 a o aa P ~ a d Y
aliphatic) 19y orasa1 luduazezaianlumsazarwniunsa msnauledinnzvusnday
o o Y .
Tasur Innsvveamauuusnos W duazns19IAAY pulsed amperometric LY two-step
v ¥
waveform @1m5uas9mSamsazmenduimiezasan luduazeznian lladiianis
4 Y 1A as 4 s T
as2awy 20 w TuTuas (1.4 Julasnsudenlansy) uay 45 wnTuluans 3.2 lulasniude
Alansy) mudiay eifSouinoy tree-step waveform LUUIANNY LU two-step waveform
2 a o o 1 =1
FUFAAIFYTTONINYBINTIATIZH Iuman Tasidanmsasrany Faennuuduass anw
' o :’ v ] oaiite kY] d? ada o 3 o Y
L uLezsRIE 1A (reproducibility) @11150 1 uuIudu 35 Tns 1z W TUaDUNSTI 1Y
@ L] = = 3 o =1
#2001 1T gNT (clean-up) AIWA1TAZAW carrez UALMIAAAULUIWTVDILIL LU strong
. v 0’: o 3 a a ] @ Y Y o
cation exchanger A2utiushl¥emnsamlsinaesasar luanszauanuidududluemis
wu nuduaziiurimon
a o 1o [2)
Yu Zhang tazanz [53] asdmszrivlsunaluennsnealaslsufalasinTnns
= d M a o cmnuy o w LV 9
Anwos Av DraRRTEULANIBS (GC-ECD) 35lazidn lusiudnenau uazldmsazaiy

v

= ar a o ar 1 ar 1 4 ar o
TmAouaae lsdadaozasarludoindintis arsazatodiediaiana ldvieyiuiday
= =) o o ar
TwunandouTusie (KBro,) uaz IwunadouTus lud (KB Mimsadauuuveunal-
ypanad Tavldiofiaezdma waziimsazaneiiana ldasa9dinserinidTunade GC-ECD
4 a o  da a o w
waz GC-MS ety nodunlelunisusn fie HP-INNOWax capillary column  ¥A811@
ada o ar 1 a @ A o a a d |a
MINTIINVYRIITARTIEHYsEanm 0.1 TuTasnsuaen lansu vadnanmsinsiedlsum
ar 1A [ < o d [ a o' ar ' a a
3 JuTasnsudenlansu (GC-ECD)  wesiudfunduvesozasal lua lua01906 N
A150221031AIFIU (spiked sample) AnNuduUTZAY 150, 500 uaz 1,000 TuTasnSuse
a [ ¥ Y 9 :‘ o 1 [ 9 A
Alansu waazanududuimau 4 4n) Jaegluszndng Sevaz 87-97 uazlinudvuuu
o o o '
NATTIUANRNT Youniovaz 4
@ ad a « o o 1
Varal Gokmen UazAmiy [54] WanitasandinsediudTurudeTasuin-
o 9 4 o Y ad o
nsveunaIaNIsaznINgs asviada Talean1sisd (Le-paD) 1HEiuITROOHAzIT
a 4 o as o [ ° [ a o
A11300529 35 1zH oM S mnTudS i seAuanudududig  afaszaianluadae

o a = | o
wmuea MlMuSgniaomsazans carrez 1 1A carrez I stvomuansoniazifasuiilu
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14
L]

o o ar a < o ar ] -
ddludaRiazate nazasedinaueaude Oasis HLB  11a15a2a10@100199 1ans2e
a s = 9 A ar 9 9
59512 H1USUINAIY LC-DAD uastududig LC-MS  msusnvaslasuinniiwaly
a aa :’ P ' uy o Y] o & a o
SUATASIN¥OUIN (hydrophilic) waz1so11i1 (hydrophobic) voInBdNY FeozaTalludes

[ 9y YA s & :‘ 1 o 1T s - [
nua1318aluaedud Nan1zi 100 % audnmeiaug (k) 1WA 3.67 NANHINUIN
14 (RT) mdy 254 Fadiianisaiiawy 4.0 lulasniudenlaniy (3 mivesdya une
- ~ A Jd oA v A a

YUILNIY Ainnuenniu 226 W Tuwas) weiduaRunduliouasazawuAIgn
a o w ' ™ M VA o Yy v
seasatlualusotasudSuiuisedunnududu 250, 500 waz 1,000 luTasninee
¥ "
ATandu (Sruauszduas 4 $7) ey ludaedovay 92.8 - 962 uazilmufisavumasgmduing

YounNiouay 5
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UNN 3

MIAUPUNUIVEY

d o LY a o
3.1 msndiuazgUnsaidmivanive

s

3.1.1 A5NA3FIUNAYINR819DINATIU
1. ezAsan lud (CHNO) HARANI1UDI SIGMA ALDRICH A aniseunz 99.0
2. d-ozasonlud (C,D,NO) wAnAmaiues SIGMA ALDRICH (3ouazuns
DEADUAINITIN 98 DTADN)
al 'ffﬁﬁ\ 5’1@5&111?1’53114 (Standard Reference Material, SRM) SRM2387 Peanut Butter
HAARMATUB NIST 321711 reference concentration value Y8Ie150ZATAN WA 1ML 87.0+ 7.8

luTnsnsusen Jansy

=1
3.1.2 msny
1. Tounandou tenae lyon Tuiorm (potassium hexacyanoferrate) analytical grade
nanf U89 FLUKA
2. Fandrama (zinc sulphate) analytical grade HAASMAUDI UNIVAR
3. 1INIUDA (methanol) chromatography grade HANA N YDa MERCK
4. nsanoINn (formic acid) analytical grade Han U939 MERCK
5. NIADLTAN (acetic acid) analytical grade HARAMA VD9 MERCK
[
6. und lulnsion

EY
7. 1swenloesu (deionized water)

3.1.3 inSesileunzginsal
. InFeduARIaEs
2. IN3OIMYMINIEIANUIET (centrifuge) HAARMATYDI HERMLE FU Z400
3. vapAWMAANA M UIAS BINYUINIBINIEIT (centrifuge tube) WAIAAN
%19 polypropylene copolymer ¥11@ 50 findans nourhtanaraanaiia polypropylene
4. 1A501U6 (shaker) HAARUNVYDI YAMOTO 1 SA300
5. autopipett YA 5- 40, 40-200 1A 200-1000 1 Insdns

6. IASDINANTITT NS UNADANAADY (vortex mixture) VORTEX-2 GENIE
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7. syringe filter ¥iiaTuaDU (nylon) JHgNYUIA 0.45 Tunsew idurugUInAT
13 Hafwns LY disposable

8. VIAURT derivatize V1A 4 findans wiourhila

0. waupaSedmiuasa Oasis HLB 6 cc. (200 mg) hazimavowuisdmivana
Oasis MCX 3 cc (60 mg) HAASMNAYDY Water

10. noduI Luna Su CI8 YU1ABYAIA 100 HITABN VWIA 2.00 x 250 HATINAS
mﬁﬂﬁmcﬁmm Phenomenex

11. nodwY Adantis dCI8 VW1ABYAIA S luAsTEU WUIA 2.1x 150 dadmas
HAAS YD Water

12, 1A30973A1BUA 4 AN Satorius model AC 2118

13. 1n59aTA5un TN IMYOUNA MUV OULFIVBIUTHN Agilent  §H 1100
Jszneudotiunum binary pump RS paRaf00198a TusR (auto sample) LagaMUAILAL
samninedunl ourefuunupuNamnlnsiined (LC-MS/MS) Ju4 API 4000 ¥8UTHN

Q L

Applied Biosystem MDS SCIEX

3.2 VTHABUMIAUHUINUIVY

321 Ran3iSnseiasezaia lualuemslauldinses LC-ESI-MS/MS
3.2.1.1 AANINITUOAAITUNIY (interference) luasazaofiec1aenInmsi
auluiionsi9ing1z1iaau LC-ESI-MS/MS
3.2.1.2 dnyrriaveadaiiazatouazanisfimuzaudiniyidadaas

= o' ca' = ] ar u‘/
pxasarlugluemis (eumwizomisniudlalsuaun wu Tuds)
9 ad o a = ot = 1 o
3.2.2 mﬁaummgnmwenmﬂswzwmﬂimmazmm‘lm’lummmumnmaqmu
ada St o J
EUNTIZVNWAUIVU

a g 1a o ~ o
323 Smszrsuamstduidleoumisezasarlua luoimis
[~ a 1 Py Y] = dr = o
Taenisidudlot19e1m1siaedoreiuonuvesmsazaiar lua lasmnie
o o a o a s ~
o5 s manms v lamsafiniunszuaums Iianudeu uaziimsasadinsisivlinim

9 ada e w -.‘?
AWIFTIAUATIEUNWAIUIVU

3.2.4 agUlsusmnazlsadunansfing
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3.3 I5AUHUMS

3.3.1 MSAIBNTIINZAIIATHIY
33.1.1 MseraenasguezaIat luAiugi 500 dadniunenns (stock standard
solution)
Faensuwsgiuezasanlud 0.0500 niu asluviaiadinasvuie 100
a aa ar =y 9 :’ o o =Y ~
fiaaans azmouazdsulSiasarnhssanleseu inulunia gungi 4 esraaisod
14 1&uu 6 1A
3.3.1.2 M3avAENIAIFY d- 02A31INA 500 aan3HABANS (internal standard
solution)
F1e53103301 d,- ozasanlua 0.0500 3y asluviaialinas
a aa [ a ny = 4 ~ <]
va 100 fadans azauazdiudSinasdininlsiminlessu (dozasan lud nlaoui
2 = P 4 A S . g & a o W v
d- pza3anlud ednsaaiadienzatnlutin nuluiide gamgil 4 owusaidvd 19 1Aumu 6
=
L)
d = w 1A
3.3.1.3 ansazmemnasgueraialluarady 10 Haaniuneans (working standard
solution)
a o a a  w 1A o
Tidaarsazaroniasgiuezasal lua 500 TadniuAoanII 1NN 100
=) ar o a aa o = 9 :
luTasans asluvradadSuasvuia s fadans azatsuazliulsuasaininlseenn
3
Tooou (n3oulninnnia)
a ¢ v v a a o 1A .
3.3.1.4 asazmeINAsEIUezAIal luAINDY 1 uaz 10 Haan3uAvans (spike

standard solution)

s 1A o

=y o a o
Tuamsazaivmnasgiuezaiallua 500 HadniuAednsiiuau 10
uaz 100 luInsans asluvaadadSuiasvuia 5 daaans 919U 2 1u MudaAu azasun
Y =Y 9 :’ 1 g
YsuilSumsduhnannleseu wisulninnniv)
2 o ¢ v v a a e 1 a .
3.3.1.5 aNI0ManNAseIU “d,- 8xA3allae Wudy 10 Haaniuneans (working
internal standard solution)
= o a a w 1 a o
Pulamsazaromagiu d, -ozasarlua 500 dadniudeansiiuau
Y
100 lulasaas asluwaiadsuinsauin 5 Haddes azasuazdSudSuinsdaeinsmn

Y
lovou (wseulniunnasa)
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3.3.2 mamspnmsaraennIg U@ ImiuaiIan1WiAIgIu (calibration standard
solution )
a o 9 9 ar ]
msazaonsTIHezasan luannuidudu 0,2, 5, 10,20, 40 uaz 80 TuInTnIusD
=y s 2 a d 9 9 @ =) 3 a o
das Alasazaeunsgn ’d, - ozasan lud iudu 40 lulasniudeins iludunesivea-
o = = o 9 a a w (=Y
auauaia Tasthamsazaonasgivezasar luddudu 10 dadniuaedas (193.3.1.3)
$119U 0, 5, 12.5, 25, 50, 100 uaz 200 luInsdns asluviadalsmesvua 25 liadans 31uau
o o 2 o d ¥ 9 a a w 1 a
7 10 muddy wasdlaasazawinasgiu °d,- ozasar lua idudu 10 daaniuaedas
9) o = a = a a 9 :’
(V8 3.3.1.5) $1191 100 TuTnsaas asluviadadlsinasnnuan azaeunzdSulsuasaiei

Usnlessu

3.3.3 mamsanasazanil
3.3.3.1 aTazay carrezl
Faldunmdoy 1onwe loer Tumesn 15 sy azaeda0111) 517970
leoou MU 100 UaAANS
3.3.3.2 msazang carrez I1

a d

' ¥
Fageandaa 30 nsu azatdalr0ti1siAeinlesou $1UIU 100

3333 myazaieHaumMuealni 50, 60, 70, 80 1Az 90 % Japil31A3
AUUNIUDA $IUIU 50, 60, 70, 80 LAz 90 NaaanT aslusinlsrroan
looou $1u7u 50, 40, 30, 20 LAz 10 Hadaas MUAIALY
3.33.4 msozae 0.1 % laef3uns voansnerSanlumsazmenaummuealni
70 % laed3nns
Tilansaozwaniuau 1 Uaaans Tugsazaenayamoaluii 70 %
TavtlSuas wazdSudsinasily 1000 faddns
3.33.5 msazme 0.1 % JasdSnas vesnsavesinlumsazaenaummivealy
1170 % TaelSinas
Tulansanesiindmau 1 adans ‘lumsazmawamwmaa“luﬂ? 70 %
Tao1/511035 uazdsusmasihi 1000 daddns
3.3.3.6 a15aza1e 0.1 % lael3uas veInInezyaAn (Mmﬂéauﬁ)
Talansaedaniau 1 fadans luhidsmnlesey Uursias
a v 2

o a a 1 =Y
i 1000 Tadansaaidsenlessu nsvaniolAszuUgLYINARILATEATENTBITUA

g lad o2dinn (cellulose acetate) NTUIAFWIH 045 TunTou
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3.3.4 ANYIMIUENTITUNIY (interference) Iua1sazaiedlngavonanansnaylaiie
M329A31THAY LC-ESI-MS/MS

v

o L7 Q' o v a 1 =Y ‘: 7]
3.3.4.1 MaadssuniulaemsminansezmenledauIgnsaemsanauuume
[=1
YDA
ar ] —~ : [=1 @ o
fed1an JaAnYT An SRM2387 peanut butter 1 uTuAIazatwlung
s a o :v ] o [ [ =S o ar o o
afamsorasal luavndledanashlidledenTgnialomsanauuuavowda 2 viia
Ao Oasis HLB 1@ Oasis MCX #13293a728 LC-ESI-MS/MS 11/5suiiouIasui Inunsunou
v o a [ = = o 4 s
uazndan liaeeauTgnisoaveuds eusndioneduil Atantis dC18 Y¥uIRBYNIN
5 luasou wua 2.1 x 150 Tadwes Imsszuvylelsnsan andouilsznoudy
¥
0.1 % laslSuinsveensaezdanluiidomwniuea eas1adIu 97 do 3 9317 Ina
0.3 Hadansaoun
£
TUADUNITANEN
v w ] [ a = oo as
3.3.4.1.1 $9920019152070 1 n3U 6y *d-ozaTan luasuau 400 u Tuniy
[ ¥
dihazaienldanadiedia Ao 1 Usuns 10 Tadans IANAITAZA carrez [ UAE carrez II
1 = a 9/ ' P ') a o) [ A — 3 o
ad1eaz 100 lulnsdns nanldwguiednia 20 u1i JuusndunieanyunionausE I
(=] 1 o @ 1 1 { o 1 . -
ANWITT 3,500 5oUABUIN 1hansazanedletaaulananald NTeerIU syring filter ¥7in
Tuaou (nylon) 119 045 luasou asluviads vua 2 adans As193AA20 LC-ESI-
MS/MS

ot ] _ :\.. o
3.3.4.1.2 mamiddeduuignidomavesds Avalfuanmimaveowis

[ EY 9 a aa ov a aa A [ d A 13 1Y
nauﬂlﬂmu AWHNIUDA 2 UDDANT LD U1 2 UADDAT Llli]ﬂ'iﬁﬁﬂ']ﬂ[»ﬂﬁ‘uﬂ\uﬁl%iU‘Uiﬂtﬂlﬂ')

