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Abstract

The method validation is verified the accuracy and precision in analytical method to ensure that
reliable results. Fertilizer analysis laboratory had validation of analytical methods for the determination of
Ammonium nitrogen in chemical fertilizers. Which was in-house Method based on AOAC (2012)
(METHOD OF FERTILIZER ANALYSIS) have evaluated the accuracy, Precision and Limit of Detection
(LOD) test by using certified reference material (CRM) of Ammonium Sulfate (fertilizer 21-0-0) and Calcium
Ammonium Nitrate (fertilizer 26-0-0) at high, medium and low concentrations. Assessment of the accuracy by
3 ways: 1. Recovery at high, medium and low concentrations equal to 100.14%, 100.20% and 100.20%,
respectively 2. Find the differences of the analysis is the certificated value of CRM using t-test at high,
medium and low concentrations equal to 0.89, 1.14 and 1.51, respectively, and 3.Assess the reliability equal to
21.23 +£ 0.08% AN, 13.07 = 0.05% AN and 1.01 + 0.01% AN, respectively. Assess precision by using the
equation Horwitz's Ratio is the HORRAT of 0.57, 0.56 and 0.35, respectively, for the Limit of Detection
(LOD) equal to 0.2% AN and This value Limit of Quantization (LOQ) equal to 0.4% AN, through acceptance

of international standards.
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6. Burette Class A Y119 25 dadans

7. Kjeldahl tube YUIA 250 Uadans

8. Erlenmeyer Flask U119 250 Hanans

9. Volumetric flask Y419 1,000 Haaaas 4ag 2,000 Jaaans

10. UNNBSVUIA 50, 100, 1,000 LA 2,000 HAAANT

=
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1. Boric acid (H;BO;), AR grade

2. Alcohol =90 % , AR grade

3. Hydrochloric acid (HCI) 1 N, AR grade

4. Methylene blue (C,,H,;CIN,S), Indicator grade 130 AR grade

5. Methyl red (C,sH,sN,0,), Indicator grade 130 AR grade

6. Sodium hydroxide (NaOH), Commercial grade W%’E)E;T NN

7.  Ammonium Sulfate [(NH,),SO,], AR grade AMTUN % Recovery
8. Sodium Carbonate (Na,CO;), AR grade

[

9. ﬁﬂmﬁaﬁ 1599 Ammonium Sulfate (NH,),SO,

N

10. ® aé’n%a 51599 Calcium ammonium nitrate [5Ca(NO,), NH,NO, 10H,0] BCR No. 178

[

11. ﬁ@ma%asmm Sodium Carbonate (Na,CO,), SRM 351a

12. Sample Blank (14Jagas 0-0-60)
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ANNIUEN (Precision)
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o %’ a 4 d'
blank 31U 10 H1 HANTAATIEHUEAAITUATIT19N 1

d' a 4 =\ + = a 4 o %’
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i vhimin (g) 02N HCI (ml) | AN(%)
1 0.1018 0.05 0.14
2 0.1098 0.05 0.13
3 0.1055 0.05 0.13
4 0.1004 0.05 0.14
5 0.1135 0.05 0.12
6 0.1134 0.05 0.12
7 0.1258 0.10 0.22
8 0.1091 0.05 0.13
9 0.1017 0.05 0.14
10 0.1044 0.05 0.13

Aunde (X) 0.1085 0.06 0.14
ﬁTLﬁﬂQLUHNWISj@TH(SD) 0.0077 0.02 0.03

MUIUKIAT LOD taz LOQ
LOD =X +3SD =0.14 + 3(0.03) =0.23

LOQ =X +10SD  =0.14+10(0.03) =043

A ° { A P T o a o {
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4 @ 1 a 4 %’ [ @
0.4 %AN WOTUTUAT LOQ AATIEH 10 F1IURALINU

il Yhmin (g | 02NHCI(ml) | AN (%)
1 1.3931 2.0 0.4051
2 1.4133 2.0 0.3993
3 1.2832 1.8 0.3958
4 1.3834 2.0 0.4079
5 1.3456 1.9 0.3984
6 1.3523 1.9 0.3964
7 1.3542 1.9 0.3959
8 1.4000 2.0 0.4031
9 1.4066 2.0 0.4012
10 1.3226 1.9 0.4054

Aunde (X) | 1.3654 1.94 0.4009
ﬁTLﬁﬂQLU‘HMT@S;‘@Tu (SD) 0.0416 0.07 0.0044
% RSD - - 1.09

NTRLTER Accuracy mﬂ@niN‘ﬁ 2
MFU509U99 CRM 1151 0.4000%AN Aumaoians1zild mif 0.4009%AN 315124 10 91
% Recovery = (0.4009/0.4000) X 100 = 100.21%

