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MsNERs NsNITINTAEAT nnsAnulaensiesziieaiden Jased CRM 1 3 sefuam
Wudu drunussduainuuaiu (Accuracy) wuan 1% Recovery fiseduainududusi (273-351
me/ke) iszdumududunans (1365-3705 me/ke) waw ﬁisé’ummwﬁm%uqq (3276-3666 mg/kg)

WINAU 75.61 77.66 kaz138 % AIUAISU MIANAIULANGNTENINNAINAATILA P NUAIDST WiNAU



97.43 71.60 Waz51.31 a1ud1du Useifiuaanudies (Precision) Tneld Horwitz” equation Lée
HORRAT iU 0.90 2.10 way 2.09 aidfy UszifiumuTunasigaiiamnsainle (LOD) Wiy
29.55 mg/kg LLazU%mmﬁﬂqm‘ﬁ'mmmﬁmeﬁu,asswmumal@f (LOQ) iU 41.32 mg/kg
Uszifiunavasansiaiiiu (Matrix effect) siemanuusiu (Accuracy) Taeifiu CRM 71 3 szduanududu
adlusample blank Wu31 % Recovery fisyfiumnuidudusi (273-351me/ke) fisziuaududu
Na19 (1365-3705 me/ke) Loy ﬁszﬁummﬁwﬁuqﬂ (3276-3666 mg/ke) 11U 82.31 77.98 Lag
72.85 % USITU WAIAURANAITENIATIA T2 lE U193 Wity 40.94 39.92 uaz62.43
auddu Useifiuanuiies (Precision) Tagld Horwitz’ equation 6@ HORRAT winffu 1.45 2.66
waE 2.37 AIUAIU

nshas1eiuuniidey Tneasied CRM 7 3 seduadududy dhuiuszdiuaiuud
(Accuracy) wu31 16% Recovery fisziupauidudusi (72-91 me/ke) fiszsumnududunans (748-
803 mg/ke) hay ﬁswﬁ’ummvﬁwﬁuqﬂ (799-877 me/kg) WINAU 98.77 112 uag113 % AIUEIAU 91
ANALLANENITZNIATIATIZALFTUAIASY WA 2.00 26.86 Wawd2.89 Mgy Useidiuaiy
s (Precision) Tneld Horwitz” equation A1 HORRAT winffu 1.44 0.91 waz 1.3¢ audisu
UssiiumuSinasingaiannsainlé (LOD) Wiy 11.46 mg/kg wazUSinamaaianunsaiiaszs
wagsneunala (LOQ) WinAu 13.07 mg/ke Useliiunavesa1saiitin (Matrix effect) Aamanuuay
(Accuracy) Tnenfis CRM 71 3 sesfumnnududu adlusample blank wu31 % Recovery fiszdumany
Audus (72-91 me/ke) Aissduanududunans (748-803 me/ke) way ﬁisﬁummﬁu%’ugﬂ (799-
877 ma/ke) WU 100.8 110.7 waz113 % MUSITU MANANUWANANSEHIATIATIZIAlaiua
939 WY 1.45 23.79 wawd2.07 muddu Usuiiuaudies (Precision) Tneld Horwitz” equation
191 HORRAT winiu 1.95 0.93 wag 1.35 ANaRU

MFIATEilnumden Tnedasied CRM 71 3 seiuanududy dianussduainuwiy
(Accuracy) Ui 6% Recovery fissdiumnududusi (163.8-187.2 me/ke) sziupududunans
(230-261 mg/ke) Lay ﬁsw"fummvﬁwﬁuqa (362-409 mg/ke) Winfiu 100.6 100.4 tag 99.61 %
ANUSITU MIAIAIULANANITENINAITIATIERLHTUAI939 WU 1.53 1.62 wax 1.86 audsu
Uszadiuaudies (Precision) tneld Horwitz” equation 16@1 HORRAT winffu 0.98 0.76 wax 0.69
pudfuUsEiunUTInamaadianansodald (LOD) winfu 7.75 me/kg wagUTuasandianunsn
WATIERLaEIIEUNALA (LOQ) WNAU 11.13 mg/kg Ussliiunavuesa1siatin (Matrix effect) fa
Al (Accuracy) Taewdin CRM 71 3 sesuanududu adlusample blank Wuin % Recovery 7

'
a

szduaIdudusn (163.8-187.2 me/ke) seduanududunans (230-261 me/ke) was fiszdiuai
WNTUga (362-409 mg/kg) WU 99.66 100.3 Ua¥ 99.61 % MIUAIAU MIAIAIIUUANAIITENIN
ANTIATIE LA UAI93 WU 0.92 1.18 waw 2.02 Auddu Uszdiuaauidies (Precision) Tneld

Horwitz’ equation 1§iA1 HORRAT iU 0.98 0.76 way 0.56 AMUEIFU F3A1910N1TITIAT129
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Abstract

Method Validation on Analysis of Calcium Magnesium and Potassium in Soil was
developed in order to fit for purpose as used in laboratory. The method that use in
laboratory from A handbook of soil analysis: chemical and physical methods (Agricultural
Production Science Research and Development Division, 2010). Analysis of Calcium analysed
CRM in three concentrations. Accuracy was evaluated. %Recovery of low, medium and high
concentration was 75.61, 77.66 and 138% respectively. The evaluation of different value
between analysed value and true value of CRM by t-test were 97.43, 71.60 and 51.31
respectively. Repeatability precision by Horwitz’ equations (HORRAT) were 0.90, 2.10 and
2.09 respectively. Limit of Detection (LOD) was 29.55 and Limit of Quantitative (LOQ) was
41.32. %Recovery of matrix effect in low medium and high concentration were 82.31, 77.98
and 72.45 % respectively. The evaluation of different value between analysed value and
true value of matrix effect were 40.94, 39.92 and 62.43 respectively. Repeatability precision
in matrix effect by Horwitz’ equations (HORRAT) were 1.45, 2.66 and 2.37 respectively.

Analysis of Magnesium analysed CRM in three concentrations. Accuracy was
evaluated. %Recovery of low, medium and high concentration was 98.77, 112 and 113%
respectively. The evaluation of different value between analysed value and true value of
CRM by t-test were 2.00, 26.86 and 42.89 respectively. Repeatability precision by Horwitz’
equations (HORRAT) were 1.44, 0.91 and 1.34 respectively. Limit of Detection (LOD) was
11.46 and Limit of Quantitative (LOQ) was 13.07. %Recovery of matrix effect in low medium
and high concentration were 100.8, 110.7 and 113 % respectively. The evaluation of

different value between analysed value and true value of matrix effect were 1.45, 23.79 and



42.07 respectively. Repeatability precision in matrix effect by Horwitz’ equations (HORRAT)
were 1.95, 0.93 and 1.35 respectively.

Analysis of Potassium analysed CRM in three concentrations. Accuracy was
evaluated. %Recovery of low, medium and high concentration was 100.6, 100.4 and 99.61%
respectively. The evaluation of different value between analysed value and true value of
CRM by t-test were 1.53, 1.62 and 1.86 respectively. Repeatability precision by Horwitz’
equations (HORRAT) were 0.98, 0.76 and 0.69 respectively. Limit of Detection (LOD) was 7.75
and Limit of Quantitative (LOQ) was 11.13. %Recovery of matrix effect in low medium and
high concentration were 99.66, 100.3 and 99.61 % respectively. The evaluation of different
value between analysed value and true value of matrix effect were 0.92, 1.18 and 2.02
respectively. Repeatability precision in matrix effect by Horwitz’ equations (HORRAT) were

0.98, 0.76 and 0.56 respectively.
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gunsal
1. w3asdaluiimaion 3 dums
Flame photometer
Atomic Absorption Spectrophotometer (analyst 100)
\A30AEN
Erlenmeyer flask 110 250 ml.

Jnnasvum 50 ml.

A S

Volumetric flask ¥u1m 1,000 ml.

AMEIGEY

—_

Standard Calcium ALY 1000 Mg/l

Standard Magnesium AULLNTU 1000 Mg/l

Standard Potassium A3 ULUW 1000 mg/L

. Ammonium acetate (NH,0A(), AR Grade

Strontium Chloride hexahydrate (SrCl,.6H,0), AR Grade

a0 914895U509/380 919891195574 (CRM/SRM)
- CRM GBWO7416a
- CRM GBWO7415a

- CRM GBWO0O7412a

AL Db

/M9
M ERIGERE TG IE I
1. A15%1 Limit of Detection (LOD) wag Limit of Quantity (LOQ) ¥843531A51¢%
1.1 %3 sample blank dandn 2.5 n¥u
1.2 edumsiaseinulsiaszilaadeulunuy
1.3 Suiindeya Aummanads uazAndosuumsgy
1.4 LOD = X + 3SD
LOQ = X + 105D
2. MSAIAT Accuracy Ya935LASIEN
2.1 §3 CRM/SRM 2.5 n$u faoehsay 10 9 st
2.1.1 fissfupnududusi (273-351 me/ke) 19CRM GBWO7416a
2.1.2 fiszduamnududunans (1365-3705 me/ke) HCRM GBWO7415a
2.1.3 ﬁizé’ummvﬁ’u%’uqﬂ (3276-3666 mg/kg) THCRM GBWO07412a
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2.3 Ymamsiesziildlunsiaaeuoutlier
2.4 Ywansiaseiildlumuiamen X, SD, % Recovery waz T-test
3. A19%1A" Precision U8935LAT1ZH
thifeyafilsiainde 2 luuszidiuan Precision Tagld Horwitz” ratio w3 HORRAT
4. NISWIAT Accuracy Y84359LASIEHIUENSALAN (Matrix Effect)
4.1 §3 CRM/SRM 2.5 n¥u #ogeay 10 s1inasu sample blank fal
4.1.1 fissfuanududusi (273-351 me/ke) 19CRM GBWO7416a
4.1.2 fissfunnududunand (1365-3705 me/ke) THCRM GBWO7415a
4.1.3 fisysuanudiudugs (3276-3666 me/ke) T9CRM GBWO7412a
4.2 AIUNTIATITIANIDIAT I TLAaL T T UAY
4.3 Ywansiasenldluasivaeuoutlier
4.4 Ywansiaseildlumuiamen X, SD, % Recovery uas T-test
5. ANS%AN Precision ¥89353tA518AIUE1SAAN (Matrix Effect)

