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Method Validation on Analysis of Water Soluble Potash in Chemical Fertilizers
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Tuilpiadl FaduisivosujoAansiinseides dninidouasiauinisinuasiund 8 fauuasnidnisves Offidal
Methods of Analysis of Fertilizer (OMAF, 1987) TagyinnsAnYIm mmgﬂéfaq (Accuracy), A21uWLUEN (Precision),
F29aududunss (Range and Linearity) uag Usinasngaiiaiunsadald (Limit of detection) 3137124 Certified
Reference Material (CRM) 3 szfufie fiszfuaiiuidududiainnisieansds CRM gns 0-0-60 finnududuy
s¥iuna199Inls CRM gms 0-52-34 uazdienuiduduszdugaannts CRM gas 0-0-60 anmsusziliuaamgnies
TnevA Recovery Tuszeu fn nans wargs Wiy 100.17 wWesidu, 100.64 wWesidu uay 99.56 wWesidu auaiu
MAAAININLANANTE ISR RlFTUAN93sves CRM Tusedu i nana wazge wiidy 0.69, 1.97 uay -2.09

o o

adiU Ussiiumnuwiudiiszduanududusin nats ge Ingldaunisues Howitz's Ratio 1¢in HORRAT wiriy
0.29, 0.66 wag 0.46 AuaRy lidrsanudesiufisziunarasinfu 28.92+ 0.31 %K LLazﬁﬁxﬁUQnMwﬁu 49.91 +
0.34 %  %1A1 Range and Linearity ‘WudwszmﬁLﬁuLé’umﬂumﬁmiwﬁwﬂwmeé’?mmagﬂu‘zm 0 - 40 mg/kg
E0n101999 0 - 16 mg/ke BaiiAn Correlation coefficient () iy 0.9998 1 HutaenasTday mﬂ%mmﬁ’wqmﬁ'
annsaiald (LOD) winfu 0.11 % wagUTmamgafiannisaiinsizitazssausalsd (LOQ) Wity 0.38% Taandils
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wunw Wetud 11 unsiau 2551 lnefinsudnnsineasdunisnundantunismivguasazdsduldngmneg Fad
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nuasiadl (153ased wavwgIng, 2551) F9IEnsieTgiviUsunalnuneiazaraintudeniildogludagiu u

o

Bsiiininnissuneus HFuus faulas wasiaunmanisiesegives AOAC, 2000 wag Official Methods of
Analysis of Fertilizer (OMAF ,1987) fatudielvidulaluismstinsgvidivesufoansldogidamnyausvanimnis
Besgiitudagiu Fsdndudewnsnfigalnnugndeweisimssi auandnyues1e AoAugnees (accuracy)
Auia(precision) ide w3av9n15T41u (working range) ALl uRSe (linearity) YnAYDIIBITINUN AL
\W@eUSunae (limit of detection wag limit of quantitation) (nsudnermaninisunndy, 2549) Tndulumiu

WINIPINEINS Uagausnldion1shaszinenaniiievenssuseswnsgiuiesufjuinislulenasely

ABANluNT
aunsaluazIsns
gunsal
1. 1p303 Flame Photometer (Sherwood Model 410)
2. \ndastmaiion 4 funs (Mettler )
3. fouauiou (Memmert)
4. \daauin
5. f9E19919893UT04 (Certified Reference Material : CRM) vasuigns 0 - 52 - 34 (SRM 200a)
waz 0-0-60 (BCR No.113)
. Sample BLankI@Eﬂ“ifﬂ&lgm 18-46-0
- ansumsgulninadeunaslsn
. HCU (AR grade) 37 %
. CaCO3 (AR grade)
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1.1 WAs1g¥ CRM+Sample Blank fiszduaududusih nana g Tuwsagsedulaisind 10 41 wiousi
Reagent Blank Tugnaansingsiu
~52fusn 0.8528%K 210 CRM- Potassium chloride
-5¥AUNAT 28.735 % K lagld Potassium dihydrogen phosphate
-s¥Auas 50.13 % K lagld Potassium chloride
1.2 ﬁmﬁumﬁmwﬁmﬁ%ﬁmimﬂwLLmaL%auﬁasawaﬁwiuﬂaLﬂﬁﬁ AnLUa991n38 OMAF, 1987
1.3 Juiindoya uazA1uinma
1.4 Wisuiieuaitldtuaniifusesves CRM
2. mMafinwIe Precision TesinTesilnunaiiazaneiluleind
2139 CRM+Sample Blank fiszfummndudusm nans gs Tuusiazseaulisng 10 1 wiourh
Reagent Blank Tugiatiansingsiu
~526fusin 0.8528%K 370 CRM- Potassium chloride
-S¥AUNANN 28.735 % K lagly Potassium dihydrogen phosphate
-suge 50.13 % K lpgly Potassium chloride
2.2 ﬁWLﬁumﬁmeﬁmuTﬁ'imeﬂwLmaL%&J;JﬁaxmmjﬂuﬂaLﬂﬁﬁﬁmmaqmﬂﬁ% OMAF, 1987

