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1. ¥alATeN13IY Reuaziimuladenisndaninmisinens
2. Ta5an15338 NsUITEUUNIATIRIR T Evivwas Tadensnann1ensinuns
nanssud 1 WAILTEUUNITNTIVIATIEIde WY Al WY a15BUN3e ansauny

NSSAULANY a1sain uagingdunsIenI9INITNens
Aanssudasil 1.1 WawAtaTEUUNINTIIIATIEN wagnTiaaaunultlavesds
IR EARIE
3. Fommaaasniwlve)  eameuarulildvesiinsinmeineaaianlutound
?}anﬁmaaa(mmé’anqw) Method Validation on Analysis of Total Phosphate in
Chemical Fertilizer
4. AMSHANIUNY
Jovmiilasens  wnaddan ungeuw dafin nguiseinuasiall dlinideiaundadunisuan
NNTNYAT
Fanlhnimaaes  unefinen weddeans dfn nduiaunmansasaeuiisastadeniangn
dinideuasimunnsinumsiund 1
A3 u9anEIng 1zl &in nguiamnmsnsaaeuiivuazadenisudn
diinidonasiaunnisinumaiuad 1
wieldy 535uTus d9n nauimunnsIvdeuistasUadenisnde
diinidonasiaunnisinumsiund 1
WNANIUNIIT AE5TsudIn nquiuINIsnsIvaeuivuasladenisude

v a v

AUNITYRATHAILINITINYATUAT 1

Unangs

nmsasvdeuauldliveisinsziveananunludaniiidunsiau UFulsanise
) ax a e o v a wa aa v a wa a ¢+ J
AnkUasisnsliessilitianumngauiuiesdfifinig Inedsnisiiesjiinisiesends  nau
WaunsasvaeuiivwazUadenisuanldeglutagiuiu Aauuasanisues AOAC (AOAC Official
Method of Analysis (18™ed.) 2005, 958.01) yinAsAnwIlAeLATIEH CRM/SRM 71 3 S¥AUAIIN
Wity UnanUsediuanumiy (Accuracy) 910 2 35 WU % Recovery 715¥AUAMLTLTURN
(0.14%), s¥AUANUTUTUNANN (19.34%) Wag TEAUANUTNTUGT (52.20%) iU 100, 100.26 uag

99.87 % MIUAIAU PAIALLANANGTEPINNANNIATIZA PN UAI1DSIUDS CRM/SRM 989919 3



sedupadudy Wiy 0.00, 1.66 waz 0.43 aud sy Ussdiumnuiies 2 WU fe WU Precision
lngld Horwitz” equation A1 HORRAT WAU 0.60, 0.27 Wway 0.66 MIUAINU  WATWUU
Intermediate Precision lagld Horwitz’ equation laA1 HORRAT wiiu 1.59, 0.68 uway 0.42
PIAIAU  91NN1997 Range Tut9Aadudy 0.5-9.0 ppm WU R? 989ANLULTUTeY sample
blank (ppm) U Absorbance ilA1 0.9998 uansingaEtmITuEunss war Tunsmen R?
gowfildeianududy 17 ppm  fAwindu 09999 waneigansideuesizinge
Usinamloaumnvimuniininududunss (Linearity) wsngauson1stday  lunisusedfiumusuna
ﬁwqmﬁmmmi’miﬁ (LOD) Wiy 0.046 % LLamJ‘%mmﬁwqmﬁmmm%mswﬁu,awaﬂwuwalé’
(LOQ) Wiy 0.14 % nsUszIuNaTeIEIAILAL (Matrix effect) Aiaanuwaiu (Accuracy) 1ng
Ay sample blank asly CRM/SRM 7 3 seduanudiudu wuin % Recovery fisssumnududusi
(0.14%), sEAUAATNTUNAIT (19.34%) UagTeauAIdudugs (52.20%) Winfu 95.0, 99.29 wag
10047 % auddu  mAAULANANSsEWINen TS RlETuA1a3wes CRM/SRM vawmia 3
FTAUANULTNTY WINAU 0.00, 2.16 Way 2.08 muaisu Usziliunavesansiiiy (Matrix effect) mo
AIATIES 2 WUU D WUU Precision 1agld Horwitz’ equation l9iA1 HORRAT winiu 0.60, 0.59
way 0.51 MIWARU UAglUU Intermediate Precision 1mgld Horwitz’ equation AR HORRAT

WU 1.64, 1.06Wag 0.88 ANUERU FIRVanualaty {1uNMeIN1sEousUALLIRSIILEING

A5AuduUNg

. LA9D9T9DE19ALLDYA NATYN 4 AL
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UV-Vis Spectrophotometer 8 Perkin Elmer 3;14 Lamda 35
Digestion block W3e1 tube S Gerhardt ':;'u KB 40S
Volumetric pipet ¥119 1, 2, 3, 4, 5 Lag 50 aaans

Volumetric flask au1a 100, 250, 500 waz 1000 LadanS

ARSI

ASYATBNTBY LUBS 5

d19103

1. Ammonium molybdate [(NH4)sM0;0,4.4H,0], AR grade
Ammonium metavanadate (NH,VOs), AR grade
Perchloric acid 69-70% (HCLO,), AR grade
Potassium dihydrogen phosphate (KH,PO,), AR grade
Standard P 1000 ppm for ICP

AR e A



o

6. Tano9BITUTOY TanD19BWINTT I
6.1. Potassium dihydrogen phosphate 52.20% Total P,O5 (SRM200b)
6.2 Superphosphate 19.34% Total P,O5 (BCR 033)

28n13
1. M3 Range 98933 isnevivSnamasaiaviounludend

1.1 A3 Spike Standard P Solution aslu sample blank udtihlugeesaey
HCLO, $1uan 10 fadans Adlilidu dewgneuuiuuiunadu 250 faddns wdiga sample 7
Spike standard P w2 aslu Volumetric flask vu1e 100 Jadans Tnenaaouiinudadu 0.5, 1, 3,
5,7 war 9 ppm ANUITUgar 3

12 WldAnddethen Molybdovanadate reagent siuau 10 dadans Usu
Usuasuawen iy

1.3 thluinse Spectrophotometer fiAueIAdL 420 nm

1.4 Plot nymiszninseudiuduaes sample blank #i Spike standard (wnu x) fu

Absorbance (kU y)