thieyafilsiainde 4 luuszdiuan Precision Tagld Horwitz” ratio w3 HORRAT

MERIGEREY TR ICTLEY
1. A15%1 Limit of Detection (LOD) wag Limit of Quantity (LOQ) ¥843531A51¢%
1.1 %1 sample blank ¥widn 2.5 nda
1.2 endumsiesennnaisinsziiuni@edlufnu
1.3 Suiindeya Aummanads uazAndoauummnsgu
1.4 LOD = X + 3SD
LOQ = X + 105D
2. MSAIAT Accuracy Y9935LATIEN
2.1 %1 CRM/SRM 2.5 n¥u fegnsaz 10 81 §ail
2.1.1 fissfupnududusi (72-91 me/ke) ICRM GBWO7416a
2.1.2 fiszduamnududunans (748-803 me/ke) THCRM GBWO7415a
2.1.3 ﬁizﬁummﬁu%’uqa (799-877 mg/kg) TCRM GBWO7412a
2.2 afiuNTIATIERANIDIAS e iuunTdenlumu
2.3 dwansiasenldluasivaeuoutlier
2.4 Ywansiaseiildlumuaman X, SD, % Recovery waz T-test
3. A15%1A" Precision U89435LAS1ZH
thifeyafilsiainde 2 luuszidiuan Precision Tagld Horwitz ratio w3 HORRAT

4. N15IAT Accuracy ¥89353LAIZRIUEISAAN (Matrix Effect)



4.1 %1 CRM/SRM 2.5 n$u fhegaas 10 dufivasiy sample blank sl
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4.1.1 fissfuanududusi (72-91 me/ke) 1CRM GBWO7416a
4.1.2 fissfuanududunas (748-803 me/ke) THCRM GBWO7415a
4.1.3 ﬁazé‘fummsﬁ’u%’uqa (799-877 mg/kg) THCRM GBWO07412a
4.2 atunTIATIzRa AT ziunli@uulusu
4.3 Yimamseseiildlunsiaaeuoutlier
4.4 Ywansiaseiildlumuiamen X, SD, % Recovery uas T-test
5. AM5IAT Precision ¥89352LA51ZRIUASAAY (Matrix Effect)

thifeyafilsiainde 4 luuszidiuan Precision Tagld Horwitz ratio w3 HORRAT

A5 AATIEALNUN LT
1. A15%1 Limit of Detection (LOD) wag Limit of Quantity (LOQ) ¥84353tA51¢%
1.1 93 sample blank dhandn 2.5 n¥u
1.2 iU IATERmuls AT zAlnua gyl uay
1.3 Suiindeya Auimmdnads uazAndoauummsgu
1.4 LOD = X + 3SD
LOQ = X + 105D
2. MSAIAT Accuracy Y99357LATIEN
2.1 §3 CRM/SRM 2.5 n¥u feeheas 10 91 ¢ieil
2.1.1 fissfupnududusi (163.8-187.2 me/ke) WCRM GBWO7416a
2.1.2 fiszduanududunans (230-261 me/ke) THCRM GBWO7415a
2.1.3 ﬁazé’ummsﬁ’u%’uqa (362-409 mg/kg) THCRM GBWO7412a
2.2 gfiuNTIATIEaNIRIegilnunadenlunu
2.3 Ywansiasenldluasivaeuoutlier
2.4 Ywamsiasdiilaluduanma X, SD, % Recovery liag T-test
3. A15%1AN Precision U8935LATIZH
thifeyafilsiainde 2 luuszidiuan Precision Tagld Horwitz” ratio w3 HORRAT
4. NAT Accuracy ¥89359LATIERIUESAUAN (Matrix Effect)

4.1 41 CRM/SRM 2.5 n§u faegaae 10 guivadiy sample blank fsil

I U ¥

4.1.1 fiszsuanududusi (163.8-187.2 me/ke) ICRM GBWO7416a
4.1.2 fissfupnududunans (230-261 me/ke) THCRM GBWO7415a
4.1.3 fisyfuanududugs (362-409 me/kg) THCRM GBWO7412a
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4.3 dnan1sIATIEIN e lunsaaeuoutlier
4.4 Yransiaszvnlaluaiuiamen X, SD, % Recovery Way T-test
5. N1SUIAN Precision Y89356A51EW lUE15AAN (Matrix Effect)

thifeyafilsiainde 4 luuszidiuan Precision Tagld Horwitz ratio Wi HORRAT

auazaaIuil
138 1 ganAu 2557 - 30 fiugneu 2558
an1uil WeslURNTIATIERY naumLIN1TRTIvERUNsLaETITEN1THEN
driinidonasiaunnisinumsiuad 1

8. NALAZIATAUNANITIATIZH
nsnsvaeunUldliveitiesvviiealon uwundil@en uaglnunaduuesiu laen1sm

Limit of Detection (LOD), Limit of Quantitaion (LOQ), Accuracy wag Precision Isﬁﬁﬁmmfjﬁa
AaRRuMLAluasiand veanquideinuasall dinddeiaundatenisndsnianmsinees Ny
FNsneRs lgyinsieseniansndsusey/Janenedunnsgiu (CRM/SRM) $1uu 3 wila Ae
CRM GBWO0OT7416a, CRM GBWO07415a LagCRM GBWO07412a WU
ERIGEREA GBI
1. 11591 Limit of Detection (LOD) wag Limit of Quantitation (LOQ) ¥89353tA512%

IS a
uaaldeulufu
1neAtAT1z9 sample blank 31121 10 971 ATUIUMIA1 X tag SD 989 Calmg/ke) WANITILATIZIAT

a
A9 1

A19199 1 WaN193LATIEY sample blank 9712U 10 91 LWewA1 LOD wag LOQ

i dhminves Fraction
9 AA Ca(mg/ke)
sample blank (n3u)
1 2.5 10 2.306 23.06
2 2.5 10 2.293 22.93
3 2.5 10 2.538 25.38
4 2.5 10 2.396 23.96
5 2.5 10 2717 27.17
6 2.5 10 2.306 23.06
7 2.5 10 2.293 22.93
8 2.5 10 2.538 25.38
9 2.5 10 2.396 23.96




10 25 10 2,717 27.17
X 24.50
SD 1.682

9ndoyansnedl 1 1hannen LOD uaz LOQ
i LOD =X + 35D
LOQ = X + 10SD

24.50 + 3(1.682) = 29.55
24.50 + 10(1.682) =41.32

'
o

a3Ulaan Ca (me/ke) mqmﬁmmsmi’mlﬁ fiszduauioiu 95% Ao 29.55 me/ke way Ca

(mg/ke) Mlanunsatiansenunalddoslisinii 41.32 me/ke

2. NSWIA Accuracy U8939LAT1ERASAATziLAaLdaNTuRy

2.1 WAl Accuracy ¥asdsaasizvnaaldenlufu  AszAuAMNdun  (273-351
mg/kg)

Tagld CRM  GBWO7416a ihundmsizvsudunsunsiassiuaa@enluiu  Tinanis
a 6 d‘ ¥ o [ = a 1 a 6 1 a
WAATIAANINTNA 2 UAIIIAIIM % Recovery Wag WIBUBUAIINNTIATIERAUAIRSS
1nelY t-test

A519% 2 HaNTAATIEALARLTILIUAY NILAUAMUTUTUAT (273-351 mg/kg)

il vhmiinshedng Fraction
9 AA Ca(mg/kg)
(n3w)
1 2.5 10 23.702 237
2 2.5 10 23.598 236
3 2.5 10 24.200 242
4 2.5 10 23.397 234
5 2.5 10 23.289 233
6 2.5 10 23.499 235
7 2.5 10 23.601 236
8 2.5 10 23.597 236
9 2.5 10 23.679 236
10 2.5 10 23.403 234
blank 2.5 10 2.450 24.50
X 235.9
SD 2.470




mg/kg)

o
NFIT1N 2

1. AWIumen % Recovery 3INgns

% Recovery

10

ANILASIZAle  x 100

A191989 (2n1UsUT9)
= 2359 x 100

312
= 75.61%

WNEUTINNSEBUSU 90-110% Wanan MKIULNU9INSEaUSU

2. WguWiguA1aInNTIAsIZInuUA19salnely t-test

[
&Y

bNINTREUU

sd

tcri

tcal

t=

X—u

sd /+/n

ALRRENAILATIENYRIYANAFOU
AND1994
INUIUGN

standard deviation 183yANAHDU

235.9 -312

2.47/310
97.43
226 fszduAndesiy 95 %

toi Wam93N LNIUNUINNITEBUSY

2.2 WA Accuracy ¥a93satAszvnaaideulufu AszauAtNdunals (1365-3705

TngldCRM  GBWO7415a

P1UNIATIEIAUTURBUNIT AT IEAaaN Uy  TikannS

L& 1

WUATIAMINNTNT 3 LAIIIAIIUM % Recovery Waz LWIBUTBUAIIINNITIATIZRAUAIDSY

Tngld t-test

A1519% 3 HaNTAATIEALAALTILIUAY NTEAUAMUTLTUNATT (1365-3705 me/kg)

%

o dl
YN

YNNG

(ASY)

Fraction

AA Ca(mg/kg)
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1 2.5 100 20.103 2010
2 2.5 100 19.498 1950

3 2.5 100 20.401 2040

4 2.5 100 19.809 1981

5 2.5 100 19.430 1943

6 2.5 100 19.489 1949

7 2.5 100 19.848 1985

8 2.5 100 19.403 1940

9 2.5 100 19.638 1964
10 2.5 100 19.302 1930
blank 2.5 10 2.450 24.50
X 1969.2

SD 34.87

PMNATNT 3
ATLIUNIAT % Recovery 31NgAS
1969.2 x 100

2535.5
77.66 %

% Recovery

LNUNNITEDUTU 90-110% LA LUKN1ULNSINITENSU

WsuieguaA1ann1TIesIznuA1salaely t-test

ANFAT t = 1969.2 -2535.5
34.87/N10
= 51.31
te = 226 fisyduaudesiu 95 %
IWIzaztl ta > te, waneIn lknunuaInISERNSU