2.3 Guiindeya wazduamen Precision lidufiwensuld

3. NM3ANINIAT Range Waz Linearity mani“ﬁ‘%mﬁwﬂwLm%ﬁaxmﬂuﬁﬂuﬂamﬁ

3.1 43 Sample Blank WnasuInsgIulnuvadey 16 seauanuutufie 0, 4, 8, 12, 16, 20, 24, 32, 40,
48, 56, 64, 72, 80, 88 Wa¥ 96 ppm

3.2 dudumsiesginasieneilnuadeniiaranedlule

3.3 thieyafildunairansmissnianududuvesiegaiiuasunnsgulnuadon fue
Audivauafie1uanniA3es Flame Photometer (Reading)

3.4 fnsandsiidudunse

3.5 %1 Sample Blank wdufnansinasgulnunaden 11 seiu Tursemudaduiidudunss
AuTe 3.4

3.6 fudumsienesiniiinnsinwadeuiiararsilule

3.7 As1zdh 3 91 uazmALadt

3.8 Tufinwa afensmiseninenadseududuresihedsiinasmassulnunadeudu
Aadevad Reading

3.9 AwIum Correlation coefficient (r)
a. yUnalwunadusiigaiiannsaiasizsilé (Limit of Detection ;LOD) kagUSinalnunadessiiigaiiause
sreunald (Limit of Quantitation ;L0Q)  TaensiAs ey sample blank 10 81 thae mean f SD waz
AT LOD uaglOQ

5. Eﬁiﬂ LE INUNTURNANTTNAR DY



THYTLIAN

SUAY Wfieu RanAN 2553 - Judn Wheuiuengu 2554

An1unaiunIg

WesUfuRnsilmeinguiannisasnaeuiviar Jadenisnds dinddouasinuinisinums Lued 8

Nan’liwﬂaa\maz%m‘siﬁwa
mﬂmﬁm’mﬁgﬁ]ﬁmmgﬂé}’aﬁ%‘?mﬁw‘vﬁwLmﬁuﬁazawﬁﬂuﬂamﬁ 1pun1511A1 Accuracy, Precision, Range
, Linearity , Limit of Detection (LOD) wa% Limit of Quantitation (LOQ) Ingld3En1s3nszsimusinalnunadeni
avmeildlulloindfivosjiRnsiinneideldoglutiagsu (OMAF, 1978) Tiasesiiteg1i1e8e3uses (Certified

Reference Material : CRM) l@nanisnaasasadl

1. nMsAnw WA Accuracy Te93saeszilnunvitazaneilueiad

3389 CRM+Sample Blank fiszduanuidutud nae gs luusdazszdu 10 1 wSouti Reagent
Blank Tuganiansngg fu

1.1 mnududuszdudi Taen15139919 CRM Potassium chloride (Joigns 0-0-60) fA1ainnnsduan Wiy
0.8528 % K

NaINNTIATIERTATEINN 0.846-0.863 %K Tnediniade Windu 0.8543 %K (M15197 1) thrafildunmen

Recovery

% Recovery = @wady x 100 = 0.8543 x100 = 100.17 %
AN934 0.8528

LNUIINISEONSU % Recovery Wiy 98-102 % (AOAC, 1993) WanIiNA1 Recovery WALLNMTNISEDUSU

