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Method Validation on Analysis of Water Soluble Potash in Fertilizers
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1.0005 50 50.7
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ppm K Reading of set 1 Reading of set 2 Reading of set 3 Average of reading

0 0.1 0.1 0.1 0.1

1 1.0 1.1 1.0 1.03
5 5.1 52 5.0 5.10
10 10.3 10.4 10.2 10.30
15 15.6 15.8 154 15.60
20 20.6 20.7 20.4 20.57
25 25.7 25.7 25.1 25.50
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Weight of Reading of Weight of Reading of Weight of Reading of Average of
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sample setl set 1 sample set2 set 2 sample set3 set 3 reading
0 1.0002 0.1 1.0002 0.1 1.0004 0.1 0.1
1 1.0004 1.1 1.0005 1.0 1.0009 1.0 1.03
5 1.0004 5.2 1.0008 4.9 1.0008 5.0 5.03
10 1.0003 10.5 1.0006 9.9 1.0003 10.0 10.13
15 1.0005 15.8 1.0008 15.0 1.0003 15.0 15.27
20 1.0003 20.9 1.0005 20.1 1.0006 20.2 20.40
25 1.0003 26.2 1.0007 25.0 1.0004 252 25.47
Reading
30 -
20 -
y=1017x+0.012
10 4 R2=0.9999
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1 1.0009 0.0
2 1.0007 0.2
3 1.0002 0.2
4 1.0002 0.1
5 1.0009 0.1
6 1.0005 0.3
7 1.0005 0.1
8 1.0001 0.1
9 1.0006 0.2
10 1.0005 0.1

AnaY (X) 0.14
AndoauuunaTgIu (SD) 0.08

AUIUKIAT LOD 1ag LOQ

LOD = X +3SD = 0.14 +3(0.08) = 0.38

LOQ X +10SD = 0.14 +10(0.08) = 0.94
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ANNUYNUYHUGN iﬂﬂ?!ﬂi]%ﬂﬂ?i’)ﬂﬁi’)ni’Ni‘Uii’)ﬂslli’)\‘ﬂ"il‘l!mﬁ!%ﬂuﬂﬁi’)"liﬂ
a o 9 adAa o ~ g Y + ya a 4 =
manﬂummQﬂmmammiwzﬁwngmwazawm"lﬂ“luﬂa 1$35mMsunszimdsua

H Y $ ) % %
Tnunriazaroiildnwesdl§ianisimszdieldegludagiu (fautlasnin OMAF, 1978)
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a Jd o 1 a o J a J o
’JLFIS”I&W@]’J@EJN’E%)N’ENSUS’EN (CRM) ﬂjaﬂmmm%maa"lm (KCI) Han15AATIEHUTAIAINITIN

ne

4’ a 4 ~ %’ FY % 1 = 4
MINWN 6 Namsmm‘uxwmﬂ‘%mmimmwazmﬂm"l,ﬂiumﬂma CRM TWLL“V]?I’!"D’EJII?‘Iaﬂlliﬂ

3
FIN

ﬁWﬁﬁlﬂ (€3] Reading (ppm) K,O (%)

1 0.2431 12.1 60.0
2 0.2408 12.3 61.5
3 0.2441 12.4 61.2
4 0.2419 12.1 60.3
5 0.2438 12.3 60.8
6 0.2439 12.2 60.3
7 0.2428 12.0 59.5
8 0.2437 12.1 59.8
9 0.2425 12.1 60.1
10 0.2415 12.0 59.9
11 0.2406 12.0 60.1
12 0.2403 12.0 60.2

Aunag 60.30

?inijmmummgm 0.58
% RSD 0.96

Accuracy

A1 CRM TnumaiGounas 15afy 60.39 +0.08% feog1um4 60.31 — 60.47 % K,0

1 dl d't: S Y 1T W o a 4 %’
ﬂ"llﬂaEJTI’JLﬂi”I$1’il1ﬂ MNY 60.30% K,0 MNTAUATIEN 12 K1

1. Recovery

% Recovery
<Al
UM Recovery

J Y
NUNNITYBDUIU

(60.30/60.39) X 100

99.85%

T 4 [
98 -102% UFAAINNIULNUNNITYDUTU

2. sziiuanuuanaialasld t-test

t

exp

= (60.39 -60.30)/(0.58/\/12)

0.54



3.