1.5 Awimduyseansnisandula (Coefficient of Determination :R?) : R? 2
0.995
2. MIA1 Linearity (Ananduidunss) vaedfinseivsinanaamnnanluewnd

2.1 v1n13 Spike Standard P Solution aslu sample blank udthlugaesae
HCLO, #1uan 10 faddns Alildu Sewgneuuiuuiunadu 250 fadans udiga sample blank
7i Spike standard P u&1adlu Volumetric flask w1 100 Saddns Wnenageufinnnadudu 1, 2, 3,
4,5, 6 uwaz? ppm AMUELTY 9 8z 10 9

2.2 FildAnddetien Molybdovanadate reagent swau 10 dadams USu
Usuasuawen iy

2.3 1lUiadhe Spectrophotometer firnue1iAdy 420 nm

2.4 Plot nsiszwinanududures sample blank 71 Spike standard (unu x)
fiu Absorbance (kN1 y)

2.5 FmnumnduUssansnsindula (Coefficient of Determination R2) :  R? >

0.995

3. N15%1A1 Limit of Detection (LOD) uag Limit of Quantity (LOQ) ¥84353tA51ZH

Ysuuaamanaanaludeiai



3.1 3uA5129% dolomite 10 41
3.2 @i %Total P,Os , AaAY (Mean: X ) wag Ardiudeauy
11133574 (SD)
3.3 AUIAT LOD 9ngns
LOD = X + 3SD

LOQ = X + 10SD

4. NMIVAN Accuracy 8935zl INMWaaanualudawadl

4.1 ¥ CRM  Tutheivinnsveaes 7 3 sysuaudady fad
1. fisziuanududusi 0.14 % wisulagld Potassium
dihydrogen phosphate 52.20% (SRM200b) 4lleimidn 0.6705 n¥u Tl volumetric flask
yuIn 250 fiadans avatetn USuUsuns avldansazaneifianududu 0.14 % deansazane
Fanalilaiven 0.5 nf ansazaneilduniinssdnudunounisinssineamaaue
¥IMsIAsIEN 10 91
2. fiszduamududunans 19.34 % lagld CRM (BCRO33:
Superphosphate) 311U 10 8
3. fiseiuarndudugs 52.20 % Tagld SRM 200b : Potassium
dihydrogen phosphate) 37131 10 8
0.2 fuflunmadFinseileamaviomalulend
4.3 thualasedldluunam %Recovery
5. N1511A1 Precision ?J’e]ﬁ%‘%Lﬂ’i’]%ﬁﬂ%&ﬂmm)ﬂLWﬂﬁﬂ%ﬁJﬂiﬂﬂﬂLﬂﬁ
thifeyaildande 4 ¥luuseidiuen Precision Tagld Horwitz’ ratio 138 HORRAT
6. M3MAT Intermediate Precision Y433 3Aszvinaaavaualuiownd
6.1 93 CRM/SRM 0.5x0¢ n§u aslumaengessatng iwwdsatute 4.1 dufiunis
AATIAT AR R
6.2 ymsiasiziiuar 1 91 Hunan 10 u
6.3 wafilannsinsiziluyssiiuan Precision Tngld Horwitz” ratio 5o
HORRAT
7. MIWAN Accuracy vasisanzivsnamaamnssualuansiaiby (Matrix Effect)
7.1 44 sample blank fildnvazvonioans (matrix) uanseiu 0.5 31 1w
10 91 thlvAeseimutunsunsinseinoamniamun
7.2 %3 CRM/SRM 0.5x0¢ n§u aslunaengesiatng wwdeatude 4.1
7.3 sdunsmuduneunsinssineamlnssn

7.4 YHan15asvnla luAwiamaAn %Recovery



8. N1511A" Precision ¥993531A513US U unadnanaunluansaatia (Matrix Effect)

deyaiilaainde 7 WAmamiaPrecision Tngld Horwitz’ ratio 158 HORRAT

9. M3WIAT Precision 8935 ATzUSINUWBamManINaluly LUU  Intermediate

Precision
9.1 43 CRM/SRM 0.5xxx n51 aslunasneosfiae e 1utfeiute 4 iy sample
blank 0.5xxx N5u aslunaengeediagenil CRM/SRM ag

9.2 YnsAaTIzuNeaaarualualsiiy Inevinnsiesieiiuay 1 97 Wunan

10 JU
9.3 WHaNITIATIZIN beUsELIUAT Precision Iagld Horwitz’ ratio 198 HORRAT
MIAAZENIUN
a0 1 9@ 2553 - 30 fiugney 2555
AU %

Y

1UN

[y v

el uRn1sIwsende nauiauInsnsIvgeuiivuasadunisnas
Hewaginuinmanunsiuni 1

Mo

NaLazITAINANITIATIZH

1. N15W1AT Range wag Linearity %aﬁ%‘%mswﬁﬂ‘%mmﬂamﬂmﬁamﬂuﬂ&JLﬂﬁ

1.1 n19%1 Range (Working range)

nagau sample blank 7 6 sefuaMILdy Ao 0.5, 1, 3, 5, 7 uaz 9 ppm Aududuae 3
1 worhlUmendudszansnissnaula (R) namsdimsesismsedt 1
MR 1 namassiUSinamesinT aves sample blank (dolomite) lnen1s Spike

Standard P 71 6 S¥AUANUINTU

Rep. sample blank + sample blank + sample blank + sample blank + sample blank + sample blank +
standard P standard P standard P standard P standard P standard P
0.5 ppm 1 ppm 3 ppm 5 ppm 7 ppm 9 ppm
Abs. ppm Abs. ppm Abs. ppm Abs. Ppm Abs. ppm Abs. ppm
1 0.0276 0.5028 0.0548 0.9970 0.1668 3.0368 0.2723 4.9596 0.3860 7.0292 0.4865 8.8601
2 0.0321 0.5846 0.0551 1.0027 0.1654 3.0124 0.2712 4.9392 0.3811 6.9403 0.4898 8.9185
3 0.0321 0.5840 0.0553 1.0061 0.1665 3.0327 0.2716 4.9753 0.3897 7.0966 0.4848 8.8275