U5E i UAMUBANANNANISHATIENTENINAANATIZA LA N UAITI989 CRM (31nN15Auaes) tagld t-test

wazUseiiudn t 1ANTeNU 95 % Augns

t= (Aade- A1939) = 0.8528-0.8543 = 0.69
(sD/ 4 n 0.0066 /4 10

NUIINISEONSU t < tc

df=10-1=9

tc 91 df = 9 NANULTBIU 95 % AD 2.26 WAAIINIANTIATILIHALUBANAIGINAITI NANITIATIEVENULNLN

AN58USU

1.2 anudintusgaunans Iagly Potassium dihydrogen phosphate (Jagns 0-52-34) Faflen Certified
Value 989 CRM winfiu 28.735 + 0.012 %K
HADINNTILATIZIEANSENING 28.374-29.314 %K Taeilenade iy 28.920 %K (AN5199 2)

wafilauman Recovery

% Recovery = ﬂ"lLaa‘lﬁJ x 100 = 28920 x 100 = 100.64 %



AN39 28.735
LNEUTINISEBNSU % Recovery WU 98-102 % (AOAC, 1993) LansinA1 Recovery WIUNMINISEBUTY
U5E i UAMUBANANANISTHATIENTEUNINAIANATIE RGN UA1939989 CRM 31nlU certificate (28.735 %K)

Ingld ttest wagUsidua t 1AARIIU 95 % Anuans

t= (Aade- A1939) = 28.920-28.735 = 1.97
(sD/ 4 n 0.3053 /4 10

WUIIASERNSU t < tC

df=10-1=9

tc 9 df = 9 NPNUTBIU 95 % A 2.26 WARIINANNIATILILALILANAIRINAITY NANISIATILIBULNALN

A1580UIU

1.3 eadadusediuga Tneld Potassium chloride (Jogns 0-0-60) Fsilen Certified Value %3 CRM winifu

50.13 %K
HADINNTIATIZITANSE NI 49.53-50.62 %K InefiAads iy 49.91 %K (an5197 3)

o d‘ v 1
wafilauman Recovery

% Recovery = @wady x 100 = 4991 x100 = 99.56 %
AN939 50.13
LNUIINISEONSU % Recovery Wiy 98-102 % (AOAC, 1993) LansinA1 Recovery HIULNMIINTEONSU
UszifiuanuuansneanIs s s isenineeninnszsilatuamasawes CRM 91nlu certificate (50.13 %K)

Ingld ttest uavUsziiuan t NANTRIU 95 % MNgns

t= (Aade- A1939) = 49.91-50.13 = 2.09
(s/+4 n 0.3368 /4 10

LWNETINTERNSU t < tC

df=10-1=9

tc 91 df = 9 NANULTBIU 95 % AD 2.26 WAMIIIANTIATILIHALUBANAIGINAITI NANITIATIEVEULNLN

A1580UU

2. ASAN Precision Ingauiamna %RSD waiuseidiulagly Horwitz's Ratio (e |, 2548)
2.1 fienududusedusi (sample blank + 0.8528 % K)
%RSD = (SD/X) x 100
= (0.0066/0.8543) x 100 = 0.7780
Predicted Horwitz RSD = 0.66 x 2 ‘' 0%5¢
=0.66 x 2 (1-0.5log 0.0085) =270
concentration ratio = 0.8543 / 100 = 0.0085

C

HORRAT (Horwitz's Ratio)
= % RSD = 0.7780 =0.29

Predicted Horwitz RSD 2.70



WNEUTINISUSEEIU Horrat < 2 Wan93TNIWNNgIN1S8aNSU

2.2 fiarnududuszdunans (sample blank + 28.735 % K)
%RSD = (SD/X) x 100
=(0.3053/28.92) x 100 = 1.0556
Predicted Horwitz RSD = 0.66 x 2 ‘'~ %2 ¢
= 0.66 x 21703102029~ q 59
C = concentration ratio = 28.92 / 100 = 0.29

HORRAT (Horwitz's Ratio)

= % RSD = 1.0556 = 0.66
Predicted Horwitz RSD 1.59
WneansUSEIU Horrat < 2 WangIEnuneinseausy
2.3 ﬁm’mﬁwﬁuwﬁvgﬂ (sample blank + 50.13 % K)
%RSD = (SD/X) x 100
=(0.3368/49.91) x 100 = 0.6749
Predicted Horwitz RSD = 0.66 x 2 ‘1051050
— 0.66X2(170.5log0.50) = 1.46
C = concentration ratio = 50.13 / 100 = 0.50
HORRAT (Horwitz's Ratio)
= % RSD = 0.6749 =0.46
Predicted Horwitz RSD 1.46