AUNMIBONTY = 98-102% LAAIIFIUINAIINTEONTY

Usziiiuanuuanaia lae1d t-test

t (0.4000-0.4009)/(0.0044/ \/B ) = 0621

exp
df = 10-1=9t, N df =9 ANuFU 95% MINY 2.262

J Y R 4 o
NUNNITYIBDUITUY foxp < 1. AN IUNUNNITIDNTY

crit
1 d‘ 0'/
FWANULBOUU = 0.40+[2.262 x (0.0044/\/5 )] =0.40+0.01%AN

Precision 910913199 2

(1-0.510gC)

Predicted Horwitz RSD = 0.66 x 2 0.66 x 203000 = 3.029

C = concentration ratio 0.4009/100 = 0.004

HORRAT (Horwitz's Ratio) % RSD/ Predicted Horwitz RSD

1.09/3.029 = 0.36

4 a T 4 o
NUNNIUsIUY  Horrat < 2 LHEAINHIULNUNNITYDUITY
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a d =~ Y 1 kY a o = v (Y]
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a 4 9 ada 4 =\ +i = a d v [} =

asNgIIANYnAeaIs Iaszrten Tuiley Tulasnuluilownd Tasdnsizvaiegraen Tution
[ a 4 o A
Farla #an13AATILH UETAIAINIT19N 3 - 6

d' a 4 = @ 1 = o a 4 ? o a v
139N 3 wamsmﬂiwzmmﬂmuﬂuTuimmuiumammaﬂumau%mﬂ@l AUAIICH 10 F1IUAYINU

i vhimin (g) | 02NHCI(ml) | AN (%)
1 0.2064 14.7 21.15
2 0.2119 15.1 21.16
3 0.2120 15.0 21.01
4 0.2053 14.7 21.26
5 0.2052 14.7 21.27
6 0.2035 14.6 21.30
7 0.2098 15.0 21.23
8 0.2089 15.0 21.32
9 0.2054 14.8 21.40
10 0.2045 14.6 21.20

Aunae (X) | 02073 14.82 21.23
fim'j'mmummj;m (SD) 0.0031 0.19 0.11
% RSD | 1.5013 1.26 0.51

AMUIUAT Accuracy 31NA15197 3
A151U509Y89 CRM 11101 21.20
1 A Aa S Y [ a 4 g
AUNAONNUATIZN 1A (MDY 21.23 %AN UATIEH 10 H1
% Recovery = (21.23/21.20) X 100 = 100.14 %
NUNMTIONTT = 98- 102%  UAAIIHIUNUNNITIONTY
Usziiuanuuanaia lae1d t-test

(21.23-2120)/0.11/~/10 ) = 0.89

exp

df = 10-1=9¢t, Ndf=9 anNuFoNY 95% WU 2.262

crit
4 o R 4 o
INUNNTIDUITY ¢, <t HEAINHIULNUNNITUDUTY

FUANMFOIU = 2123+ [2.262x (0.11//10)]  =21.23 + 0.08%AN



Precision 9109115197 3

(1-0.510gC) (1-0.510g0.2)

Predicted Horwitz RSD = 0.66 x 2 0.66 x 2 1.67
C = concentration ratio = 21.23/100 = 0.2123

HORRAT (Horwitz's Ratio)

% RSD/ Predicted Horwitz RSD

0.51/1.67 = 031
Lﬂﬂ‘!“ﬁ’ﬂﬁﬂ‘imﬁu Horrat <2 mea'whummﬁmiﬂauﬁ'u

H a 4 { A [ a o g
mai 4 wamsianziveu Tudlen lulasoulu sample blank MiAnuen Tudisudsama Jns1EH 10

TUWALINU

g | dhwnin sample blank (NFY) vt CRM (n51) | 0.2 N HCI (ml) AN (%)

1 0.1038 0.2043 14.7 21.19

2 0.1059 0.2061 14.9 21.30

3 0.1045 0.2074 14.9 21.16

4 0.1004 0.2030 14.6 21.19

5 0.1000 0.2025 14.6 21.24

6 0.1009 0.2075 15.0 21.29

7 0.1037 0.2004 14.4 21.17

8 0.1023 0.2096 15.1 21.22

9 0.1047 0.2076 14.9 21.14

10 0.1000 0.2074 15.0 21.30

Aunae 0.1026 0.2056 14.81 21.22

SD 0.0022 0.0029 0.22 0.06

%RSD 2.1274 1.4083 1.51 0.28

ﬁmamﬂH Accuracy mﬂ@niN‘ﬁ 4
MF1UT09U89 CRM (31171 21.20 %AN  Aunaeiins e 1d iy 21.22 %AN 395124 10 4h
% Recovery = (21.22/21.20)x 100 = 100.09%