‘x ‘ 0.0306 | 0.5571 | 0.0550 ‘ 1.0019 ‘ 0.1662 ‘ 3.0273 ‘ 02717 ‘ 4.9463 ‘ 0.3856 | 7.0220 ‘ 0.4870 ‘ 8.8687 |
Standard | ppm 0 1 2 3 a4 5 6 7
Abs. | 0.0000 | 0.0553 | 0.1103 | 0.1650 | 0.2186 | 0.2746 | 0.3295 | 0.3846

NTeYa M990 1 1 Plot  nsvlsendnemnuiduduves  sample blank (dolomite)

(ppm) iU Absorbance WUIYIMTVINNU (Range) VBIRNUANTUAIA 0.5, 1, 3, 5, 7 uag 9

ppm ddnuwuzidudunse denmn 1

Absorbance

0.6

Range

0.5

0.4

0.487

0.3

0.2

0.1

a W a £
AN 1 L@AAduUseans

AULTNTU 0.5-9 ppm

NNIFNE

<camnle hlank (nnm)

v a

1.2 11991 Linearity (A duidunsa)

10

ula (R?) w93AUTY P (ppm) waz Absorbance #5zau

NA@uU sample blank 1 7 S¥AUAULINTY AD 1, 2, 3, 4, 5, 6 Wag 7 ppm AULINTUAE

10 91 1ot lUnAT r 999 Range WANITIATIZRAINITIN 2

A58 2 N1 Linearity lnan1smaaau sample blank A8n15 Spike Standard P 7 7 s9du

ALY 9 B 10 9

No

Sample blank Sample blank Sample blank Sample blank Sample blank Sample blank Sample blank
+ + + + + + +

Std P 1 ppm Std P2 ppm Std P 3 ppm Std P 4 ppm Std P 5 ppm Std P 6 ppm Std P 7 ppm

Abs. ppm Abs. ppm Abs. ppm Abs. ppm Abs. ppm Abs. ppm Abs. ppm




1 | 00566 | 1.0317 | 0.1096 | 1.9956 | 0.1633 | 2.9739 | 0.2178 | 3.9672 | 0.2726 | 4.9653 | 0.3271 | 59570 | 0.3813 | 6.9439
2 | 00562 | 1.0241 | 0.1107 | 2.0156 | 0.1659 | 3.0215 | 0.2176 | 3.9634 | 0.2722 | 4.9580 | 0.3273 | 59617 | 0.3835 | 6.9847
3 | 00551 | 1.0039 | 0.1093 | 1.9910 | 0.1644 | 2.9945 | 0.2183 | 3.9765 | 0.2715 | 4.9442 | 0.3289 | 59903 | 0.3820 | 6.9572
4 | 00560 | 1.0203 | 0.1108 | 2.0174 | 0.1638 | 2.9827 | 0.2181 | 3.9722 | 0.2728 | 4.9682 | 0.3275 | 59654 | 0.3821 | 6.9598
5 ] 00551 | 1.0030 | 0.1113 | 2.0263 | 0.1657 | 3.0178 | 0.2183 | 3.9764 | 0.2742 | 4.9933 | 0.3271 | 59568 | 0.3907 | 7.1164
6 | 0.0558 | 1.0155 | 0.1100 | 2.0032 | 0.1644 | 29949 | 0.2151 | 3.9168 | 0.2731 | 4.9742 | 0.3440 | 6.2646 | 0.3814 | 6.9468
7 | 0.0554 | 1.0099 | 0.1097 | 1.9976 | 0.1641 | 2.9889 | 0.2193 | 3.9937 | 0.2744 | 4.9974 | 0.3276 | 59664 | 0.3818 | 6.9539
8 | 0.0551 | 1.0041 | 0.1098 | 1.9990 | 0.1647 | 2.9992 | 0.2182 | 3.9747 | 0.2727 | 4.9662 | 0.3279 | 59719 | 0.3826 | 6.9672
9 | 0.0549 | 1.0001 | 0.1099 | 2.0019 | 0.1644 | 2.9940 | 0.2180 | 3.9698 | 0.2722 | 4.9566 | 0.3288 | 5.9890 | 0.3838 | 6.9894
10 | 0.0552 | 1.0061 | 0.1108 | 2.0178 | 0.1640 | 2.9867 | 0.2185 | 3.9787 | 0.2733 | 4.9771 | 0.3274 | 59632 | 0.3828 | 6.9720
v | 0056 | 1012 | 0110 | 2006 | 0.165 | 2996 | 0218 | 3969 | 0273 | 4.970 | 0329 | 5999 | 0383 | 6979
SD | 0001 | 0010 | 0001 | 0012 | 0001 | 0015 | 0.001 | 0020 | 0001 | 0016 | 0.005 | 0094 | 0.003 | 0.050
Standard | ppm 0 2 3 a4 5 6 7
Abs. | 0.0000 | 0.0549 | 0.1106 | 0.1671 | 0.2228 | 0.2726 | 0.3288 | 0.3832

INTaYa M15199 2 1w Plot N5l sendng mnududuves sample blank (ppm) (N

X) U Absorbance (WU Y) AuumANduUsEansNsinaula (RY) dedesiianlitesnin 0.995

INNANITNAABY WUINTAWINAY  0.9999

Maiuatuganudutusinandanududunseghunaeisensuld dunmi 2

' 1 o aca ¢ A
WARIIT BINITNINUYBITIATIEUUIUUNDELNS

Absorbance Linearity

0.45 y = 0.0546x +0.0025
04 Rz = 0.9999

0.35 /

0.3 /

0.25 //




AA 2 wansAndulsEansnisdndula (R?) ve3anuiduty P (ppm) wag Absorbance 7iszsiu

ALY 1-7 ppm

2. NSWIA1 Limit of Detection (LOD) wag Limit of Quantity (LOQ) ¥84353tas1zUSuM

wasaniavualudewndl

ALK sample blank 10 91 A1MIAT X wae SD ves %Total P,Os

AN 3

A9 3 WaIATIEY dolomite 311U 10 1 LeWIA1 LOD wag LOQ

NANISILATIZIG

Rep. Weight (g) ppm %Total P,Os
1 0.5060 -0.004 0.000
2 0.5025 0.2591 0.029
3 0.5029 0.2846 0.032
a4 0.5055 -0.036 0.000
5 0.5088 -0.000 0.000
6 0.5029 -0.003 0.000
7 0.5067 -0.065 0.000
8 0.5049 -0.018 0.000
9 0.5058 0.0255 0.003
10 0.5029 0.0292 0.003