NEUTINISUSEEIU Horrat < 2 Wam93TNIWNNgIN1S8aNSU

3. N1911A Range wag Linearity
3.1 na@au Fortified sample blank AM3LTUTU 0-80 ppm @519 IENINANULTNTUVOIATAZAE
WnsgUlnwnaden (W x) wazaanududurewasnsuanaies (wnu y) maranududuinidudunsmuiiey

Tutae 0-40 ppm Inunage ﬁqg‘uﬁ 1

3.2 1@9n198 0-16 ppm (323l9911) 11 Fortified sample blank 71 11 szduaudLdy @ 0, 0.4, 0.8, 2,
4,6,8,10, 12, 14 Uag 16 ppm ANUTNTUAE 3 B a519N5195E NI NN TUY AN ST ANEURTTIULN UV AT Y
(Wnu x) wazAasdidueasisuaInLAdes (Wnu y) A Correlation coefficient (1) Tagen r flegluinasi
PoUSU EABIINNTT 0.995 INNTNAFDUNUIN A1 R? = 0.9996 WadlAn r = 0.9998  LEMIINYINNSIIUIBIID

Jnsgilnuneiiazatenn Tugnanududuiinaniinnududunsteglunasivensuldeie , 2548) dagui 2



459 y = 0.9213x + 1.3078
40 - R? = 0.996
35
30 -
£ 251
e
8 20 -
2
15 A
10 A
5 4
0 T T T T T T T T T T 1
0 4 8 12 16 20 24 28 32 36 40 44
Conc. (ppm)
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4. mymUSnalnunsasaeufiNananu1sniaszla (Limit of Detection ;LOD) wagUIunailnunyiazaieuisi

fanitanansnsesmumals (Limit of Quantitation ;LOQ)

Inen153AT12 sample blank 91131 10 A5 U39IAT mean LazAl SD kay (15197 4) ez AU

e LOD/LOQ diail

mean = -0.0013
SD = 0.0390
LOD = mean+3SD =0.11 % K,0

LOQ =mean+10SD = 0.38 % K,0O

ayunan1vaasuazdalauaLug

v

31NN1INAABINTTATIANFIUAUYNABITIAT g inunyazateuludendl Tagn1smiaugndes

) '

(accuracy) ANULTIBENIDANLNULN (precision) AEEUIeY19n15M9U (working range) ALl utdunsa(linearity)

USuaumaniiiiasnedile (imit of detection wag limit of quantitation)  1¥35n153ATEimUTIAINLaGEU

azanenludandl It fuRnisieseidenduimuinisnsiaasuisiasUadenisnds @m.8 fanlasainianisves

o o

Official Methods of Analysis of Fertilizer (OMAF, 1987) 413Aa51e% CRM fiszfusin nans wazgs Tneld CRM vasle
gns 0-0- 60 uay 0-52-3¢ WU
AUYNADY (Accuracy)
fsgiuanududiudin nans wazge Tneld CRM gns 0-0-60 waz 0-52-3¢  UsziuAnrmgniedagynen
Recovery léwiniu 100.17 wWesidu 100.64 1Weosidu way 99.56 Wasidu mudfu MmaALanInsuandeseniemi
pszaildiuaasaves CRM Tusedu i1 nang wazgd Wiy 0.69, 1.97 uag -2.09 U ATERLE
LiunnsnsanAasefinnudesiu 95 wWesidu
AUWUEN (Precision)
fsgfuanududuin nanauazgs Taeld CRM gms 0-0-60 uay 0-52-30  Uszifiunmusiudiiszduainy
Eutush nana a9 lneldaunisves Horwitz's Ratio 16iA1 HORRAT i1y 0.29, 0.66 kay 0.46 AUy
429pududunss (Range and Linearity)
‘zmﬁlff]uLé’umﬂumﬁmiwﬁmiwme%emaaﬂmm 0 - 40 mg/kg 1ADN@1939 0 - 16 mg/kg Bedian
Correlation coefficient () iy 0.9998 1ugaanisidau
USunausanitanunsadnlé (Limit of detection :LOD) Wiy 0.11 %
USnasaaiianunsaiinsgikagsesuals (Limit of Quantitation ;LOQ) Wiy 0.38%
MnAdeTgimnansnduiuli iR ie iU fiRnsnauiaunnisnsaseufituas dasennde

a8 Ilunsiieneivsunalnuneiazarsiludeownd duldadmseginiianugndes wiug Juiindede Wi
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2. dhdeyanlaunldusznaulunisuseiliuseuuamn mveIUsElusEUUAMAIN LitaYBN133UT04 ISO/IEC

17025

LBNE5D1999

AOAC, 1993. Peer Verified Methods Program, Manual on Policies Procedures, Arlington, VA, Nov 1993.

