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Development and Method Validation on Analysis of Total Nitrogen in Chemical Fertilizer
VoruNs s’ Usensal  ugvane!

unAnge
Wheseivualulasutenualulondld33hinmesiuuy Inhouse Method @9m1
v fAnsnguaruinnszuuaaaeununnles ldvinsdaudatuazinmnanisinseiidy
WINIFIUAINAVEI ACAC vin153kATeslaeld Kieldahl Method wud1@1 Limit of Detection
(LOD) Wity 0.41 %TN waz Limit of Quantitation (LOQ) WinAU 0.83 %TN iilefigatiAaay

o

anMay (Accuracy) wae AR B (Precision) ¥®4 Limit of Quantitation AAY % Recovery
Winfu 100.58% war HORRAT wiriu 1.28 winan1shnsigvivsinallulasiaunanaaves CRM 4
seRuAINTuge nans wazdn AL % Recovery Lilofigatinanugndos waz A1 HORRAT
yoamnseidluadafieatu uasmslinneisuuuienantu Wefigadanudies Inan1means
fall fisvduamundudugs (46 % TN) seduarandudunans (26 % TN) warseduaududush (1.1651
% TN) % Recovery WU 99.82, 100.00 uay 101.28 A1 HORRAT 29401531A5 G AT
el (Repeatability) AU 0.29, 0.57 wag 0.85 A1 HORRAT v@4 MRS LU URa T
(Intermediate) Winfu 0.39, 0.60 war 0.43 AINAIRU INKANISVARBITL WUTWILLNQIINIT

gauTUNIMUA (%Recovery BEluYIe 98 — 102 % Uag HORRAT < 2)
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n1snsvaeuAuANAunNlenlnunses1vUygade wea. 2518 WAluiudy adun 2 w.e.
2550) Wu fesedeinisnaasuysuialulasiay Fudusimemisndnveslewadl 359141y
woaUfuRnisnguaruiauiszuunsisdouaunintle Wuds Inhouse Method 7idnuUasainis

a

UIMTFIUVDY AOAC 2005™ Ed. Method 955.04 do 2.4.03 Fsdosiinsnsivaeuanuldlavedds
Ans1e9t ofigaiin Bl duidmmnsalumsiengiviinalulssauiouelulsuasdieliiai
Bosilunansmeaaeuinfinimugndes uug Wulumunasiimusvesnnsgiuaina Tneduduns
Anseiiinlulasauimualutand18a3uses (Certified Reference Material : CRM) Liiavn
Limit of Detection(LOD), Limit of Quatitation (LOQ) Uizl,ﬁuﬁi’lﬂ’g’mgﬂéfm (Accuracy) hagaIy
Jies(Precision) TneldTansnedaiusasiifiviinailulnnauiomn 3 sefuanuidutu ilelfasounau
f2snslfanu (Working Range) 0 — 46 % lulasiau uansirislnresivsinalulnauimusluls vos
Wosl JUANIINGUUNMUISEUUATINERUANN MY N1uN13nTIRaeuaNultlaveddisinsisiniuad
(Method Validation) %qLﬂulﬂmwﬁaﬁmumﬁuaammgm ISO/IEC 17025

TngUIzeenA

1. ienmasuailldliveitinneilulasauiomeluloiad

2. ilelvilsdoyafimunzaudmiuliuszneunsvenisiusesiesUfiinig muannsgIu ISO/IEC

17025

santuns
\n3esile/gunsal
1. wlosdilnilmadon 4 sumis way 2 duvis
2. Macro Kjeldahl Digestion Apparatus and Distilling Apparatus
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Boric acid AR Grade

Copper sulfate, AR Grade

Ethyl alcohol 90%, AR Grade

Methylene blue, AR Grade

Metyl red AR, Grade

Potassium sulfate, AR Grade

Salicylic acid, AR Grade

Sulfuric acid 98%, AR Grade

Standard hydrochloric acid 1 N, AR Grade
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—
o