X 0.007

SD 0.013

Mndoyansedl 3 thansnen LOD uag LOQ
wowaiiuel LOD = X + 35D = 0.007 + 3(0.013) = 0.046%
LOQ = X+ 10SD = 0.007 + 10(0.013) = 0.137 = 0.14%
asulsin %Total P,Os vesansiiFeansinisnaniiannsoinldedadediuld 95 % fe 7

0.046% uaz % Total P,0s fianusaiusenunaldsoslisini 0.14 %

3. MIMIAY Accuracy vasisARTIEiinaweswaTaanluiea
3.1 N15%¥IA1 Accuracy Yai A zinaamnnvaaiiszauaududum (0.14 %)
w3ealagly Potassium dihydrogen phosphate (52.20 % Total P,Os : SRM 200b) Falviler
dmitn 0.6705 n3u Tdlu volumetric flask ywim 250 fadans avanetn USuusuasdu 250
fadans Yndessimuduneumsinszineamaiomn Iiamsnsziimsed 4 udahn
ATUIUNT % Recovery uag WSguligumannsilasiginuaasslneldy t-test
AI5190 4 IR Accuracy TesHaIASIERUSINamlaa Rt IR TSR UA LU (0.14 %

Total P,Os)

Rep. Weight (g) Dilution ppm %Total P,Os
1 0.5083 20 0.0621 0.14
2 0.5705 20 0.0697 0.14
3 0.5412 20 0.0661 0.14
a4 0.5417 20 0.0662 0.14
5 0.5228 20 0.0732 0.14
6 0.5024 20 0.0614 0.14
7 0.5268 20 0.0644 0.14
8 0.5359 20 0.0608 0.13
9 0.5233 20 0.0640 0.14
10 0.5090 20 0.0622 0.14

X 0.14
SD 0.003
%Recovery 100

Standard | ppm 1 2 3 a4 5 6 7




Abs.

0.0556

0.1104

0.1658 | 0.2213

0.2762

0.3297

0.3848

NN 4

1.

AU %Recovery NGNS

% Recovery

2.

[
&Y

bNINTREUU

ANNILASIZALA x 100

100 %

WNUTINNSEBUSU 97-103% WAM9IN HIUNUSANITEUSY

WguiguA1aINNNTIASIZINUA19S ety t-test

X

S5 =

J[cri

tcal

X —

U

“sd/+/n

ANRAUHATIATILNVBIYANATOU

AND1994

UL

standard deviation 183yANAHDU

0.14 -0.14

0.003/Y10
0.00

2.26 NILAUANUTDLU 95 %

tcri

WAMII HIULNAINISEBUSU

3.2 1A Accuracy ¥89357tasnzinaamnue Nsziuaududunas (19.34%)

NAILATIZIRINNTIN 5

A9 5 119117 Accuracy U8aIATIERUSINUNBAWATIIINATISEAUANUITNTUNATS

(19.34 %)
Rep. Weight (g) Dilution ppm %Total P,0Os
1 0.5021 50 3.3707 19.23
2 0.5030 50 3.4152 19.45
3 0.5067 50 3.4069 19.26




4 0.5049 50 34318 19.47
5 0.5036 50 3.1265 19.49
6 0.5025 50 3.4225 19.51
7 0.5047 50 3.4163 19.39
8 0.5016 50 3.3953 19.39
9 0.5033 50 3.4034 19.37
10 0.5010 50 3.3878 19.37
X 19.39
SD 0.09
%Recovery 100.26
Standard | ppm 1 2 3 a4 5 6 7
Abs. | 0.0300 | 0.0549 | 0.0897 | 0.1189 | 0.1481 | 0.1795 | 0.2071
ﬂ’]ﬂ(ﬂ’ﬁ"lﬂ'ﬁl 5
1. AMUIMIAT % Recovery
% Recovery = 19.39 x 100
19.34
= 100.26%

WEUIINNSEBUSU 98-102% AR HIUNMUSNISEUSY

2. .US8UguAIINNISTIATIETNUAIRSIne Y t-test

ANUU t = 19.39 -19.34
0.09/410
= 1.66
te = 226 fiszduaudesiu 95 %
WSTayi t < te, WER9TI1 HIULNINTSEBNSU

3.3 #1A1 Accuracy U99353WATEINRENANNA NszAuANMdNdUEY (52.20 %)
HATILATIZVIRINIS1NT 6

M15190 6 NIMNAT Accuracy VRIRAIATIEIUTIAWRANAIIUATISEAUANUTNTUES (52.20 %)

Rep. Weight (g) Dilution ppm %Total P,Os
1 0.5037 125 3.6291 51.6
2 0.5040 125 3.6456 51.8




3 0.5036 125 3.6568 52.0
4 0.5018 125 3.6647 52.3
5 0.5054 125 3.6910 52.3
6 0.5031 125 3.6391 51.8
7 0.5044 125 3.6626 52.0
8 0.5068 125 3.6800 52.0
9 0.5074 125 3.7836 53.4
10 0.5044 125 3.6696 52.2
X 52.13
SD 0.50
%Recovery 99.87
Standard | ppm 1 2 3 a4 5 6 7
Abs. | 0.0551 | 0.1104 | 0.1651 | 0.2742 | 0.2720 | 0.3310 | 0.3846
N9 6
1. AUIUMIAT % Recovery
% Recovery = 52.13 x 100
52.20
= 99.87%
LNUIINITEBUTU 98-102% WAAIIT HNUNETINTERNSU
2. WIBULEUAIANNNNTIATIZAAUARSlne LY t-test
et t - 5220-52.13
0.50N10
= 0.43
ten = 226 Tiszduaudeiu 95 %
Wzasty ta < te WARSIN HULNTINSRNSY