Wasazawiiegsdnle 9104 3.3.4.1.1 $1u9U 2 Taddns M aveude Oasis HLB

L4
o _o

ifiemsazateiiedisi i auewd smuauds vedroisuan 2 dadans HudIuves
asazaefive 18 Buaziihwrumave s Oasis MCX Tavdoatlfuanmimlavoaudanon
193911 A28 wnuoa 2 Tadans uay 1‘51 2 1aaans Lﬁ‘umiazawﬁmmﬂmamﬁﬂﬂuwﬁa
dnveea15aza 10 noausn @1sazareiiy'ld nsoary syring filter wiialuasu vua
0.45 lunsou aaluvIndd viia 2 iadans A329 3R LC-ESI-MS/MS
3.3.42 msusnlanninnnvvesmsiadosenaindasunin
ﬁ’)@ﬂ?dﬁi%ﬁﬂ‘ﬂ? A0 SRM2387 peanut butter 1‘]35‘1{'11,{‘]14?‘1"315161:?110114
msasamsezasanludoindietis nFsuifieumsuonlasunInnsmvesansiaulooen
Mndesunuiioldnodul 2 wila Ao nedurl Atantis dC18 YUIABYAIA 5 1UATOU VHIA
2.1x 150 Hadwns uaznoduy Luna Su CI8 Yu1ABYAIA 100 IeAON YUIA 2.00 X 250

a a o s T = = [ o
uaaluag llﬂuﬂ'l'jﬂ'llﬁﬁﬁ ﬂ&ﬁ]ﬂﬁ?ﬂﬂ]ﬁ‘l}ifIVIﬁf?]"JUﬂ'liﬁﬂﬂlL’U'UL‘Nﬁ“UﬂQlL‘lN



50

Suapumsiing

R1n13105us0g19nioude 3.3.4.1.1 A521939AA20 LC-ESI-MS/MS
Suaoumsnonld Ssvzuvnlelmasin amdsuiisznoudn 0.1 % lasUiuinsvos
nsandanluiidemminea lugnitdiu 97 ae 3 8asIn13 Iva 0.3 TaddaasdouIf

=1 o d a o A " Y 9/
L‘lr%U‘lJmUUﬂ'I‘ELLEJﬂ‘U‘ENTﬂﬁi.l'lTﬂﬂﬁ"l‘N“Uﬂ\?ﬂﬂﬂ'llu 2 FUA AINHANIVNAU

335  andiezmeuazaanzimmnzandmivlfasamsezaiarlualueims

daamwizermmsniuilafnannn)

v [l
o &

33.5.1 anyisasginvesiIiazmummuanuinmnzaunlylumsana
M08
¥ )
Fnyditiazatonaumuniuealihneasaua199 Av 50, 60, 70, 80, 90

uae 100 % lasilsuias weldifludiazaslumsana vimsanunludiedis 2 wiia As

SRM2387 peanut butter taziiudSauunoansouyiiai 1 laofmualddunlsdug ah fe
¥ N ) '
Sning1ed1e 1 0y Usuiasaaiiazate 10 Gadans namldvduieana 20 win A
] =1 ‘h" -y
gangiifios (hiiasaza1uded19uTgnIAIwmMIngany carrez [ U0E carrez IT) NIIIUINA
Vv '
mMsasauazidendiazargnauumusatuihnea @z aulumsana
3.3.52 dnynhwiinvesieehanminzaulumsana
¥
Fimsudsimiingaeg1e 0.5, 1.0, 2.0, 3.0 4o 4.0 ATy @NAAWLAIN
¥ I . '
A A NELILILEas s aTd Uz A (1090 3.3.5.1) imsnu ludaegaiuss
] a e; o 9 ar cfi ch o o = @ o
uHuneanseurian 1 lasivualidulsdua ashae daiazaie Ysumsaniazaiw 10
a aa Hdq ¥ i A s A oA = 9 ° 9 o " a n"y
fiaaans nam s uneada 20 1A Ngaungiives hildmsazawdredsusgniag
E ) ¥ ¥ v
A15a2a carrez 1 Lag carrez I1) W19 UUDIA M 1aLa0NaNANTULTNDBN udanaging
¥ v i Vv
(@fiansei 2) ogUsumezaian ludnundendinnmisadaniausn WsuIHANIITANA
¥ '
wazidentrnimiinimunzaylumsana
= A
3.3.5.3 ANMIANITOU
¥ ]
3.3.5.3.1 naasudunsaasludiiazagnauunIveanuiINons 1A
Ay (01099 3.3.5.1) 70 0.1 % TagdSuasveansaosdanludlazaefitnungau ag
0.1 %lastSunasveensarodinludliazarenmunzay (11090 3.3.3.4 1Az 3.3.3.5) Wudai

LU

Aq ¥ [ o 9 o A o:ld :' ] s a @ o
azawnldlunisada  fmualddaulsdug ashfe Winiina0619 1 5L UTuasaIm
L

_ o

ava1w 10 faddas nanldvduieada 20 il Agamgddes (hldmsazaiediedn

u

b ¥
o < o o

U5 qNFAIa3AZAY carrez 1 Uag carrez 1) udhadadidnass msfinuludiedis

JuSwHUNaANIBUYTIAN 2
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3.3.5.3.2 WulSuiasvssaiazaeinana lasnulsuiasaaitazaiy

]
[ 1

¥ v

HaunINeanulIneaT @ IUTIIMYIZ Y (310D 3.3.5.1) INLAN 10 Uadanas i 1s
' ' 3 v
faaaas Tausmualdduilsdun asfide davhazatw Wmindledie 1 nsu a1 ldive
oada 20 WA Agamgiites (hldamsazawdedauignidivaisaza camrez 1 Uag
v ' ¥ ¥ ¥

carrez 11 ) thiuwoadaiazaeiafansausnoen Lahanadnonas imsfnu1ludiedia
TudSuHuUNeAnNIUYHAN 2

33533 wivnarlumsada Tasmunarlunisiwdiaimay 20 i i

a o 9 ar d‘ Ad =Y as 3 u:; 3/

30 19 Amualddiudsdug nshiae ¥ilaveedvinazagmuIzay (31AV0 3.3.5.1)

¥
o e " o

vimiindaedie 1 5y Ysumsdnitazate 10 Saddas figungides (hldmsazate

s

3 ] 14
F10019UTgNIAIATAZA0 carrez T UDZ carrez 1) WiFUvBIENIazMWiaianiwsneen

¥ ¥ " ]
wdvhadaddnase Mnsane ludstadudsumuneansouyilan 2

9/ ada d
3.3.6 NATOUANNYNABIVBIITUATIZH
A Yar o ci [ = o 9
delddwhazasuazan e imumzanlumsadaasezaial lua lUe 1113 Ha)
o ada a o ar ] a (r=1
Fmsnaaeunugndesreaitimazd luuumingeaien Tanaiondieoaormsi hilias
fiauly (sample blank) fip 919dugn $Twadugn Sadugn ynuuiajy Tudisdugn
o @ ' 3 P ar o = s {
ndpazaanuainuis vadaedaliidhuiedeady mulumsuslaaintesdunaan
=Y = é Y 1 ﬂl. = dy £ ar "
gunqil 4 sarnaIFua Fasegsomrsimsouiiv 1Hdudumuvesermstszinnaies
» ¥ 17
iiom3on sample blank Svu3eoudasuimmanounugadsvesisinnziaal
3.3.6.1 auiludunsa (linearity)
) as 3 9/ o
msnagoulasmshaisazaiouasgiu 7 seAUANUINIY 1Y
Wt 0, 2, 5, 10, 20, 40 uazso luTasnsudedas (1o 3.3.2) MiMsATIZHA20 LC-ESI-
a 's a :« P s
Ms/Ms TasSinszsesunnududuay 541 anmeildusnfe Asduy Luna Su C18 vu1A
9YN1A 100 S3AABN YA 2.00x 250 Hadwas  FEmsszuvylelwnsAn waadeni
¥
Usznauaan 0.1 % laslSuiasuensaozdan iwewnusa ludas1aau 97 Ao 3 DA
m9'l1a 0.3 Tadaasaeuft dwamsnageuit lduadensmanuduiussenitesasidan
4 i a o 1 a
yoauiildfinasazatomasgu (ezasanlud miz 72/55) Aedumesueaduanmia ('d;
= ar [] 1 a o
prasanlud m/z 75/58) Lazdas1dINYBIA VTN U TaZANIATFIUADDUINDIUDA-
o o o . . ad o W {
auauasa s maumaun1si§unnney (regression line) Tao 1435 Masaesiosngn (the
1 o _ Q‘ s s
method of least squares) ﬁ1ﬂ1ﬂuﬂ53ﬁﬂﬁﬁﬂﬂu‘wuﬁ (correlation coefficient, r) N30
= @ a . . . 1o ' o
Fulseanimsaaaule (coefficient of determination, R%) @8411f1n91 0.995 [55] taziuiu

ANNFUNUTEBUTUAW residual plots (AIAWUIN N.)
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3.3.6.2 YASIHANIINIIIND (limit of detection, LOD) [56]

a 4

w 1 " = P (F=1 P 5 ada '
Sins1zrdetaudazuunsnay luimsiaulaaudueeuising e

1Y o o ' o VoA Yy
(119 3.4) 374U 7-10 F1 KIAUNDY (mean) LATAUVUAUVULIATIIU (SD) yoeadutuly
o1 Taof LOD = sundvvesnnududuludied1a+3sD wazarlaglszniuyes LOQ

(estimated LOQ) = AnRavunanNnududuludiogis+ 10SD

157118

AURAY (%) :Zx‘ (3.1)
n

A & ' g/ 1 1
[¥8)3) X, AP AMUDIVDYALATSA]

kY
9 IUIULDUANINUA

£y

3

n

[l =\2
ANdouUUINATTIY (SD) = O, %)) (3.2)
n—1

di =) 1 9 1 U
813 X, f9 MUDIVDYALADRSA

[} 3
¥ fio Aunfuveadeyaniua

Ed
n fio Sudeyanavua

LOD (limit of detection) = X +3SD

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

3.3.6.3 YadrHamsinsizHUIa (limit of quantitation, LOQ) [56]

= d ' ' a  Jda a
'Jl,ﬂ5']31’1551'3601Qllﬂﬁgll.llﬂﬁﬂ“ﬁﬂﬁﬂ’lﬂmllﬂTiﬂﬁ'ﬂ']ﬂll"lﬂ'iﬂ‘]u (spiked

o 9 9 Y a g ' . z ad
sample) NiAANudNTUIndiRvaiua1 LOQ a1zt (estimated LOQ) MNUUADUID

a ° u“ o 1 o o s VoA
'ammsﬁ(ﬁ’fa 3.4) 914U 7-10 9 mmmmﬂnﬂﬂiwuﬁﬁuﬂau (Yorecovery) HRAEANVYIUVU

v w d ' A ' o i o ' as
AsIUdUINT (%RsSD ) it Idnseglunamsinuiisimua (maran 2.) uadszdun

9 o : o e o a a
l%ﬂﬂ]uﬂﬂqg'ﬁﬁza’mlnﬂii—]uEﬂ‘lg{ﬁ]’]ﬂﬂ']'jﬂigu_lmﬂ'] LOQ uuﬂ—lﬂi'a’g:\‘“,ﬂuhlﬂ GRFFRINARY

¥

3 =] a [ < g ar oA
wieaaldmuanumuizay MfidesinsannaulesidudsundusazandoauuunTg v

o o o 3 ' Za o 2 1
Fuwnsiiueglunasifiveniuniol
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N5AILIN

(C, - C,)x100
Cy

Recovery(%) = (2.3}

A
o
e s g ar 1 o a i
C, Ao anududuvesdiodaifiumsaza1ounIgIu (spiked sample
W50 fortified sample)
C, Ao AUt uYDIAI8619 (unspiked sample 130 unfortified sample)

C, Ao AnududuvesasazawaNasFIUAAN

X

RSD(%) =

die  SD fv ANdBAUULIAITIY

]
=

=) "
A9 ARAY

=

3.3.6.4 AN (precision) HAZAIMUNY (accuracy)
a o 1 [ A &l = a
'JLﬂ‘S13“?&')@01#“@?33111”‘15ﬂ“ﬁﬁﬁﬂ‘lﬂ@]Hﬁ'l‘iﬁﬁﬁ'lﬂli'lﬂiﬂ'm Iyl

v ¥V
anuidudl fie Aiszau LOQ, 400 uaz 800 Tulnsnsudenlansy nsziawduncu (fo

[l = 1

3 o’ dd W =1 a 1
3.4) 91UIU 7-10 9 ﬂ'J']iJ!.llJl&W%'l'iﬂl'l'ﬂ]']ﬂﬂ‘ll‘].lﬂﬂ“ﬁ“ﬂﬁuﬂﬁUlLﬂ$ﬂ?1NLﬂU\7W‘ﬂ'ﬁﬂni]'lﬂﬂ']

v
L)

= @ o ' '8 [Y
Wenunnasguduing an 1ddeseg lunasisensy (ManuIN .)

Y a

3
a o o [3 o 1 a
AUATICHITADNDINUIATTIU (SRM) U 7 -10 41 ANUUHUUWIITU

9

'
=1

1 P Y Y 1 ] ar =Y 1 9 Aada o ar
nnAundoi 1ddosegIugielususeessyuazdlsziiuagnand (trueness) 19935 WA AN
[ =Y A Y A = a ada o A oy Y
ANTINTAI81989 (MAKLIN %.) LAzANEIANUHNBBITTUATIEN 2 UL Ao nsnaud 14
4 o a o @ © :, iy e
(repeatability) (HoMimsns1eimeluiu@o (intra-day) 1az 715919114 (reproducibility)

y o = s 1 or y a dq’: '
Lﬁﬂ‘i’l'lﬂ'!‘imﬂi’lgﬁﬁzﬂ'}'m?u (inter-day) WIITMUIANIUNGIVDINITAUATIEHIN 2 LUVINA

'
oA

~ v w d a L4 ' o ar
doauunesudsimsuesmsinged A laasseglunuanseusy (MAHLIN 2.)