2.3 A1 Accuracy vaddsaaTsiuaaidesluiy Nsziuanududugs (3276-3666

mg/kg)
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Togld CRM  GBWO7412a  1anidasiznmnuaunsunsiiasizieaenlunuy  Tvnanns
AATIERAIATNT 4 LA % Recovery Way WUSBUTIBUAIAINAITIATIZANUAIDTS
Tngld t-test

P3N 4 mamaTsikaadeslufu NTERuaNTNTIge (3276-3666 me/ke)

g1 | dmidnshedna Fraction
y AA Ca(mg/kg)
(n3%)

1 2.5 100 24.861 2486
2 2.5 100 25.329 2533
3 2.5 100 25.281 2528
4 2.5 100 25.568 2557
5 2.5 100 24.882 2488
6 2.5 100 24.839 2484
7 2.5 100 25.573 2557
8 2.5 100 24.147 2415
9 2.5 100 25.182 2518
10 2.5 100 24.880 2488
blank 2.5 10 2.450 24.50
X 2505.4

SD 42.65

NANT97 4
ALIUMIAN % Recovery MNgN3
% Recovery = 2505.4 x 100
3471
= 138 %

LNUNNITEDUTU 90-110% LA LUE1ULNSINISENSU

6 1

WSguguA1aNNNITIASIZINUANDSnelY t-test

ANFAT t = 2505.4 -3471
42.65/N10
= 71.60
te = 226 fiszauanudeiu 95 %

REREDEAY ta > te waneI lknunugInISEaNSU
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3. N1SWIAT Precision ¥89353tATRLAALTENTURAY

ideyanan1sinseiaaidedluaulude 2.1-2.3 useiduen Precision lngly Horwitz’
ratio 9130 HORRAT Winasisil

3.1 1 Precision 909383 eiuaafesluiu fiszauanududusii (273-351 me/ke)
NAIATITAR IR 2

1. AU %RSD 910

o, RSD = % <100
= 2.47 x 100
235.9

= 1.05

2. AU %RSDeypected N

Horwitz’ equation = 0.66 x 21059

= 0.66 x 2105023%) 5y ¢ 2235.9/100 = 2.359
= 1.16

3. A1UUAT HORRAT 310

HORRAT = 9RSDiap/ %RSDexpected

= 1.05/1.16
= 0.90

neunn1seeusuUly HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2
Fodu wanein dunasinseensy
3.2 1 Precision 289333 ziuaadexluiu fiszauanududunans (1365-3705
mg/kg)
NEIATIZAR IS 3

1. AU %RSD

%RSD

34.87 x 100

1969.2
1.77

2. AU %RSDeypected N

Horwitz’ equation 0.66 x 2(1-0-5logc)
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= 0.66 x 2005081969 g = 1969.2/100 = 19.69

= 0.84
3. AUIUAT HORRAT 910
HORRAT = %RSDyp / %RSDexpected
= 1.77/0.84
= 2.10

WNaUgiN15eausUlY HORRAT (Horwitz’ ratio)
- AOAC . HORRAT (Horwitz’ ratio) < 2
-EU, Codex : HORRAT (Horwitz’ ratio) < 2

AU AR HULNAITINSERUSY

3.3 #n Precision ¥@9353tAssnAa@enlufy Nszauadadudugs (3276-3666
mg/kg)
HAIATIENAINNT199 4

1. AU %RSD

%RSD = 42.65x 100
2505.4
= 1.70
2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 2(:0°10%9

= 0.66 x 2105009.484) | g _ 2505.4/100 =

25.05
= 0.81
3. AIUIUAT HORRAT 910
HORRAT = 9%RSDisp/ %RDeypected
= 1.70/0.81
= 2.09

wnauan1seausuly HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2

- EU, Codex : HORRAT (Horwitz’ ratio) < 2

LU WARIIN HIULNUNNISERUSU



4. P19 Accuracy  ¥89353ATIENIS AT IRLAAENTuRud T U sTuTaRnIgIuTy

sample blank

4.1 A1 Accuracy a9l aasziuaa@enlufu  Aszauanududunn  (273-351

mg/kg) Tusample blank

Togld CRM GBWO7416a  1NunIASIEYANNIUmaunsIesizweadenluiy  Tinanis

a ¢ @ ci Y o ° ™ a ! a ¢
WATICVNFITINN 5 AIUNHUIATUIUNRT Y% Recovery ey WIBUNEUAIINNITIAATIEA

Tneld t-test

'L

[y 1

AT 5 NaNITIATIZRLARALTILTIUAY NTEAUAMUTUTUAT (273-351 mg/ke) Tusample blank

thmindetng
y (nF) Fraction Calme/ke) Ca(mg/ke)
Y AA CRM+
sample CRM (2*10) sample blank sample blank
blank | GBW07416a
1 2.5 1.25 20 13.826 277 23.06
2 2.5 1.25 20 13.795 276 22.93
3 2.5 1.25 20 14.311 286 25.38
4 2.5 1.25 20 14.085 282 23.96
5 2.5 1.25 20 14.046 281 27.17
6 2.5 1.25 20 13.797 276 23.06
7 2.5 1.25 20 14.310 286 22.93
8 2.5 1.25 20 14.084 282 25.38
9 2.5 1.25 20 14.045 281 23.96
10 2.5 1.25 20 14.355 287 27.17
X 281.3 24.50
SD 4.264 1.682

INANSNN 5

1. AWIUMAN % Recovery NGNS

% Recovery = ANINAIBENTILANAITUIATIIU — A19INEI081TLIEYN X 100

AeanduduresansinnsgIuiiy

= (281.3-24.50) x 100
312

= 82.31%

VAT




WEUTINNSEBUSU 85-115% AR HIUNUNNITEBUSU

2. WIguWiguAm1aINNTIASIZINUA19salnelY t-test

[
&Y

bNINTREUU

J[cri

J[cal

X—u

“sd/+/n

= ARRYNAILATIZVIVBYANAABU-ALRRYINAIDE 19T LalLAY

%

A998

INUIUGN

standard deviation ¥B3YANAEHDY

256.8-312

4.26/\10
40.94

2.26 NILAUANUIDLU 95 %

te wanedn lalknunueinIsEaNSU
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4.2 %A1 Accuracy va93satAszvnaadeulufy Aszauanutudunans (1365-3705

mg/kg) lusample
1nglgCRM

blank
GBWO07415a

PIUNNATIEIRUTUNBUNT AT IERwAa TNy TriNanns

UATILAMIMNTNT 6 UAIIIAIUIUM % Recovery Haz LWIBUTBUAIINNITIATIZAAUAID3Y

1ngld t-test

AITNT 6 WanTIASIELAasluAY IsEAuANUINTUNaNY (1365-3705 mg/ke) Tu sample

blank
thaninfogne
o Ca(mg/k
v (n3y) Fraction (mg/ks) Calmg/kg)
LN AA CRM+
sample CRM (2¥10) sample blank
sample blank
blank | GBW07415a
1 2.5 1.25 20 102.00 2040 23.06
2 2.5 1.25 20 103.30 2066 22.93
3 2.5 1.25 20 100.30 2005 25.38
4 2.5 1.25 20 98.551 1971 23.96
5 2.5 1.25 20 98.650 1973 27.17
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6 2.5 1.25 20 98.749 1975 23.06
7 2.5 1.25 20 103.90 2078 22.93
8 2.5 1.25 20 98.248 1965 25.38
9 2.5 1.25 20 99.450 1989 23.96
10 2.5 1.25 20 97.750 1955 27.17
X 2001.7 24.50
SD 44.22 1.682
NENTNT 6
ATLIUMAT % Recovery NGNS
% Recovery = (2001.7-24.50) x 100
25355
= 77.98%
LNUIINITIBUTU 85-115% WAATIN NIULNUTINITEONSU
WisuiiguAmannTiaTgiiuaasslagly t-test
ANGHT t = 1977.2-2535.5
44.22/\10
= 39.92
te = 226 Tisyduaudesiu 95 %
Wzasty t > to waneI laknunueIinIsEauSU
4.3 M Accuracy vesIslamziuea@ealufu fissiuaudiuduge (3276-3666
mg/kg) lusample blank
TngldCRM  GBWO7412a  Yuniwsisvimuduneunsinssiwaadenluiu - Idnanis

[y

ATILAMINNTNT 7 WAIIAIUIUM % Recovery Waz LWIBUBUAIINNITIATIZAAUAID3Y

Tngld t-test

5197 7 mamsinzieadenlupu ﬁizﬁummvﬁu%’uqﬂ (3276-3666 mg/kg) Tusample blank

dhaninioens
o C /k

¥ (N3Y) Fraction almg/kg) Ca(mg/ke)
LN AA CRM+

sample CRM (2¥10) sample blank

sample blank
blank | GBW07412a
1 2.5 1.25 20 12.661 2532 23.06
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2 2.5 1.25 20 12.895 2579 22.93
3 2.5 1.25 20 12.892 2578 25.38
4 2.5 1.25 20 13.025 2605 23.96
5 2.5 1.25 20 12.576 2515 27.17
6 2.5 1.25 20 12.535 2507 23.06
7 2.5 1.25 20 12.901 2580 22.93
8 2.5 1.25 20 12.202 2440 25.38
9 2.5 1.25 20 12.710 2542 23.96
10 2.5 1.25 20 12.576 2515 27.17
X 2539.4 24.50
SD 48.43 1.682
N9 7
ATLIUMAN % Recovery NGRS
% Recovery = (2539.4-24.50) x 100
BEZE
=72.45 %
NUIINITIBUTU 85-115% uansin LN unuginIseeusy
WisuiigumannTiaTIgiiuaasslagly t-test
ANGHT = 2514.9-3471
48.43/\10
= 62.43
= 2.26 Tiseuanudodu 95 %
WSTayi > te, wam9I7 lRILNUIINISEBUSY

