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Method Validation on Analysis of Water Soluble Potash in Fertilizer
WNUINET Funsded!  weEIgRnsT an1nist
UNANED

nsanauauldlivenitieneiinunafiazaretldlutedefauuaminisnisues Method of
Fertilizer Analysis AOAC Official Methods of Analysis (2005) kag Official Methods of Analysis of
Fertilizer 1978 (OMAF) tilal#ldmafinisn1siinsngsifigndes 9137 usiud awsadedaldmny
wmsgIuaIna nefinwimiainugndes (Accuracy), AuLINET (Precision), 929A33duLdunss
(Range and Linearity) hay U%mmﬁ?ﬂqmﬁmmsafmlﬁ (Limit of Detection) ANLAUN1TILATIZN
Certified Reference Material (CRM) v@4degns 0 - 52 - 34 drunUsziiuaugnassiaziiugl lag
WA Recovery WU 99.80 % MIAILARAIANLLANAINTENINANTIAS Al TuA93was CRM
winfu 083 warldvasnnandesiuminiu 28.677 + 0.157 % anmsUszifiunrmusiudlagldaunisues
Horwitz's Ratio nuiviinzsilagldiaiosile yana uagnafoaduldan HORRAT winfu 0.48 uay
Wns1wnlagld Certified Reference Material (CRM) veadegns 0 - 52 - 34 lumsiiaseiaisnsiula
A1 HORRAT Wi1ffU 0.5 %1#1 Range and Linearity wu31929iiiduidunsalunisdinsizsing
Inunaden 929 0 - 15 ppm A1 Correlation coefficient winfu 0.9997 1Huaiaenisidau wmusunu

Aanfa1usadnle (LOD) Wwinu 0.062 % wazUSunaeanilaiunsainsiziagsngaunals (LOQ)

v v v
v (3 U £ A

WU 0.091 % FIAINLATINUALURIUNAIINITEDUTUAINNINTFIUAING AIUUTIT0T1IT NN

azaneulaludeninaniiluvisinssiunsgiudmsuieau JuRnismuunmnsgiu 1ISO/IEC 17025

! nguiunsnsivaeuiivuar Uadenisuds ddnidewasiauinisinunsiuni 4
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1. 1304 Flame Photometer (Sherwood Model 410)
edostmation 4 dumis
- govaudeu (Memmert)
RUECNI?
.fetedegns 21 - 0 - 0 (Sample Blank Lab.No. 54-04-CF-G-0175)

O 0 A WN

. 7798819919845U584 (Certified Reference Material : CRM) ¥83legns 0 - 52 - 34 (SRM
200a)
7. ansuwspulnwadeuaaslsa
8. HCL (AR grade) 37 %
9. CaCO3 (AR grade)
B3

1. M3fnymAT Accuracy ¥ed3sInTeslnunyiazateuitude



1.1 F1 CRM voslnunaideounaolss Wilathmin 0.2x0x s Lo n3u 1d Volumetric  Flask
auIn 500 dadans $1uau 10 91 wieush Reagent Blank

1.2 fudumsienginuisiemsinumeioransilule

1.3 Juiindeya wavAuINg

1.4 WsuwWisuanlanuafsuseswes CRM

' (%
A v N

1.5 dashegsijeifdnuarveaioans (Matrix) wnnsnsiu uazds CRM 1iwadly wiewiu

1 Sample Blank Atiun1sitasigigufeniute 1.2 - 1.4
2. MsfinwIen Precision Tesilmeiinunaiiazanetlule

2.1 4 CRM vodlwuvaBeunaslss lddmin 0.200 83 Lyoox n3u Td Volumetric
Flask 3u1m 500 dadans 1w 10 91 wiewsh Reagent Blank

2.2 fudumsinsnzianiziieszsiinmeiezaeilude

2.3 uiindeya uazduiman Precision THiduilvensuls

2.4 yguideaiute 2.1 - 23 Iagldmodnsls uazvhmsiesginnaimai

3. MsANw A Range, Linearity v89383insneilnunadiazaneluth

3.1 Fasfaegna (Sample Blank) rleimin 02500 Fs Lo n3a Td Volumetric Flask aunn
500 fiadans S 7 91

3.2 tudastunifuasaransinasgulnunaiden 7 ssfuanudadu fe 0,4, 8, 12, 16,
20 waz 24 ppm lagUinaisazatouinsgiulnwna@ey 1000 ppm a1 0, 2, 4, 6, 8, 10 uag 12
1a5ans muaau