3.3.7 JnnzidSnamsdudeumsezasanlualueims
A 9 ad A w og = 9/ ) .?f a °
enaaaUA21NYNADIUBITIATITHINANAUEIUTOONAT INUUITUNING
o q.« [ - a & = o
Wudegieemisiaedorzinisdwiloumisezasarlud Tasmnize1nissinan
o A 9 9 ] + P 1 1 dv =1
a5 10 lamsaNHunsEUaUNT IHANUI oY 1Y oA B THHToU19 1TU VUNVLABINIDDY

P w Yy aa Ay o A A
ﬂiﬂﬂ‘ﬂ’i‘iig%Bﬂﬂ’ﬂwwﬂ’ﬂﬂﬂ‘liﬁ11—.!11‘141}1510 NIDITTUVIWUDIYT DIV ITOUNNUIYATULNN
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o a 'l ) " a I's a
oy ﬂWﬂ‘liWﬁ?ﬂ?lﬂ'ﬁ"lz'ﬁg{?U LC-ESI-MS/MS Lﬂg U?Jﬂ']ﬂtl‘]%!.ﬁgﬂ'i'.l‘l]?lﬂ5‘]3‘}’”’1’11]7”’131

& o o )
pzasar ludmutunoude 3.4

= d a Qs ¥
3.4 f'ﬂi7.1!ﬂ’i13‘ﬁ‘IFS3~l1ma'"liﬁ)b’ﬂ‘iﬁﬂuﬂﬂuﬂﬁﬂﬂﬁﬂ"lﬂ'ﬁ

3.4.1 VUNDUMSINILNAIDES

a i 3 ‘;’ = w9 P LY '
34.1.1 ‘llﬂG]’J'EJEJ'NTML‘?jumﬂtﬂﬂ’JﬂUQ’JULﬂSEN“LI@@]’J'EJEI’N

- s

3.4.1.2 F610019 1 N5 AoinToaTazidua 4 Aundsaslunasanaieadn

o s 4 = a ar :} @ A
dmiunTeamyumisannuid Tuiimiminfigndes

=) 2 = d a L3 o Y 9
3.4.13 Talamsazaemnasgin’d,-ezasal lud (BUmesueaaUAUATIIA) LWUYY
10 Tasnsuneans $1uau 40 lulnsansasluflonn
¥
3414 Dalemsazatonauwmuoaluii 70 % lavd3uies $1uau 10 adans
imeasadlaens Tudlunsoanaumsdmsurnasanaaed Uszua 1 Wi
3415 BUe1Iaza carrez I A carrez I 86130z 100 Tulnsans
' ' v
3416 Judrunsonauasdmiunasanaaed Ussuia 1w 910t
Funsouvguilunal 30 Ui
° Y 9 A a a3 a g 1 a
3.4.1.7 111niuusad oA DINYUINILIANUETIFINAINE 3,500 TRUABUIN
Fuma 30 wid
34.1.8 Tilaaisazardlrognsarunlatiuimg 0.7 Jadans 1uvaa derivatize
Whidudadrousalulasioy miehl¥dsuiasarsazaiodledraunaoiosnii 20
=y s d&; 9 = :' o a an v 9/ d'! o Y
Yulnsaas) vunnuiadui $1uau 0.7 Hadaas Uadwasiualomsondudisdimsy
Wasanaaed Uszana 1 w1R nsesarsazatwd 11U syring filter ¥iia Tuaou (nylon) vu1A
0.45 Tunsou asluvindy vuia 2 Tadans uazas A1 A LC-ESI-MS/MS 1511051
fa 20 lulnsans
3419 lunsaifarsazatwsioss lansouenfinueddasunILesnNIINNAYD]
= Yo o A ar < . v
asiaule Wssadesuniulaonsasauuumaveauda Oasis MCX 3 cc (60 mg)  1auneq
@ g 1 3/ 9/ a Aaa ;} a aa 3
J3uanimave s iteuldnudis wniwea 2 Taddesuazii 2 Haddas vnlulia
3y
asazarealogieainlannds 3.4.1.7 $119U 2 TaddRTHIU Oasis MCX  HRE5ASAWAIU
A =] n’: =3 A o =] E a wa
A aue s alszunn 10 voausn ntwduasazaednr U avo e ua1gia

AoRTNTD 3.4.1.8
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342 asmzhimanzauveslasinInandveumnamuduunaanlninsiimos (LC-
MS/MS) dwmsudinngriasezaian lue
Aadu Luna Su C18 YUIADYAIAL00 BITABN YUIA 2.00 x 250 TadmAT 3503
yeuvyle Tmnsan wlmndeuiitszneudas 0.1 % lasdSuinsveansaazdandemmuea
Tudasidau 97de3 Aawdnsin1sva 0.3 Taddnsdeuti gunglvesnadausl 30 pam-
waided insesieaanisisunaslessuvewmudsaaln Insimes uuy n1sasan
AamuNa1eY e (multiple reaction monitoring, MRM) MINIIUFFUNIaADUTZIVBIAT
pxasarlud 72/55 , 72/44 waz 72/72 #4180 looerl (precursor ion) 0 m/z 72 UANGEY
loopuitiulooaunansiaia (product ion) AD m/z 55, 44 1AL 72 UAXAIINIUTFULIAMD
Uszques d-ozasanlud miz 7558 Fald0nlooouns Ao mz 75 uanderlovewiy
opounAnfd Ao mz 58 mIfnaniamsesasm ludldauildin (peak area)
MINTUTIU m/z 72/55 (pznTm lug) uag m/z 75/58 (Bumesusamimumia “d-ozasanlud)
wSoamuRuaanln Insimesuns Applied Biosystem MDS SCIEX 1 API 4000
unaeninlooou Av Turbo spray (ESD)  AAITIEHUIAAIW triple quadrupole  iazaoivig

(software version) : analyst 1.4.2

| i ' a ) w o '8 a a
Fﬂiﬁﬁ 3.1 ﬂ'ﬂ']']%ﬁmi]’lﬁﬂlﬁli)\‘mﬁﬂﬁﬂﬁﬂVLE]E]E]‘HfT’lWi‘lJ'JLﬂS']SﬁfT’]‘iﬂgﬂiﬁ']vlﬂJﬂ 11.[1‘1’?1!?\

152900 (positive mode)

wmnilnes mmmun
temperature 400
Collision Gas (CAD) 6
Curtain Gas (CUR) 11
Ion Source Gas 1 (GS)) 60
lon Source Gas 2 (GS,) 55

lon Spray Voltage (IS) 5500
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M9af 3.2 uaasannzimnzaudmiunnsefamuna1elnse (multiple reaction

monitoring, MRM)

Q1 mass Q3 mass Dwell DP* EP* CE* CXP*
(amu) {amu) Time (volts) (volts)
(mSec)
ozazan lud 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- oxAian lud 75.000 58.100 100 40 10 8 8

* DP : Declustering Potential , EP : Entrance Potential, CE : Collision Energy, CXP: Collision Cell Exit Potential

3.4.3 MIAIUANAUMNUATIIBNUHE
a o
N1IAIUAUANUNINUDINITATIVANIIZH
o d ada d 1
- AUUAINUBIITUAIIEH (blank method) )N 5 % YDIANZFANITNATD
(batch)
o By ]
- M4 (duplicate) YN 5 % VBALADZLANIINANDY
d d A [ a a o't [ v
- wesEuARUATY (ANTAYAILLIASTILDZATAN INATHAIDE1R) N
5 % UDUAAZYANTNANDY
a o
MITVNUARAUATIZH
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Saaunsniuasuues looausn looemis (precursor ion) i loooundnsiat (product ion)
HUUASIVAAMNT WY ATUT (MRM) flo m/z 72/44 , 72/55 , 72/72 uae 75/58 Tﬂtm MS A
uﬁﬂ(Ql)m@ﬂ"laﬂauumaamimm'm“hm A% [CH,~CHCONH,]' m/z 72 uag 'd,02 sasan lud
(ﬂummuaammum'sﬂ)ﬂ@ [CD,= CDCONH,] m/z 75 mnuu"laaammmﬂﬂmaaﬂﬂ Q1
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msffnwuawaﬂmmammﬁﬂmuuzi‘lu'lﬂiuummammﬂu 45 ifoafindusaraluHeL
mmuaa"lm‘iw 50 -70 % lav511913 waﬂ"lﬂ"lmmﬂmaﬂmmﬂﬁmmawﬂsm"lmﬂﬁﬂﬂ“lmmu

aﬂﬁﬂkiﬂﬂ‘:’]L‘JJ@"IJ'i?;J'!i‘E«!LIJ“:’HUfJﬁLWﬁJﬁJN

] Y
A13197 4.1 meNaﬁﬁ'ﬂﬂmm@maﬁaﬂmﬁa:mﬂwﬁwmmmuaaiuﬁ1ﬁamwmumaq

19819 SRM2387 peanut butter uazifudS wHuNeAnNsEUBIAT 1

wmuea il (% viv) ﬂsmmmﬁawmaﬂuﬂmau (luTasnsuned laniw)

SRM2387 peanut butter SudSauruneansoy vHan 1

(79.2 -94.8 },Lgfkg)

50 % 81.2 560
60 % 82.2 582
70 % 86.4 550
80 % 75.9 343
90% 582 114
100 % 35.1 433

¥ ¥
Wanetwe 1IN 001 103 USiasdiazain 10 Gaddes wazimomu 24

700
—&— SRM2387 peanut butter

. _

o 600 ./.\
= i w13
B 50 | % —=— JudFuriuneanseu
“g |‘ \\_\ iiaf 1
(=3
€ ]
3 300 |
g
S 200 -
@ |
w .
100 &
‘; .
0 i T
50% 60% 0% 80% 90% 100%
pm e alui (%vm)

iﬂ'n 4.3 ﬂﬂwuaﬂammﬁuwuﬁim’mﬂ‘mmmsawmaﬂuﬂﬂﬂmnmﬁﬁﬂﬂmu
fm'awa1Um;mummaa”l.uumamwmumaﬂumama SRM2387 peanut butter

ua:ﬁ’ud%’aur&uﬂﬂﬂmﬂwﬁﬂﬂ 1



64

Namnmsﬁﬂma‘m'muumaﬂmia"muwﬂmw1uaa1u1{1 70 % lavilSuas W
Firazateimuizaulunisadia LU'E)WTﬂﬂEJQﬂTﬂ‘H%Jﬁ’JuNﬁuﬂJﬂfi‘uWuf)Uﬁﬁmwiﬁdﬂﬂ
ﬂﬁ“'ﬁmmwiumsﬁﬂﬂmﬂ”h ﬁ]umﬁﬁ'zmmﬂiumsaﬂwmmmueaﬂum msiiduHay
aumummaa“luﬂ'smmmﬂuummmmﬂwmq”lmwmmmﬁ”luimmumammitﬂanmﬂﬁ
Furh Tﬂuﬂmﬂmahmrﬂumaw1a~a101uﬂ15ﬁnﬂmaaﬂwa msawmamamm"lﬂwawm
ﬂmwﬂmums'ecmuumammmmumawwwm 39U 710 wmwwwawumummw
s2uBYA AT ﬂnummﬁ'flumumﬁavmumamqﬂﬁ azsuuuusluiu dedesms
mmmvmﬂmu‘lﬁmhiuwmuﬂ@"lﬂmmimwumaﬂwu‘nmﬁmwmmma Al
A15020 wwﬁmumuaaiuuﬂumsﬁﬂﬂﬂa Fusu e sayaediediah Idainmsanaee
atmmmaﬁyaummmﬂmmwu‘1LLuummmiawamﬁmwmaaiumuaUmflsuuu i
mmsﬂumwawawmuimanm“lmww Heidenditiazarofiningauudl 49
mmﬁﬁfmvmamwuﬂmemwmm aﬂummﬂﬂma"l,ﬂ

4122 wamsﬁﬂmumunmammmm san  SeRaod1ildinu fe
Surfauduneansoy ¥ilafi 1 g miinidnm1 A0 0.5, 1.0, 2.0 , 3.0 UAT 4.0 N3N ane
mumsaumuwﬁummuaaium 70 % Tavt/5u193 ﬂ'smmmmavmwhﬁﬂﬂmmu 10
fadaas nanven 20 W U 2 1 ‘HE'Nil’1ﬂE’fﬂﬂﬂ‘5\1LL‘jﬂtm’J%“ﬂ1ﬂ‘1iﬁﬂﬂ“ﬁ1'ﬂﬂﬂ‘i\‘lmﬂﬂ
R m'aw‘hm'ﬂmaamnmsﬁﬂﬂmqmn Smﬂﬁmmﬂ“’ﬂsm"lmmmmﬁﬁﬂﬂﬂsw1
a2 L'ﬂuﬂ?mmﬁﬁﬁﬂ"lﬂmwm Fa31afi 4.2 Lﬂmmummiﬁﬂﬂﬂsw | dlofaifigufiy
ﬂ'smmmﬁﬁ’ﬂ"lﬂmﬂmummumauaw 77.2-91. 2 2nnsHiaaInNFuRUT NI
ﬂsmmmﬁawmm"lummmmﬂﬂﬂsw | uazadad 2 “lumamwmimmumwnmu
iiad 1 Mimitas1an (i‘lJ“n 4.4) wmmﬂimmﬂwﬂsm"lmmﬂﬂ”lﬂﬂiw | faimiin
e 19Rae 2.0 3wy a%muﬂsmma“ﬂsm‘lmmﬁﬂﬂ"lﬂaﬂamaﬂq RMRIERTRET
avﬂsaﬁmwﬂﬂﬂ"lﬂmw > fvzifuiuiien 9 uﬁm’amﬂﬁmmasmm“lm*nmaa“lu
mamwaamﬂmsﬂﬂﬂmw L nnduidenn mummaUmaaﬂmwuﬂwﬂs:mm 0.5-1n5Y