naFNsEeNFY 1 <t df = 12-1=11

crit

t N df = 11 aNuFeNY 95% WY 2.201

crit
HAAITEUNAN NTRNT
Uszilingnanuieny ~

FRANUTOUU = 60.30 = [2.201 x (0.58/\/12)]

= 60.30+0.37 % K,O

Precision

1A Precision 91AA1319N 6

Predicted Horwitz RSD = 0.66 x 21739
= 0.66 x 2! 70310
= 1.43
C = concentration ratio = 60.30 /100 = 0.6030
HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD
= 0.96/1.43
= 0.67

NI UTZIY Horrat < 2

HAAIIEIUIN AN AT IONT

12
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H a 4 = { g { a
M3ai 7 mamsieindsua Tnunsnazaiein1a 1y sample blank MtAy CRM Inunaidey

aaolsd
“%Tﬁ 1%!’[11413%] sample blank (N5W) ﬁWW‘I:ljﬂ CRM (n5W) Reading (ppm) K,0(%)

1 1.0013 0.2429 12.0 59.5
2 1.0050 0.2468 12.6 61.5
3 1.0098 0.2414 12.1 60.4
4 1.0024 0.2412 12.3 61.4
5 1.0000 0.2420 12.3 61.2
6 1.0034 0.2451 12.1 59.5
7 1.0034 0.2444 12.1 59.6
8 1.0024 0.2402 12.0 60.2
9 1.0093 0.2407 11.9 59.6
10 1.0050 0.2405 12.0 60.1
11 1.0041 0.2407 12.0 60.1
12 1.0039 0.2407 12.0 60.1
Aunde 60.26

ﬂ'uijmmummgm 0.74

%RSD 1.23

Accuracy

A1 CRM Tnunaiounan 154 17D 60.39 = 0.08 % Aoog 1139 60.31 — 60.47 % K,0

' A Aa S Y 1w [ a d 2
mmaﬂmmﬂw”lﬂ MINY 60.26 % K,0 MNITAATIEN 12 K

1. mim Recovery

% Recovery

J Y
NUNNITYBDUIY =

(60.26/60.39) X 100 =

99.78 %

T 4 [
98 -102% UFAAINNIULNUNNITYDUTU

2. dsziiuanuuanaia Taeld ttest

exp

d o
UNMTIONTY t,, <t

t

crit

t = (60.39 — 60.26) / (0.74/\/12 )

df

crit

HAAIFUIN NN T IS

a 1 A‘ Q'/
3. Us2iiur AN

fdf = 11 NaMu¥eNY 95% As 2.201

0.61

12-1 =11

FRANUFONY = 60.26 % [2.201 x (0.74/\/ 12)] =60.26 + 0.47% K,O
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1A Precision 91AA15197 7

Predicted Horwitz RSD =

C = Concentration ratio =

HORRAT

inuUMMIUizliy HORRAT <

(1-0.5l0gC)

0.66 x 2
0.66 x2

1.43

(1-0.510g0.6)

14

60.26/ 100 = 0.6026

1.23/1.43

% RSD/ Predicted Horwitz RSD

= 0.86

R 4 [
2 UFEAINNIULNUNNITYDNTUY

v
= U

Y ada 4 Y >
Wan13NAaddi 2 HIA1 Accuracy Hag Precision Y9935 3ANIzHINuNyiazareniluile fisza

Yy 9
ANMVNYUNAN

a 4 Y ad a 4 ~ 3 H oA o Yy 9
ﬁi?ﬂwgﬁ]uﬂ’ﬂugﬂﬁﬂﬂﬁﬁﬁlﬂi1$ﬁI‘WLW]‘]ﬁ/]ﬁgaTﬂuTiuﬂﬂ‘ﬂi%ﬂUﬂ’ﬂNlmNmuﬂa”N

AnT1eHAI06198199 95 U0 (CRM) 984 Potassium dihydrogen phosphate (KH,PO,) (§A3 0 - 52 —

34)

a a ¢ i Yy o
MN1I19N 8 NaﬂTﬁ’JlﬂinﬁﬁTﬂQﬁJTfl!IWLLﬂ“ﬁﬂﬁ%aWﬂquﬂiu@n@ﬂN CRM 494 KH,PO, (Q’@Ii 0-52

—34)