33 gudunslnnginuisinnginusiiazarsinlule Tnsldarsazarsunagiu
Tnuya@en ANy 0, 3, 6, 9, 12, 15, 20 Lay 25 ppm

3.4 ihdeyaiildinaiansmszninanududuresiiegraifuamsunsgulnumadon
AL IYBIETiE1UaNLASes Flame Photometer (Reading)

3.5 fnsanteiidudunss

3.6 10879 (Sample Blank) Tl dmtn 0.200 89 1xoox n$u 1d Volumetric Flask
UM 500 Taddns S 9 91 udifvansasgulnanaden Wldenududu 0, 2, 4, 6, 8, 10, 12,
14, 16 ppm s‘z’fqagﬂuédNﬁLi‘;JuLé’umq (70 3.4) Wnednasazargunsgiulnimaied 1000 ppm
1 0,1,2 3, 4,5 6,7 uaz 8 adans suaIau

37 dudumsiensinuisiemeilnuneiiazaredilude Taeldarsazarouinsgiu
Tnuva@en ANy 0, 3, 6, 9, 12, 15 way 20 ppm

38 Answi 3 91 upzmALade

3.9 Yuiinaa afrensmseninanadeanududuresinegsiiuarsnassulnuaiden

iU ALRAYYBY Reading



3.10 Al Correlation coefficient (1)

4. n3AnwIIA1 Limit of Detection (LOD) wa¢ Limit of Quantitation (LOQ)

6.1 %1 Sample Blank lsilathuin 0.2x00 s 1o 131 1 Volumetric Flask wu1m 500
fiadansuazifiny CRM g3 0 - 0 - 60 vdo 0-52-3¢ Mwesilildrnuidudusinfigaiiaiesanusaguls
(n36i7i sample blank guanlals)

42 Fudumiienianuisienesilnweiazaedilule

4.3 Juiindeya wazAnMARgy AdesuulnggIu

szezAuazanuisuiunis

FTULLIAN Wauna1Ay 2553 - fiugngu 2554 seewlian 1 U

souiisuiiunis vieiRnsengiaunmie diinifouazimuinisinems wedl 4
QUATIVE NTUIYINITNYAT

NaN1ISALLUIULAZIR5a]

aaa 6"

nafigainnugniesisiinnegilnunsiiazatsiluts Tasn1svien Accuracy, Precision,
Range and Linearity uaz Limit of Detection (LOD) 1438 n153asevimusinalnunadiazarerinle
veslJUAn1snszinuamleldegluliagdu (OMAF, 1978) 91nn1TilAT1ERii0819819895UTRY
(Certified Reference Material: CRM) ¥@¢ly gns 0-52-34 WU
1. MIMAT Accuracy 1agviinsiaTIent CRM @ns 0 - 52 -3¢ 19353ias1ev
yeanguaAiassiaunmis ¥nsiiased 10 91 walinseRiidnsening 28.323-29.044 % K
(A5197 1) Certified Value w83 CRM Wiy 28.735 =+ 0.018 %K

UWaflau1mA Recovery

ALade

= @193 X 100
28.677

= — X 100
28.735

= 99.80 %

LNETINITEBUSU % Recovery 1fU 98-102% (AOAC, 1993) LaA¥I1 Recovery K1

LN TUBUSU



U3 UAMUBANANNNANITIATIENTENINAINIASIZA AN UANS 989 CRM Tagld t-test

wazUseudiudn t < tc MAdesiu 95 % Mugns
t = (ALade- A1339)

0/ NV n)

- (28.677-28.735)

(0990 Al
= 0.83

WNEUTINSEBNSU t < tc
df = 10-1 =9
tc @ df = 9 FimuEesu 95% fe 226 WAATIIHANITIATIZARIUNTINIS
aam%"uﬂizLﬁuﬁzmm']m%aﬁusummamﬁmeﬁmmqm

drmudetiy = Auade + [2.26 x ( >D )] (Akiey, 2548)

n
= 28677 +[2.26x (0.220) 1

\/10

= 28677 +£0.157 % K
NA19399899 CRM WU 28.735 + 0.018 %K WaAAIITNAILATIEVNIUNUNNITIDUTU

2. N1SWIA1 Precision
1A Precision 117153t lagld yana 11an waziadesdiowfontu uda
AUBIAT %RSD  waaUsziiulagld Horwitz's Ratio (ARee, 2548) 91nAN5199 1
%RSD (SD/X) x 100