AUNMIIBNTY = 98- 102%  UEAAIIFIUANNMTIBNTY

Usziiiuanuuanaialae1d t-test

¢ (21.20-21.22)/0.06/~/10 ) = 1.05

exp

df = 10-1=9¢t, Ndf=9 anNuFoNY 95% WU 2.262

crit

J o T 4 o
INUNNITIBDUITUY foxp < 1. UEANNIUDUNNITIDNTY

crit

FUANMFOUU = 21.22+[2.262 x (0.06/A/10)] = 21.22 = 0.04%AN



Precision 910913197 4

(1-0.510gC) (1-0.510g0.2)

Predicted Horwitz RSD = 0.66 x 2 = 0.66 x 2 1.67
C = concentration ratio = 21.22/100 = 0.2122
HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD

0.28/1.67 = 0.17
Lﬂﬂ‘!“ﬁ’ﬂﬁﬂ‘imﬁu Horrat <2 mea'whummﬁmiﬂauﬁ'u

d' a o = o 1 = o a o ?:’ o
M13NN S wamsamiwzmmﬂmuﬂuﬁuimmuiumaﬂmmﬂumau%mﬂ@ AUAIICH 10 B1 10 U

i vhinin (g) | 02NHCI(ml) | AN (%)
1 0.2055 14.8 21.21
2 0.2058 14.9 21.33
3 0.2389 16.5 21.33
4 0.2234 15.5 21.55
5 0.2100 15.7 20.97
6 0.2006 152 21.26
7 0.2035 153 21.09
8 0.2086 15.7 21.12
9 0.2016 15.1 21.01
10 0.2077 153 21.53

Aunde (X) | 02106 15.40 21.24
f’]l”ll‘idJ'fNL‘UuiJW]ijﬁ”lu (SD) 0.0118 0.49 0.20
% RSD | 5.6148 3.18 0.94

f11MA Accuracy 1INANTIIH 5
MFUTOIVBI CRM (31151 21.20 %AN fmasianszild sy 2124 %AN 3a512¥ 10 9
% Recovery = (21.24/21.20)x 100 = 100.2%
AUNMITEONTY = 98- 102% UAAINRIMNUSMTIONS

Usziiiuanuuanaia laald -test

(21.20-21.24)/(020/~/10 ) = 0.66

exp

df = 10-1=91t, N df =9 ANWFONU 95% MNY 2.262
d o T 4 [

NUNMITBONTY €, <t HAAIIHIUINBNANTEONTY

FUANMFOUU = 2124+ (2262 x (020/4/10)] = 21.24 + 0.14%AN



Precision 910915197 5

(1-0.510gC) (1-0.510g0.2124)

Predicted Horwitz RSD = 0.66 x 2 = 0.66 x 2 1.67
C = concentration ratio = 21.24/100 = 0.2124
HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD

0.94/1.67 = 0.57
Lﬂﬂ‘!“ﬁ’ﬂﬁﬂ‘imﬁu Horrat <2 medwhummﬁmiﬂau%'u

H a d N [ a 4 %’
51990 6 wansuasizriuen TuiienluTaswuly sample blank Nanen TuHeugamadngizd 10 4

10 7

%117; 1?511411}?1 sample blank (g) 1?11*71% CRM (g) | 0.2 NHCIl (ml) | AN (%)

1 0.1018 0.2471 17.2 21.50

2 0.1011 0.2019 14.0 21.42

3 0.1092 0.2413 16.8 21.50

4 0.1017 0.2012 15.1 21.06

5 0.1001 0.2008 15.2 21.24

6 0.1050 0.2031 15.3 21.13

7 0.1096 0.2134 16.0 21.03

8 0.1023 0.2016 15.2 21.15

9 0.1093 0.2118 16.1 21.33

10 0.1070 0.2048 15.2 20.82

ﬂl”lméﬂ X 0.1047 0.2127 15.61 21.22

f’hlﬁﬂﬁl‘ﬂﬂiﬂ@]ii?ﬂ (SD) 0.0038 0.0172 0.93 0.22

%RSD 3.6029 8.0992 5.96 1.04

MM Accuracy mﬂ@niN‘ﬁ 6
MFUT09U89 CRM (31171 21.20 %AN fRABTIATIZHIE A1 2122 %AN TA51H 10 9
% Recovery = (21.22/21.20)x 100 = 100.09%
AUNMIIBNTY = 98- 102%  UEAAIIFIUANUN MTIBNTY

Usziiiuanuuanaialae1d t-test

t (21.20-21.22)/022/~/10 ) = 0.28

exp

df = 10-1=9¢t, Ndf=9 anNuFoNY 95% WU 2.262

crit

J o T 4 o
INUNNITIBDUITUY foxp < 1. UEANNIUDUNNITIDNTY

crit




FUANWFOWU = 21224 [2.262 x (022//10)] = 21.22 + 0.14%AN

Precision 1PA519N 6

(1-0.510gC) (1-0.510g0.2122)