. Sodium hydroxide, Commercial Grade

—_
—_

. Sodium thiosulfate, AR Grade

—
N

. Zinc granular, AR Grade

—
[N}

. Tan919895UT0 Y/ Ian98unsgu

13.1 Urea 46.535 + 0.77 % (CRM-BCR 179)

13.2 Ammonium Dihydrogen phosphate 12.15 + 0.01% Nitrogen (SRM No. 194 NIST)

13.3 Calcium Ammonium Nitrate 26.019 + 0.54 % Nitrogen (CRM-BCR 178)
13.4 Sodium Carbonate, Purity 99.970 + 0.014 % (SRM 351a)
78013
1. MsAn¥IMIA1 Limit of Detection (LOD) wag Limit of Quantitation (LOQ) U815 tATIZN
Tulasiaustavan
2.1 %1 Sample Blank dmih 0300 - 0.4 n3u 1d Kieldahl Flask
22 fudumsimseindsimsedlulaseuiomamuisined AOAC 20057 Ed. Method
955.04 Y8 2.4.03
2.3 tufindeya AwmAeds Andeiuuinnsgiu
2.4 AUIAN LOD Uag LOQ Augns
LOD = X + 35D
LOQ = X +10SD

2. msfinwmnA1 Accuracy Fdeseilulnsiauimun fssduarndudugs nana o

21 41 CRM weslediuTinunrandudugefie Urea 46535 + 0.77 % Nitrogen (CRM-BCR
179) AMULTUNaNAD Calcium Ammonium Nitrate 26.019 + 0.54 % Nitrogen (CRM-BCR
178) uwazaududumae nisinTuulnedeiandnidefuses Urea 46.535 = 0.77 % twiln 4 niy

Td Volumetric Flask w1 100 fadans USuUSHInsameuInay e idna g AUInALILTY



I§winiu 1.1651 % Nitrogen Faustazaandudiuiiaszet lishnierududuar 10 61 wdewh
Blank TngduiunisiinnesinuiTieneilulpsuimuamiiounisiesesd CRM ynussmstiiowus
ligosld CRM asluwith

22 fudumsiansdanisieseilulaseuiomeniisinsed AOAC 2005 Ed. Method
955.04 w9 2.4.03

23 Tuiinwausuns HCL Adlawsn @adans) wazdunanalulasiouimuniiimsiedls

2.4 Wisuiflsumineseildiumsusosmas CRM 1nan15fiansan % Recovery M1y AOAC

Peer - Verified method, Nov. 1998 inawinisuansu eglugia 98-102 %

% Recovery = _ gniesghld  x 100
A191983 (Nlususey)
2.5 Fahedslefifidnuasvontoans (Matix) uandeiu ndnieiiingdiulsznoutsogvany
wilalumegnate 1 fegna wazds CRM mnududugs nans sufwadly wieuduvih Sample

Blank ALIUNNTIATIEIIUALINUTURBU 2.1 — 2.4 1A8YINNITIATIENTLAUANUINTUAY 10 TN

ey CRM- fimnadudus wisulaedh CRM fimnududunans wieganaseudude

(% '
o a

thiteadudui gfienududumiifinnsananueuiiensvensusesnassm 1ISO/EC 17025
flo 2.6-46.5 % TN
- Accuracy eUTTIUAT % Recovery #11 AOAC Peer — Verified method, Nov. 1998

nainsEeNsy aglugia 98-102 %

3. nsfnwen Precision F8aswilulasiauiomn Assdumnmdudugs nane i

31 41 CRM wastiferts 3 szduanuidudu anududugefe Urea 46535 + 0.77 % Nitrogen
(CRM-BCR 179) anuidutunaame Calcium Ammonium Nitrate 26.019 + 0.54 % Nitrogen
(CRM-BCR  178)  wazganudutudnde nmswisulnedsiand1edefuses Urea 46535 + 0.77 %
dwih 4 n%u ld Volumetric Flask wuin 100 fadans USuuSinassaetndu el iy
muapududuldivindy 11651 % Nitrogen  Fawsazanuidudiudiesized lisnianududuay
10 41 Tnsypra ban  uaziedesilowieniiu

3.2 Fuflumsinsedinainssilulnseuiomnniisiesest AOAC 20051 Ed. Method
955.04 78 2.4.03

3.3 Tufinnalulasieurommaiinseild uasduiamen Precision Tagld Horwitz equation
ATUIRLUY  Repeatability

3.4 sudumsinneiudeatuiuwey 4.1 - 4.3 Tnedatodsefliinmeiaie @ 3 e
iy Taevhmsesesiinauanmety Tagvmsiessiiuar 1 61 Hunan 10 Sy

3.5 nsUseiuAn Precision Tusnauainnsusesdiu : 19 HORRAT (Horwitz ’ Ratio)