ﬁ‘]wﬁnaﬂmﬁﬁmm::ﬁu“lumsﬁnﬂ



65

]
1

4 :’ YY) 1 d o o w Y] '
M9 4.2 mewmmumuﬂmamaﬁmmﬂﬂﬁmummiﬁnﬂiumama

SudSauriuneanIoUYTAT 1

dmindedis PEinmezasarlusinds (uinsniudenlaniy) nlosiFudmseaia
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4.1.2.3 Nﬂﬂﬁﬁﬂ‘kﬂt’fﬂ1’13%1&‘]Gluﬂﬁﬁﬁﬂl.‘ﬁﬂlﬁw1ﬂﬂ§k°§uﬁﬂ13ﬂﬁﬂﬂ§&ﬁ 1
vmamgﬁuﬂiﬂﬂ:%mmzﬂm‘Nﬂ‘?ﬁﬂ‘lumﬁazmuwﬁmnmuaﬁﬂluﬁw 70 % TavilSu1es 1%
Fudwhazawlumaana tazl¥diazaeanlunsaia Ao mﬁawawmmumu@a’lm{w
70 % laglsuas uwaammuﬂsmmwmmmawmﬂwhﬁﬂmm munaﬂumﬁﬁﬂﬂ 10
M3197 4.3 wuiuﬂasmummsﬁﬂﬂmam ‘mmnwmaqauwmmmmumsaaa~ 85.6 -91.2
mmwuﬂmmswa‘mawmmmwnmmﬁwmwsauﬂuuuwmmaﬂaswummsﬂﬂﬂmm 1
qaqﬂﬂﬁzmmmam 91 mamwnuam:vauqumﬂwsmamqﬂummmﬂuafmmLmnma
qeaalsznmiovas 6 siaunsariu il deiueddudms ity ldde 1Ayl
ﬂmmmimaamﬁ'ﬂazﬂ?aﬂuﬁiuﬁ’;adnﬁwﬁaﬁmxaw 4 %iia A0 1 0.1% veania
Wodinluh 0.5 % vesnsanesinlummuea uaz s fiaaluarsveansaglazyigonlsia-
miuaﬂium (heptafluorobutanoic acid in water) wmﬂﬂwa"lmmmwﬂu [25] MUITYVOS
S. Eriksson i@ P. Karlsson [58] afad1sozaia lush pH LAy Faudt 2 -7.5 Wwams
ﬁﬁ'ﬂ"lmmmshqﬁumﬂﬂfﬁmﬂﬂ mumimuﬂsmmmmavmuuu%zuwammm"hwa
YaHAN15ATIINY (LOD) m"lwnmmi‘fnmawvmsmmﬂmamwﬁﬂﬂ"lngm‘%’amq s

Lﬁunmmsmrthﬁmmx"l:imuNmsﬂmmm(lumsamﬂ wnﬂmwmﬂwmwuﬂuuﬂmwu

] .7} =1 =1 o yq'a [ q 13
g wesaiaen 20 Wiy 30 ez liiula lunamsanagaru

A da o a o' o [ Y @ ) a A
M319N 4.3 Llﬁﬂﬂkﬂﬂ'ﬂ“ﬁuﬂﬂ’l‘iﬁﬂﬂﬁ?iﬂzﬂﬁﬂ"lhlﬂﬂcluﬂ?@fﬂﬂ Muﬂﬁﬂllﬂuﬂﬂﬂﬂﬁﬂu‘ﬁuﬂ‘ﬂ 2

Tuan1zanee
¥iiadiazaiu Puwsh  nawd Uinmezaiarludindu nlefiguamantia
4afia (W) (lulnsniunenlanin) afad 1 doudu
(ml) afia afin 57 Pnaezaianlud
afad 1 afait 2 Fanue Fasaléama
(%)
T0v%amuealii 10 20 464 715 542 85.6
0.1 % pianofiinlu J0%mmuealuh 10 20 517 713 588 87.9
0.1 % ninpedanlu 7o%mmuna1miyw 10 20 512 734 585 87.5
m%mmuaa"luﬁvw 15 20 549 65.3 614 89.4
'.'O%lumuﬂa1uﬁ’1 10 30 561 60.8 622 90.2
TOVdumuaﬂuﬂ’v 15 30 542 51.8 594 91.2
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ada d
42 HAMINATBLANYNABIVRIITIATIZH (Validation method)

42.1 ananiludunsa (Linearity)

shensazawnasgnesaia ludaandudu o, 2 5, 10, 20, 40 Az 80
1yTasndudodns RicsazatouInsgiu d, _pzasanlud udu 40 “luiﬂini’uﬂ'aﬁmaﬂu
= MBS uenAUALATIA A529TNI LAY LC-ESI-MS/MS aududuat s 41 adrans
ﬂ’mJﬁ'uﬁ'uﬁszmwﬁm1ﬁaumaaﬁuﬁiﬁﬁﬂmﬁaz’mtmmigmesﬂsm"lmﬂaaummuaa-
AUAUAITA (LAY Y) uazﬁ’mwf‘hummmmﬁuﬂumsnzmﬂmmgmaxﬂ?aﬂnﬁda%umﬂ{—
LOAALAUAITA (AU X) 2amasani 1d0ninsesile worudg Analyst 1.4.2 1@ns
WATFIY (5'1J°n 4.5) aumsildein y=1.03 x -0.00378 ANUFUMIAUL03 JARALAY y
1A -0.00378 andulszAnsanduiug (1) miiu0.9997 Futhlnd 1 uaw'agﬂlummmms
gou3V (W1NNI1 0.995) waaeinsvinasgudanuiludunss uaziii residual - plot i
Hutuanuduiufizudy 34 residual plot  WUNITVIWAIVD y-residual 9g30UA1 0
(MARUIN 1. ) nm%&ﬁﬁmw?mswﬁ%zm‘%mJ'mﬁa::mﬂu1@153muazﬁ%’mmwwmmgm

[l 3 ' oo a o w o 1
Tniynasanuhilamdulse@nsandunus 110 0.999

B overnberi0_2008.rdb (71.8 £ 55.0) *Linear Regression ("No" weighting): y = 103 x+-0.00378 (r=0.0697)
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4.2.2 ‘Uﬂ%1ﬂﬂﬂ'l‘éﬂ‘§'m°ﬂ‘l] ( Limit of detection, LOD) uaz “Uﬂ‘il'lﬂﬂﬂ'lﬁ’rllﬂ‘ﬂuﬁ

93318 (Limit of quantitation, LOQ)

=t o o i

A15197 4.4 LAAIAITASINANITATIINY (LOD) Lazdasinanis Nz
US119 (LOQ) 1p95Ens193A Tz ezATan luAluem1sAI LC-ESI-MS/MS F & WAy
An1sasI9 ATz aseEn3ar lua iy sample blank Fadugumuvsanmindeiig u
13 16uA d13 AnTna Tursa d ndae sunaazn i Tau3tmswivudieinlfia
A0 3.4 ﬁmﬁm’mmamswluucﬂmmmumauﬂ'mm'sﬁﬂmmmwmauﬁn ¥11A Oasis
McX lumspsoudindna Lu'aamﬂummﬁfmm‘umuﬁmﬁmmmmawﬂimhm‘n"lummm
swﬂ%’i’ﬁaﬁmﬁwmeﬂmﬂmiﬁﬂmmmﬂﬁ‘umum uAazimS naniumins a1z 7- 10 41
ﬁwmmﬂ'wmﬁmm:ﬁuﬁuamummsgmmammmmmn% ATASITANITATIIWLININY
dunde £ 3 wiwesAufisaunAsIIY (UpaUAAZIINIAG ) ATATINANITATITNUVBINN
nunsnannanudhsdueglugig 1.27 -13. 6 lulnsniuneATandy dawdaiifamsTinsig
Y5190 149113 31A3 129 sample blank fidwmnsaz mnmmgmauﬂim"lmﬂmmwmu
s:ﬁm"imﬂﬁ“’mmuﬂmmwmmmuﬂummmmamﬂé’f mawﬂuwiﬂwﬂm’mmﬂumw

-} o @

VATINA "3!@31“ﬁﬂimmm~ﬂummwmu 20 1iﬂﬂiﬂillﬁﬂﬂiﬂﬂill Uﬂl')uﬂ'lﬂll‘ﬂﬂ‘i]'lﬂﬂﬂ'l‘i
a d & A [y ) = 9
'JLFITI%‘WLI?UTﬂ-l‘Vﬁ%ﬂ'Uﬂ')'lﬁJL‘UiJ‘UL] 30 quiﬂiﬂiuﬂﬂﬂiﬁﬂiﬁ mmﬂmwuﬂﬂuﬂaumaumuaz

1 i o o d -~ A [}
25.0-101.3 uagAubsaUuIATIUFURniiosay 5.2 -10.9 (A3190 4.5) Gaoglunmal

pOUSY (AIARUIN B.)

M15190 4.4 LUAAIVATINANITATIINY (LOD) uaztasfans InaziUTIM (LOQ)

a 'S a o' a dt
Y45 IAT 1N EATAN TuA THRINIT (LUNTNHAIN)

WIALUNG N azasanlug (lulasniusen laniu)
LOD LOQ
41 7.76 20.0
1 Tna 7.61 20.0
Thurl 6.58 20.0
& 13.6 30.0
wa 'l 129 20.0
yunila 5.81 20.0
AMN* 6.96 20.0

P ar [l a =t o o & =] r [l
+ mumstisazatogaetinhiuiqnd lasmsaiadiomauesuiy Oasis MCX lutuapumMIATouAIBYN



I coffee + 514 400 ng no. 1-713/440 (Urknowa) 718440 amu- sam
Aves:B 8964003 counts Height 13264003 cps RT: 4884 min
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I coffee + 514 400 ng no. 1(SPE_MCX)- 7181440 (Urknown) 71.84..
Area: 54764004 counts Height 3.30¢+003 cps RT. 4728 min

i m/z 72/44 an m/z T2/44
: 8000
[0} u
Q
g 5 a0
: 2z
g g 20001 043100154 4 78 839 749
[ E b W ;
0 . . r
) 2 a 8 2 4 5
Time, min Time, min

I coffee + 5td 400 ng no. 1718 /55.0 (Urknown) 71.865.0 amu - sam
Area-5.01e+005 counls Height 457004 cps RT: 4.858 min

I coffee + 4400 ng no. 1 (SPE_MCX)- 718/550 (Unknown) 71.8/5..
Asea: 7.74e+005 counts Height: 8.58e+004 cps RT: 4.991 min

l' m/z 72/55 m/z 72/55
8.0e4
2 i Interference 449
& 0.0ed Interference >l 8’ oet nterfere 9
2 Z
; 40¢4 2 4004
£ ' \ 2
C 204 J A0 E g
i 00 y : .
2 4 8
Tune. min Time, min

I coffee + 516 400 ng no. 1- THR71.9 (Unknown) T1.8719 amu - samp
Atea- 15064006 counts Height 1.45€+005 cps RT: 4,668 min

I coffee +s1d 400 ng no. 1 (SPE_MCX)- 71.871.8 (Unknown) 71.871..
Area: 3.05e+008 counts Height: 2.18e+005 eps RT: 4.434 min

406 [\ m/z 7272
a 0 3065
3 3061 \ & Interference -} a®
J . 1
Z S E 206 m/z 72172
g 2065 g
] 3
E 1065 T 1065

0.0 T 00 T T T

2 2 4 ]

Time, min
I coffee + 516400 ng no. 1-75.0/58.105) (Urknown) 75.0088.1 amu -
Atea: 54064005 counts Height 3.84e+004 cps RT: 460 min

Time, min
I coffee + 4400 ng no. 1 (SPE_MCX)- 75.0488.1() (Unknown) 75...
Atea: 6774005 counts Height: 5.76e+004 eps RT: 4.4 min

460 444
m/z 75/58
v 3064 @ m/z 75/58
o 3 8’ 4004
Z 20m 2
8 g 206
R C] =
A85
00 T T y 00- e t T
2 4 [] 2 4 6
Tims min Time, min
(M) ()

g/ 4.6 MRMTﬂimemimmmsamwmaumuaﬂmuﬂ FiRumsazauIAITIv
a a ' s
pzn3alud 400 pgkg (n) Lild SPE Judunoumsessuiaes () vded1ald

=) Q”
15gN5A0 SPE Oasis MCX
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o o ' a ~ o o a .
A5l d sz atdetauIgniAlsanauu WYL 1A Oasis MCX
F=1 a = r=1 o o A as ' 1 = '4 & a F=Y 'S
Fostiaderfdoanelumsiivadasuniu S0t AT UNTATIVAATIZHNUWAITLUNT Y
Agudiou Lﬁamﬁﬁmﬁwﬁmﬁazmuﬁmdwﬁﬁﬁ'ﬂ%’fﬁ’m LC-ESI MS/MS WU AATUNIUDL
: y » A s o
nld baseline gy uazsunIufinvosezaiarlud (Uit 450 mz 72/55) naziileui
¥ '
aTumumiﬁﬁmmmﬂmmu%q WUMVUIAUDINATUNIUDADY (qUN 459 miz 7255)
uaﬂmﬂuummamﬁﬂmmﬂﬁmlmml,m Oasis MCX fiu@29879 SRM2387 peanut butter
(mﬁwﬁ 4.6) wvﬂ?mmmmaﬂmmaﬂ 93.1 “hlimﬂ'smmﬂiaﬂm (mmmmummmu
ar T a o é ] P o
55 IyTnsnsurenlaniy) deoglunmmszyluluiuses (79.2:94.8 lulnsnsuasilaniy)
A ] o o Y =} g/
A avodeeiia Oasis HLB uuuﬂs”’Immﬂamumim“lwuuazumwm's“lammm
ar a d [] []
ADA VU UIUVY "1u"lﬂ°mﬂﬂsuﬂﬁqﬂﬁwﬁmmw‘lummurl °luwﬂaum'smammaﬁﬂﬁ
ﬁqmiwmﬂmﬁa“awﬂﬁmmmmuaa‘lumuu msawmumama%"lmuimmu"lwu%uau
ﬁwarimﬁmmﬂﬁm111wmuuu:Jmmmﬁa:muHﬁmmmmuﬂa’lum M ldaiuise
¥ £
wam%’ﬂ::msﬂuﬁ’laumm'lwu‘lumiasawﬁmmﬂﬂmuﬂm Sdlusududealdvle

o a
YpaLUIBUA Oasis HLB

423 afiea (Precision) 4182 ALY (Accuracy)
13"3Lﬂ51wﬁﬁa@dwaﬁxaumﬁawmummgma‘vﬂ?afluﬁﬁﬁ:ﬁummﬁuﬂu
LOQ (20 18 30) , 400 Lo 800 luTasnsuaan laniy 1uuumﬂmmmﬂmanu 7 %ila fiv 410
#17Twa surds &2 wa'ld vunile waznu TﬂmﬁmimsUumaﬂwmmumums'smsww
30 3.4 wadI1eR 4.5 wuulefidudaundumiodovn 850-106.1 Haz Andvauu
masgudningsevag 1.9-10.9 Faoyluinaaivoniy (MARLIN 7.)