4. N13WAT Precision 999353tz IUWaaW AN NaludaLadl




ihdeyanansinnesineamniualude 3.1-3.3 1usdudn Precision lngld Horwitz’
ratio %158 HORRAT lofnadsl

4.1 ¥ Precision ¥a93aAAszinamnnaun szauanududus 0.14% uadiases
3197l 4

1. AU %RSD 910

o, RSD = sd 100
X
= 0.003 x 100
014
= 214
2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 2059
= 0.66 x 200500019 e 0 14/100 = 0.0014
= 3.55
3. A1UUAT HORRAT 310
HORRAT = %RSDiap/ %RSDespected
= 2.14/3.55
= 0.60

WNIN158eusUlY HORRAT (Horwitz” ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2
Fothy wamedn EunasinseeNsy
4.2 ¥ Precision ¥a93aAsvinaaianaiun fiszauanududunans 19.34%
NAILATIZAFIA59T 5
1. A3 %RSD

%RSD

0.09 x 100
19.39
0.46

2. AU %RSDeypected N

0.66 X 2(170.5logc)

0.66 x 20050019 g _ 19.39/100 = 0.194
1.69

Horwitz” equation



3. A1UUAT HORRAT 310
HORRAT = 9%RSDiap / %RSDeypected
= 0.46/1.69
0.27

WNaUgIN158auSUlY HORRAT (Horwitz’ ratio)
- AOAC . HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2

FINY AR WIULNETINSEBUSU

4.3 w1 Precision Y8338 AAmzvivladinatiaviun fissduanudutuge 52.20%
NAIATIZA 9157971 6
1. A2 %RSD
%RSD = 0.50 x 100
52.13

= 0.96
2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 210505
= 0.66 x 200500520 (3ig ¢ = 52.13/100 = 0.521
= 1.46
3. AIUIUAT HORRAT 910
HORRAT = %RSDiap/ %RSDespecied
= 0.21/1.46
= 0.66
neunn1seeusuUly HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2

FINU AN NIULN9INNSERNSU

5. 1151 Intermediate Precision ¥a4353tas1zvinaamanmanludaiad
5.1 ¥11 Intermediate Precision ¥89353tA51ANdNANINUA NTZAUAMNUTUTUAN
0.14% HNALASITIFIATIN 7

A5197 7 NANITILATILANDANAVNUA NTLAUAULIUTUAN 0.14%



v il Total P,0s (%)
12 n.A.54 1 0.16
19 n.A.54 2 0.16
2d.A54 3 0.14
10 d.a.54 4 0.14
19 d.a.54 5 0.14
26 d.a.54 6 0.15
2 n.y.54 7 0.14
5n.8.54 8 0.14
8 n.g.54 9 0.14
14 n.e.54 10 0.14

X 0.15
SD 0.008
N9 7
1. AU %RSD
%RSD = 0.008 x 100
0.15
= 533
2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 210509
= 0.66 x 200590002 (g ¢ = 0.15/100 = 0.002
= 3.36
3. AUaIAT HORRAT 310
HORRAT = 96RSDiyb/ %RSDerpected
= 5.33/3.36
= 1.59

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

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

AIUU WAASIN WIULNINNISERUSU




5.2 %1 Intermediate Precision ¥84353tA518WMWaaNANNn NTEAUAMULTUTUNANS

19.34% HNALATIEVIAIAITIN 8

A15199 8 NAN1SAATIEVNDANANINUA NTEAUANUTUTUNATS 19.34%

4
o

v/ il Total P,0s (%)
22 n.N. 54 1 19.16
17 .a. 54 2 19.10
24.31.p. 54 3 19.15
5140.8. 54 4 19.11
8 1.8, 54 5 18.89
21 1.8, 54 6 18.98
26 131.8. 54 7 18.44
28 1.8, 54 8 18.81
30 W.A. 54 9 18.99
14 §1.9. 54 10 18.80

X 18.94
SD 0.22
T\]Wﬂﬁ]"li’lﬂ‘ﬁl 8
1. AU %RSD
%RSD = 0.22 x 100
18.94
= 1.16

2. AU %RSDeypected N

Horwitz” equation

3. ANUIUAT HORRAT 910

HORRAT

0.66 X 2(170.5logc)
0.66 x 210500189 Hg - _ 1894/100 = 0.189
1.70

%RS Dlab / %RSDexpected
1.16/1.70
0.68

WnuNseausuly HORRAT (Horwitz’ ratio)




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

FINY AR WIULNEITINSEBUSU

5.3 M1 Intermediate Precision ¥843531A5gMnasWAvn Nszauaadudugs
52.20% HKAILATITIFINNTIN 9

A5199 9 NANITATIEVNENANINUA NTEAUANUIUTUNANT 52.20%

/o i Total P,Os (%)
22 AW, 54 1 52.25
17 .A. 54 2 51.82
24 31.a. 54 3 52.57
5.8, 54 4 51.91
8 Lu.e. 54 5 51.60
21 L.y, 54 6 51.93
26 1.8, 54 7 51.49
28 1.4, 54 8 51.92
30 w.A. 54 9 52.18
14 3.8, 54 10 51.82

X 51.95
SD 0.32

1NN 9
1. AU %RSD

%RSD

0.32 x 100
51.95
0.62

2. AU %RSDeypected N

0.66 X 2(170.5logc)

0.66 x 21050205200 #g « _ 5195/100 = 0.520
1.46

Horwitz” equation




3. A1UUAT HORRAT 310
HORRAT = 9%RSDiap / %RSDeypected
= 0.62/1.46
0.42

WNaUgIN158auSUlY HORRAT (Horwitz’ ratio)
- AOAC . HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2

FINY AR WIULNETINSEBUSU

6. M39AT Accuracy ¥es3aATziUSInamlaawnnsvaaluansiady ( Matrix Effect)

6.1 W@ Accuracy Ya98aRzinaaMnnvualuasiaRia Aszauanududum
0.14%

Tneda sample blank 7ifldnwazasniloas (Matrix) wansineiu wazds CRM fisziuey
Wudhus 0.14% iuasly (W3suann Potassium dihydrogen phosphate 52.20% (SRM 200b)) %4
Tlgdmtn 0.6705 n3a Telu volumetric flask aun 250 fiadans avaneth Usudsumsidu 250
fiadans) thumissaudunoumsinssidoamariomn s1uay 10 91 wiordias1es sample
NANITIATIARIAT197 10 waz 11