HORRAT (Horwitz ’ Ratio) = %RSD
Predicted Horwitz RSD
InUNISEaNsU AOAC ; HORRAT (Horwitz ’ Ratio) < 2
Predicted Horwitz RSD = 0.66 x 2 1051020
C = Concentration ratio
% RSD = SD x 100
X

NANISNAADY WAzl
nsarndeunldldvesisinnesivinnailulnsuiomeluleed Tnsnismen Limit of
Detection (LOD), Limit of Quantitation (LOQ), Accuracy Wa¥ Precision WU
1. 91nHan15A31298 Sample Blank A1 %TN 1afe = 0.23 uag SD = 0.06
ﬁﬂﬁu LOD = X + 3SD =0.23 + 0.18 = 0.41 %TN
LOQ = X + 10SD = 0.23 + 0.60 = 0.83 %TN
ﬂgﬁ]ﬁ Accuracy Wa¥ Precision 89 LOQ Tneda CRM Urea (46.535% TN) ﬁmﬁﬂ
1.0012 n$u 1d Volumetric Flask 211 100 fiadans avanetudiususunmssetingy  weilidn
AU (AUIUANUTNTULAYINAY 0.4659% TN)
Pnuanesgansazatsaududuldivingu 0.4659% TN 1A %TN 1ade = 0.47 uag SD
= 0.01
AU %Recovery = 100.58 % WagA1 HORRAT = 1.28
LUINNSEBUSTU % Recovery 11U 98-102 % (AOAC, 1998) L@nain Recovery NULNEUINNTS
yausU
HORRAT = 0.29

NUNNISUSEEIN HORAAT < 2 WaA93N BNULNNSINISERNSU

2. M3ANWINMAN Accuracy Wae Precision ¥84383AT1EMLUlASIRUNIMUATISEAUANIDUTUEY nang

A UoINTIATIERElUATIALINU (Repeatability)

M50 1 UARINANTIATI CRM iszAuanuidudugs nane fn Yasmsiiesengilunsasediy

(Repeatability)

4
o

91 1-10 CRM Urea CRM CAN STD.
(46.535% TN) (26.02%TN) (1.1651%TN)




Aade 46.45 26.02 1.18

SD 0.20 0.92 0.04
% Recovery 99.82 100.00 101.28
HORRAT 0.29 0.57 0.85

LNUTINITEOU5U % Recovery Wiy 98-102 % (AOAC, 1998) uand31 % Recovery WULNMTINTEOUSU

WN9INMSUSEEN HORAAT < 2 Lamedn WIuLnusin1seeNsu

3. MIANWIMAT Accuracy vedITaATlulasauiauavesinegelenianvagvailoas(Matrix)
uwaneeiy Taensidn CRM/SRM ansidudugs nae an aaly

M990 2 wansnan1snszilulasiauiuavesiiedsleniidnyasvaalioans (Matrix) wansaiu

lpgmsidy CRM/SRM asidadiugs nane én asly

A

91 Sample Blank CRM Urea CRM CAN STD.
(9% TN) (46.535% TN) (26.029%TN) (1.1651%TN)

Aade 0.00 46.41 25.87 1.16

SD 0.00 0.23 0.89 0.03

%Recovery - 99.73 99.42 99.56

LNUTINISEBUSU % Recovery Wiy 98-102 % (AOAC, 1998) W@n931 % Recovery HIULNE9INITIBNSTU
4. M3finwImAn Precision v9353ATIUIATRUNIMUANTEAUAMITNTUEY NA1 AN YBINTS
AT UUUAINIANY (Intermediate)

¥

A5 3 UAAIHANTIATIEN CRM TI5eAUANUTNTUgY Na1e A1 YeamTiAsIengiuusIania

AW (Intermediate)

4

§91 1-10 CRM Urea CRM CAN STD.
(46.535% TN) (26.02%TN) (1.1651%TN)

Anade 46.35 2591 1.17

SD 0.27 0.25 0.02

% Recovery 99.6 99.58 100.42

HORRAT 0.39 0.60 0.43




LNUTINITEOUSU % Recovery Wiy 98-102 % (AOAC, 1998) uand31 % Recovery WULNMTINITEOUSU