Predicted Horwitz RSD = 0.66 x 2 0.66 x 2 = 1.67
C = concentration ratio = 21.22/100 = 0.2122
HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD

= 1.04/1.67 = 0.62

o a [ 4 [
NUNNIUseiu Horrat < 2 LHEAINHIULNUNNITEDUTY

a 4 =~ v | Y a v S S
ﬂ"lﬁ?lﬂi"lg‘ﬁ!!@NIN!Hﬂﬂuluiﬂil‘i]1-!11—!ﬂ]E]f]139136@5'”ﬁi’N!lﬂﬁ!“ﬁﬂﬂ!!@ﬂiu!uﬂﬂﬂu!ﬂiﬂ (g’ﬂi 26-0-0)

U Yy v
(3LAUANUUYNUVUNAN)

a o 9 amAa 4 g’/ +i A A Y a oA a o+ 9 1
A3 NGIIA1NYNARIIB AT IZH T Tasnunsrualufjandl 1decl jrianisinsizileldodlu
o [ a ¢ o 1 a o
ﬂﬁ]‘g‘]_lu (ﬂﬂl!ﬁl]ﬁ\i‘ﬂ']ﬂ AOAC, 2012: TOTAL NITROGEN 955.04) ’JLﬂﬁW%ﬁﬂ’JﬂﬂW\ié}N@\‘lﬁﬂﬁﬂﬁ (CRM)
=~ ~ a J [ A

U Lmamammﬂmuﬂu"lumw (1:((515 26-0-0) HANITUATIEHUFAAIAIAIT NN 7-10

q‘ a 4 g’/ J ' = =)
195190 7 Wﬁﬂ'lﬁ'JLﬂﬁ'lZViIIUIﬁiLi]uT]QWZJﬂGlH@'JE]ﬂ'N CRM LLﬂaL%UN!L@ﬂJINLu&JNlIHLﬁﬁﬂ (’q@]i 26-0-0)

4
’JlﬂﬁZﬁ’ 10 F1IURBINY

i ¥hin (@ | 02NHCI(mD) | AN (%)
1 0.2057 9.5 13.07
2 0.2023 9.3 13.01
3 0.2042 9.4 13.02
4 0.2048 9.5 13.12
5 0.2003 9.3 13.14
6 0.2046 9.4 13.00
7 0.2064 9.5 13.02
8 0.2041 9.4 13.03
9 0.2055 9.6 13.22
10 0.2085 9.6 13.03

Aunae (X) | 0.2046 9.45 13.07
fiuﬁ'mmummgm (SD) |  0.0022 0.11 0.07
% RSD |  1.0888 1.14 0.55

MM Accuracy AN 7
1w 1w 1 { {a o 1w a 4 3
A1TUIDNVDY CRM  IMNY 13.044 + 0.032%AN mmﬁﬂﬁ’amﬁzﬂﬁ) IMNY 13.07%AN UATIEH 10 K

% Recovery = (13.07/13.04) x 100 = 100.20 %



4 o T 4 o
NUNNITIDNTY = 98-102% HAAINHIUNUNNITIDNITY

Usziiuanuuanaa lag1d t-test

{ (13.04-13.07)/0.07/~/10 ) = 1.14

exp

df = 10-1=9¢t,Ndf=9 mwm%ﬁ"u 95% 1MNY 2.262

crit

HAAITHUINB NTIONT

crit

nuaimMseeNiY t, <t
1 d‘ Q'J
FRANWFOUYU = 13.07+[2.262x (0.07/+/10)] = 13.07% 0.05%TN

Precision 91n911519% 7

Predicted Horwitz RSD = 0.66 x 2 ' "**" 0.66 x 2D =179
C = concentration ratio = 13.07/100 = 0.1307
HORRAT (Horwitz's Ratio) = 9% RSD/ Predicted Horwitz RSD

= 0.55/1.79 = 0.31

ANMIYILENY Horrat<2  aadlmInasimssensy
v A P H a
319N 8 wamsiasizrinen Taudien TuTasaulu sample blank M@y CRM unadeuuen Tuiion lum

a 4 aol [ 1Y)
N (§A7 26-0-0) UATIEH 10 F1IURYINU

%1% ‘ﬁliﬁﬂlﬂ sample blank (g) WjTﬁﬁlﬂ CRM (g) | 0.2NHCI(@ml) | AN (%)
1 0.1082 0.2092 9.60 13.09
2 0.1038 0.2072 9.50 13.08
3 0.1060 0.2061 9.50 13.14
4 0.1060 0.2031 9.20 12.92
5 0.1069 0.2034 9.30 13.04
6 0.1053 0.2003 9.20 13.10
7 0.1022 0.2052 9.40 13.06
8 0.1035 0.2001 9.20 13.11
9 0.1050 0.2088 9.60 13.11
10 0.1005 0.2064 9.50 13.13