M131997 10 WAN1TIATIEY sample blank edasizineamlnnaunludediansiisy (Filler)

Rep. Weight (g) ppm %Total P,Os
1 0.5060 -0.004 0.000
2 0.5025 0.2591 0.029
3 0.5029 0.2846 0.032
4 0.5055 -0.036 0.000
5 0.5088 -0.000 0.000
6 0.5029 -0.003 0.000
7 0.5067 -0.065 0.000
8 0.5049 -0.018 0.000
9 0.5058 0.0255 0.003
10 0.5029 0.0292 0.003




X 0.007

SD 0.013

Standard | ppm 2 3 a4 5 6 7
Abs. | 0.0553 | 0.1097 | 0.1641 | 0.2185 | 0.2720 | 0.3291 | 0.3813

P3N 11 Wan153ATIE9 sample blank 7y 0.14% P,05 tadnszvinaamaviavualuled

anseiy (Filler)

Rep. Weight of Weight of Dilution ppm %Total P,0s
sample blank | 0.14% P,Os
©) (g)
1 0.5037 0.5313 20 0.0613 0.14
2 0.5075 0.5228 20 0.0684 0.15
3 0.5074 0.5226 20 0.0639 0.14
a4 0.5056 0.5281 20 0.0645 0.14
5 0.5061 0.5110 20 0.0624 0.14
6 0.5077 0.5310 20 0.0649 0.14
7 0.5067 0.5034 20 0.0615 0.14
8 0.5026 0.5069 20 0.0575 0.13
9 0.5015 0.5076 20 0.0620 0.14
10 0.5044 0.5026 20 0.0614 0.14




X 0.14

SD 0.003
%Recovery 100
Standard | ppm 1 2 3 a4 5 6 7

Abs. | 0.0556 | 0.1104 | 0.1658 | 0.2213 | 0.2762 | 0.3297 | 0.3848

INANS1N 11

1. AWIumeN % Recovery 3NgRs

% Recovery =  AnaAs(%TotalP,0su sample blank FRu CRM) - ALads(96TotalP,0.lu sample blank) x 100

%TotalP,0s 84 CRM Tiiiuasly sample blank

(0.14 - 0.007) x 100
0.14
95%

NTINTEONSU 95-105% LRSI HIULNUIINISERUSU

2. WsuwWisuaannsies1znua1asalagly ttest

Y_
=2 H

sd/+/n

e X = ﬂ'm%waimwzﬁmammmaau
M = AND19D9
n = St
sd = standard deviation ¥83yANAFU
et t - 014014
0.003/10
= 0.00
te = 226 fiszauanudeiu 95 %

RIEREDEAN! ta < ter WARTIN NIUNATIN1SEBNSY




6.2 ¥1A1 Accuracy 84353LAZRNDANANTIRNATUANTAILAY ATAUAUTNTUNANS

19.34% WaILAT

VEYRINTIN 12

M54 12 {AN1TIATIEN sample blank My 19.34% P,05 LitoTaszvinoaniavualuled

anseiy (Filler)

Rep. Weight of Weight of Dilution ppm %Total P,0s
sample blank | 19.34% P,Os
(9) (9)

1 0.5057 0.5068 50 3.3828 19.12
2 0.5065 0.5078 50 3.4196 19.29
3 0.5034 0.5016 50 3.4041 19.44
a4 0.5035 0.5037 50 3.3111 18.83
5 0.5043 0.5022 50 3.3872 19.32
6 0.5054 0.5045 50 3.3674 19.12
7 0.5099 0.5061 50 3.3799 19.13
8 0.5032 0.5035 50 3.3854 19.26
9 0.5062 0.5071 50 3.4530 19.49
10 0.5047 0.5087 50 3.3990 19.14
X 19.21
SD 0.19
%Recovery 99.29

Standard | ppm 1 2 3 4 5 6 7

Abs. | 0.0556 | 0.1104 | 0.1658 | 0.2213 | 0.2762 | 0.3297 | 0.3848

NN 12
1. AR % Recovery

%Recovery

(19.21- 0.007)
19.34

99.29 %

x 100




WNUTINNSEBUSU 98-102% WARIIN HIUNUNNITEBUSY

[y 1

2. .WS8UgUAIINNITIATIETNUAIRSane Y t-test

et t - 1938-19.21
0.19/410
= 2.16
te, = 226 Tisyduaudeiu 95 %

6.3 ¥A1 Accuracy 98935 AT IVREMRN A TUaTSHLAN TszAuaadudugs
52.20% KWALATIEHAINISIN 13

M1319% 13 WAN1TIATILY sample blank fia 52.20% P,05 WeTnszvineaniavualuled

anseiy (Filler)

Rep. Weight of Weight of ppm %Total P,0s
sample blank 52.20% P,0s
() (9)

1 0.5017 0.5076 462.84 52.20
2 0.5022 0.5025 458.86 52.28
3 0.5033 0.5058 461.03 52.18
a4 0.5073 0.5013 460.14 52.55
5 0.5007 0.5079 468.12 52.77
6 0.5009 0.5084 462.02 52.03
7 0.5044 0.5055 464.78 52.64
8 0.5016 0.5024 465.78 53.08
9 0.5038 0.5046 465.10 52.77
10 0.5079 0.5079 462.02 52.08
X 52.45

SD 0.39
%Recovery 100.48

Standard | ppm 1 2 3 a4 5 6 7

Abs. | 0.0555 | 0.1114 | 0.1656 | 0.2219 | 0.2773 | 0.3322 | 0.3841




1NAN599 13
1. AR % Recovery

%Recovery = (52.45 - 0.007) x 100
52.20

= 100.47%

WNUNNITUBUTU 98-102% AR NIULNUNNITBUTU
2. 1WUS8UguAIINNSIASIENUAIRSne Y t-test

St ¢ 52.45 -52.20

0.39/V10
2.08

o = 2.26 N5gAUANULTBNU 95 %

7. MIWAN Precision Ya9333sziUSinamaaminnaiunluansiaiia ( Matrix Effect)
thiyanansiinneineamnimualumssiuiuinds 6.1-6.3 uusudud Precision lng
14 Horwitz’ ratio wie HORRAT Tvinastsll
7.1 91 Precision v89383aszvinaamnnaiun Tuansiaiy iszauanududud
0.14% uaIATIERFIMST 11

