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nraeualdlfvoitiinmeilulasauiomueludewnd dvaulsonduiteinvesed
diinideiauadonmanmianisineas nsudnnisinens Jsfauuasanisinsgives AOAC T
2000 wag OMAF U 1987 Llauandliiiuiniflinmevanunoiineinarlinanisiinsgiidaa
gnaes wiug wasidulunudenivun ISO/IEC 17025: 2005 InafinyiA1AINLIUYBINANITNAADY
(Accuracy)  AALTB9URIABAATIZY (Precision) UTuaidnanfainnsndasigsild (Limit of
Detection ; LOD) uazUSanasmandianunsasissusalseg1ausiugy Limit of Quantitative ; LOQ) 910
N93LAT129 Certified Reference Material (CRM) Aifiu3uialulnsiauvianuavindu  46.54%,
26.02% waz 1.17% WUINAIALLIUIDINANIINAdDU (Accuracy)  Usziliuaaiuainiosiduninis
n&URY (%Recovery) léwinfy 99.99, 100.05 waz 100.65 mud1du Fanuiteglutnasisonsu 98-
1029% WAEMIAILANIANLLANANNTEVINATAATIERLFTUA1AT (T - test) wudnaiildlauansiei
ANULBUedIBATIZN (Precision) Useiilulagldaunisues HORRAT Iéivinfu 0.44, 0.68 uay 0.66
pudiy Fanudtegluinusisensu HORRAT< 2 USinasmnandianansaiiasizsild witdu 0.2 % uay
Unausgaiiannsassnunaldegisuiugl iy 0.4% anuanisusediu wandliiiuinisiese
Tulnsiauiimnuusiuvesnanismaaoy (Accuracy) WA¥AILLBAYDSITATIZA (Precision) aglu
inausiseniy ansnsahlulluviosu foRnsle



Abstract
Method validation analysis of total nitrogen in fertilizer. Study accuracy ,precision, limit
of detection (LOD) and limit of quantitative (LOQ) by analysis of Certified Reference Material
(CRM) with value total nitrogen 46.54%, 26.02% and 1.17%. The method showed accuracy with
%recover amount 99.99, 100.05 and 100.65. Estimate that precision by equation’s HORRAT
found that precision amount 0.44, 0.68 and 0.66. LOD is 0.2% and LOQ is 0.4% with validation

method is acceptability.
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1. wSestslniimedey 4 s

2. p3esdsluimadon 2 dunis

3. ieSesdesuasiadeanaululasiau

4. Burette U1 50 Uadans

5. Beaker wu1@ 3000 Ladans

6. Cylinder vu1m 100 laaans

7. Erlenmeyer flask U9 250 Ladans

8. Volumetric Flask w119 1000 dadans

9. Volumetric Flask w110 2000 dadans

9. Volumetric pipette ¥U19 50 Ladang

10. Magnetic stirrer
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1. Boric acid, AR Grade
Copper sulfate (CuSO,4.5H,0), AR Grade
Ethyl alcohol 90% (C,HsOH), AR Grade
Methylene blue, AR Grade
Metyl red, AR Grade
Potassium sulfate (K,SO,), AR Grade
Salicylic acid {C¢H4 (OH).COOH}, AR Grade
Sulfuric acid 98% (H,SO,), AR Grade
Standard hydrochloric acid 1 N, AR Grade
10. Sodium hydroxide, AR Grade
11. Sodium thiosulfate (Na,S,05.5H,0), AR Grade

W o N o kRN

12.3899719893U509/ 709198911 53U
12.1 Urea 46.54 + 0.08 % (CRM-BCR 179)
12.2 Calcium Ammonium Nitrate 26.019 + 0.054 % Nitrogen (CRM-BCR 178)
12.3 Sodium Carbonate 99.970 + 0.014 % (SRM 351a)
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1. n19%1 Accuracy
11. MImen Accuracy vesmsimsiusinallulasauimuely CRM fifiusmalulasiouome

WU 46.54%, 26.02% Way 1.17%

1.1 %5 CRM thmindn 0.2x0¢ - 0.3xx 032 anandiuduay 10 61 ndoui Blank

1.2 duflumsisginuisiesesilulasauimun veanduideinuasied drdnidoiwun
J2d8MsuaaNIINISNYAT NINAYINITNYAT

1.3 Juiindaya aguINg

1.4 \Wisuifsuandildfuaiisusesvas CRM

1.5 Inauvigonsu

- % Recovery \nugiN1sgausy Wiy 98-102 % (AOAC, 2012)

ASAUIM % Recovery = _ @A19RAsIzile x 100

AND1999(3nlusUIBY)
- Usziuanuwananalaeld T-test LNU9IN1S8NSU t < Tc

NAMUTDLU 95 %



t = (x-wW) /(s / An)

o x = AALHATATIITBIYANAFDY
m = AD19D9
n = $uauth
S = Standard Deviation U839ANA&aU