(0.220/28.677) x 100

= 0.77

Predicted Horwitz RSD 0.66 x 2(1-0510

0.66 x 2 (1-05l0g0.29)



= 1.59

C = concentration ratio = 28.677 /100 = 0.28756

. . % RSD
HORRAT (Horwitz's Ratio) =

Predicted Horwitz RSD

= 0.77/1.59 = 0.48

NUNISUSEEIY  Horrat < 2 Lam9deIWnagiNISeausu

"1A1 Reproducibility (Intermediate) ¥nn153aTgilagldieagede waziailunis
TATIEWARAULTIAIINMAT %RSD wadusediulagld Horwitz's Ratio (fiee, 2548) A1nAN5199

2 %RSD WinAU 0.84 %

Predicted Horwitz RSD 0.66 x 2 (1-051050

0.66 X 2(1—0.5 log 0.35)

= 155

C = concentration ratio 34.69 /100 = 0.3469

% RSD

HORRAT (Horwitz's Ratio)

Predicrted Hornwitz RSD

0.84/1.55 = 0.54

nan1sUsediy Horrat < 2 LaAIIINIUNaINISe0usy
3. N15MIAT Range and Linearity 1ag@3194n s s ®INANNLUNTUYDIANTAZAY
ipsgnlnunaden Wnu x) wazAanudiveadisanATes Wnuy) wdamaduduiiu
Wunsa wudiegludig 0-24 ppm Tnunaidey (gﬂ‘ﬁ 1) 1HBNLDIYN 0-15 ppm TWuNaGeY YINInIA7
Linearity ¢ifin Correlation coefficient (1) Wity 0.9997 (Ul 2) Fssutnaeinisensy (Ao

2548) Fadondurasldnuluesufifinis



reading
25 5

y=1.0238x + 0.0650

207 R2=0.9993

10+

ppm

dl ' I3 Y a =
JUN 1 wanan1smdneananduidunss (Range) vaamsliasigiilnunalge

13 _reading

16 4 y=1.0467x +0.0711

i R”=0.9997

12 4

10 4

2 4

a6 -

4

2

8] T T T T ppm
0 5 10 15 20

SUN 2 wananan1TiAs1eyivnAl Linearity ¥0en1s3mseilnuvalden

4.nsmUsuaaaTwunadeuniiganauisadiasiziild (Limit of
Detection; LOD) wazU3unalnunsideudiigaiiaunsnsenunald (Limit of Quantitation ;
LOQ)

4.1 mevnUBinaealnumadousiaadiansnsaiinseild (Limit of Detection;

LOD) lnevimsiinsievisiaegnale Lab.No. 54-04-CF-G-0175 (Fortified sample) uagidisl CRM gns 0
-0-60 Tusdealildnrandudu 0.05 % uanududuiiigaiiedesannsasnild (h5dll sample
blank grualailé) ¥hinisTiasied 10 61 TdAuads T iy 0.0499 % uay SD Wiy 0.0041 @D
yen LOD il

LOD = X 435D (38 sample blank 81uA7lé)



0.0499 + 3(0.0041) %

0.062 %

] I

4.2 MsUsunadnunal@euaignfiannsnsiganunale (Limit of Quantitation;

9

LOQ) Ingvin1siasgsisiegnale Lab.No. 54-04-CF-G-0175 (Fortified sample) Wagidisl CRM a3 0

' '
o )

-0- 60 Mmespulildnududy 0.05 % Wurnududuaigainiesaiuisasiuls (N sample

blank 81ualile) ¥n1s3msiedt 10 91 Teaede X windu 0.0499 % wag SD wiinu 0.0041 910NNS

11 Limit of Detection (LOD) @150 uiedA1 Predicted LOQ lagadl
Predicted LOQ = ¥410SD (nsifi Sample blank 8uenlé)
= 0.0499 +10(0.0003) %

= 0.091 %

- msUszliuAn Accuracy lagld Recovery

Alade
= X 100
G:\I’\G‘lé‘i
0.0499
= X 100
0.0500
= 99.74 %

LNATIN138BNSU% Recovery WU 95-105 % (AOAC, 1993 ) waneidn
Recovery HIUNIN158au5U
- n15UsziliuA Precision Tagld HORRAT

n1siiasieniieg1ade Lab.No. 54-04-CF-G-0175 (Fortified sample) Wagiiy CRM g3
0-0-60 fnIoulildarmdudu 005 % amnutuduiiigaiinissannsnsuld (nsdil sample
blank 81uAlails) in1siesied 10 41 IdAneds X windu 0.0499 % waz SD Wiy 0.0041 WA