5. N15WA1 Precision w8935 TziuAafenluRudmsuassusasunsglusample blank

idayanan1sinseikaadedluaulude 4.1-4.3 u1Useisiuen Precision tneld Horwitz’

ratio 1138 HORRAT Tvianail

5.1 ¥1 Precision ¥89353asnziuaadenlufu Aszauanududuni (273-351 me/kg)

NAILATIZIIFINNGI9N 5

1. AU %RSD 91N
%

RSD =

sd
%

%100
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= 4.26 x 100
256.8
= 1.66

2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 2105059
= 0.66 x 2005082568 |flg ¢ =256.8/100 = 2.568
= 1.14
3. A1UIUA1 HORRAT 910
HORRAT = %RSDiap/ %RSDespected
= 1.66/1.14
= 145
naunn1seausuUly HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
-EU, Codex : HORRAT (Horwitz’ ratio) < 2
Fou wanen dunasinnseensy
5.2 %1 Precision 929333 ziuaadeulufiu fiszduarududunans (1365-3705
mg/kg)
NEIATIZARIINTNT 6

1. AU %RSD

%RSD = 44,22 x 100
1977.2
= 2.24
2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 21:05t0s)
= 0.66 x 2005981977 |l ¢ = 1977.2/100 = 19.77
= 0.84
3. AUIUAT HORRAT 910
HORRAT = 9%RSDisp/ %RSDespected
= 2.24/0.84
= 2.66

wnauan1seausuly HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2

- EU, Codex : HORRAT (Horwitz’ ratio) < 2



mg/kg)

AU AR BULNRISINSERUSY

NAILATIZIIRINNTIN 7

1. AU %RSD

%RSD

2. AU %RSDeypected N

Horwitz’ equation

3. A1UIUAT HORRAT 910

HORRAT

= 0.66 x 2(1:05082519) |59 = 2514.9/100 = 25.14

48.43 x 100

2514.9
1.93

0.66 x 2(1—045LogC)

0.81

% RSDLab / %RS Dexpected

1.93/0.81
2.37

WnunnseausuUly HORRAT (Horwitz’ ratio)

- AOAC
- EU, Codex

HORRAT (Horwitz’ ratio) < 2
HORRAT (Horwitz’ ratio) < 2

FINU AN WIUNEISINISERNSU

AN5AATIZARUNTLT Y

1. N15%1 Limit of Detection (LOD)

uuntiideulufu lnedasizit sample blank 91U 10 91 AMWIAIAT X Wag SD U89 MG (mg/ke)

NANISIATIZIRINISIN 8

A1919% 8 WANITILATIZI sample blank 91121 10 91 1oAY LOD way LOQ

5.3 #1n Precision ¥a9353tAsennaaidenlufu Nszauadududugs (3276-3666

wag Limit of Quantitation (LOQ) ¥843531A512%

4

o dl
PN

YINTUNVD

Fraction

AA

Mg(mg/kg)
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sample blank (n$1)

1 2.5 10 1.129 11.29
2 2.5 10 1.053 10.53
3 2.5 10 1.065 10.65
4 2.5 10 1.062 10.62
5 2.5 10 1.093 10.93
6 2.5 10 1.096 10.96
7 2.5 10 1.061 10.61
8 2.5 10 1.068 10.68
9 2.5 10 1.072 10.72
10 2.5 10 1.064 10.64

X 10.76

SD 0.23

mﬂ%’aaﬂamiwﬁ 1 Y1179 LOD way LOQ
Frathy LOD = X + 35D
LOQ = X + 10SD

10.76 + 3(0.23)
10.76 + 10(0.23)

11.46
13.07

'
o

a3Ula31 MG (mg/ke) mqmﬁmmmi’mlﬁ fiszduanudosiu 95% Ao 11.46 me/ke way MG

(mg/ke) flanunsatiansenunalddosldsni 13.07 me/ke



2. NSWIA Accuracy UB9353LATIZRAo AT IziBundiFeulufy
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2.1 1A Accuracy Y8935 7tasziuunii@enlufu Nszauanududun (72-91 mg/kg)

Togld CRM GBWO7416a 11u1ASIEieudunaun1siasiesunideuluiy  Tinanis

ATERAIANTNT 9 UAINUIAIUIUN % Recovery Lay WUSBUBUAIRINNITIATIZANUAIRSS

Tngld t-test

A1519% 9 HanTIATITRLNNT@sNTUAY NTEAUANUTNTUAT (72-91 me/kg)

i vhuinsegng Fraction
. AA Mg(mg/kg)
(n3W)
1 2.5 10 7.801 78
2 2.5 10 7.896 79
3 2.5 10 7.901 79
4 2.5 10 8.003 80
5 2.5 10 8.010 80
6 2.5 10 8.104 81
7 2.5 10 8.098 81
8 2.5 10 8.197 82
9 2.5 10 8.199 82
10 2.5 10 8.302 83
blank 2.5 10 1.076 10.76
X 80.5
SD 1.581
NANSIT 9
1. AWIUMAN % Recovery 9NgNT
% Recovery - adieneils x 100

LNAINSEBNSU 90-110% WEATI1 NIUNTINSEBNTU

AN91999 (Anlususes)

80.5 x 100
81.5
98.77%

WguiguA1aINNTIAsIznuUA19salnely t-test



mg/kg)

N ERED I

J[cri

J[cal
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ANRAUHATIATIENVBIYANATOU
A197984
DRURILiY

standard deviation ¥83ynANAFU

80.5-81.5

1.58/\10
2.00
226 fiszdumndesiy 95 %

te, WARSIN HULNNNTERNSY

2.2 #1A1 Accuracy vassaasziuunii@enlufiy Assauanududunans (748-803

TaeldCRM  GBWO7415a  1uniesizvanudunaunisiasieiunieuluiu  Tinanis

AATIERAIANTI 10 WaHUIAUIUNT % Recovery Way WUSBULTEUAIAINANTIATIZANUAIDSS

Tneld t-test

A58 10 man1Tes1eiunnii@euluiu Aseauanududunais (748-803 me/kg)

il vminsegn Fraction
. AA Mg(mg/kg)
(N3W)
1 2.5 100 8.738 874
2 2.5 100 8.441 844
3 2.5 100 8.688 869
4 2.5 100 8.592 859
5 2.5 100 8.729 873
6 2.5 100 8.771 877
7 2.5 100 8.847 885
8 2.5 100 8.723 872
9 2.5 100 8.722 872
10 2.5 100 8.710 871
blank 2.5 10 1.076 10.76
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X 869.6
SD 11.078
9nAN597 10
ATLIUMAN % Recovery NGRS
% Recovery = 869.6 x 100
775.5
= 112%
LNUIINISEBUTU 90-110% wanei LR unusinIseaNsu
WIgULEUAIAINNTIATIZAAUANRSSlR LY t-test
ANGA3I t = 869.6 -775.5
11.08/\/_10
= 26.86
ten = 226 fiszduaudeii 95 %
NS zaz ta < te waned lenunusinIseeNsu

23 A1 Accuracy vaedsanziuunii@enlufy fissfuaududugs (799-877
mg/kg)

TngldCRM  GBWO7412a  whwniaszsimudumeunmsiessdiuanii@enluiy  Tnanns
AAEiIn59T 11 wdthunfwins % Recovery wag wWisuiloumannnmsinssiiuaiass
1nelY t-test

M5 11 wansinseiuuniifenludiu Aseduainududugs (799-877 mg/kg)

il daiindogne Fraction
. AA Mg(mg/ke)
(n3w)
1 2.5 100 9.481 948
2 2.5 100 9.469 947
3 2.5 100 9.411 941
4 2.5 100 9.538 954
5 2.5 100 9.397 940
6 2.5 100 9.650 965
7 2.5 100 9.382 938
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8 2.5 100 9.529 953
9 25 100 9.451 945
10 2.5 100 9.532 953
blank 25 10 1.076 10.76
X 948.4
SD 8.140
NPT 11
ATLIUMAT % Recovery NGNS
% Recovery = 948.4 x 100
838
= 113 %

LWNEUIINSEBUSU 90-110% LA BINIULNgINISERUSU

Wguiegua1ann1TIesIznuA1salaely ttest

NI
Y

NEREP D!

948.4 -838

8.14/N10
42.89

2.26 NI5LAUANULTDLIU 95 %

tcri

3. N15U1A1 Precision 1993531A518Mikunideulunu

w@n9In Lk unNeiNISEauSY

deyanansiinseiuuniiiealuulude 2.1-2.3 1useiiiuen Precision lagly Horwitz’

ratio 1139 HORRAT Tvianail

3.1 ¥ Precision 98995 asnzvinunii@enlunu Aseauanududun (72-91 me/kg)

NAILATIZIIFINNGIN 9

1. AU %RSD 91N

%

2. AU %RSDeypected N

Horwitz” equation

sd

X
1.58 x 100

80.5
1.96

0.66 X 2(170.5logc)

0.66 X 2(170.5log0.805)

dle ¢ =80.5/100 = 0.805
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= 1.36
3. AMUIUAT HORRAT 910
HORRAT = 9%RSDiap / %RSDeypected
= 1.96/1.36
= 1.44

neunn1seausuly HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2
Fou wanein dunasinnseeusy
3.2 %11 Precision 929353 mziuunii@eslufu iszduannududunans (748-803
mg/kg)
NEIATIZARIINS T 10
1. AUl %RSD
%RSD = 11.08 x 100
869.6
= 1.27
2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 21:05t0s)
= 0.66 x 2005086%) |3lg ¢ = 869.6/100 = 8.696
= 0.95
3. A1UIUAT HORRAT 910
HORRAT = 9%RSDisp/ %R Despected
= 1.26/0.95
= 1.34
WnaIN158eusulY HORRAT (Horwitz” ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2

AU WARIIN HIULNUNNISERUSU

3.3 #1 Precision ¥a93sdseinunildesludu Nszauansududugs (799-877 me/kg)
a ¢ a
NAILASIZYAINITIN 11
1. AU %RSD