2. 113%1A1 Precision
2.1 49 CRM thusdn 0.2x00¢ - 0.3 n¥u Ansdduas 10 91 wiouvi Blank Tnevnaaoudioiniosile
WennukazssezalnaLfeeiy

2.2 guflumslinseiauisiinseilulasauiome veanguiteinsaaiad diinisedamun
Ya8n1SHENN1NISINYAT NSUIBINTTNEAT

2.3 Tuiindaya UagAuInHg

2.4 AUIAT Precision laglt Horwitz equation AWIalUU Repeatability

2.5 N15USELUAT Precision 989n1534A518% CRM 1a8n15ATWIUMIAT % RSD kaiuseiiulag
1% HORRAT Lnausin158es5u HORRAT < 2 (AOAC, 2012)

9%RSD = (SD/X)x 100

HORRAT = %RSD/ Predicted Horwitz RSD

Predicted Horwitz RSD 0.66 x 2 (1051080

C = Concentration ratio
= Concentration /100
3. A15%1 Limit of Detection (LOD) wag Limit of Quatitation (LOQ)
3.1 43 sample blank 0.2XXX n¥u $1uu 10 11 Tasgilulnsiauiomn sumugiieiensitend

3.2 TUNNNA lUlASUNINUANIASIZITLe A1UIuAT LOD way LOQ
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1. M15W1A1 Accuracy Pasmsimsziviinalulasiaunamely CRM fdvsinalulnsiunsun
WU 46.54%, 26.02% waz 1.17%
MnnamTIneRUsInalulnsaunmualy CRM AfUsunalulnsouserunwiniu 46.54%,
26.02% way 1.17% Wui1A1 %Recovery Hunaifismun wasiilowSeuiieumidnseilafuaase

Taeld t-test wuIAPIAs1zAla luLane1IiY (A1579 1)



M1579 1 A1 Accuracy ¥99N153AT1E CRM MITUSINadlulnstlauisnuamingu 46.54%, 26.02%
way 1.17%

A1939 Afi3AT1eY %Recovery | nauainas t-test LNEU9IN158aUSU wan1suseiiu

(@1nlu Cer.) & gausu i 95%

1.17 %TN 1.1733 100.65 98 -102 1.7589u5U t <t At
to= 2.26

26.02 %TN 26.03 100.05 98 -102 0.158935U t <t At
to= 2.26

46.54 %TN 46.53 99.99 98 -102 0.168035U <t At
t= 2.26

2. N15%1A1 Precision 989n153uA5139Usunaslulasiaunavunly CRM fiidsunaslulasiaunaiun

WU 46.54%, 26.02% waz 1.17%

A1SUIAT Precision 999353A518RUTASIAUNINA  Tu CRM AfUSualulasiauiausvinnu

46.50%, 26.02% way 1.17% Aududuay 10 97 lngnaaaunl8tA509latfeiiunasseasiian

TnalAeeiu A1 Precision tagld Horwitz equation AWMU Repeatability #u31 A1 HORRAT L

VULNUNTANINUA WEASIN A1 Precision 989n1536A518% CRM fbAsgitunaitnatfganuininuiies

Raunsaeausule (1319 2)

M1574 2 AN Precision ¥84n153bA518% CRM ATUSU Ul Slaunanuayindu 46.54%, 26.02% wag

1.17%
CRM %RSD %RSD expected | HORRAT LADIINTS nan1sUsziiu
UszLaiu
1.17 %TN 1.69 257 0.66 <92 gaUsU
26.02 %TN 1.10 1.62 0.68 <2 gausu
46.54 %TN 0.64 1.48 0.44 <2 gausu




3. N15%1A1 Limit of Detection (LOD) &g Limit of Quatitation (LOQ)

IneAtAT1gH sample blank 91121 10 @1

AunIAl X = 0.08
SO = 0.03

mswazty  LOD = X+ 3SD = 0.08+3(0.03) = 0.2 %
LOQ = X + 10SD = 0.08+10(0.03) = 0.4 %
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Mnmsnsndeuauldldveisinsziumalulasauimunluloiad vesosufoRng
ARsnle @5 wudn MmTEimNgdes (Accuracy), AU (Precision) USunausngai
a1115031A 587l (Limit of Detection; LOD) wazUSunamanfiiinszsild wazarunsasiesunald
(Limit of Quatitation: LOQ ) Tngvinn1siasgslulasiauavuniiiu Certified Reference Material
(CRM) haghunUseiiiuaugneas 90 2 35 Ao A1 Recovery nudnegluinaeiniseeusu uasnian
ANLUANFNITERIAIATEAlATUAa3Ives CRM Tn T-test wunanitlalsiunnsnei Uszifiuaia
wsiuglngldaun1sues Homwitz’s Ratio (HORRAT)LH Areglutnasisensy fiusunasaaitanunsaiald
(LOQ) Wiy 0.29% warUSaasinanfiannsnlinsgiasmenunald (LOQ) Wiy 0.4 % Seriavan
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