?hmalfl X) 0.1047 0.2050 9.40 13.08
fh!,ﬁmmmnmgm (SD) 0.0023 0.0032 0.16 0.06
%RSD 2.1828 1.5631 1.74 0.49

MM Accuracy AN 8
Y [ 1 { 'L: [ DK% a %1
A1TUIDIVDI CRM  INNY 13.044+ 0.0032%AN mmﬁﬂﬁamswﬁ”lﬁ’ IMNY 13.08%AN amiwﬁ 10 1

% Recovery = (13.08/13.04)x 100 = 100.30%




4 Y] 1 1 4 [
NUNMTEOUTU = 98- 102% UAAINHIUAUNNTIOUTL
Usziiuanuuanaa lag1d t-test

(13.04-13.08)/(0.06/~/10 )  =2.03

exp
o = 10-1=9t, 1 df =9 ANWFONU 95% MNY 2.262
NUAMIEBNSY t, <t UAAIIHILNUANNITEOUTD

' A 4

FRANUFOUU = 13.08 + [2.262 x (0.06/7/10)] = 13.08 £ 0.04%AN

Precision 1PA519N 8

Predicted Horwitz RSD = 0.66 x 2 ' "*%" 0.66 x 2! 1.79
C = concentration ratio = 13.08/100 = 0.1308
HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD

= 0.49/1.79 = 0.27

4 a R 4 o
NUNNISUTZIUY  Horrat < 2 LEAINHIULNUNNITEDNTY
tﬂ' a 4 = % ] = =
713190 9 Wﬁﬂ'lﬁfllﬂﬁ'lgﬂLLE]?JI?JL‘L!ﬂuhluiﬁﬁlﬂusluﬁﬂﬁ]ﬂ'l\i CRM LLﬂﬁl%ﬂM!L@MINLUEJiJMI\ULﬁiﬂ (’q@]ﬁ 26-

a 4 sol @
0-0) UATISH 10 ¥ 10 I

i v () | 02NHCI(mD) | AN (%)
1 0.2076 9.2 13.05
2 0.2208 9.4 13.15
3 0.2052 8.8 13.24
4 0.2407 10.5 13.13
5 0.2432 10.2 13.03
6 0.2013 9.4 13.10
7 0.2006 9.2 12.87
8 0.2017 9.5 13.21
9 0.2041 9.4 12.92
10 0.2073 9.4 13.26

Aunae (X) | 02133 9.50 13.10
fiuﬁ'mmummgm (SD) | 0.0162 0.49 0.13
% RSD | 7.5929 5.20 1.00

AUIUA Accuracy 31NAI5 1N 9
ASUT0IU09 CRM 1N 13.044+ 0.0032%AN AURASNUATIZH 1A 110U 13.10%AN UATIZH 10 51
% Recovery = (13.10/13.04)x 100 = 100.46%

d o T 4 o
DUNNTIDNUTY = 98-102% UAAINIHNIUNUNNITIDNTY



Usziiuanuuanaia lae1d t-test

(13.04-13.10)/0.13/~/10 ) =137

exp

df = 10-1=9¢t,Ndf=9 mwm%ﬁ"u 95% 1MNY 2.262

crit
NUAMIEBNSY t, <t UAAIIHILNUANNITEOUTD
FRANUTOUY = 13.10 £[2.262 x (0.13/4/10)] = 13.10 £ 0.09%AN

Precision 910913197 9

(1-0.510g0.1310)

Predicted Horwitz RSD = 0.66 x 2" = 066 x 2 = 1.79
C = concentration ratio = 13.10/100 = 0.1310
HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD

= 1.00/1.79 = 0.56

mmcﬁmiﬂﬁmﬁu Horrat <2 Llﬁﬂ\i’hﬂhulﬂﬂ!“ﬁﬂﬁﬂﬂhgﬂ

d' a J ~ A a = =
M1319N 10 WﬁﬂTﬁ’JLﬂiWﬁLl@MIMLHﬂMll“lﬂljﬁiﬁ]ualu sample blank NtAly CRM LLﬂﬁL%fJiJLLEJiJIiJL‘L!EJiJ

9
Tuasn (g93 26-0-0) WA 10 91 10 Tu

"“19?111‘/% ﬁ?ﬁﬂ/ﬂ sample blank (g) 1?11*71% CRM (g) | 0.2NHCIl(ml) | AN (%)
1 0.1012 0.2043 9.1 13.12
2 0.1001 0.2166 9.2 13.12
3 0.1017 0.2060 8.6 12.89
4 0.1079 0.2588 11.2 13.03
5 0.1028 0.2416 10.2 13.12
6 0.1018 0.2024 9.5 13.17
7 0.1060 0.2015 94 13.09
8 0.1073 0.2015 94 13.09
9 0.1030 0.2041 9.5 13.06
10 0.1006 0.2078 9.3 13.08