%RSD = 8.14 x 100
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948.4
= 0.86
2. FUIR %RSDeypected 310
Horwitz’ equation = 0.66 x 21059
= 0.66 x 200502489 | 3ig ¢ = 948.4/100 = 9.484
= 094
3. A1UUAT HORRAT 310
HORRAT = %RSDiap / %RSDespected
= 0.86/0.94
= 091

WNaU9IN158auSULY HORRAT (Horwitz’ ratio)
- AOAC . HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2

FINY AR HULNESINSEBUSU

4. M1IMIA1 Accuracy a9353tATIERIS AT IsuInt@ealufudmiuasiusesnasguly
sample blank

4.1 ¥A1 Accuracy Ya9idawssiuunidenludu fissduannududun (72-91 me/ke)
1usample blank

Tnegld CRM GBWO7416a thwmiesievianudumeunsiesisiuundi@esluiy Tuanis

ATILAMINNTNT 12 UAIIIAUIUM % Recovery Uag WIBUBUAIINNITIATIZRAUAID3Y

1ngld t-test

AT 12 man1Tiesgiunnii@euluau Aseauanaduduan (72-91 me/ke) lusample blank

dhminghedng
o MG (me/k
v (n3) Fraction (mg/ks) MG (mg/kg)
FIN AA CRM+
sample CRM (2*10) sample blank
sample blank
blank | GBWO7416a
1 2.5 1.25 20 4.651 93 11.29
2 2.5 1.25 20 4.698 94 10.53
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3 25 1.25 20 4.549 91 10.65
4 2.5 1.25 20 4.503 90 10.62
5 25 1.25 20 4.748 95 10.93
6 2.5 1.25 20 4.551 91 10.96
7 25 1.25 20 4.653 93 10.61
8 25 1.25 20 4.549 91 10.68
9 2.5 1.25 20 4.698 94 10.72
10 25 1.25 20 4.849 97 10.64

X 92.9 10.76

SD 2.18 0.23

ANAITNTN 12
1. AWIUMAT % Recovery 9NgNT

% Recovery = AN9INAIBENTILALNAITUINTIIU — A19INEI08197IIHN X 100

AAruduturesasnnsgIuiiiu
= (92.9-10.76) x 100
81.5
= 100.8%
LNUIINTSBUTU 85-115% WAATIN NIULNUTIN1TEONSU

2. WguWiguam1aInnsIAsIzinuA19salngly t-test

{= 2K

sd /+/n

g x = ALaAsNaAT I IYAVAREU-ALaAE NG IREN
laifn
m = AND19D9
= 118
sd = standard deviation 183yANAHDU
oty t = 8214815
2.18/310
= 1.45

to; = 2.26 715gAUANULTBNU 95 %
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WNSIERETIY to < te, WARSIN HULNNNTERNSY

4.2 #1A1 Accuracy vasaaasziuundi@enlufiu Aszauanududunas (748-803
mg/kg) Tusample blank

TagldCRM  GBWO7415a  1hundasizsianudunaunisieszsuuni@onlufiu  Tnanis

[y 1

a ¢ @ ::4' Y o ° ™ a ! a ¢ a
AWATICVANFITIN 13 LAIUIHUIATUIUNT % Recovery ey LUISHUNEUAIINNISAATITUNUAIDIN

Tngld t-test

~ LY [

AsNT 13 wanseneiunni@euluiu Assauanudutunany (748-803 mg/ke) Tu sample
blank

dhmindhetng
y (n3w) Fraction MG (mg/ke) MG (mg/kg)
19 aa CRM+
sample CRM (2*10) sample blank sample blank
blank | GBW07415a
1 2.5 1.25 20 43.699 874 11.29
2 2.5 1.25 20 42.203 844 10.53
3 2.5 1.25 20 43.452 869 10.65
4 2.5 1.25 20 42.949 859 10.62
5 2.5 1.25 20 43,648 873 10.93
6 2.5 1.25 20 43.851 877 10.96
7 2.5 1.25 20 44.249 885 10.61
8 2.5 1.25 20 43,599 872 10.68
9 2.5 1.25 20 43.601 872 10.72
10 2.5 1.25 20 43.551 871 10.64
X 869.6 10.76
SD 11.07 0.23
9NANTNT 13
ATINIAT % Recovery NGRS
% Recovery = (869.6-10.76) x 100
775.5
=110.7%

WUNNITEBUTU 85-115% LARNIIN NIULNUNNISEBUTU



30

Wguigua1aInn1TIesIznuA19salnely ttest

ANGAT t = 858.84-775.5
11.07/710
= 23.79
te, = 226 Tisyduaudeiu 95 %
EREHEOY t > to waneIn laknunugInIsEaNSU

43 A1 Accuracy veedslamiuunii@enlufu Aszfuaududugs (799-877
mg/kg) Tusample blank

TngldCRM  GBWO7412a  whwniaszsimudumeunmsiessdiuanii@enlupy  Tuanis
RT3 14 uEhnmwInm % Recovery waw wWisuiloumannnsinszdtuaiass
Tagld t-test

A5 14 wansineiiuniifenludiu Aseduannududue (799-877 mg/kg) lusample blank

dhmindhetng
Y (n3w) Fraction MG (mg/kg) MG (mg/kg)
YN AA CRM+
sample CRM (2*10) sample blank sample blank
blank | GBW07412a
1 2.5 1.25 20 47.951 959 11.29
2 2.5 1.25 20 47.849 957 10.53
3 2.5 1.25 20 47.551 951 10.65
4 2.5 1.25 20 48.199 964 10.62
5 2.5 1.25 20 47.549 951 10.93
6 2.5 1.25 20 48.798 976 10.96
7 2.5 1.25 20 47.401 948 10.61
8 2.5 1.25 20 48.152 963 10.68
9 2.5 1.25 20 47.803 956 10.72
10 2.5 1.25 20 48.198 964 10.64
X 958.9 10.76
SD 8.279 0.23

INANSNN 14

ATLIUNIAT % Recovery NGRS



% Recovery = (958.9-10.76) x 100
838
=113.1 %

WEUTINNSEBUSU 85-115% AR HIUNUNNITEBUSU

WIguiguA1aINNNTIASIZINNUA1I9SalnelY t-test

91ngns t - 948.1-838
8.28/N10
= 42.07
ten = 226 Tiszduaudeii 95 %
RIEREDERIN] ta < te WARTIN NIUNETINTEBNSTY
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5. N1MAN Precision vaesaaseuuni@ealududmivaisiusesunnsgiulusample blank

deyanan i seiuunilealuaulude 4.1-4.3 1usediuen Precision lagly Horwitz’

ratio 1158 HORRAT MWinasail

5.1 ¥ Precision 98995 asnzviuunii@snlufu Nszauanutudun (72-91 me/kg)

a ¢ o a
NAWATIERANHNTIN 12

1. AU %RSD 910
sd

= 2.18 x 100
82.14
2.66

2. AU %RSDeypected N

Horwitz’ equation 0.66 x 21-0-51089)

= 0.66 x 2105100082\ He - _8914/100 = 0.82

= 1.36
3. AUIUAT HORRAT 910
HORRAT = 9%RSDisp/ %RDeypected
= 2.66/1.36
= 1.96

wnauan1seausuly HORRAT (Horwitz’ ratio)
- AOAC - HORRAT (Horwitz’ ratio) < 2

- EU, Codex : HORRAT (Horwitz’ ratio) < 2
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AU AR BULNRISINSERUSY

5.2 Y1 Precision 98995731z vnuniidoulufu Aszauanududunans (748-803
mg/kg)
NAILATIZIIRINNT 1N 13

1. AU %RSD

%RSD = 11.08 x 100
858.84
= 1.29
2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 2105059
= 0.66 x 2005059 fig ¢ = 858.8/100 = 8.59
= 0.96
3. AUIUAT HORRAT 910
HORRAT = 9%RSDiu / 9RSDeypected
= 1.29/0.96
= 135

WNaUgiN158auSUlY HORRAT (Horwitz’ ratio)
- AOAC - HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2

FINU AR HULNESINTERUSU

5.3 1 Precision ¥89353asziuuniideuludu ﬁizﬁumqmﬁ'uﬂuqa (799-877 mg/kg)
NEIATIZARRIINS T 14
1. AW %RSD
%RSD = 8.279 x 100
948.14

= 0.87

2. AU %RSDeypected N

Horwitz’ equation = 0.66 x 2(:0-t0%9

= 0.66 x 21050299 |fig ¢ = 948.14/100 = 9.48
=0.94

3. A1UIUAT HORRAT 910
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HORRAT = 9%RSDiup / %RSDespecied
= 0.87/0.94
=0.93
nain158eu5UTY HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2

AU LA WIULNESINISERUSU

AN5AATIZANUNYLT L

1. N1 Limit of Detection (LOD) wa2 Limit of Quantitation (LOQ) ¥843573LA51¢H

Twunadenlufu 1neasizit sample blank 911U 10 91 AwaAT X wag SD 189 K (me/kg)

N I ‘:1'
NANIIATICVAINITINN 15

A1999 15 Wan15ATIZY sample blank §117U 10 91 WeniA1 LOD way LOQ

i dhminves Fraction
. abs K (mg/ke)
sample blank (n3w)
1 2.5 10 0.6 6
2 2.5 10 0.7 7
3 2.5 10 0.7 7
4 2.5 10 0.6 6
5 2.5 10 0.6 6
6 2.5 10 0.6 6
7 2.5 10 0.6 6
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8 25 10 0.7 7

9 2.5 10 0.6 6

10 25 10 0.6 6
X 6.3
SD 0.483

9ndoyansnedl 15 kAl LOD uwaz LOQ
i LOD =X + 35D 6.3 + 3(0.483)
LOQ =X +10SD = 6.3 + 10(0.483)

7.75
11.13

agUlé K (me/ke) annsaiiasgiilsl Aseduarandosiu 95% fe 7.75 me/kg ua K

(mg/ke) Mlanunsatiansenunaladoslisiini 11.13 me/ke

2. NMSWIA1 Accuracy U89393LAT1ERAS AT lnunadauludu

2.1 #1A1 Accuracy ¥997353tA5sRlnunaBenlufy AszauaududunT (163.8-187.2
mg/kg)