%’Wﬁ ﬁlWWﬁﬂ CRM (n5W) Reading (ppm) K,0 (%)
1 0.2514 7.1 34.0
2 0.2562 7.5 353
3 0.2552 7.2 34.0
4 0.2520 7.2 344
5 0.2546 7.2 34.1
6 0.2547 7.4 35.0
7 0.2525 7.2 343
8 0.2529 7.1 33.8
9 0.2522 7.3 349
10 0.2579 7.2 33.6
11 0.2532 7.2 343
12 0.2532 7.2 343

Aunde 34.33
f‘hl“ﬁﬂ\ﬂ‘].li!lﬂ@ﬁﬁ?ﬂ 0.49
% RSD 1.44
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Accuracy
fl1 CRM %04 Potassium dihydrogen phosphate (KH,PO,) 111111 34.614 + 0.022% K,0 A0 ¢
1099 34.592 - 34.636 % K,0 Aunaeians w1 whsy 3433% K0 msdnsed 12 9
1. mim Recovery
% Recovery = (34.33/34.61) X 100 = 99.19 %
MUNMIEOUTY =  98-102 % LAAIIFIUNAUINNTEONTY

2. dsziiuanuuanaia Tagld ttest

(34.61 -34.33)/ (0.49/\/12 ) = 1.98

exp

df = 12-1=11 t. 0.df =11 NANUFNU 95% Ao 2.201

crit

4 o T 14 [
INUNMIYBUIY t, <t UAEAINNIULNUNNITEDUTY

crit
a 1 d‘ Q'/
3. UseiiurrennuFeNy

v
o

¥ANUFOIY = ﬂ'”lmafli[ZZle(SD/\/n )]

34.33 £[2.201 x (0.49/\/12 )] = 34.33+0.31 % K,O

¥IIANUIFOIY
Precision

1191 Precision 91AANTNN 8

(1-0.510gC)

Predicted Horwitz RSD = 0.66 x 2
= 0.66 x 270
= 1.55
C = Concentration ratio = 34.33/100 = 0.3433
HORRAT = % RSD/ Predicted Horwitz RSD
= 1.44 / 1.55 = 0.93

4 =) R 4 o
NUNMIUseiiu HORRAT < 2 td@dn i Iunaain1seausy
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H a 4 =Y { %’ % 1 { A
M990 9 wamsdazrmdsua Inunynazaisin1alu@2e819 sample blank NANCRM V04

KH,PO,
“1’?‘11‘/% ‘L%HWﬂlﬂ sample blank (N5W) ﬁ‘WWﬁ)ﬂ CRM (N31) Reading (ppm) %K,0
1 1.0020 0.2512 7.4 35.5
2 1.0089 0.2519 7.2 344
3 1.0050 0.2552 7.2 34.0
4 1.0019 0.2534 7.4 35.2
5 1.0044 0.2516 7.2 345
6 1.0072 0.2509 7.0 33.6
7 1.0011 0.2515 7.1 34.0
8 1.0050 0.2514 7.1 34.0
9 1.0029 0.2552 7.1 335
10 1.0012 0.2522 7.2 344
11 1.0029 0.2536 7.1 33.7
12 1.0058 0.2525 7.2 343
e 34.26
ﬁuﬁmmummgm 0.60
%RSD 1.75
Accuracy

fi1 CRM ¥04 Potassium dihydrogen phosphate (KH,PO,) W0Y 34.614 +0.022 % K,0 Ao ’e]gjl'

] 1 4 1A [ o a %’
11929 34.592 - 34.636 % K,0 ANRAERIATIZH 1A MY 34.26 % K,0 M3 IATIEH 12 91

1. mim Recovery

% Recovery

J Y
NUNNITYBUIU

2. dsziiuanuuanaia Taeld test

t

exp

df = 12-1=11 t

J Y
NUAMIBONTY ¢, <t

a 1 d‘ Q'/
3. Us2iiurNnNUTeNY

¥IANUAFO I

¥IANUFO I

crit

crit

(34.26/34.61) X 100

(34.61 -34.26)/ (0.60?/12 ) =

= 98.99 %

T 4 o
98-102 % LEAAININIULNUNNITYIDUTU

2.02

N df = 11 AANUFBNY 95% fAp 2.201

T 4 [
UTANNHIULNUNNITIDUIT U

Anag + [2.201 x ( SD/ \/n )]

34.26 +[2.201 x (0.60/\/12)]

= 34264038 %K,0
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Predicted Horwitz RSD

C = Concentration ratio

HORRAT

INUMMIUsziliy HORRAT < 2

2 ' .. ada 4 = o +
ANANIINAABIN 2 1A Accuracy UaY Precision éumammswwimmmmzmwﬂuﬂﬂ