?hmalfl X) 0.1032 0.2145 9.54 13.08
fh!,ﬁmmmnmgm (SD) 0.0028 0.0198 0.71 0.07
%RSD 2.7302 9.2151 7.40 0.57

MM Accuracy ﬁnﬂﬁﬁN‘ﬁ 10
MFUT09U89 CRM (31171 13,0444 0.0032%AN fmasiianszild iy 13.08%AN 3A1¥ 10 91
% Recovery = (13.08/13.04)x 100 = 100.23%
AUNMIIBNTY = 98- 102%  UEAAIIFIUANUN MTIBNTY
Usziiiuanuuanaia laald -test

{ = (13.04-13.08)(0.07/~/10 ) =137

exp




df = 10-1=9¢t,Ndf=9 mwm%ﬁ"u 95% 1MNY 2.262

crit

NURAMTEBNSY 1, <t UAAIIHILNUANNITEOUTD

FUANMUTONU = 13.08+[2.262 x (0.07/+/10)] = 13.08 + 0.05%AN

Precision 9109115190 10

Predicted Horwitz RSD =

C = concentration ratio =

HORRAT (Horwitz's Ratio) =

066 X 2'(I-O.SIOgC)
066 X 2 (1-0.510g0.1308) _ 179
13.08/100 = 0.1308

% RSD/ Predicted Horwitz RSD

0.57/1.79 = 0.32

mmcﬁmiﬂﬁmﬁu Horrat <2 Llﬁﬂ\i’hﬂhulﬂﬂ!“ﬁﬂﬁﬂﬂhgﬂ

a d = Y \ Y a v [y Yy v 0
fn‘5'J!ﬂi"lg‘Vi!!?)Niil!‘l—!ﬂ?ﬂﬂiﬂiﬁ]uﬁluﬂaﬂﬂ"lﬂi’]"lﬁi’)ﬁiﬂﬁi’)\‘i AZAUAINNIYNVYUA

a o o ) Y Y o a s o {
’JLﬂiW%WLL@ﬂJINLﬁﬂM%’mWG\ TEAUANUUVVUVUAT 1.0 % AN Nﬁﬂﬁ')l,ﬂ51$1’ill,ﬁ'ﬂ\1ﬂ\mﬁNﬁ 11-14

q' a L4 = @ ' = o ~ v Yy 9 o
19191 11 Wamiamﬁzmzaﬂmuﬂu"11;1@3!,%14“lumaﬂm!,mﬂmuﬂwnmwﬁ NITAUANUVNUVUAN

Y
1.00% AN amswzﬁ 10 F1IURINY

i ¥hin (@ | 02NHCI(mD) | AN (%)
1 1.2235 4.0 1.0097
2 1.4150 4.6 1.0040
3 1.2581 4.1 1.0064
4 1.1870 3.9 1.0147
5 1.1290 3.7 1.0121
6 1.3228 4.30 1.0039
7 1.2539 4.10 1.0098
8 1.2828 4.20 1.0112
9 1.2942 4.20 1.0022
10 1.3370 435 1.0048

Aunde (X) | 12703 4.15 1.0079
fiuﬁ'mmummgm (SD) | 0.0805 0.25 0.0042
% RSD - - 0.4141

MM Accuracy AN 11

1w 1w J { {a 1w a 3
ATVITOIVUDI CRM 110U 1.0059 %AN mmﬁﬂﬁamﬁzﬁ‘lﬁ’ M1y 1.0079%AN 3&?’15131’? 10 %1

% Recovery = (1.0079/1.0059) x 100 =

100.12%

J Y T 4 o
NUNNITIDUITY = 98-102% HEAAININIUNUNNITIDNITY



Usziiuanuuanaia lae1d t-test

(1.0059-1.0079)/(0.0042/ /10 ) = 151

t

exp

df = 10-1=9¢t,Ndf=9 mwm%ﬁ"u 95% 1MNY 2.262

crit

J Y R o
INUNNTIDUIY ¢, <t LLﬁﬂQ’JWWWHLﬂﬂM’TﬂﬁﬂﬂNiU

crit
1 d‘ Q'J
FUANUTONU = 1.0079 + [2.262 x (0.0042//10)] = 1.01% 0.01%AN

Precision 1PAT NN 11

(1-051ogC) (1-0.510g0.01)

Predicted Horwitz RSD = 0.66 x 2 0.66 x 2 = 2.64

C = concentration ratio 1.0112/100 = 0.0101

HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD

0.41/2.64 = 0.16
4 a R 4 o
NUNNISUTZIUY  Horrat < 2 LEAINHNIULNUNNITEDNTY
d‘ a 4 )=} A a =) Y v
A1919N 12 Nam‘mmﬂzwLmﬂmu&m]luimmuslu sample blank m@mmﬂmuaummﬂ@ TTAUNIY