Precision Waim U@l %RSD waUseiliulagly Horwitz's Ratio (mRey, 2548) 91n15199 7



%RSD

(SD/X) x 100

= (0.0041/0.0499) x 100

= 8.25

Predicted Horwitz RSD 0.66 x 2 (10520
- 066 X 2(170.5 log 0.0005)

= 4.14

C = concentration ratio 0.0499 / 100 = 0.0005

HORRAT (Horwitz's Ratio) 9% RSD

Predicted Horwitz RSD

= 8.25/4.14 = 1.99

naeinsUsediy Horrat < 2 WAA9IWIUNNINITEONSY
agunanisAlivusasdalauauuy

Ffumsitaumeianiesesilnunsiiazaeildlulond Welildnadeitnsinmeii
gnfes IS wiudr amnsadedsldnnaminsgiuaina vilidudisensu TagyinsAngm A
QN3 (Accuracy), AULaIUEN (Precision), 1193 UEUASS (Range and Linearity) wag USuna
samfianansndnld (Limit of Detection) yinsmaaeddagldiimstinnesmumalnmyiiorarsld
Tute Faduisivesufunmslinnziaunmiodaulasenisnisues Official Methods of Analysis of
Fertilizer (OMAF) 1a31¢% Certified Reference Material (CRM) 983085 0 - 52 - 34 11u1Useidy
ANAQNABI9IN 3 35 Ao w11 Recovery IHlvinfu 99.80 % WIAILARIAINLUANAITENINIAT
s eldiuaaiaves CRM 1indu 083 wazldtasmnudesiuviniu 28.677 + 0.157 % Uszidiu
anuwiudlngldannisves Horwitz's Ratio wuidnsgilagldiniesile yana uaghanfeafulsian

HORRAT winfiu 0.48 uazdiasienilagldiegnede wazianlun1siiasieiaaiulaal HORRAT windu

0.5¢ %161 Range and Linearity wuinyasiiiwdunsslunisiwsziminunadoueglugae 0 - 24
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ppm L@ente19i9 0 - 15 ppm FdiAn Correlation coefficient windu 0.9997 Hutrenisldau w
USunausngaitanunsadala (LOD) Wiy 0.062 % WazUSu1amIanfianunsniAserikasseeunale

(LOQ) Winfiu 0.091 % FIANNLANINUATURIUNUINITHBNTUMINNINTFIUEING
nsunlulduselevd

1) wannemAdeaninsntlvvsenadelash iUl Iuisnsgudmviessilnumei
avmetnldluloniivesiosu filRimslinmeiauamis dinidoussimunsinensiond 4

2) nananddeanunsainllvenenanazimuusuldlunismvauaunmdandlitinans
"3meﬁﬁgﬂé’faal,wius]’wmmmmgmmﬂa Lﬁ@ﬁﬂﬂg{'mﬂa%’mmﬁmﬂgjﬁ’amimmmmgmmﬂa

ISO/IEC 17025 sinld

LPNE15D19D9

N9 Tedua. 2545, nmsnsavaeuanuldlavesisnageuniaad. aaduideinermaniiazialulag
wisUsenalng. namne. 34 i

ARgy 8131e. 2548. LENA1SUTENBUNTBUTU-FUNUIIYINITAUNFIMNTTUEIMS S0 ARl FP RGN
ANNYNABIVBITNAGBUNINAN aa1TUBIMS. NTUNNY 40 9T

aa AsNNa. 2512, aleuuRnig nsieseRuaziiy MevIUgiinel anzinynsenans
UNINEIRUNYATANERNS. 125 W

WINNT gV o agsen. 2541, ANRIEIATIYUE NAUNUIRMTIENYY NBUNUATIAT NTENTINNYATLAL
annsal

wifu eusAVS uaw aus WAy, 2534, ndnMIuaswAlANITnTERdueseslle malvued Ao
WeEans yrnadnsal. 40 v

Official Method of Analysis of Fertilizers. 1978. The National Institute of Agriculture Sciences.
Ministry of Agriculture, Forestry, and Fisheries, Japan 130 p.