Yy 9 o'
ANNYNYUM
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(1-0.5l0gC)

0.66 x 2

(1-0.5l0g0.34)

0.66 x2
1.55

34.26/ 100 = 0.3426

% RSD / Predicted Horwitz RSD

1.75 / 1.55 1.13

R 4 [
UFAIINIULNUNNITYDUITY

v
=

Nnie

U

U

a 4 Y axa 4 ~ g + ~ [ 9 9
?Iﬁ']‘l]Wq{ﬂuﬂ'JUJQﬂ?lfN'J‘ﬁ'Jlﬂ313111‘1/“!,1’]%7]@18@181“114‘148 NITAUANUIVUIUNAN

a J v [] Aa o
UNTILHAIDE19919995UT0I (CRM) ANUAUTU 1.2078

= a P ~ Yy o Y g
ANITNNN 10 wamiamiwwmﬂ?mmimmwazmam"lﬂﬁlumamd CRM ANULUNUU 1.2078

4

cﬁTﬁ ﬁWWﬁ)ﬂ CRM (g) Reading (ppm) K,O (%)

1 0.1036 1.0 1.20
2 0.1012 1.1 1.33
3 0.1025 1.0 1.20
4 0.1004 1.1 1.33
5 0.1021 1.0 1.20
6 0.1004 1.0 1.20
7 0.1020 1.0 1.20
8 0.1014 1.0 1.20
9 0.1037 1.0 1.20
10 0.1025 1.0 1.20
11 0.1029 1.0 1.20
12 0.1018 1.0 1.20
Aunay 1.22
?inijmmummgm 0.05

% RSD 3.85
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U = ) 1 A Aa s ¥ 1w ) a d
7171 CRM UAUINIU 1.2078% K,O ﬂ%ﬂﬁﬁl‘l’]’)&ﬂi1$ﬁl’lﬂ MY 1.22% K,0 NMINMTUATIEH

12 619?’1

1. MM Recovery
% Recovery = (1.22/1.2078) X 100 = 101.01 %
LﬂmWTﬂ'lﬁEl’E)iJ%)‘U = 98-102 % medwimmmcﬁmiﬂam"u

2. Usziuanuuanaa lagld ttest

(1.2078-1.22)/(0.05—/3/12) = 0.85

exp

af = 12-1=11 t 9 df =11 ANUAeNY 95% Ap 2.201

crit
4 o v 4 o
AUAMIOONTY t,, <ty UAAINWIUANNMIBONTY

a 1 d‘ Q'l
3. UsziiurNnnNuFeNu

v
o

¥ANUFOIY = ﬂ'”lmafli[ZZle(SD/\/n )]
Frammudesy = 122412201 x (0.0sV12)] = 122 £0.03 % K0
Precision

¥1A1 Precision NAT NN 10

(1-0.510gC)

Predicted Horwitz RSD = 0.66 x 2
= 0.66 x 27
= 2.64

C = Concentration ratio = 1.22/100 = 0.01

HORRAT = % RSD/ Predicted Horwitz RSD
= 3.85/2.64 = 1.46

4 =) R 4 o
NUNMIUsiiu HORRAT < 2 u@@d W iunucimsgonsy



19

3 a 4 2 I~ ¥ @ i A a
13199 11 wams Az mYT s Inunsiazaieyii1d1u@19619 sample blank N1 CRM ANUITUAY

1.2078% K,0

9

“fh‘ﬁ “L%!:Wiﬁ'ﬂ sample blank (N5W) ﬁWWﬁ)ﬂ CRM (n5W) Reading (ppm) %K,0
1 1.0029 0.1048 1.1 1.33
2 1.0063 0.1020 1.0 1.20
3 1.0038 0.1015 1.0 1.20
4 1.0016 0.1015 1.1 1.33
5 1.0058 0.1042 1.0 1.20
6 1.0036 0.1011 1.0 1.20
7 1.0008 0.1029 1.1 1.33
8 1.0029 0.1015 1.0 1.20
9 1.0099 0.1032 1.0 1.20
10 1.0065 0.1041 1.0 1.20
11 1.0037 0.1026 1.0 1.20
12 1.0021 0.1011 1.0 1.20