Tagld CRM GBWO7416a 1unimsizvsudunsunsiaseiluunadenluiu Tikanis
a ¢ PN Y o ° ™~ P ! a s 1 a
AATIERAINITNN 16 UaUIAIUIUT % Recovery Wag WIBUWMBUAIINAITIATIERAUAIDS
Tngld t-test

'
a [y Y v [J

31971 16 namsinzilnunadonluiu issduanudutus (163.8-187.2 mg/kg)

F7] YINTUNAIDYN Fraction
. abs K (mg/ke)
(n5y)
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1 25 10 17.2 172
2 2.5 10 17.3 173
3 25 10 17.3 173
4 2.5 10 17.3 173
5 25 10 174 174
6 25 10 174 174
7 2.5 10 17.5 175
8 25 10 17.5 175
9 2.5 10 17.8 178
10 25 10 17.8 178
blank 2.5 10 0.7 7
X 174.5
SD 2.068

INANSNN 16

1. AIUMAN % Recovery 9MNgNT

% Recovery ATl x 100

A191983 (2n1UsUT9)
174.5 x 100

175.5

= 100.6%

NATINSEBNSU 90-110% WEAIIN NIULNTIN1TEBNTU

2. WSgUBUA19NNNISAIASIZINUANDSanelY t-test

Y_
= H

sd /+/n

'
| a

We  x = ANLRRENAILATIENVRIYANAFDY
M = AND19D9
n = INUIUGN

sd = standard deviation ¥83YANAFU



AIUU t = 175.5-174.5

20710
= 1.53
te = 226 fisyduaudesiu 95 %
szaziu ta < te, WARSIN HULNAINSRNSY

2.2 ¥1A1 Accuracy ¥89357taseAlnunadenlufy AszAuaudndunans (230-261

mg/kg)

TngldCRM  GBWOT7415a  1un3tAsigsmudusaunisiesssinwadouluiy - Tnanis

a ¢ o PN v ) [J ) I ! a 6 1 a
WATIZUAINITIN 17 LAIUIUIATUIUNT % Recovery ey WSHULNBUANAINANTIATIERNUANDI

1neld t-test

A1519% 17 wan19asgAlnunadoulufy N5eAuaANINTUNans (230-261 mg/ke)

i dhaindogng Fraction
. abs K (mg/kg)
(n3%)
1 2.5 20 12.2 244
2 2.5 20 12.2 244
3 2.5 20 12.3 246
4 2.5 20 12.3 246
5 2.5 20 12.3 246
6 2.5 20 12.3 246
7 2.5 20 12.4 248
8 2.5 20 12.4 248
9 2.5 20 12.5 250
10 2.5 20 12.5 250
blank 2.5 10 0.7 7
X 246.8
SD 2.150

NANTNT 17
ATINIAT % Recovery NGRS
% Recovery = 246.8 x 100
245.7




WNUNNITEBUTU 90-110% LA NIULNUNNITBUTU

= 100.4 %

Wguigua1aInn1TIAsIznuA19salnely ttest

t

J[cri

N ERED I

2.3 A1 Accuracy vaddsdiseilnuva@enludy Nssduanududugs (362-409

mg/kg)

TngldCRM  GBWOT7412a  1un3tAsigimudusaunisiesssinwadouluiy - Tvinanis

AATIERAIANTIT 18 UatNUIAIUIUN % Recovery Way WUIBUTIEUAIAINAITIATIZANUAIDIS

1neld t-test

M3NT 18 HanFIATeilnuadeslusiu Aseaunnudutugs (362-409 me/ke)

J[cal

246.8-245.7

2.15/\10
1.62

2.26 NILAUANUTDLU 95 %

te, WARSIN HULNNNTERNSY

il dhninsogne Fraction
. abs K (mg/ke)
(nJw)
1 2.5 50 7.6 380
2 2.5 50 7.8 390
3 2.5 50 7.7 385
4 2.5 50 7.7 385
5 2.5 50 7.7 385
6 2.5 50 7.7 385
7 2.5 50 7.7 385
8 2.5 50 7.6 380
9 2.5 50 7.7 385
10 2.5 50 7.7 385
blank 2.5 10 0.7 7
X 384.5
SD 2.838




9NANTT 18
ATIUMIAT % Recovery NGRS
% Recovery = 384.5 x 100
386
= 99.6 %
LNATINTEONSU 90-110% WEAIIN NIUNTINTEBNTU

Wguigua1aInn1TIesIznuA1slnely t-test

t = 384.5-386
2.84/N10
= 1.67
te = 226 fiszduaudesiu 95 %
WNSIERETIY t < te, WARSIN HULNNNTERNSY

3. N1511A Precision 98935 A51eRlnwnadanlunu
ideyanan s seilnunadeslusiu Tude 2.1-2.3 udseiliuen Precision lngld
Horwitz’ ratio #5® HORRAT lsinanatl
3.1 %1 Precision 18993351z lnunadeulufu Nszauanududuni (163.8-187.2
mg/kg)
a ¢ v a
NAILATIZIFINISIN 16

1. AU %RSD 910
sd

X

2.068 x 100

174.5
1.18

2. FUIB %RSDeypected 310
0.66 X 2(1—0.5l0gc)
= 0.66 x 200503170 (5ig ¢ ~174.5/100 = 1.74

Horwitz” equation

= 1.21
3. AUIUAT HORRAT 910
HORRAT = %RSDypb / %RSDexpected
= 1.18/1.21
= 0.98

WnuNseausuUld HORRAT (Horwitz’ ratio)

38



- AOAC
- EU, Codex

FINY AR WIULNEITINSEBUSU

39

HORRAT (Horwitz’ ratio) < 2
HORRAT (Horwitz’ ratio) < 2

3.2 ¥ Precision Y8935 lnena@aulunu Aseauaaududunany (230-261

mg/kg)
HAINATIZYR NS 17
1. AU %RSD

%RSD

2. AU %RSDeypected N

Horwitz” equation

3. A1UIUAT HORRAT 910
HORRAT

2.15x 100
246.8
0.87

0.66 X 2(1-0.5logC)
0.66 x 201-05082468) 55 = 246.8/100 = 2.468
1.15

%RS Dlab / %RSDexpected
0.87/1.15
0.76

Wnusinseausuld HORRAT (Horwitz’ ratio)

- AOAC
- EU, Codex

AU AR HULNAITINSERUSY

HORRAT (Horwitz’ ratio) < 2
HORRAT (Horwitz’ ratio) < 2

3.3 #1 Precision ¥@9353Asenlnunadeslufu Nszauanududugs (362-409

mg/kg)
HALATITAR NS 18
1. AU %RSD

%RSD

2. IR %RSDeypected 310

Horwitz” equation

2.838 x 100

384.5

= 0.74

= 0.66 x 21-05logd)

= 0.66 x 2010503845 g ¢ = 384.5/100 = 3.845
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=1.08
3. AMUIUAT HORRAT 910
HORRAT = %RSDiap / %RSDeypected
=0.74/1.08
= 0.69

WnunNsEaNsUlY HORRAT (Horwitz’ ratio)
- AOAC - HORRAT (Horwitz’ ratio) < 2

- EU, Codex : HORRAT (Horwitz’ ratio) < 2

FINY AR HULNESINSEBUSU

4. N1SWIAT Accuracy 8933ATIRNISAATISHINUNEAR B TURUE S UEIFUTR IR WY

sample blank

4.1 ¥1A1 Accuracy U89353tAszAlnunadanlufy NszAuaMUTNTUA (163.8-187.2

mg/kg) Tusample blank

Togld CRM GBWO7416a 11U1ASIERNUTUAUNISTIATIEANwNaTeulufy  Tikanis

a 6 o PN v o [J ] I ! a 6 1 a
WATIZUAINITIN 19 LaIUUIATUIUNT % Recovery Wag WSHULNBUAIANNANTIATIERNUANDI

Tneld t-test

P59 19 wan1Tiasgilnivadoulufu AseAuanudntum (163.8-187.2 me/ke) Tusample

blank
dhanindhetg
o K (mg/k
Y (A3w) Fraction (mg/kg) K (mg/kg)
P19 abs CRM+
sample CRM (2¥10) sample blank
sample blank
blank | GBWO7416a
1 2.5 1.25 20 9.0 180 6
2 2.5 1.25 20 9.2 184 7
3 2.5 1.25 20 9.1 182 7
a4 2.5 1.25 20 9.0 180 6
5 2.5 1.25 20 9.0 180 6
6 2.5 1.25 20 9.1 182 6
7 2.5 1.25 20 9.1 182 6
8 2.5 1.25 20 9.1 182 7
9 2.5 1.25 20 9.0 180 6
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10 25 1.25 20 9.0 180 6
X 181.2 6.3
SD 2.068 0.483

1NH1519N 19

3. AUIUMIAN % Recovery NGRS
% Recovery = A1 NF0E 1 TIANATTNNTTI — A1 ndaeeelaidiy x 100
AAruduturesasnasgIuiiu
= (181.2-6.3) x 100
175.5
= 99.66%
LNUIINISIBUTU 85-115% WAATIN NIULNUTIN1TEONSU
4. WIsuiguAmInMsIATIzBiuaasalagly t-test
_ X-u
sd/+/n
do x = ALadsNaIAT IRy AMAGRU-ALAABNGaEN T iR
m = AND19B9
n = St
sd = standard deviation 183YANAHDU
ety | - 17551749
207710
= 0.917
te = 226 Tiszduaudesiu 95 %
Wzasty ta < te WARSIN HULNNTINSRNSY

4.2 ¥1A1 Accuracy ¥8935tAseRlnunaenlufy Aszauanududunans (230-261

mg/kg) Tusample blank

TngldCRM  GBWOT7415a  1unitasizviaudusaunisiesiziwwmadenludy - Tvnanis

L& 1

a ¢ c{' Y o ° a = ' a a
WATIEVANFITIN 20 LAIUIHNIATUIUNT % Recovery ey LUISHUNEUAIIINNITAATIEUNUAIDIN