Official Methods of Analysis of AOAC International. 2000. AOAC International Gaithersburg, MD,

USA, Official Method 938.02. 17 th Ed. p. 21-24



AITNT 1 NAMTAATIBINENIAIAINYNABY (Accuracy) wae

AMANUIN

AULUUET (Precision)

11

i i ppm K (%)

1 0.5024 14.4 28.735

2 0.5046 14.5 28.807

3 0.5032 14.4 28.690

4 0.5032 14.5 28.887

5 0.5027 14.4 28.718

6 0.5044 14.4 28.621

7 0.5027 14.2 28.323

8 0.5039 14.6 29.044

9 0.5050 14.4 28.587

10 0.5055 14.3 28.362
Aade 28.677

Apauunnsgy 0.220

p13197 2 wan1TeTgiUInalnueiaranethluiaegiels gas 0-52-34

VA i WK (%)
10 8.0. 54 1 34.61
13 1.8. 54 2 35.09
14 §.0. 54 3 34.78
151.8. 54 4 34.09
16 1.0. 54 5 34.82
17 4.8, 54 6 34.76
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20 4l.¢. 54 7 34.93
21 4l.g. 54 8 34.34
22 3.8, 54 9 34.80
23 il.8. 54 10 34.81
Aade 34.69

SD 0.292

RSD 0.84

M5 3 ANUNYBIRAUdaERann (Reading) AuAmNUTNTUATAEA18UINTZ I (O - 25 ppm)

ppm 0 3 6 9 12 15 20 25
Reading 0 3.3 6.5 9.5 12.6 15.4 20.3 24.9
msNd 4 menuduvesasiivdeseanun (Reading) fuamududuwes fortified sample blank

Sample weight 1.0057 1.0045 1.0093 1.0061 1.0043 1.0064 1.0035
ppm of fortified
0 4 8 12 16 20 24
sample
Reading 0 4.3 8.7 12.7 16.7 20.7 24.5

A5 5 ANRINLTNYRILaIUaREaaNNn (Reading) AUAUWNTUYDIENTAZA18UINTFIU (O - 20

ppm) Mioglugeniludunss

ppm 0

12

15

20

Reading

0.0

3.0

6.3

9.2

12.7

15.5

20.3

AN 6 AAINLTNTBILENIUAREBRNUN (Reading) AUAINMLTILUUYBS fortified sample blank 7ot

Tugaidudunss $1a 1-3

Y

Weight of

ppPmM
sample

setl

Reading of
set 1

Weight of
sample

set?

Weight of
Reading of
sample
set 2
set3

Reading of
set 3

Average of

reading
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0 1.0231 0.0 1.0089 0.0 1.0095 0.0 0.0
2 1.0138 2.1 1.0085 2.1 1.0063 2.1 2.1
4 1.0020 4.4 1.0061 3.9 1.0085 4.3 4.2
6 1.0025 6.5 1.0072 6.4 1.0083 6.4 6.4
8 1.0076 8.6 1.0098 8.8 1.0088 8.5 8.6
10 1.0071 10.7 1.0012 10.5 1.0045 10.5 10.6
12 1.0076 12.7 1.0044 12.8 1.0028 12.7 12.7
14 1.0071 14.7 1.0091 14.6 1.0016 14.6 14.6
16 1.0078 16.8 1.0085 16.7 1.0004 16.6 16.7

15197 7 wanariiasesildues Fortified Sample Blank uagiiiy CRM gns 0 - 0 - 60 Mn3oulild

] ]

ALTLTY 0.05 % Humududuitiaadiiaiosaunsasiuls (n3df sample blank 8117

q

Taile) ¥Mnns3AsIedt 10 90

i ﬁmﬁﬂﬁaae}waﬂa (nFw) Bt CRM (n3a) Reading ppm %K20
1 0.5063 1.0423 0.9 0.8 0.047
2 0.5213 1.0035 1.0 0.9 0.055
3 0.5257 1.0052 0.9 0.8 0.048
4 0.5073 1.0106 0.8 0.7 0.042
5 0.5158 1.0040 0.9 0.8 0.048
6 0.5011 1.0072 0.8 0.7 0.042
7 0.5101 1.0076 0.9 0.8 0.048
8 0.5081 1.0189 0.8 0.7 0.042
9 0.5170 1.0147 0.9 0.8 0.048
10 0.5131 1.0062 0.8 0.7 0.042

Aade 0.0499
ALD8ULIATEIY 0.0041
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