Y Y o a ¢ Y o a o
UV UAT 1.00 %AN UATISH 10 F1IURIINU

"“19?111‘/% ﬁ?ﬁﬂ/ﬂ sample blank (g) 1?11*71% CRM (g) | 0.2NHCI (ml) | AN (%)
1 0.1005 1.2235 4.0 1.0097
2 0.1003 1.1800 3.9 1.0208
3 0.1003 1.3697 4.5 1.0147
4 0.1002 1.1706 3.8 1.0026
5 0.1013 1.2981 4.3 1.0231
6 0.1007 1.2741 4.1 0.9939
7 0.1006 1.3082 4.3 1.0152
8 0.1026 1.2980 4.2 0.9994
9 0.1014 1.2552 4.1 1.0089
10 0.1036 1.2369 4.0 0.9988

?hmalfl (X) 0.10115 1.2614 4.12 1.0087
fh!,ﬁmmmnmgm (SD) 0.0011 0.0612 0.21 0.0098
%RSD - - - 0.9769

MM Accuracy AN 12

1w 1 [} 1 d‘ d‘Q 1 w a %}
A1TUIONUDI CRM  IiMnY 1.0059 %AN mmaammswzﬁ‘lﬁ' IMNY 1.0087%AN amiwﬁ 10 1
% Recovery = (1.0087/1.0059) x 100 = 100.28 %

J Y T 4 o
NUNNITIDUITY = 98-102% HEAAININIUNUNNITIDNITY



Usziiuanuuanaia lae1d t-test

(1.0059-1.0087)/(0.0098/ /10 ) = 0.9053

t

exp

df = 10-1=9¢t,Ndf=9 mwm%ﬁ"u 95% 1MNY 2.262

crit

J Y R o
INUNNTIDUIY ¢, <t LLﬁﬂQ’JWWWHLﬂﬂM’TﬂﬁﬂﬂNiU

crit
1 d‘ Q'J
FRANWFOUYU = 1.00 = [2.262 x (0.0098/+/10)] = 1.00 = 0.01%AN

Precision NATHN 12

(1-0.510gC)

Predicted Horwitz RSD

0.66 x 2

(1-0.510g0.01)

0.66 x 2 = 2.64

C = concentration ratio 1.0112/100 = 0.0101

HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD

0.98 /2.64 = 0.37
4 a R 4 [
AN Horrat < 2 UEAINHIULNUNNITYDUTY
4’ a 4 = (% ' = 7 [ Yy 9 o
ATNN 13 Wﬁﬂ1i’3lﬂ‘i1$1’iLLE]MIIJ!,‘L!EJIIhluiﬁiﬁ]uGI,HG]’J’BEJN!LEHJTMLHEJNCBQLWG] TAUAITUIVUVUAN

a 4 sol @
1 % AN AUATIEN 10 1 10 IU

i dhnin (@ | 02NHCI(mD) | AN (%)
1 1.2699 4.20 1.0215
2 1.1030 3.75 1.0236
3 1.0606 345 1.0106
4 1.1598 3.80 1.0179
5 1.0230 3.70 1.0147
6 1.1570 4.10 0.9942
7 1.2898 4.60 1.0006
8 1.0029 3.60 1.0071
9 1.2085 4.20 1.0159
10 1.7275 6.20 1.0064

Aunde ) | 1.2002 4.16 1.0112
ﬂl”ll‘]c_{;ENL‘]JuiJW]iﬂ”lu (SD) 0.2092 0.80 0.0094
% RSD - - 0.9224

MU Accuracy NAITNTN 13
1w 1w 1 { Aa o 1w a 4 ¥
ATUTDIVOI CRM  1N1NU 1.0059 %AN ﬂ'llﬂaﬂﬂﬁlﬂi']%’l/i”l@%} N 1.0112%AN AUATIEN 10 %

% Recovery = (1.0112/1.0059) x 100 = 100.53 %



4 Y] 1 1 4 [
NUNMTEOUTU = 98- 102% UAAINHIUAUNNTIOUTL
Usziiuanuuanaa lag1d t-test

(1.0059-1.0112)/(0.0094/ /10 ) = 181

exp
o = 10-1=9t, 1 df =9 ANWFONU 95% MNY 2.262
NURAMTEBNSY t, <t UAAIIHILNUANNITEONTD

' A 4

FRANUFOUU = 1.01 +[2.262 x (0.0094/~/10)] = 1.01 £ 0.01%AN

Precision #1A1 Intermediate Precision 1PAT 1N 13

(1-0.510gC)

Predicted Horwitz RSD

0.66 x 2

(1-0.510g0.01)