Aunay 1.23
ﬂ'n‘ﬁ'mmummgm 0.05
%RSD 4.45
Accuracy

v ' { {a 4 [ o a 4
A1 CRM UANMTUTY 1.2078% K,0 AURANAATIEN IAIMINY 1.23% K,0 M UATIEH 12

3
51

1. MM Recovery

2. UsziiuanuuananTaold trest

% Recovery

INUNMIEOUS

exp
df = 12-1=11

4 o
DUNMTIOUTY t,,, <ty

A A &
3. ﬂﬁgluu“ﬁj\iﬂ31ulcﬁauu

4 ¢

¥9ANUFD Y

¥IIANUFOIU

98-102 %

1.23 £[2.201 x (0.05/\/12)]

(1.23/1.2078) X 100 = 101.84 %

t = (1.2078-1.23)/(0.05/\/12) = 1.54

t

crit

HAAITEUINN NTIRNT

HAANFUIN NN TIOUS

ANUNAY = [2.201 x ( SD/\/ n)]

= 1.23+0.03 % K,0

N df = 11 9Ny 95% o 2.201
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Precision

111 Precision 910915197 11

(1-0.5l0gC)

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

C = Concentration ratio = 1.23/100 = 0.0123

HORRAT = % RSD/ Predicted Horwitz RSD
= 445 / 2.64 = 1.69

NAUNMIUTZHU HORRAT < 2 u@@ad M unammsgousy

a;ﬂwamsmamuaz%’emummz

a oa a 4 1 @ o a 9 v Aw o
ﬁﬂﬂﬂaﬂ@]ﬂWi’Jmi1$Wﬂﬂ ﬂQlJW@JuTﬂTi@iﬁﬁ]ﬁﬂUﬁﬂﬂLagﬁﬁ]ﬁ]ﬂﬂ"ﬁNEWI AIUNUUASHAIUINIG

'
= (4

A o aa 4 a ~ %’ Y + =
nuasai 7 iimsnageuisansznmysua Inunsiazaroild luilemil Fedaulasain
35n15U84 Official Methods of Analysis of Fertilizer (OMAF) ﬁmiﬂixgﬁummgﬂﬁ' 94 (Accuracy)

[l o (] I . a ° {
AINULUUUYT (Precision) ¥19nuE wduasa (Range and Linearity) uazﬂimmmqﬂﬁmmm
a o (Y 1 a o
1A31297 18 (Limit of Detection) naaou Insl4a108198199951U504 (Certified Reference Material;
3 o { o
CRM) ¥03ijogas 0-0-60 iludamnunszauanududugwazione i ldanududu 1.2078%
I o ~ [ Y 9 ° o Y] +| I o ~ o
K,0 ludumuiszauanududud d1150 CRM vosilogas 0-52-34 iWlusdununszaunim
9 9 a 9y a A U Y 1w
Wuduna1e wansnadeUlsziun1ugNAe91n 3 35 Ao 1.11A1 Recovery 1AIMINY 99.85%,
v v N Y
99.19% 1Az 101.01% NszAUANUETNTUFI na1 a1 vesdSua Tnunrhazaei ldawday 2.
1 1 1 AAa S Yo 1 a 9 Y 1w

MAANVUANANVDIMNAATIZN tANUA193 909 CRM Tagls t-test 1an1i1 0.54, 1.98 11ag 0.85
AUEIAY tag 3. UTTHUBFIANVAFNUNINY 60.30 + 0.37%, 34.33 + 0.31% LAz 1.22 + 0.03%
awday Usziiuanuiug lagl¥auns Horwitz’s Ratio 18A1 HORRAT 9111 0.67, 0.93 1a

o w 1 I 9 [ a J = Aa I Y [
1.46 a1y $9nnuiluduasanungiemsinsizd lnunadeuilanuiuduaseod

' A 1 A ' Y A . . 1w a

Tu19 0-25 ppm on¥19ittuaaelgau W1 Correlation coefficient IN1AV 0.9999 HW1YTu1U
:) { a 4 1 [ =) :: { a 4
MgaNa1w130AATIZH 19 (LOD) 1M1AD 0.38% tagdSuadgaNa1nnsndnigiuays1e91u

[ % 1 { 3‘; 1 14 o
pa ld (LOQ) 1N 0.94% Fem IananuarIUNAaINTERNTUAMNIATTIUAINA
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Official Methods of Analysis of Fertilizers. 1987. The National of Agriculture Sciences. Ministry of

Agriculture, Forestry and Fisheries, Japan. 130 p.
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