1. AU %RSD 910

5 RsD =39 100
X
= 0.003 x 100
014
= 2.14
2. AU %RSDeypected 3N
Horwitz’ equation = 0.66 x 210509
= 0.66 x 2005000019 T ¢ ~0.14/100 = 0.0014
= 355
3. AUBIAT HORRAT 310
HORRAT = %RSDiup / %RSDeypected
= 2.14/3.55

= 0.60



WNagiN1seausuUlYy HORRAT (Horwitz’ ratio)
- AOAC . HORRAT (Horwitz’ ratio) < 2
- EU, Codex : HORRAT (Horwitz’ ratio) < 2

FIU AR HULNASINSERUSY

7.2 %11 Precision ¥893536A51 AN aNANINUATUENTAAY NITAUAMULTNTUNANS
19.34% NALASITARINITIN 12

1. AU %RSD

%RSD = 0.19 x 100
19.21
= 0.99
2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 2105059
= 0.66 x 200500.192) (5lg ¢ = 19.21/100 = 0.192
= 1.69
3. AMUIUAT HORRAT 910
HORRAT = 9%RSDiu / 9RSDeypected
= 0.68/1.69
= 0.59

WNaUgiN158auSULY HORRAT (Horwitz’ ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
-EU, Codex : HORRAT (Horwitz’ ratio) < 2

FINU AR HULNESINTERUSU

7.3 ¥ Precision 989383 zsinaamiansanluasiaby Asziuanududunans
52.20% WaIASIZIARINITT 13
1. AU %RSD
%RSD = 0.39 x 100
52.45
0.74

2. FUIB BRSDeypected 310

Horwitz’ equation 0.66 x 2(1-0-5logc)



= 0.66 x 2105020525 g - _ 5245/100 = 0.525

= 145
3. AUIUAT HORRAT 910
HORRAT = %RSDyp / %RSDexpected
= 0.74/1.45
= 0.51

WNagIN158eusUlY HORRAT (Horwitz” ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
-EU, Codex : HORRAT (Horwitz’ ratio) < 2
Fatu uanein MuNasinsEaNSY
8. N131AIPrecision maﬁ%‘%miﬂzﬁﬂ%mmmatwm’swmiuﬂﬂwuu Intermediate Precision
8.1 %1 Intermediate Precision ?Jaﬁgami'wﬁWaaLWmﬁgwuﬂ ﬁizé’Uﬂ'J'mL%'m’fw‘l‘”l
0.14% wuaIATIERRIMSST 14

ANSN 14 HANNTIATIZNNBANANINUATUEITFILAN NTLAUAMUTUTUAT 0.14%

V/9/U i Yot thwin STD | Dilution ppm %Total
(n3%) s (n5) P20s
11 n.p.54 1 0.5048 0.5281 20 0.0645 0.14
14 n.A.54 2 0.5008 0.5110 20 0.0669 0.15
25 n.p.ba 3 0.5066 0.5230 20 0.0639 0.14
27 n.p.54 a4 0.5089 0.5260 20 0.0643 0.14
29 n.a.54 5 0.5056 0.5334 20 0.0652 0.14
2d.n.514 6 0.5090 0.5122 20 0.0626 0.14
5d.n.54 7 0.5084 0.5081 20 0.0701 0.16
10 @.A.54 8 0.5024 0.5056 20 0.0618 0.14
19 @.n.54 9 0.5041 0.5171 20 0.0722 0.16
14 n.8.54 10 0.5044 0.5095 20 0.0711 0.16
X 0.15

SD 0.009

1. AU %RSD

%RSD = 0.009 x 100

0.15




= 6.0
2. FUIB BRSDeypected 310
Horwitz’ equation = 0.66 x 2105059
= 0.66 x 2105090002 3ig ¢ = 0.15/100 = 0.0015
= 3.36
3. A1UIUA1 HORRAT 910
HORRAT = 9%RSDis/ %RSDeypected
= 6.0/3.36
= 1.64
neuan1seeusuly HORRAT (Horwitz” ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
-EU, Codex : HORRAT (Horwitz’ ratio) < 2

AU AR HULNAITINSERUSY

8.2 1 Intermediate Precision 984353tA512WNDE@NANINUA NTLAUANUTUTUNANS
19.34% NALASIEARIAISIN 15

ANSN 15 HANITIASIZNNBANANIAUATUEITALRAY NTLAUAINUTINTUNATS 19.34%

Vo il vhwedn vuin STD | Dilution ppm %Total
(nSw) Fdu (n3w) P,Os

11 n.A.54 1 0.5045 0.5032 50 3.3342 18.98
14 n.A.54 2 0.5021 0.5035 50 3.3836 19.25
25 n.A.54 3 0.5036 0.5045 50 3.3974 19.29
27 n.A.54 4 0.5066 0.5016 50 3.3849 19.33
29 n.A.54 5 0.5082 0.5070 50 3.4001 19.21
2 d.Ab54 6 0.5046 0.5038 50 3.1974 18.18
5d.n.54 7 0.5076 0.5040 50 3.3448 19.01
10 d.A.54 8 0.5051 0.5024 50 3.3657 19.19
19 d.a.54 9 0.5031 0.5065 50 3.3543 18.97
14 n.9.54 10 0.5037 0.5031 50 3.3177 18.89
X 19.03

SD 0.34




1. AU %RSD
%RSD

2. U BRSDeypected 310

Horwitz’ equation

3. AUIAT HORRAT 910
HORRAT

= 0.34 x 100
19.03
1.79

= 0.66 x 2(1-0.5logc)
= 0.66 x 210502019 g = 19.03/100
= 1.69

= %RS Dlab / %RSDexpected
= 1.79/1.69
= 1.06

WnuNIseausUlY HORRAT (Horwitz’ ratio)