v.v

1
= d o o a . 1 .
mﬂmﬁmaanmswwmmﬂalmmﬁﬂmu (intra-day) 1A% 521 193U (inter-

day) YB4@0819 SRM 2387 peanut butter HARIANS1a0 4.6 ﬂ1mwuummgmﬁuﬁw{ﬁmh
Zoay 10 Faogluinaaiveniy (MANUIN R.) uﬁmiﬁmu’mmmﬂvﬁwwmmﬁuﬁumm
114 (repeatability) LAz M3R15118 (reproducibility) @ mummmsn“wuummmm
TumInsIINAIER uenniumIlsziiuanugndea (trueness) Y0IAIDU19 SRM2387
peanut butter (AIANUIN %.) diednszi 7 cmmu‘lmummnuuu nu liuana1gInm
$radaetratidvdngy fszdunnuiei 95 % LasaaaesaIFesY (confidence interval,
ch vonlSinmesasarludinge wiiiy 83.7 3.6 luTasnsuson laniy (mwﬂummwauu
95 %) deeglugaaiilufusesszy fie 79.2-94.8 TuTnsnfudeRlaniy  daiudsdnaedi

v
T TR P RENITS T
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o s dA o o v oA @ o dd Y Y
M1919N 4.5 1Lﬂﬂ\jLﬂ65l"h"uﬂﬂuﬂﬁﬁLﬂﬁU“axﬂ']L‘UU\nﬂuu']ﬂ‘jj-]uﬂi.!Wﬂﬁﬂﬂ’nuL'Unq.luﬂ’l\‘la']

WDIUAAZUINT N

sindotn  UnnuezadarludiiAy Jhnwozaiarluddi  RsD,  nedidudfundy s

(Heke) asaonundy £ SD (%) ndu (%) (n)

(Merkg)

i1 0 2.93 % 1.61 10

20 19.5 2.0 10.3 98.2 8

400 3718+ 14 3.7 96.6 10

800 761 £ 20 2.6 97.7 10

11 Tna 0 1.97 + 1.8 10

20 209+ 18 8.6 97.6 7

400 376 £ 11 2.9 95.8 10

800 740 £ 33 45 97.2 10

Tursa 0 1.63+1.65 9

20* 18320 10.9 86.4 7

400 368 % 20 5.4 95.7 10

800 748 £ 15 2.0 96.8 10

& 0 5.85+2.59 10

30 36.6+1.9 52 101.3 8

400 382433 8.6 98.5 10

800 790 % 39 4.9 102.9 10

wa'lif (nd) 0 0.16 £ 0.37 10

20% 17.1% 1.4 8.2 87.7 10

400 389 £ 17 45 102.4 10

800 780 £ 30 3.8 101.9 10

unile 0 230+ 1.17 10

20* 172+ 1.4 8.1 86.9 9

400 393 %13 33 101.6 10

800 799 % 32 4.0 103.6 10

mraanuv* 0 171 £ 1.75 7

20* 18.6% 1.9 10.2 85.0 7

400 416 £10 2.4 104.4 7

800 845+ 16 1.9 106.1 7

-

= ¢ = . . i
* FasifianisamsiziUTun (limit of quantitation, LOQ)

. 7 ¥
= mumsﬁwmia:msmamﬂﬁusqwﬂﬂumsﬁnmmmﬂﬁumu-ﬁa Oasis MCX TudumaumsinsouaIsuN
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4 uy e a ' o oA 2
MIIN 4.6 LaRInNUNINE 18 (repeatability) Tnodinsizvinieluiu@es (intra-day) uag
v
M13R41 18 (reproducibility) Tas3iA512H 581 9TU (inter-day) TufI08s

SRM 2387 peanut butter

f s (n) USinmezaianud (LLgikg) Aunde + SD Repeatability
SRM2387 peanut butter (He/ke) RSD, (%)

St | 7 91.4,79.5,81.6, 83.7, 82.3, 85.9, 81.5 83.7+3.9 4.7
Tui 2 3 88.2, 94.1,90.7 91.0£3.0 A3
Suit 3 3 90.7, 92.0, 93.1 91.9+ 1.2 1.3
i a» 3 94.3, 90.6, 94.4 93.1 422 2.4
Aundodanun +sp (Ugike) 88.4+52

Reproducibility RSD, (%) 59

' , 3
* mumsnimsazawaedniuigns lavmsafadomaveaudia Oasis MCX Tudunsumsnsoudedn

P a a S A Y oy oy 24
nInmsnaaesnyIMIgudvezasat lualonhldudsdrounalulasou
/) ny = A a o o
Tasldmsazarowauumuealuii 70 % Tavilsuies Mdumsazatsnsguezasallua
=3 [ Y 1 a Jd a d 3 (=]
TTanududu 40 Tulasniudedns 11 'd,-ozasan ludifludumesueaauauansauas Taid
a s ¢ PA g raa s ¢ & oa ) 2d sa
BumesuoaTIaNAITA (MANWIN o) Wud e luiidumesusasuauamsmiuiinlossudau
o 1A A a L4 a o 4
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g g Yt a d 1T a o o 2
yosnunlanamsazarnnsgiu (92501 lA m/z 72/55) Aedumesusadaumsa (d, -
= o s 1 " A o
PEASANINA m/z 75/58) LALBATIAIUYDIAMTNTUAITALAIWUINTTIUADDUINDS U A-
o { s w o 1
auauAsa (15199 n.1) vazadensmuasgunnanuduussEnIg y uag x
= & e ya . a I w Y Y dAa )
M3 a1 uanaiuilafiauas residuals voozaTm luahszauaududueie il 'd-

= o a o o o Yy 9 :’
ﬂ$ﬂ3ﬂjqﬂﬂﬁﬂu@ulﬂﬂiu@ﬁﬁllﬂuﬂTiﬂ (FLAUANUAVUUDL 5 )

oty aowduduues  dmsidhuves  muRldAn  muRldRAves  Snsidauves Residuals
g
VDIAA "d,"AA (S) ANy VDIAA “d-AA (15) Wunlafin
(L (L) (UnY x) (m/z 72/55) (m/z 75/58) (U y)
0 40 0.00 0 2180000 0.000 0.003842539
0 40 0.00 0 2100000 0.000 0.003842539
0 40 0.00 0 2030000 0.000 0.003842539
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
& 40 0.12 228000 1980000 0.115 -0.009330063
5 40 0.12 224000 1940000 0.115 -0.009017661
L1 40 0.12 220000 1950000 0.113 -0.011661066
- 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 0516 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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auaunia Jd- exaianlug dmisnnamaumsidunanoy (regression line) Tauly3nia

ﬁﬂ&ﬁﬂﬂﬁi‘!ﬂ (the method of least squares) "lﬁaumﬁﬁaﬁ
R, = slope* R, + intercept (%.1)
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R, =(0.0682+0.00378)/1.03 = 0.0699
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Fe a d a a 4 @ i w 1 a a
nduneumsIn Ay d- azaia ludludedie = 381 Tulasnfusiedlaniy (ppb)
ki

Savh USnaraisezasan ludluse619 = 0.0699 x 381 = 26.6 Tulnsniuson lansu (ppb)

W59 0.0266 aaniuasn laniy (ppm)

s 1 l=; ) a d A 1=y L

Gedafiz  MsduadinnzilTinaezasar lualu 1 §AN1TNARDS
AUNTUBINTIMUIATTIU R = 1.04 R, +-0.0104 (r=0.9997)

Slope = 1.04

Intercept = -0.0104

Sample Wt N 1A} Peak area Peak area Rr Re Re AA AA YoRec
(@ (ng) | (g | miz72s5 iz 75/58 sample- | (ng | wéw
Re (ng/g)
blank
Blank (no SPE) 400 8930 1700000 0.0053 0.0151
B 01 (no SPE) 1.0889 400 367 991000 718000 1.3802 1.3371 1.3249 486
B 02 (no SPE) 1.0469 400 382 840000 762000 1.1024 1.0700 1.0549 403
B 03 (no SPE) 1.0201 400 392 36100 881000 0.0410 0.0494 0.0343 134
B 03 (no SPE) dup 10171 | 400 | 393 39400 865000 0.0455 | 0.0538 | 0.0387 152 14.3
B 04 (no SPE) 1.0459 400 382 51600 767000 0.0673 0.0747 0.0596 22.8
B 05 (no SPE) 1.0747 400 3n 621000 830000 0.7482 0.7294 0.7139 266
B 06 (no SPE) 1.0429 400 384 328000 699000 0.4692 0.4612 0.4459 171
B 06 + std 100 ng
(no SPE) 1.0168 400 393 528000 724000 0.7293 0.7112 0.6959 274 104.7

_(274-171)

= *100 = 1047 %
100/1.0168

o ¢ d oA ar
fMurlesuanunay
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o o @ o a d |1a
S AAasIFaNsASIINVIAZ IS INAN TR ITHRUT I

a J 9
A1 HUNINDUI

o_ar a d
A.11 YAS1HANIATIONY (LOD) VBWMHNINTU12
a d [a a v o EY o o a o el
Sinse U naozasan lud 1 sample blank 483912 AunanlSuaezaianluah
AN ANRAY (mean) Uaz ANDOAUUNIATIIU (SD)

AN IV NIIATIIN R = 111 R, +-0.0135 (r=0.9999)

Slope = 1.11
Intercept = -0.0135
Sample Wt IS s Peak area Peak area Rr Re Re mﬁu Rc AA
(g) (ng) (ng/g) m/z 72/55 | m/z 75/58 sample (ng/g)
-Re
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 no. 10 (no SPE) 1.0023 400 399 35600 1400000 0.0254 | 0.0351 00115 4.59
mean 293
SD 1.61
3sD 4.83
10SD 16.1
aql

LOD = mean + 3SD
—593+483 =776 wilunsuaensy u3elulnsniudenilaniy (ppb)
estimated LOQ = mean + 10SD

—293+16.1 = 19.0 w1 lunsuseniunselulasniudenlaniu (ppb)
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asarlua

o s o ' ar o =) =y od A
$1uqu 20 wilundy ludiodiada 1 nfy druradsuimozasarluanasiawy

3 LA @ oA o o
Lﬂ@ﬁl“ﬁﬂﬂﬂuﬂﬁﬂ (%recovery) memmmmummgmmwm (%RSD)

AuMIUINIMINAITIM R, = LO3 R +-0.00378 (r=0.9997)

Slope =1.03
Intercept = -0.00378
Sample Wit N I Peak area Peak area Rr Re Rc m?%u Re AA Y%Rec
(g) (ng) (ng/g) m/z 72/55 | m/z 75/58 sample | (ng/g)
-Re
blank
Blank_l (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 214 107.8
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 219 107.8
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

(=] J o ' 4 v w 1 @
ayi) wodidudaunsunazanivuuumnasuduinseglunasivensy (ManuIn 2.)

¥ '
Fuhu LOQ ayfiszdu 20.0 wilunfudeniunielulasniudeflaniu (ppb)
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a d |a a o' o o
2 a51eSumorasar lud 1y sample blank 83912 Twe Auanlsum

a ol ' a VoA
oeasa luaNATIINY AURAY (mean) HAL ANVBAVUINATIU (SD)

AuM5V09NsMIIATYIU R, = L.I6 R +-0.0185 (r=0.9998)

Slope = 1.16
Intercept = -0.0185
Sample Wit IS IS Peak area Peak area Rr Re Re m‘éu Re AA
(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
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 493
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
comn no. 4 (no SPE) 1.0086 | 400 397 10800 616000 | 0.0175 0.0311 0.0062 2.46
comn no. 5 (no SPE) 1.0103 | 400 396 13700 634000 | 0.0216 0.0346 0.0097 3.84
com 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
com no. 8 (no SPE) 1.0490 | 400 381 5790 570000 | 0.0102 0.0247 0.0000 0.00
com no. 9 (no SPE) 1.0849 | 400 369 5860 575000 | 0.0102 0.0247 0.0000 0.00
comn 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

estimate LOQ

I

Il

197 +5.64 =7.61 wilunsudensu wiolulasniusenlaniu (ppb)

mean + 10SD

L 97+18.8 = 20.8 w1 Tunfuaoniuniolulnsniudonlansy (ppb)
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a o a a d = d Y
n22 Sadivamsinsizvyine (LOQ) veusmInddaIng
= d |1a a o a 1 a a = 4
a5zl Snmezaiat ludludedafifuaisazainnasgiuezasan lud
o as a 1 as ° = = o
S1uau 20 v lundy Tugaodiadnlnag 1 0fu dudadSnuezaiarludiinsiany
s d sA w v @ @
lesiSudaundy (%recovery) HazAudouUUIIATTIUTUNNS (%RSD)

AUMSV0INIINIIATFIU R = L.16R_+-0.0185 (r=10.9998)

Slope = 1.16
Intercept = -0.0185
Sample Wt IS 15 Peak area Peak area Rr Re Re m'%';u Rc AA %Rec
(g) (ng) (ng/g) mz 72/55 | m/z 75/58 sample (ng/g)
-Re
blank
Blank_I (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
corn no.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 22.2 106.8

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 d o o P A o @ & o o
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a d o q‘.-
A3 UUNINANUAS

f.3.1 AAH1NANIINITIDND (LOD) vounm3Indse
S5z inaezas a1 lud 1u sample blank ypauris snnanlSaezaian lud
fas29ny Aundo (mean) 1Az Audlpaunuasg (SD)
AuUNTURINTINIINGTIU R, = 1.16 R_+-0.0133 (r=0.9998)
Slope = 1.16

Intercept = -0.0133

Sample Wt N 1S Peak area Peak area Rr Re Re lﬂéﬂ Re AA
(g) (ng) (ng/g) | m/z72/55 | m/z75/58 sample | (ng/g)
~Rc
blank
Blank_! (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
potato no. 1 (no SPE) 1.0822 | 400 370 14600 940000 | 0.0155 [ 0.0249 0.0038 | 141
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 | 293
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 0.0123 | 448
potato no. 9 (no SPE) 11712 | 400 342 6190 723000 | 0.0086 | 0.0188 0.0000 | 0.00
mean 1.63
SD 1.65
3SD 4.95
10SD 16.5

a3l
LOD = mean + 3SD

163+ 495 =658 wluniuseniy nielulnsniudenlaniy (ppb)

mean + 10SD

estimate LOQ

Il

163+16.5 = 18.1 wilunfusensumie luTnsnsusden laniu (ppb)
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a d | a o o ' A a a 4
’Jmswz'mJsmmmmm“lm“lumfmtnammnmiazmﬂmmgmazﬂiaﬂm

o o o ] s @ [ o =y =Y &l
3119 20 w1 Tundy ludleo1afurdse 1 3w A uradSuinezaial luanas1awy

d o o @ VoA o a  d
WS IBUANUNAY (Yrecovery) HAZANUYALUNIATTIUTUNNT (%RSD)

AUM3U0INTINIIATTIU R = L.1I6R_+-0.0133 (r=0.9998)

Slope = 1.16
Intercept = -0.0133
Sample Wt 1$ s Peak area Peak arca Rr Re Re méu Re AA %Rec
(g) (ng) | (he/e) | m/z72/55 | m/z75/58 sample (ng/g)
- Re
blank
Blank_l 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 I
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 §29000 | 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 203 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