Tneld t-test



a2

AISNA 20 wan1Tieszilnunadenlufu AssauauNTUNans (230-261 mg/ke) Tu sample

blank
twtingeens
v (nS) Fraction k(mg/kg) K (mg/ke)
N abs CRM+
sample CRM (2*10) cample blank sample blank
blank | GBW07415a
1 2.5 1.25 20 12.5 250 6
2 2.5 1.25 20 12.8 256 7
3 2.5 1.25 20 12.6 252 7
4 2.5 1.25 20 12.7 254 6
5 2.5 1.25 20 12.8 256 6
6 2.5 1.25 20 12.5 250 6
7 2.5 1.25 20 12.6 252 6
8 2.5 1.25 20 12.7 254 7
9 2.5 1.25 20 12.6 252 6
10 2.5 1.25 20 12.6 252 6
X 252.8 6.3
SD 2.150 0.483
9NANST 20

ATLIUNIAT % Recovery NGRS

% Recovery

= (252.8-6.3) x 100

245.7
= 100.3 %

LNTINTEBNSU 85-115% WEATIN NIUNTIN1SEBNSU

WguiguA1aINNTIAsIznuA19salnelYy t-test

NN
Y

WNSIEATLU

t

J[Cri

tcal

246.5-245.7

2.15/\10
1.18

2.26 15£AUANULTDLIU 95 %

te WERITT HIULNNINISEBUSY
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4.3 ye1 Accuracy vae3samzilwunadenluiu Assduamududuge (362-409
mg/kg) Tusample blank

TngldCRM  GBWO7412a  Wmiasissimuduneunmsiassiinmadesluiu  Tuanis
AATIZARIINTT 21 e % Recovery waz wWisuiflsumainnisiesizituanas
Tngld t-test

a o L

3197 21 nam e szilnunadenluiu Viismummsumuqﬂ (362-409 mg/ke) Tusample blank

dhminghetng
v (n3) Fraction k(mg/kg) K (mg/kg)
P abs CRM+
sample CRM (2¥10) cample blank sample blank
blank | GBW07412a
1 2.5 1.25 20 12.5 388 6
2 2.5 1.25 20 12.8 392 7
3 2.5 1.25 20 12.6 388 7
a4 2.5 1.25 20 12.7 388 6
5 2.5 1.25 20 12.8 390 6
6 2.5 1.25 20 12.5 392 6
7 2.5 1.25 20 12.6 390 6
8 2.5 1.25 20 12.7 394 7
9 2.5 1.25 20 12.6 394 6
10 2.5 1.25 20 12.6 392 6
X 390.8 6.3
SD 2.348 0.483

MNANTsA 21
ALIUMIAN % Recovery MNEN3
% Recovery = (390.8-6.3) x 100
386
=99.61 %

LNTINTEBNSU 85-115% WEATIN NIUNATIN1SEBNSU

WguiguA1aInNTIAsIznuA19salnely t-test
ﬁ]’]ﬂqmi t = 384.5-386



aa

2.35/710
= 2.02
te = 226 fisyduaudeiu 95 %
szaziu ta < te, WARSIN HULNAINSERNSY

5. N15M1AN Precision Y8935 aseilnuna@aalufudmsvaisiusesunnsgiulusample
blank

deyanansiinseilnunadesluiu Tude 4.1-4.3 11Usiiue Precision lagly
Horwitz’ ratio w3 HORRAT Tsinadai]

5.1 1 Precision 18933 ianzilnunaideslufiu fssfuamududud (163.8-187.2
mg/kg)
NEILATIRIRTI97 19

1. AU %RSD 91A

o RSD = % <100
= 2.068 x 100
174.9

= 1.18

2. AU %RSDeypected N

Horwitz’ equation = 0.66 x 210509

= 0.66 x 2005081749 iy ¢ 2174.9/100 = 1.749
= 1.21

3. AUaIAT HORRAT 310

HORRAT = 9%RSDysp/ %RSDespected

= 1.18/1.21
= 0.98

Wnein1seausuly HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2
Fatu uaneIn HUNAsinSEENSY
5.2 1 Precision 109383 eilnunadenlufiu fiszduanududunans (230-261
mg/kg)
NAILATIZARIANT19T 20

1. AU %RSD



a5

%RSD = 2.15x 100
246.5
= 0.87
2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 2105059
= 0.66 x 2005082465 \3ig ¢ = 246.5/100 = 2.465
= 1.15
3. AUIUAT HORRAT 910
HORRAT = %RSDiun / %RSDeypected
= 0.87/1.15
= 0.76

WNaU9iN158auSULY HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
-EU, Codex : HORRAT (Horwitz’ ratio) < 2

FINY AR HULNESINSEBUSU

5.3 111 Precision 98933 Bianzilnunaidenlufu Aszduanududugs (362-409

mg/kg)
NaAATIEVRIAT97 21

1. AWl %RSD

%RSD = 2.348 x 100
384.5
= 0.61
2. AU %RSDeypected M
Horwitz’ equation = 0.66 x 2(1050%)

0.66 x 21:05083885) | 5lg = 384.5/100 = 3.845
1.08

3. ANUIUAT HORRAT 910

HORRAT

%RSDip / %RSDespected
=0.61/1.08
= 0.56
nauan1seeausuly HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2



a6

- EU, Codex : HORRAT (Horwitz’ ratio) < 2

FINU AN WIULNESINITERUSU

9. A3UNANTITATIEN wazAUL
1% aca ¢ = A = a @ ada

nsnsavdeuayldlnveitiinseiuaaey wintiden uaslnunudeuvessiu 1IWIEN
el URAnTsAu nauiaiuinsnsasuikarladenindn 1938muaiodneiiumaaiiuag
Wand vaenguidenunsiadl dinddeiaundadenisndnnansinens nsuivnsinyns lag
AT CRM/SRM k@t ninUseiliumusunasingaiiaiunsadnla (LOD/ LOQ) wimuusiu
(Accuracy) wagAALAEN (Precision) Lanadl
NFIATIRVLAALTEY

1. MIMIAMULNY Accuracy U9 As g LAaLTanluAY

SLAUAINY % Lﬂmeﬁﬂﬂ‘i NAN1T T-test Lﬂm‘ﬁﬂ’ﬁ WNAN1T
LU Recovery gausu Usziiiu ousuil Useliu
95%

1. 61 (273 75.61 90-110 % Tainu 97.43 tea< to Tainu
351 mg/kg ) ty = 2.26

2. nan9(1365- 77.66 90-110 % Taiu 71.60 tea< to Taiu
3705 mg/kg) ty = 2.26

3. 84 (3276- 138 90-110 % Tainu 51.31 to< to Tainu
3666 mg/kg) ty = 2.26

INMTUTTIUANUYNADY WUTT % Recovery vaannszauaududuliisglunamiveusy
d‘ o ! ! | aa Y ! a ! | A v ! U
ezl lUmANULANAITE NIRRT IERLATUAN93S Tng T-test wudiAladiaanuuanmei
TuwsagszAuaUtudY anvidstiianuuiuldasnsoseusuls Gaorafinanmnainyasainy
WNTUYDY CRM Ntundnseiliimanzauiuniasdie Atomic Absorption Spectrophotometer Ju

analyst 100

2. MIMANUTIEe (Precision) Y8935 1ELAaLT Ll UAY

Precision




ar

SEAUANUTINTY 9%RSD %RSD HORRAT |  Lnguainng NANTS
expected goU5U Usziily
1. 81 (273-351 mg/kg ) | 1.05 1.16 090 | <2vde <2 N
2. NaN4(1365-3705 1.77 0.84 2.10 <2 %99 <2 Taiiu
mg/kg)
3. 84 (3276-3666 1.70 0.81 2.09 <2 %30 <2 EARY
mg/kg)

INNSUSLIUALALY 2 SEAUANUINTY A1 HORRAT tAULNUAANTUA  (AOAC

HORRAT (Horwitz’s ratio) < 2 38 EU, CODEX : HORRAT (Horwitz’s ratio < 2)) uansini5id
anuiflgeiliannsoseniuld  Goraifnammandsanindudures CRM fiandiasgilsl
wnzanfuesesiio Atomic Absorption Spectrophotometer ﬁu analyst 100

3. UBinausngaiianunsndnld (LOD) Wiy 29.55 me/kg wavUSanasgaiianunsniinsevilay

Feunale (LOQ) WA 41.32 me/kg

4. NMSIANULLIY Accuracy 98930 bAszskaadanlufuluasAAL

SYAUAINY % Lﬂmeﬁﬂﬂﬁ NAN1T T-test Lﬂmsﬁﬂﬁ WNAN1T
LT Recovery YousU Usziiiu fousuil Useidiu
95%

1.6 (273- 82.31 85-115 % lainu 40.94 tea< to iy
351 mg/kg ) ty = 2.26

2. Naa(1365- 77.98 85-115 % lainu 39.92 tea< to iy
3705 mg/kg) ty = 2.26

3. 84 (3276- 72.45 85-115 % Tainu 62.43 to< to lainu
3666 mg/kg) ty = 2.26

NN5UTERUATIUGNFBY WU % Recovery YadvnseRuANUdudunftasiiulilod
Twnamieausu waziiat lUMIAMULANANNTEMINANTALASIE A LA NI N SIRNANSALRLAUAIDS Y 1ae
T-test WUIANMIALAULANANAULULAALSEAUANULIUTY LANIINEITHIAUTNARDNITIDNT
a ¢ aa X ' ! ) v o= a ' v v A o
A5zt wardsiiimuuwiulianunsaeensula Fe1afinannaInteaututuYes CRM M1

Ainsziilamungauiuinesiio Atomic Absorption Spectrophotometer U analyst 100

5. NNSMIANULNEN (Precision) ¥89353uAszviwAaLdsdluAuluasihu

Precision
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SEAUANUTINTY 9%RSD %RSD HORRAT |  Lnguainng NANTS
expected goU5U Usziily
1. 61 (273-351 mg/ke ) | 1.66 1.14 145 | <2w¥ <2 N
2. NaN4(1365-3705 2.24 0.84 2.66 <2 %99 <2 Taiiu
mg/kg)
3. 84 (3276-3666 1.93 0.81 2.37 <2 %30 <2 EAR
mg/kg)