0.66 x 2 = 2.64

C = concentration ratio 1.0112/100 = 0.0101

HORRAT (Horwitz's Ratio) = 9% RSD/ Predicted Horwitz RSD

092/2.64 = 035

MAUNMIYTZEY Horrat<2  aadlWIMnasimssensy

H a 4 { A o [
13199 14 wanmsauasieiuen Tuden TuTnswulu sample blank Nanson TuHousawa szauny

:) a 4 %} @
WUTUA 1.0 % AN BATIZH 10 F1 10 T

%1% ‘l?iliﬁfl/ﬂ sample blank (g) WjTﬁﬁlﬂ CRM (g) | 0.2 N HCI (ml) AN (%)
1 0.1017 1.2878 4.20 1.0073
2 0.1416 1.1430 3.80 1.0053
3 0.1093 1.0506 3.40 1.0097
4 0.1016 1.1724 3.80 1.0113
5 0.1010 1.0289 3.70 1.0132
6 0.1051 1.3019 4.60 0.9955
7 0.1056 1.3584 4.80 0.9956
8 0.1011 1.0024 3.60 1.0119
9 0.1046 1.2437 4.30 1.0150
10 0.1035 1.7837 6.40 1.0105

?hmalfl X) 0.1075 1.2373 4.26 1.0075
fh!,ﬁmmmnmgm (SD) 0.0123 0.2277 0.88 0.0069
%RSD - - - 0.6827

MM Accuracy AN 14

(Y (Y U A Aa 4 (Y a 4 %’
ATVTVIVUDI CRM  1N1NY 1.0059 %AN mmaﬂmmiwﬂﬁ’ MINY 1.0075%AN AUATIEH 10 K1




% Recovery = (1.0075/1.0059) x 100 = 100.16 %
NUNMTEOUSY = 98-102%  UAAITHIMNUN IO
Usziiuanuuanaia lae 19 t-test

(1.0059-1.0075)/(0.0069/ /10 ) = 0.76

t

exp

df = 10-1=9¢t,Ndf=9 ﬂ?illl%ﬁ]ﬁﬂ 95% 1MNY 2.262

crit

HAAITEUINB NTIRNT

crit

nuaiMseeNiY t, <t
' A 4
FRANWFOUU = 1.01 +[2.262 x (0.0069/~/10)] = 1.01 £ 0.01%AN

Precision #1071 Intermediate Precision 91AA1519N 14

Predicted Horwitz RSD = 0.66 x 220
_ 0.66 x 2(1-0.510g0.01)
= 2.64

C = concentration ratio 1.0075/100 = 0.010

HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD

0.68/2.64 = 0.26

mmcﬁmiﬂﬁmﬁu Horrat <2 Llﬁﬂ\i’hﬂhulﬂﬂ!“ﬁﬂﬁﬂﬂhgﬂ

agﬂwamsmamuazsﬂ'amummz

Y ﬂa A 1 o = 9

ol uiamsnguianInsastadeunsaziaten1snan d1nIuasHaUINMSINEATIVATN 7
AaAa 4 = +i AR W ay = a

nadouIs wnsiziuen Tudey luTasnuluilondl Fedaulacinitmsves AOAC (2012) imsilszmu

Y ] o .. a o A a s ¥ ..

AUYNADI (Accuracy) AIULULUUEYT (Precision) wazdsuim @1@@1’161%131’1’“?1313?71@1 (Limit of

Detection) NAd 01 1na14@2106198199951504 (Certified Reference Material; CRM) N5z AUANMITNTU 4
° A 9 an A 1 A Y Y 9 o

N1 M wansnadeUlszliunugNABIIIN 3 35 AD 1.41A1 Recovery NTEAUANUANTY ¢4 NAIN 61
' v o o 1 1 1 Aa 4 @ 1 a

18R 100.14%, 100.20% 1A 100.20% AINEIRY 2. HIAIANUUANANYBIAINAATIZH lANUA1T

B ~ o Y 9 ° Y 1w o w

¥99 CRM Tnald t-test NszauAMdNTY g9 na1e d Ta1AY 0.89, 1.14 uaz 1.51 mwaday uazs.

U5 UFIANUAFONUNINY 21.23£0.08%AN, 13.07+£0.05%AN 1ag 1.01+0.01%ANMNE 191U Uz

anuuud Taeldauns Horwitz’s Ratio 181 HORRAT 11101 0.57, 0.56 1ag 0.35 AN@191 A15H

o { a o 1w o ! a 4
Pnamganamwsnins iz 1 (LOD) Mn1 0.2 % AN nazilSunamgaiamsninsziiaz 191

[ Y v VoA g’; ] 4 [
Ha 18 (LOQ) M1 0.4% AN &aa1h Iananuar N/ iNMIoaus UMNINATIILEING
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