¢ a3 [ ' { o W 1 o
ay1l Wedidudaunsunnzauiisanaspuduimeglunasivouiy (Manun 2.)
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= r.'v:f
.4 UUNINHD
o _ s o d'q'J
a.4.1 AASIHANINTIVNY (LOD) VBWNNINFDI
a ¢ |a = o o o a a o
S5 rSnanensalus 1 sample blank  veaia sudmiunaezainr ludi
A529NY AUNTY (mean) LAz AUTLAVUNIATIIY (SD)

AuMIveINTIMUIATIIU R, = .11 R + - 0.023 (r=0.9996)

Slope = 1.11
Intercept = -0.023
Sample Wit IN 1S Peak area Peak area Rr Re Re m?;u Re AA
(g) (ng) (ng/g) m/z 72/55 m/z 75/58 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 3719 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 5.28
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 31
mean 5.85
SD 2.59
3SD 1.77
10SD 25.9
ag

LOD = mean + 3SD
~585+7.77 =13.62 wilunsudeniu wielulnsniudon laniy (ppb)

estimated LOQ = mean + 10SD

~585+25.9 = 31.8 w1 lunsuroniunse lulnsniuaen laniy (ppb)



- T ) a é ) d s
fn.4.2 Mﬂﬂ]ﬂﬂﬂ1‘i')lﬂ§1$ﬂﬂnﬁu1m (LOQ) UBUUNITNUD T

1

97

a g |a a o s " A a = o
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o a @ v o o o a a o
1UIU 30 ‘L‘l’liuﬂ'il! luaae01997 1 nsu ﬂ’]u'ﬂﬂlﬂil]'lmﬂ&’ﬂ‘iﬁ'lulﬂﬂﬂﬁi?ﬁ]“/‘l‘u

S d o o P A v o
Lﬂ@ﬁL%uﬂﬁuﬂﬁU (%recovery) LLﬁEﬁﬂ'}LﬁUQLUNM1W§j1uﬁll'W‘Y1ﬁ (%RSD)

AuMTUDINTINNINTTIY R, = 1.12R_+-0.0181 (r=0.9998)

Slope = 1.12
Intercept = -0.0181
Sample Wit 1S IS Peak area Peak area Rr Re Rc sample AA %Rec
(®) (ng) | (/) | mz7255 | m/zT5/58 ~Reblank | (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 33.5 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 386 106.4
peanut +std 30 ng
no. 6 (no SPE) 1.0221 400 391 115000 995000 0.1156 0.1204 0.0980 383 105.9
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 | 400 334 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
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F=Y é Vv
A.5 UUNINBHA LN

a o w a ¢ £
f.5.1 VAVINANINITIVND (LOD) mﬂ\illuﬂﬁﬂcﬁﬂﬂllu

a d |a a o' B o = = P
S5z inaezas a1 lua 1y sample blank 409020 AuIni3 NUBLAT A1 AN

ATVNY ﬂ'wm?%ﬂ (mean) WO fiuﬁ'mmummgm (SD)
AUN5Y0aN LA R = 1.11 R+ 0.000271 (r = 0.9997)
Slope = 1.11
Intercept = 0.000271

Sample Wit IS 18 Peak area Peak area Rr Re Re m‘f’iu Re AA
(g) (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 7150 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 ne. 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
a1

LOD = mean + 3SD
—0.16+ 1.11 =127 wlundudensu nielulasnsuaen laniu (ppb)
estimated LOQ = mean + 10SD

~0.16 +3.70 = 3.86 W lunsuaensunselulansuaen laniu (ppb)
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a d |a = L Y ' A a = o
S5l Suaezasar ludludedefiduamsazawinsgiuesaial lua

o o o 1 Y] o = o o
P1UIU 20 w1 lunsy 1uﬂ?ﬂﬂ’i\3ﬂﬁl'§ﬂ 1 AU ﬂmm&ﬂ'smmazﬂim"lmmmailwu

s d o s Vo v @
WosIFUAAUNEY (%recovery) LAZANLBALUNIATIIUAUNND (%RSD)

AuNIFUDINT NI R, = L1IR_ +0.000271 (r=0.9997)

Slope = 1.11

Intercept = 0.000271

Re 1ndy

Sample Wt 1S s Peak area Peak area Rr Re Re AA %Rec
(g) (ng) | (ng/g) | m/z72/55 | m/z75/58 sample (ng/g)
-Re
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. I (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 79

¢ o o ar 1 ] @ ' 4 w
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f.6 LUNINFUUNL

o o d
2.6.1 YASIHANMIATIVNY (LOD) Yo unN3nsunnil
= d 1a = 4 o a
SinsizdSinaezasarlualy sample blank  vesvuwile AuawTum
= o U a ‘oA
pza5a1 lUANATIINY ANRAY (mean) HAE ANLBUVUNIATIIU (SD)

AUNTUDINTINIIATTIN R, = LI2R + -0.00181 (r=0.9998)

Slope =1.12
Intercept = -0.00181
Sample Wt 1S IS Peak area Peak area Rr Re Re sample — Re AA
(&) (ng) (ng/g) m/z 72/55 | m/z 75/58 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 337
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 812000 | 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 117

38D 3.51

10SD 11.7

aj)
LOD = mean + 3SD
~230+351 =581 wilunsudeniy nielulnsniuaenlaniy (ppb)
estimated LOQ = mean + 10SD

=230+ 11.7 = 14.0 i luniudensunse lulasniuaenlaniy (ppb)
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a0 w a d o d
.62 FasinanmsdnTzHlun (LOQ) veauunsnauunile
= d |a = o a " A a = 4
’Jmﬂw1Jsmmazﬂsm‘lamTumamwmumsazmammgma:ﬂsm"lim
o @ s ¥ o o = = ol
$1u9u 20 waTundy ludredisvuuila 1 nfu fuandsuiuezasarluanastany
o o oM [ VoA v w
WosUARUNAY (Y%recovery) LAZANVIUUUNIATTIUAUNNT (%RSD)

AUNTYDINTINNINTFIY R, = 1L.O2R_ +0.0134 (r=0.9993)

Slope =1.02
Intercept = 0.0134
Sample Wt IA) 1S Peak area Peak area Rr Re Re m‘a"u Re AA YoRec
(g) (ng) | (ng/e) | m/z 72/55 m/z 75/58 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

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 | 164 | 823
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 | 158 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 | 182 90.7
bread +std 20 ng
no. 7 (no SPE) 10715 | 400 373 49100 851000 0.0577 0.0434 0.0434 | 162 | 834
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 37 49700 858000 0.0579 0.0437 0.0437 162 | 839

mean 17.2 | 86.9

SD 1.4 6.7

%RSD 8.1 7

a ehi @ oA v W 1 J @
asy Lﬂaswuﬂﬁuﬂauuasmmuasuuuwmgmﬁuwﬂﬁagiummmuamu (MANUIN R.)
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a d [a a o' =1 o a
AnsierdSuimezaia lualu sample blank vpmdan i Mudnsum

a oS " { ' |
92ATA1 IUANATIINY AUNTY (mean) 1aZ ANDYUVUNINTIU (SD)

AUMIVDINTINLIATTIY R = 1.01 R + 0.0165 (r=0.9998)

Slope = 1.01

Intercept = 0.0165

-
Recinay

Sample Wt IN IS Peak area Peak area Rr Re Re AA
(2) (ng) (ng/g) m/iz 72/55 | m/z 75/58 sample (ng/g)
- R
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
38D 5.25
10SD )]

ag)

LOD = mean + 3SD

estimated LOQ

mean + 10SD

=1.71+5.25 =6.96 w1lunsuaeniu n3o lulasnsuaen lansu (ppb)

=171+ 17.5= 192 W Tuniunensunio lu Insnsunen lansu (ppb)
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A.7.2 Aadinamsinnzrdiing (LOQ) veauunInasn
=y ¢ & a I'd w " - a o ¢
AinszdiTinaezaia ludludredsfidudisazarsnsgiuosniarlug
o o as [ [~ I o a = Jc;
$1u7u 20 wTunsy ludretraudanmurue 1 a5y AurndSuaezasarluanaslawu
< g o [ T oA v o d
WoSIFUARUNAY (%recovery) HAzANTYAUUUIIATTIUTUANT (%RSD)

AUNITVBINIINNIATIIU R = 1.OIR_+0.0165 (r=0.9998)

Slope = 1.01
Intercept = 0.0165
Sample Wit IS IN Peak area Peak area Rr Re Re Laﬁu Re AA “oRec
(g) (ng) (ng/g) | m/z72/55 | miz75/58 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 L7l
coffee +std 20 ng
no. 1 ( SPE_MCX) 1.0027 400 399 33800 573000 0.0590 0.0421 0.0421 16.8 57
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 10.2 112
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1T UAAUNAY (Y%recovery) HAZANVOUVUNIATIIUTUNNT (%RSD)

AUN5U0INTINUIATTIU R, = 1.03 R +-0.00378 (r=0.9997)

Slope = 1.03, Intercept = -0.00378

Sample Wit 15 s Peak area Peak area Rr Re Re 190 Re AA %Rec
(® (ng) | (ng/g) | m/z72/55 | m/z75/58 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 (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 37 25
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WoSIFUAAUNTY (%recovery) HagANTBUUUNATTIUTUWNT (%RSD)

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

Slope = 1.03
Intercept = -0.00378
Sample Wt 1S 1S Peak area Peak area Rr Re Re mf-';ll Re AA %Rec
(g) (ng) | (ng/g) | m/z72/55 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 (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. | 1.0001 400 400 2360000 1170000 | 2.0171 1.9620 1.9476 | 779 973
rice +std 800 ng no. 2 1.0555 400 379 2390000 1220000 | 1.9590 1.9056 L8912 | 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 19816 | 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 9.7

SD 20 1.9

%RSD | 2.6 1.9
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WS IFUANUNAY (%recovery) HAZANTIIAVULIATFTIUTUANT (%RSD)
ANMIVOINTIMLAITIU R = 116R_ + - 0.0185 (r = 0.9998)

Slope =1.16, Intercept =-0.0185

Sample Wt A IAY Peak area Peak area Rr Rec Re lﬂﬁu Re AA %Rec
(g) (ng) (ng/g) | m/z72/55 | 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
corn no.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
com +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) L0118 | 400 395 717000 638000 | 1.1238 0.9848 0.9599 | 379 95.4
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) 10158 | 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 | 11113 0.9740 0.9491 361 94.5

com +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 I 27

%RSD 2.9 2.8
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Lﬂﬂil‘ﬁiuﬂﬂUﬂﬁU (%recovery) Lm?.‘iﬁ'lLUUQ!UNNW\ijWH?{MWWﬁ (%RSD)

ﬁJJﬂTi‘UfNﬂ‘ﬂﬂ‘lﬂﬁiﬂ"m R =1.16R_+-0.0185 (r=0.9998)

Slope =1.16

Intercept = -0.0185

Re 1ndy

Sample Wt IS N Peak area Peak area Rr Re Re AA %Rec
(g) (ng) | (g/e) | m/z72/55 | mvz75/58 sample | (ng/g)
-Re
blank
Blank_l (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
comno.l-10 (from LOD) mean 1.97
corn +std 800 ng
no. 1 (no SPE) 1.0551 400 3719 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 20123 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 N 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 19226 | 711 95.9
corn +std 800 ng
no. 8 (no SPE) 1.0379 | 400 385 1500000 660000 | 2.2727 1.9752 19503 | 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 28
%RSD 4.5 2.6
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WoSIHUARUNAY (%recovery) LAz ANLYULUNIATTIUTUNNT (%RSD)
AUMITVBINTINNINTFIU R =1L.16R, +-0.0133 (r=0.9998)

Slope = 1.16, Intercept =-0.0133

Sample Wit 15 IAY Peak area Peak area Rr Re Re l.il?;u Re AA %Rec
(g) (ng) | g/ | m/z72/55 | m/z75/58 sample | (ng/g)
-Re
blank
Blank_| 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 L1116 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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WoSIBUARNUNAL (Y%recovery) LAZANLSUVUNIATTIUTUNNT (%RSD)

AuMIVoINT WIINTFIU R = 1.16R_+ - 0.0133 (r=10.9998)

Slope = 1.16
Intercept = -0.0133
Sample Wit s 1S Peak area Peak area Rr Re Rc mﬁlu Re AA %aRec
(g) (ng) | (g/g) | 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 800 ng
no. | (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 3719 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 | 776 973
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 L6
%RSD 2.0 L7
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(%recovery) LagANDUUVUIIATTIUTUANT (%RSD)

AuMIVRINTIWLINITFIY R = 111 R +-0.023 (r=0.9996)

Slope = 1.11
Intercept = -0.023
Sample Wt IS 1S Peak area Peak area Rr Re Rc sample AA %Rec
(g) (ng) (ng/g) m/z 72/55 | m/z 75/58 —~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 n 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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) oA as v o
NAY (Yrecovery) HAZANUIAUVUNINTFIUTUNNT (%RSD)

AUNTVDINTINNINTFIY 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 Re sample AA %Rec
(g) (ng) (ng/g) m/z 72/55 m/z 75/58 - Re 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 | 2.3156 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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a d a é 1 s LY
1.5.1 AnszriSinaeraia luaveauun3nainalsl fiszaunnaudy 400 laulasniu
1 a s
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'Jmﬁvmﬂ'smmaxmm"lmiumamwmumm:mummmmazﬂ'saﬂm
° o Y] ] 9 a o a a o d o Cd
$1191 400 1 UL Tudeg19nale 1 N3N AunlSuimeraial luanasIny Wosua

ar 1 H ar Y o
AUNGY (Yrecovery) LazA N sAVUNIATTIUAUNND (%RSD)
AuMsUeInTIMIIATIIU R = L.11 R +0.000271 (r=0.9997)
Slope = 1.1

Intercept = 0.000271

Sample Wt 1S 15 Peak area Peak area Rr Re Re sample AA | %Rec
(g) (ng) | (ng/g) m/z 72/55 m/z 75/58 —Recblank | (ng/g)
Blank_I (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. ! (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 37 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 | roz4
SD 17 3.8

%RSD 4.5 3.7

d g o o = @ o & 1 ar
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152 Smzrsmnaesasaludvesmminawalsl Nszduanndndu 8oo lulasni

1 = LY
fonlansu

a d |a - 4 a 1 - a a
SinsziSinanzasar ludludredeiumsazaouiasginesaian lua

o @ Y 1 3/ o o a a o ¢ o o
914U 800 u’ﬂuﬂi'ﬂ (luﬂ'lﬂﬂ'lﬁﬂﬁ'lﬂ 1034 ﬂ"lu']ﬂlﬂ'iﬁ’]ﬂl@%ﬂiﬂ’ﬂ'ﬂﬂﬂﬁﬁ'J’l]W“U L‘]_]E]TIL"HHW

a ! | ar s o
AUNEY (%recovery) LALANDBULUINTTIUTUANT (%RSD)

AUNTVRINTIWNINGF I R, = 1.11 R +0.000271 (r=0.9997)