- AOAC

- EU, Codex

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

FINU AR HULNESINTEBUSU

=0.19

8.3 "1 Intermediate Precision ¥843531A51zMNasWANMNA NszAUANATNTUES

52.20% HAILATITIFINIGTIN 16

MITNA 16 NaNITIATIEINRANANIUALUANTAIAL NTzAUAITNTUEY 52.20%

Vo i vt vhondn STD | Dilution ppm %Total
(n5Y) Fid (n3) P,Os

11 n.A.54 1 0.5050 0.5061 125 3.6537 51.70
14 n.a.54 2 0.5002 0.5025 125 3.6214 51.61
25 n.A.54 3 0.5061 0.5024 125 3.6361 51.83
27 n.A.54 4 0.5048 0.5076 125 3.6603 51.64
29 n.A.54 5 0.5050 0.5055 125 3.6522 51.74
2 d.n.54 6 0.5033 0.5020 125 3.7471 49.56




5d.n.54 7 0.5089 0.5055 125 3.6346 51.49
10 &.A.54 8 0.5026 0.5084 125 3.6575 51.52
19 d.A.54 9 0.5081 0.5101 125 3.6591 51.37
14 n.g.54 10 0.5059 0.5018 125 3.6059 51.46
X 51.40
SD 0.66

1. AU %RSD

%RSD = 0.66 x 100
51.40
1.28

2. AU %RSDeypected N
Horwitz’ equation = 0.66 x 2102059
= 0.66 x 200500519 (5ig ¢ = 51.40/100 = 0.514
= 1.46
3. AMUIUAT HORRAT 910
HORRAT = %RSDiyp/ %RSDerpected
= 1.28/1.46
= 0.88
neuain1seeausuly HORRAT (Horwitz” ratio)
- AOAC : HORRAT (Horwitz’ ratio) < 2
-EU, Codex : HORRAT (Horwitz’ ratio) < 2

AU LA WIULN9INNSERUSU

dyunaninaas

nsasvdeuauldliveisinsgiveannnmunlulandl [Wuisiiesufifinisle nau
WAUINNIATIERUNsLarUaden1INEn AnLUasaIn3seee AOAC wag OMAF lagilAszst CRM/SRM
WAUNIUSERUAT Accuracy (AMMLN) Wag A1 Precision (AM3L71ER) NTEAUAUTNTUAT |

[

NA1e ey aa lasall




1. M5 Accuracy Y9 IATvilulasiauianualude

5sé’umm % Recovery Lﬂﬁu‘ﬁﬂ’]i NANT9 T-test Lﬂm‘lﬁﬂ’]i NSN3
LTUTY yoU5U Usgiiiu gousu 7 szl
95%
1. 61 (0.14%) 100 97-103 % B 0.00 ta< ty H
t, = 2.26
2. nan 100.26 98-102 % N1 1.66 tea< toi N
(19.34%) toi = 2.26
3.9 99.87 98-102 % WU 0.43 tea< toi el
(52.20%) to; = 2.26

INMTUTTIUANUYNADY 119 3 T8AUANITNTU WUTT % Recovery YBINNTEAUAIN

Wntueglunawisonsu wazdlliaunlumanuwansesEnIaNiaserlaiua1ase Iny T-test

Al a 1 Y] i Y] I | anda 1 o vy
WU'J’W‘WV]VLG?]»LMN?YNQJLL@ﬂG]WQﬂUIULL@@SiSWUﬂ’J’]?JLGUNGUU LLaﬂﬂ'ﬂ'ﬁﬁu&lﬂ'ﬂMLLﬂJuaqiﬂﬁﬂU@llTUvL@

2. MRS (Precision Way Intermediate Precision) maﬁ%’?mesﬁWaaLWmﬁwm‘Luﬂa

Precision Intermediate Precision
Wé;wlm %RSD | %RSD | HORRAT | inauei | wanis | %RSD | %RSD | HORRAT | inausi | wanis
HUAT erpected 15 | Uszidiu erpected mMs | Uszidiu
YUY YUY
L. o 214 | 355 | 0.60 <2 WO | 533 | 336 | 1.59 <2 HIU
(0.14%) 199 <2 %99 <2
2. nan 046 | 169 | 0.27 <2 FU 116 | 1.70 | 0.68 <2 HIU
(19.34%) 199 <2 %99 <2
3. 89 096 | 146 | 0.6 <2 W | 062 | 1.46 | 0.42 <2 HIU
(52.20%) 3o <2 3o <2

NNSUTLIUALALINT 3 S2AUANUINTY A1 HORRAT lalidunauaifinivium (AOAC :

HORRAT (Horwitz’s ratio) < 2 %38 EU, CODEX : HORRAT (Horwitz’s ratio < 2)) wa@ndinIoud

A v vy
AN NENsaseusUle

3. N15WIA1 Range uae Linearity va93sinszvivsunamaanaianunluly faanududy 0.5-9

ppm A1 R?  90IAUNTUVDY  sample blank (ppm) AU Absorbance A1 0.9998 WamIIN

1 P Id £ J 2 PN ¥ v = & 1 v a1 -
Putdiinududunss  Tunismen R? Aenuatuy 1-7 ppm  daduraanisldeu dauvindu




0.9999 uanittensiduvelATIEilTinameamavivan  danuuiduiazanuiesegly
inauineausule
4. M35 Limit of detection (LOD) wuidn %Total P,0s fisngaiaiunsainliegiavedula

95 % f. 71 0.046% WAy % Total P,Os N@1u1sauunsIeaunalanedlidnnin0.14 %
LONE15919949

Official Method of Analysis of AOAC International. 2005. AOAC International Gaithersburg, MD,

USA, Official Method 955.04. 18" ed.
I a v I A a 6 + a ] U a v (Y % a

nauIdeinwasiadl. 2551. Allednsizndeiadl. drinddeinudadenisuannisnisiness.
NIUIYINITNYAT. NTIVNI. 66 NN

g1 dwina. 2545. manideuadltlaveitnadeumuail. aa1duideinemansiag
waluladurisusemelng. ngamne. 34 nih

e Tatdey. 2549, WWIUHUTRNMIMAABUANYNABIVDIITIATIZN. NTUINGIAANTNITWNNE.

NIENTIAITITUAY. WUNYS. 124 111
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