Official Methods of Analysis of AOAC International. 2000. AOAC International Gaithersburg, MD, USA, Official
Method 938.02. 17 th Ed. p. 21 - 24.

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

ANT9N 1 HaMTlATIEliiemAIANgNAeY (Accuracy ) way AMKAILEN (Precision) TAnaidadusgiui lngnns

139979 CRM Potassium chloride TA191nA15AUR0L AU 0.8528 % K

asadi it Sample vhuifn CRM ppm % K
Blank

1 0.5043 10.0212 10.18 0.8469

2 0.5060 10.0139 10.28 0.8471

3 0.5044 10.0068 10.15 0.8456

4 0.5022 10.0224 10.38 0.8632

5 0.5059 10.0155 10.34 0.8603

6 0.5034 10.0200 10.34 0.8599

7 0.5064 10.0094 10.22 0.8512

8 0.5018 10.0209 10.33 0.8586

9 0.5018 10.3163 10.53 0.8507
10 0.5087 10.0414 10.36 0.8595
Aade 0.8543
AndoauuannsgIy 0.0066
% RSD 0.7780

T80 2 namTalasEiieAIANgndBe (Accuracy ) Way ANLULIUET (Precision) finnududusyiunandagld

+

Potassium dihydrogen phosphate (Jagns 0-52-34) il Certified Value 199 CRM Winfiu 28.735
%K



asadi vt Sample vhuifn CRM ppm % K
Blank

1 0.5021 0.2033 7.09 29.06

2 0.5033 0.2073 7.06 28.37

3 0.5080 0.2017 7.03 29.04

4 0.5039 0.2043 7.14 29.31

5 0.5034 0.2132 7.48 29.25

6 0.5054 0.2051 7.16 29.08

7 0.5041 0.2040 7.08 28.92

8 0.5035 0.2052 7.08 28.74

9 0.5018 0.2379 8.29 28.94
10 0.5066 0.2515 8.60 28.49
Aade 28.92
AndeauuannsgIy 0.3053
% RSD 1.0556

15799 3 HaNTIATIEMEMAIANYNEBY (Accuracy ) Wag AIINUIILEN (Precision) A sLduTusERAUg

Taely Potassium chloride (Jegns 0-0-60) Failen Certified Value ¥ea CRM Wiy 50.13 % K

Asaf 1wiln Sample widn CRM ppm % K
Blank
1 0.5025 0.2044 12.4 49.53
2 0.5052 0.2039 12.3 49.59
3 0.5023 0.2036 12.3 49.66
a4 0.5023 0.2042 12.3 49.69
5 0.5041 0.2035 12.3 49.78
6 0.5073 0.2033 12.3 49.93
7 0.5008 0.2021 124 50.62
8 0.5065 0.2045 12.4 49.90
9 0.5094 0.2021 124 50.22
10 0.5092 0.2077 12.6 50.14
Aady 49.91
SD 0.3368
% RSD 0.6749




P57 4 NANITIATIZRNITILOD wazU3unu LOQ Tnun15itAsizit sample blank 10 A5

Asaf wmiln Sample ppm % K,0
Blank

1 1.0035 -0.01 -0.0063

2 1.0048 -0.03 -0.0334

3 1.0072 -0.05 -0.0521

4 1.0032 -0.02 -0.0241

5 1.0072 -0.04 -0.0432

6 1.0055 0.00 -0.0025

7 1.0035 0.02 0.0162

8 1.0073 -0.06 -0.0620

9 1.0032 0.05 0.0517

10 1.0023 0.04 0.0431

Aady -0.0113

SD 0.0390

35D 0.1170

105D 0.3900
LOD=Aa88+3SD 0.11
LOQ=AaA8+10SD 0.38