Slope = 1.11

Intercept = 0.000271

Sample Wt N 18 Peak area Peak area Rr Re Rc sample AA %Rec
() (ng) (ng/g) m/z 72/55 | m/z 75/58 —Rcblank | (ng/g)
Blank I (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 38 2.9

/3 o @ VoA o o o 1 a
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1.6 UuNInFUUNI9

a d a d d 1 s
2.6.1 InszvdSnaezasar ludvsausm3nauunila N3AVAIVNUH 400
ulasnsunanlaniu
= ¢ 1a = v o' s [l a a = o
TinsrzvlSumezaiar lud ludletsnifuaisazarsninsgivesasal lua
° s @ 1 ar ° =y = P d 3
$1u7w 400 w1 Tunsulugeansuuuile 1 ndy sradsnaezasar ludnasrenwy nlesdud
[ 1 c{ s r 4
AUNAY (Yrecovery) LAZANLBAUVUNIATFTIUTUANS (%RSD)

AUNTUBINTIHNLINTTIU R, = LO2 R, +0.0134 (r=10.9993)

Slope = 1.02
Intercept = 0.0134
Sample Wit IAY IAY Peak area Peak area Rr Re Re m?;u Re AA YoRec
g (ng) | (ng/e) | m/z72/55 | m/z 75/58 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. | (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 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 | 1003
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 +s1d 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

¢ o o a ' 4 v 1 o
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o

° a a ] a o a a o o o o
14U 800 wlundu (IHWUFJUWQ"UH?J%]Q 1 N3 mu’amﬂ‘immazﬂiﬁﬂmwms’mwu Lﬂﬂ'ﬁ&‘ﬁuﬂ

o 1 4 o w
AUNAU (Yrecovery) LALANTIAUUIIATIIUTUINT (%RSD)

AUNTVDINTIINWINIFIU R = 1.02 R, +0.0134 (r=0.9993)

Slope = 1.02
Intercept = 0.0134
Sample Wit 1S I Peak area Peak area Rr Rc Re m?;u Re AA YoRec
(g) (ng) (ng/g) | m/z72/55 | m/z75/58 sample | (ng/g)
-Rc
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.! (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 in2 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

s g4 o ' § @ w & 1 3 o
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a d a d d i s s
7.1 Snszndsnaezaiatludveauminaniud Nszauanudutu 400 Tulasnsu

aanlansu

a ¢ (e a o' ar [ o a a o

Sz Smezason ludludledianiduaisazaloninsgiuezaial lua
° a o [l =1 @ o a a =
S 400 w1 Tunsuludredramdaniurua 1 ndu swandSuaezasar ludnasianwy

3 dA @ o v o o

1oTIHUAAUNAY (Y%recovery) UALANLEUUUNIATTIUAUNNT (%RSD)

AUMTUDINIIMUINITFIN R, = LOIR, +0.0165 (r=0.9998)

Slope = 1.01
Intercept = 0.0165
Sample Wt 1S 1S Peak area Peak area Rr Re Re m?iu Re AA YoRec
(g) (ng) | (ng/g) | mvz 72/55 | m/z 75/58 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 | 10725 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 24 2.2
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1 = ar
fanlansu
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o a o [ o s o a A o
21UIU 800 w1 TUATY 1'1«!G]'J'E]U'Iﬂ!.1!'ﬂﬂﬂ"ll;ﬁ"l‘1jﬁ 1 Ny mmmﬂimmazﬂsaﬂuwmnwu

d o 2=} Y VoA @ @ o
wosiruanunNaL (Yrecovery) BWREANUBAUVUNIAITTIUTUNND (%RSD)

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

Slope = 1.01

Intercept = 0.0165

i
Rcinoy

Sample Wit IN IS Peak area Peak area Rr Re Rc AA %Rec
(g) (ng) | (ng/p) | 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 | L71
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 21725 | 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 21713 21713 | 862 108.2
coffee +std 800 ng
no. 5 ( SPE_MCX) 1.0061 | 400 398 808000 368000 | 2.1957 2.1576 21576 | 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
SDh 16 1.9
%RSD 1.9 1.8

o o o [ ' 1 o o & '8 o
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analsinaezasanludlu SRM2387 peanut butter

MANUHIN .

9.1 SRM2387 penut butter (Tufi 1)

a d & a o as ] [ o
InedSumezasar lualuaio619 SRM 2387 peanut butter 1 AU AU

a a P ' a ' 4 @ o  d
ﬂ‘iﬂﬂﬂ-&ﬂgﬂiﬂ']vlﬂﬂ'ﬁﬁﬁ?ﬂWU AURAY (mean ) J,mzﬂuﬁmmummgmfmwn‘ﬁ (%RSD)

AUNITVOINTINNIATIN R, = L1IR +-0.023 (r = 0.9996)

Slope=1.11

Intercept = -0.023

Sample Wit A N Peak area Peak area Rr Rc Re m'ﬁ;U Re AA
(g) (ng) (ng/g) m/z 72/55 | m/z 75/58 sample (ng/g)
-Re
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
SRM2387 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
SRM2387 penut butter
no.3 (no_SPE) 1.0033 | 400 399 144000 613000 | 02349 | 0.2324 0.2045 81.6
SRM2387 penut butter
no. 4 (no_SPE) 1.0104 | 400 396 147000 606000 | 0.2426 | 0.2393 0.2114 83.7
SRM2387 penut butter
no. 5 (no_SPE) 1.0143 | 400 394 172000 717000 | 0.2399 | 0.2368 0.2089 82.3
SRM2387 penut butter
no. 6 (no_SPE) 1.0225 400 391 183000 727000 | 0.2517 0.2475 0.2196 85.9
SRM2387 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

azl YSnaezasanludindveylugelususesssy 87 £ 7.8 lulnsnsuaeilansu) uas
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v A
2.2 SRM 2387 penut butter (3U7 2)
Sins1erySunaeznsar lud ludieg19 SRM 2387 peanut butter 1 NFU AU
USinmozasan luafins19my Aunfe (mean ) wazAudioaunIAITIUFUINS (%RSD)

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

Slope =1.16
Intercept = -0.0185
Sample Wt 1S Ay Peak area Peak areca Rr Re Re m?iu Re AA
(g) (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
SRM2387 penut butter
no. | (no_SPE) 1.0198 | 400 392 147000 542000 | 0.2712 0.2498 0.2249 88.2
SRM2387 penut butter
no. 2 (no_SPE) 1.0648 | 400 376 159000 529000 | 0.3006 0.2751 0.2502 94.1
SRM2387 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

agl YFnmezasm ludindveylugaeluiuseeseyy (87 + 7.8 Tulnsniusdenilanii) uas
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9.3 SRM 2387 penut butter (“a’ui‘% 3)
Sns1erlSuinesnsarlud 1uA19019 SRM 2387 peanut butter 105N A1
Usmaiozasar ludiAs 19wy AURAY (mean ) LAANDOUULINATTIUAUENT (%RSD)
AuUNTYOINTIMIATTIY R = L.O3R, +-0.00378 (r=0.9997)
Slope = 1.03

Intercept = -0.00378

Sample Wit 15 Ay Peak area Peak area Rr Re Re lnéu Re AA
(g) (ng) | (nge) | m/z72/55 | m/z75/58 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
SRM2387 penut butter
no. I (no_SPE) 1.0398 | 400 385 279000 1100000 | 0.2536 0.2499 0.2355 90.7
SRM2387 penut butter
no. 2 (no_SPE) 1.0592 400 378 214000 818000 | 0.2616 0.2577 0.2433 92.0
SRM2387 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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9.4 SRM 2387 penut butter (Jufi 4) 19 SPE Oasis MCX
SinsenlSnmezasarlualufiiet1a SRM 2387 peanut butter 1 N AU
USinaozason ludias9my Aunde (mean ) warAuDoaUWINASTIUFURNT (%RSD)

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

Slope = 1.03
Intercept = -0.00378
Sample Wt 1§ 1S Peak area Peak area Rr Re Re tnﬁu Rc AA
(g) (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
SRM2387 penut butter
no. 1 (SPE_MCX) 1.0818 400 370 316000 1160000 | 0.2724 0.2719 0.2548 94.3
SRM2387 penut butter
no. 2 (SPE_MCX) 1.1548 | 400 346 271000 969000 | 0.2797 0.2789 0.2618 90.6
SRM2387 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 24

ag USnaezaian ludndveglugaalufusesszy (87 £ 7.8 lulasniudenlani) uag
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d @ ::
2.1 INUNNTLINIUANUNGA (precision) [56]
anuivudunudnvauzimnzveadiiuansiennulndidvasuvosnants
a o :‘ 9/ e P - A 1 P
anszddinivlaannizidmua anuivsszventiananunaanAeugu (random error)
= 4 < < aaa 7 A o W -
wadu Taena lumsuaasanufiosvsdsingizd 2 uuu Ao msnaug114 (repeatability)
b
H?Bmiﬁiﬂﬁﬂﬁ (reproducibility)
o” v “?_] @ = a &4 A a d a ' o’, o
Mg 18 iudrenanunlsisiuiiseifadudoinszvsaotiadg fu
v
nawaisluan1iz@ednu uansilugiues RSD,
5 o Y {j o A A a @ w ' = o 3 i
naha 18 WudwenanuudsdsaudlelinsTinszidmeisgaieafuudeis
AN 13U AWeAY wanam lugives RSD,
z o y " 4 d & e
Tavialmsszynniiosszudasdae %RSD  udriesninanuifissiuegiu
Yy 9 a a =) St @ ' A 14 i
ANUNINYEIms MidsziiunmseonsulavmsulSeuiisuiuaisiuan 18910 Horwitz’s
equation L2 HORRAT (Horwitz ratio)

Horwitz equation

¥
dmiummudld  %RSD, = 0.66 x2"* "¢ (n.1)
5w o o W (1-0.5 logC)
dmiumsidnld  %RrsD, = 20" (n.2)

Tay C fip concentration ratio ("lnjﬁwﬁ’aa) 1951
Ysmmsludiedruiu 1 ppm szfiar = 10°

Ysnmesludretrudu 1 ppb  93fis1c =107
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¥
Y,

H ¥ "
MSWN AL LAAIM expected %RSD, (M5NIUd18) uag RSD, (M3 1) Afuamen

" . 4 o v 9 v
Horwitz’s equation N3ZAUAMINIUAII

A tuvesmsfiale 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 5.2 8.0
10 ppm 0.00001 7.4 11.3
1 ppm 0.000001 10.5 16.0
100 ppb 0.0000001 14.9 226
10 ppb 0.00000001 oA 32.0
I ppb 0.000000001 29.8 453

HORRAT 1150 Horwitz ratio A0 9R351a91U5¥1319A1 RSD N 1da1nwanis

NAABY (RSD,,) AUAT RSD 1R 1281910 Horwitz’s equation (RSD._ ) 191l5eiiuniseensy

obs: expected

= 9 'd ar 9 J
AN ld naeiniseensy Weund 2.0

RSDobs

exp ected

wan'la NMIATIINOVANUYNABIVDITTAUATIEH (method validation) Tuuun3ne
e inndssifunnuiiosvesiiiinngd 1inmsnaud) (repeatability) AszAuAILS LAY
A9 Audeanuninsguduiusildnnmsnagen (%RSD) uaz it 1dnmasiaaen
Horwitz’s equation finnuidiuduaien Taoldamn1s n.1 18 expected %RSD, uazthund
HORRAT 91ndun1s 2.3 wanisaaauaaslunised .2 WUIALNNT AFHAZAY

Y Y A 9 ' | ada P o P
WUYH UAT HORRAT Ho8N1 2 LEAINITUATIEHUUA NN
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M50 9.2 UAAINONISAILIN HORRAT veausdazseauanududulusiiafetiasan

wilnfat A & Expected  RSD, (%) HORRAT
(Hlg/kg) (concentration ratio) %RSD,

41 20 0.000000020 19.0 10.3 0.54
400 0.000000400 12.1 3.7 0.31
800 0.000000800 10.9 2.6 0.24
11 Twa 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
Tura 20 0.000000020 19.0 10.9 0.57
400 0.000000400 12.1 5.4 0.45
800 0.000000800 10.9 2.0 0.18
i 30 0.00000003 17.9 52 o
400 0.000000400 12.1 8.6 0.71
800 0.000000800 10.9 4.9 0.45
palal 20 0.000000020 19.0 8.2 0.43
400 0.000000400 12.1 45 0.37
800 0.000000800 10.9 38 0.35
yunil 20 0.000000020 19.0 8.1 0.43
400 0.000000400 12.1 33 0.27
800 0.000000800 10.9 4.0 0.37
aaanu 20 0.000000020 19.0 10.2 0.54
400 0.000000400 12.1 2.4 0.20
800 0.000000800 10.9 1.9 0.17

& a Sy o oMY A a o
msfinnnuiies 2 jduuy e manaud 18 waznisiidr 1 edins iz

A70419 SRM 2387 peanut butter Melufuided uazseniniu  andvavunasgudsing
VIANIINANDY % RSD, (Mo luiuifvd) uaz % RSD, (sznd1aiu) uazdildanmssiuaanin
Horwitz's equation i1 ududia Taoldaunis o1 uaz 0.2 audigy 18 expected
%RSD, 1L0% expected %RSD, 1Az 1M IAIUIN HORRAT 1INAUAT R.3 HaNITAIUIMLAAS
Tuans1edi 2.3 wunmsiasizimeluiufoazsenieiu IA1 HORRAT Yoondh 2

| ada o o = S0y . o oY TR
uﬁﬂx‘l’N’J‘ﬁ’JLﬂi13141111ﬂ’J’liJmEJﬂuﬂ”l'iﬂ’m“Hﬂﬂ (repeatablhty) !.Lﬂzm‘a‘ﬂwﬂllﬂ (I'epl'OdUClblllty)
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M3190 0.3 LAAINANITAIUIN HORRAT Y895 IUATIZHAI0E19 SRM 2387 peanut butter

Mo 1uIURYI (intra-day) Az 5211195 (inter-day)

¥iiadIat1a AN UTY o Expected Expected RSD,  RSD,  HORRAT
(HLgkg) {concentration ratio) %RSD, %RSD, (%) (%)
Intra ~day Jui | 87.0 0.000000087 15.2 - 4.7 - 0.31
Intra ~day il 2 87.0 0.000000087 15.2 - 33 - 0.22
Intra ~day Wi 3 87.0 0.000000087 15.2 - 1.3 - 0.09
Intra ~day Jufi 4 87.0 0.000000087 152 . 24 : ik
Inter-day Ui 1-4 87.0 0.000000087 - 23.1 - 5.9 0.26

d £y ]
2.2 INVNMIBBNSUAINUNY (accuracy) [56]
' ac Pl Jd  dAa w P o
anuuinvedisiasziuanslugiilofidudfundy  (hrecovery) Funmainig
sousulesiduaaundy 14NunIN1981MUAIN The AOAC Manual for the Peer Verified

Methods Program (1993) A9LLAAIAITI

a o @ ¢ 3 dA o ~ o Y Y
AN 2.4 lﬂmq’lﬂ'}ﬁUGNSHLﬂﬂilcﬂuﬂﬂUﬂﬁU (%I’CCOVEI’}') NITAUANUVNUUANG

SEAUN TN % 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

| ppb 40-120




MANUHIN ¥.