NNSUTLIUAMUIALG 2 SEAUAMULTUTY AT HORRAT LAULNUNTANAUA (AOAC :

HORRAT (Horwitz’s ratio) < 2 %38 EU, CODEX: HORRAT (Horwitz’s ratio < 2)) uanainansfiiu
fkasion1335n0139A 189 warIsUilmuWssiilianunsageusuls G019 AnamsaINYI9RIN
Wnduves CRM fidundwsigilimunzauiuiniasile Atomic Absorption Spectrophotometer g1

analyst 100

a 6 a
NMATICHLLUNULY YU

1. MIMIAMNLNY Accuracy 199D AT g iuunTdeuluay

33§1JU?D’]§LI % Lﬂm“ﬁﬂ’]i N9 T-test mm%mi AGIANP]
LIUTY Recovery yousu Usziuy gousuT Useiiiy
95%
1. 61 (72-91 98.77 90-110 % ey 2.00 t o< e ey
mg/kg ) tei = 2.26
2. nana(748- 112 90-110 % Taisu 26.86 tea< toi Taisu
803 mg/kg) tyi = 2.26
3. 89 (799- 113 90-110 % Taisu 42.89 tea< toi Taisu
877 mg/ke) ty = 2.26

NN15UTEEIUATUYNABY WU % Recovery ¥84 2 serunuidutulioglunaeisausu
ezl lUmANULANAITENINAITATIEALATUAN9SS Tng T-test wudnAladiauuanm1eiy
TuusiagseauaNududy wansisilinnuuiuliaunsaseusuld ds01ainamnainyiesniny

Wnduves CRM fidundwmsieiliwanzauiuiniasile Atomic Absorption Spectrophotometer g1




analyst 100 UsTIs¥AUAUTUTUAT WU % Recovery U4 aglulnaudisausy wavtilounlum

! ! | aa Y o ! a ! | A 1 ! U ! addy
ANULANANNTERINANILATIEALANUAID3S 1ne T-test wudnanlalifinuunneneiy waneiniod

fanuuduanunsagensulalussauanududum (72-91 mg/kg )

2. ANSIANULNE (Precision) ¥89353uA51Ewu NI s luRAY

Precision
SEAUAULTNTY %RSD 9%RSD HORRAT |  Lnguainng NANTS
expected goU5U Usziily
1. 61 (72-91 me/ke ) 1.96 144 | <2v3e <2 ML
2. NaN4(748-803 mg/kg) 1.27 0.91 < 2 Y30 <2 WU
3. g4 (799-877 mg/kg) 0.86 1.34 < 2 %39 <2 WU

NNUsTIUANUNBNNTEAUANNYNTY A1 HORRAT lalifiuinaueifinviun  (AOAC

HORRAT (Horwitz’s ratio) < 2 %58 EU, CODEX : HORRAT (Horwitz’s ratio < 2)) wafd3n3ou

A v vy
AU NENsaseusULe

3. Usunaudngananunsedale (LOD) winfiu 11.46 me/kg wagtSuaumngaiianunsniinsieriuas

s1891uKala (LOQ) Wiy 13.07 me/kg

4. NMSMANULLY Accuracy ¥89ioAs1ziuunt@enlufuluansiis

i%ﬁUﬂ’J’]@J % Lﬂm“ﬁﬂ’]i N9 T-test Lﬂm‘ﬁﬂ’]i AGIANP]
LT Recovery yousU Usziiiu gousuil Useidiu
95%
1. 6 (7291 100.8 85-115 % ARl 1.45 tea< o B
mg/kg ) ty = 2.26
2. NanN(748- 110.7 85-115 % N 23.79 tea< toi laisnu
803 mg/kg) tgi = 2.26
3. 83 (799- 113 85-115 % WU 42.07 tea< tai laisnu
877 mg/kg) ty = 2.26
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NN15UTUAINYNFBY WU % Recovery ¥ed 2 seauanuidudulsieglunaueisausy

A ) 1 I | aa Y 1 a ! | A v ! U
wazfloth lUMANULANANSSENI A AIATIERIANUAD3S Lag T-test wuanAladiaanuuananeiy

TuwsiagseAuANUULTY LaRIINETAIALINAABNITIBNITIATIEN F91AARELMAIING AN

Wntuves CRM Nidundnsiesiliwisnzauiuiniadile Atomic Absorption Spectrophotometer g1

analyst 100 wifisgAUANUTNTUAT WU % Recovery w4 agluinaeisansu waviilotilum

ANMUBANANTENINAININATIEAANUAIDTY 1ae T-test WUINANA b LUTAMULANAIITY LanII1ENS

frdulifinaneddtluszaunaududuan (72-91 mg/kg )

5. NNSMANULNE (Precision) ¥89353ums gkl nidodlufuluasih

Precision
SELAUANULTUTY %RSD %RSD HORRAT |  LAguainng NANTS
expected gou5U Usziiiu
1. 61 (72-91 me/ke ) 2.66 195 | <2vde <2 o
2. Na4(748-803 mg/kg) 1.29 0.96 0.93 < 2 %39 <2 A\
3. 89 (799-877 mg/kg) 0.87 0.94 1.35 <230 <2 M

PNNsUsEuAINgmNsERUANITNTY A1 HORRAT lillAunaeifininun (AOAC :

HORRAT (Horwitz’s ratio) < 2 %58 EU, CODEX: HORRAT (Horwitz’s ratio < 2)) W@nd31@1567LAx

l3fiNasanT1535N15IATIZY WAz stlANURgINausaeausula

a a
ANFILATIEALNLN VLT

1. MIMAULNY Accuracy Y093 AT eAlnunudenluny

SLAUAI % LNEUIINT HaNg T-test | 1nNa9INTg NANTS
LN Recovery YousU Usziiiu gousuil Useidiu
95%
1. 61 (163.8- 100.6 90-110 % WU 1.53 tea< tor N1
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187.2 mg/kg ) ty = 2.26
2. Na3(230- 100.4 90-110 % N1 1.62 tea< toi N
261 mg/kg) ty = 2.26
3. g4 (362- 99.61 90-110 % N1 1.67 tea< toi N
409 mg/kg) tey = 2.26

INMTUSTIUANUYNADY WUTT % Recovery TaennIeRuAidutuaglunusieausy

WAzl lUMIAMULANANITENINANIASIEALATUAIDSA 198 T-test WUIAINLA kiTANLLANFS

AUlULAREIEAUAMUTINTY kanIIITRIANLLLWANNNSagBUSULR

2. ANSIANULNE (Precision) Y8935z nkn LT luny

Precision
STAUANULTUTY 9%RSD 9%RSD HORRAT |  Lnausinng NANS
expected #9U5U Usziily
1. 61 (163.8-187.2 me/kg ) | 1.18 1.21 098 | <2vd0 <2 ML
2. Nan9(230-261 me/ke) 0.87 1.15 0.76 <230 <2 M
3. g4 (362-409 mg/kg) 0.74 1.08 0.69 < 2 %39 <2 A\l

INMTUsTTIUANINEMNTEAUANNYNTY A1 HORRAT laliiuinaueifinvun  (AOAC

HORRAT (Horwitz’s ratio) < 2 %38 EU, CODEX : HORRAT (Horwitz’s ratio < 2)) wafdiniod

A v vy
AL NENsaseusUle

=

3. USunauaniianunsainla (LOD) winfiu 7.75 mg/kg kavUSunasaniianunsadiasieiuas

s1991uKala (LOQ) Wity 11.13 me/kg

4. NMSMANULLY Accuracy 98930 AT zAlnunasaluauluasia@u

SYAUAINY

%

LNUNNNS

NN

T-test

LNUNNNS

WNaN13
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LUNTY Recovery yousu Usziiy pousui Useiiiuy
95%

1. 61 (163.8- 99.66 85-115 % P 0.92 tea< to MU
187.2 mg/kg ) ty = 2.26
2. Na3(230- 100.3 85-115 % N1 1.18 tea< toi lainu
261 mg/kg) to; = 2.26
3. g4 (362- 99.61 85-115 % WU 2.02 tea< toi lainu
409 mg/kg) tyi = 2.26

NNTUTHUATUYNABY WU % Recovery vavnszRuauidudusglunusieusu

WAzt UM AMULANAIITENINANIASIZALATUAISA Ta8 T-test WUIIAINLA biTANLLANAS

AUl ULARESEAUANUINTY kangIansaiullinasanisIsnsIms1en

5. NNSMANULTES (Precision) ¥893573uA5 1zl nnvd ey lufuluansafa

Precision
SZAUAMULTLTY %RSD %RSD HORRAT |  Lnauainng NANS
expected g9U5U Usziilu
1.6 (163.8-187.2 me/kg ) | 1.18 1.21 098 | <2vd0 <2 KL
2. Na9(230-261 mg/kg) 0.87 1.15 0.76 <230 <2 R
3. g4 (362-409 mg/kg) 0.61 1.08 0.56 < 2 %39 <2 A\l

INMIUsTTUANILABNNTEAUANUDNTY A1 HORRAT lliiuinauiiivun (AOAC :

HORRAT (Horwitz’s ratio) < 2 %58 EU, CODEX: HORRAT (Horwitz’s ratio < 2)) W@nd31a@1567LAu

T3fiNasan1sITNITATIZA WAy

10. nmsueasuIg TS levd

ada a o vy
oU ﬂ?qﬂLWUQWﬂqﬂJqﬁﬂS@NiUlﬂ

a 6 IS a IS a Y Y Y !
MsaATeiuaadon Luni@en warlnuvadeuluiu lasunsnsiageunuldlanaiin

Juisunsgiu \udsniianugndes wunzauizdinlduazaseurquanudesnstunisiiuldly

MTAATILVIAY WAZENLNTOTIBNURANTIAT IV REE9gNADY wilud uauidatiald nguthvanyfe

el UANTIATIEAY LagdFUUSNTIRTIeiLAa@el wuniligel uaglnunai@eslunu

11. ArvauA
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