- 4 g '
m3szfinnnugnAowaz eI NIFBIU VR ININAY

=Y Y
¥.1 M3Usziun21ugnAB (Trueness) [56]
- wnc; 1 1 = o’ Y A ar U =y 9 "
Trueness ADAMANTANLILDNN HAMSAATIZH INAIABTUA195 9Nt aoua 1y
] i 1 a Ay Y a o v = 2 vy a oA [ P
AUUANAIITEHINAURAON 1ADINNITUATILHN VAT 9N BA1919D9158071 ANLIBAILY
. =Y ada d] o 9 =) a o 1
(bias) M5UsZATY trueness V0935 AATIZHIN 14 Taon1sifSouneumanINMITAATIEHAUAT
= =) "y = Y aad
B ansemdena laslsananmuizay
= =) = as 1 a Y aa n:; s
A1515210Y trueness Jao)SoumounuA1959v09 SRM 1aul¥aDa t-test NIzAY

AMUTDIU 95 % TABAILINAT t 910

G,
(SD//n) s

t

[ 1 1 _ —_— & y .
t Li‘luammuizmn bias (=X — ) muﬁmﬁqmmamﬂmﬁauLm‘u systematic

error N1 standard error ( E}
Jn

=) U a r= | " Y =
LL flo A19391 30181999
— [ i = ' 3
¥ A9 ANUNAYYRIHANITAATIZH n A5 LA SD
=l = 1 -d' b ] Y 1 e U :leg T ar
nfFeudioy f1 ¢ 71AANsAIIN AU critical (t) 9101319 AHAUDYA confidence level
1aZAT degree of freedom (df) B A1t Youndi ¢, udas ludianuuandiseiaiivaifsy
52U AI9INNINAADIAUA1DTINS DAD 19D
a @ @ ' & '
N15ATIVAUATISHAIDYIN SRM 2387 peanut butter °¥9321)A1 reference concentration
= o 1oar w 1T a as o a d
value ¥99m150zasa1lud midu 87.0 £7.8 lulasnsuden lansu Mimsasaniasiznau

b4 b
VUADUIIUIU 7 ) UARAINANIATT
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M vl uaesdSnaezaiar ludludiog1a SRM2387 peanut butter

CRGH Ysmmezasarlud (lulasnfudenlansy)
I 91.4
2 79.5
3 81.6
4 83.7
5 82.3
6 85.9
7 81.5

Aundy 83.7
SD 3.9

183.7-87.0)

AISATUIUAT [ = %)

(3.9/7)

f1t, 1IN5797 9.2 Taeiden df = n-1 = 6 unzfiszAvanuieiu 95 % de

1w o "y o AR & d'l A = s J 4
My 245 vinmsAman e lidesditdedunieamine WenSoufonfus ¢ wodre < o
v a ¢ addo o o 1 ' " A
ugashmiin ldnnmsiinseidaeitindmstsasuanugndeniu hiuandreainsi

v
o =

1 J ¥
Tufusessey etreliivdiey NsedunuFeTU 95 % LaAIT trueness Y09 B TioNTL 14

¥.2 MINIBIVOINIMFDIY (confidence interval) VoIAuUnde [56]

a dar s 1 oy s 3 o U - é [
ﬂTi?LﬂﬁTZﬁ'Jﬂf}ﬂ?ﬂU'N"ﬂ"l"]ﬂuﬁﬁ"lﬂﬂﬁﬂﬂﬂﬁﬁ'lﬂﬁ'lﬂﬂ'] X mﬂumﬂﬁzmmﬂmq }J.

t*SD
Jn

Cl=x+ (%.2)

::; 1 1 =N I'd 1 e [ 1A -7
INATNN 4.1 AUNAVYDINANITAATIZH 1117V 83.7 Ju IasnsudenTansy SD
L3 T o ay c§ 9 4=i =1 n:‘ at é'l u’z
MY 3.9 LAz n AL 797 Fat 1anms1en 5.2 laodenfiszaun1udeiiy 95% uax

df M 6 1aa v 2.45
2.45*%3.9

J7

AU CI= 83.7 + =83.7+3.6 llnsnsunef lansu



@159 ¥.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 3471
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 2,76 317
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 Zivd
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 2,15
50 1.68 2.01 2,40 2.68
o 1.64 1.96 2.33 2.58
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= = a d A U v
nMsAnEIMIgayasazaIat Ao g

) a ¢ a ¢ ¢
.1 pstin 1l *d - azasanluaiudumesuoaauaumsa

3
TUADUNITNADDY

WTOUEITAZAWAIDIINANTITALAWNINTTIUOLATA IUA IUaITazaIoNa Y
wuealui 70 %  Tasdsues Iidud 40 Tulasniudodas (Wifumeiuoa-
AuAUMSA) W3eNTINIU 3 1 (No. 1-3) thasazarefinieuiman 0.7 dadans asluvaa
derivatize 11 1Hud g oufa Ty Tasnundoldimdedosnit 20 TuTnsdns vt
§1u2u 0.7 fiaddns Tarh Tudruniemaumsdmiunasanaasatlszans 1 Wi nseq
asazawii 14 syring filter viialuaeuuuin 0.45 luasen 111lasa93ms1zidae Le-
ESI-MS/MS
HAM3ANY

ahanslinasgmvesn U s R lgRavosms iauls (wz 72/55)
A ANuIdutuoImIsaza1onInsg U laol¥aun130a000 (regression line) lav3tideans

ﬁﬂﬂﬁf}:ﬂ (the method of least squares) laauns y=43188 x +47318 duiseansmsandule

2
(R)=0.9989
Yy - o A Aq ya - P
anduduvosezaialud | Aufildfinvesezaialud 2000000
(1) (m/z 72/55) y=43188x + 47318
3000000 - .
0 0 i R’ = 0.9989
2 93800 g 2000000
5 311000 a ‘
10 470000 : |
20 947000 5 ;
40 1820000 5 0 & % & i
80 3470000 conis Ak Gagh
= o
HANIIWUAIIEH
- a ' Yy a o
Hunlannvesezaianlud ALt uueInzaial lua
(m/z 72/55) NANSIHIATTIY (Le/l)
A58 WAIDEN No.l 1350000 30.2
415020 70A79079 No. 2 1340000 29.9
415020 WAIBHM No. 3 1240000 27.6
=
o 29.2
% recovery 73.0
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Y a ¢ ¢ ¢
4.2 nsainly “d-ezasan lualudumesusaaunumsa

¥
TUADUNITNARDY

= o [ =N = o'
MTUNAITAZANFIBOIUANTITAZAIONIATTIUOLAT A1 TUA IUAITALA UMY

¥

o ) = ar A = o
mwnuealuii 70 % Tavd5mas Idiidudu 40 Tulnsnsuredas uag *d,-eznTanlud udu

¥ ¥

40 11 1AsATUADAAT WTNTIUIU 391 (No.I-IID) e sazaeis sud iU 0.7 Jadans

. . 1 s g 14 1 = g
aaluvaa derivatize 1th1¥uadrouna luTasmunselivaedosndi 20 lulasaas 9miu
= : o =Y aa : 9 dll o o =
WU 0.7 Uanaas Uarh Judlrunseanauaisdivsurasanaassdseuia 1 1af

FUER . a o = d Y

ATB9E5aLa10% IAHIU syring filter ¥iia Tuasuwuia 0.45 Tuasou 1 lasrodmazidqe

LC-ESI-MS/MS

=
HANIIANE]
) ' a (] ‘g a =] =Y a1
fT'J“Nﬂﬁ’]ﬂu“ﬂ5§T1nl53’HTN'BG'I';T'Iﬁ?uﬂ]@ﬂﬂﬂﬂiﬁ‘ﬂﬂﬁ]ﬂﬂﬁ’]ﬁﬁzﬁTU@zﬂiﬁTquﬂﬂﬂ
a o o @ ' a '
DUNDIUBATUAUAIIA (AU y) UAZOATIFINYBIANUTUTUTITazawozasan luRdo

a 4 o 9 s a v 2
DUNOTUDATUAUATITA (AU X) IAAUMT y = 1.10x+0.0007 dudszansimsaaduls R =

0.9994
ANUITNIUYDA ANuTNTuYe BR300 Auildiaves Auiildfavos AT SR
ansal lud “d,-ernsanTud (715) Ay arasanlud “d,-eznsonlud (/5) fiui1a7in
) (/) (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 0.25 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 2.210
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2500
\
\
| =
2] e y = 1.10x + 0.0007
3 2
@ R =0.9994
o
W 1.500
il
]
=
S 1000
(=9
=
& 0500
0.000
0.00 0.50 1.00 1.50 2.00 2.50
ratio conc.std/conc.IS
o 4
HWAN13AUANIEH
) A dq ya & da va o \ Yy vy
Anududuves | Auildiinves | Wuildfiaves | Seniaouves | anududun
doovnsnlud | oezeSailud | “dezeSarlud | duiildde A1l
(LLg/) (m/z 72/55) (m/z 75/58) (e
A15ALAWAIDEN No, | 40 1310000 1170000 1.120 40.7
MT02AWAIDIN No. 11 40 1340000 1240000 1.081 393
1502 WAIDE1 No. [11 40 1320000 1200000 1.100 40.0
1naY 40
% recovery 100
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a d A a
Nﬁlﬂ‘lﬁﬂ53%3!ﬂ§1$ﬂil‘iﬂﬂﬂmgﬂiﬁﬂllﬁﬂH’E)1‘Pi13

ALl YUNYVIRYINIOVUNBUNIOUYTIYUBBA

.:; a a o' .dy =3 [l
maei a1 USinaeraiar ludlusuuvuRvmSevuueunseuussywes Taouiuilu

Yszianangmuingay

Fmausenn
Andga (Leke)
AgIge (Le/ke)
ATBHGIM (Le/kg)

PSnaezasalud (ulnsnSunenlansy)

ez Mlnauaz sl ﬂ’wﬁﬂﬁ.uq iz
utlawndn utadnalna udlastusla AR Y
26.3 31.8 604 363 141
88.3 488 897 60.9 48.4
276 202 1,336 78.3 28.3
439 Wounin 20.0 2,016 85.7 Tiny
57.0 95.8 3,466 Younin 30.0
20.1 227 701 wound 30.0
761 Ty 528 Tlauna1 30.0
59.2 63.6 2,676 45.1
Taiwu 57.7 1,398 131
Teuni120.0 432 49.0
81.4 25.5 60.0
75 47.1 Ty
296 108 43.0
23.4 200
95.0
57.2
415
14 17 9 4 13
Tainy Tamy 528 60.9 Taiwy
761 488 3,466 363 141
67.1 57.2 1,336 82 43.0
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= | 1
a2 VUNHIDUDINIINY

.:i =y = o = r [ ] [ a
M99 o2 USuaezaiar lualusuumSevesii IneTasuniuilulszinndreaudagau

Banaezaiarlud (ulasnsunoflansy)

uazutanining 31U tian 2
44.0 70.7 53.7
259 136 Youni130.0
1pond1 20.0 457 1ipunii 30.0
oundt 20,0 24.8 53.9
1ioundt 20.0 50.6 33.8
58.9 34.9 34.7
30.6 496 56.0
137 56.2 wouni130.0
139
240

wooni120.0
21.9
41
65.3
207

29.3

286

347

219

40.5
1Bun3120.0
Woun1120.0
oun3120.0

242

378
Youn120.0

98.7

17

49.4

272

166

S1IMA 0619 32 8 8
Aign (Le/kg) Hounan 20.0 24.8 Hound1 30.0
mgaga (k) 347 496 56
ANIsgIM (Ue/ke) 42.5 63.4 34.2
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a a ¢ a d
a3 vunie Dafa uasmnes ganuaziavles

4:‘1 = =Y o a a o dy o
m31an a3 Usmaezasar lualuvunil Tafa unsnines gnitaziuves

PSanaezniatlue Qulnsnfuaanlansy)

486
403
Weund 20.0
22.8
266
171
240
39.3
Ty
239
452
97.2
|23
1oun3120.0
Tiiwu
Noun1120.0
Taiwy
24.0
11
55.6
234
Woun3120.0

134

303
S1ImiI0809 24
Andiga (Lgkg) Tsiny
mgaga (Lg/kg) 486

AnisEgIM (Lg/ke) 50.4
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a4 sunsea

Ms1an ad Usumezasar lualumsunsiod

Pnaezasartlua (ulnsnsudailaniy)

220

482
SN0 2
g (Ugkg) 220
AR (He/ke) 482
ATBag I (Le/ke) 351

o A LS
a5 FYNTDIHIN

::; = a o' Y- | 9
maan a5 Usinmezasan lua lusgyiyemisiin

Wanaezasanlud (ulnsnsuneflanii)

28.6

44.6

154
S I08N9 3
AR (Le/ke) 28.6
Mgagn (He/ke) 154
sy IM (Le/ke) 44.6

C;é o <
a6 vzninsausagy

§ a a o i o o
M3 a6 USumezasar lualuuzninadusagy

WBanaezaiatlud (nlasnsunenlansy)

136
166
203
190
137
103

P14 061 6

el qa (He/ke) 103
AIgIgn (Lg/kg) 203
ANTBHGIN (Le/ke) 152
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o y::;. T 3/ F
.7 Nﬂ!lﬁzﬂﬁl'lNTIN'IHﬂS:‘;‘lJ'Juﬂ}ﬁﬂlﬂﬂ'ﬂuﬁi‘]'l—l

= a a /9 @ Yl ) )
M1371497N .7 ﬂiﬂ?ﬂl@%ﬁﬂ‘ia'lllhﬂiuNﬂlm&ﬂﬁulll"ﬂN1Uﬂ5$U?Hﬂ1§T}"iﬂ'J']lli@u

PSinaezaianlud (ulnsnsudedlansy)

152
34.0
60.4
1feun1120.0
628
Tiinu
32.8
Tiwu
lainy
315
Y8un3120.0
Tainu

wound1 20.0

Taiwu
35.7
Taiwy
Taiwy
Sruaui0e9 18
n'mi"wﬁ (Le/kg) Tamy
Agaga (Lg/ke) 628
ANIBHgIM (Le/kg) Woena1 20.0

.8 nmudusagy

mand a8 Usumezaian lud lunuduSeg

PTinaezaianlud (lulnsnsumenlanin)

3732

409

404
SIMINAIDE N 3
g (eke) 37.2
Agaga (Lg/ke) 409

AiBEgIM (fle/ke) 404
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