WNUNNNSUSEIL HORAAT < 2 WEAIIN HIUNINISERUSU

d3UuNan1INAfLaTALULn

L3

mstmumadamsiienesivinnalulasauimaeluloed el dinalnisinmziignies
widmazsIngy aunsasrsdsldnunnsgiuana iliduiiseniu Teevhns@nwima Limit of
Detection (LOD), Limit of Quantition (LOQ),A1XgNABY (Accuracy) uAzANALTES (Precision) Y113
yanoddasmsliengimuTinalulaseauiomeues CRM 3 seduamududuiiolfnseunqudnamsld
U A 0 - 46 % TN wazthanfigatianugniios Taesnen % Recovery damuitegluinasivonsy

(98 — 102 %) wariaaumuieslagldaunisues Horwitz’s Ratio wuii Aileaglunaeiniseausy
Y Y

¥ 14
Y1 adda &

(HORRAT (Horwitz * Ratio) < 2) satiudeasulaindsiidudsnmunzaulunisiasieiusunalulasau
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AOAC Peer - Verified method, Nov. 1998.

Association of Official Analytical Chemises (AOAC). 2005. Official Method of Anaysis
955.04. 18" ed. International Gaithersburg, MD, USA. P. 13-14

ASTM 2001. Standard Practice for Preparation, Standardization, and Storage of Standard
and Reagent Solutions for Chemical Analysis. Washington. Oct. 2001. p 336 — p 350.

Official Methods of Analysis of Fertilizers. 1987. The National Institute of Agriculture

Sciences. Ministry of Agriculture, Forestry, and Fisheries, Japan. 130 p.
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1. N1SANWINIAT Limit of Detection (LOD) wag Limit of Quantitation (LOQ)

A15197 1 HANTIATIZHRIBENS Lab No. 531-2342 ( gms 0-0-60)

dminsegn U HCL
A (n5) Factor (Liaddn9) %TN
1 0.3302 0.2825 0.3 0.26
2 0.3286 0.2825 0.3 0.26
3 0.3305 0.2825 0.3 0.26
4 0.3307 0.2825 0.4 0.34
5 0.325 0.2825 0.2 0.17
6 0.3301 0.2825 0.2 0.17
7 0.3268 0.2825 0.2 0.17
8 0.3331 0.2825 0.3 0.26
9 0.3301 0.2825 0.3 0.26
10 0.3247 0.2825 0.2 0.17
Aade 0.23
Andeauunnsgu 0.06




15197 2 figatl Accuracy uay Precision o9 LOQ lneda CRM Urea (46.535% TN) uwitin

1.0012 n5u 1@ Volumetric Flask w19 100 fiadans azanguinaiusulsuinsmietinau  wwen

M (AuruAnuuTulawingy 0.4659% TN)

dhanindogne Usuas HCL
Ay (n5) fractor ({iadans) %TN
1 1.0112 0.2831 1.7 0.4759
2 1.018 0.2831 1.7 0.4728
3 1.0091 0.2831 1.7 0.4682
4 1.0279 0.2831 1.6 0.4407
5 1.0021 0.2831 1.6 0.452
6 1.0107 0.2831 1.7 0.4762
7 1.008 0.2831 1.7 0.4775
8 1.0138 0.2831 1.7 0.4747
9 1.0098 0.2831 1.7 0.4766
10 1.0205 0.2831 1.7 0.4716
ALade 0.4686
ﬁi'nﬁsml,uummgm 0.0123

10



2. n3An¥MIAN Accuracy wag Precision ¥29353tAsenlulnsiaunsuanszauanududugs

na1e AN VBIN1ILATITRTluASIREINY (Repeatability)

a a ¢ d' Y] I ° a ¢ S = Y}
M1 3 WanN1FIAIIER CRM Vﬁg@Uﬂ’n@JL“UﬂﬂJugﬂ NI LLae AN SUENﬂ']T]LﬂiqgﬁﬁqIUﬂiﬂLﬂUUﬂu

9

2o
2
=)

CRM Urea CRM CAN STD.
( 46.535% TN) (26.029%TN) (1.1651%TN)
1 46.16 26.16 1.12
2 46.58 26.11 1.14
3 46.3 25.59 1.21
4 46.18 26.09 1.2
5 46.55 26.08 1.22
6 46.63 25.84 121
7 46.69 26.2 1.19
8 46.27 26.24 121
9 46.51 26.24 1.17
10 46.6 25.65 1.14
Aade 46.45 26.02 1.18
D 0.2 0.92 0.04

3. N5ANYINIAT Accuracy a9353LATRlUlAsIRUNNMNAYRIRIRE e aNlianvasva IS

(Matrix) uansineiu Taensiiu CRM/SRM - adnuidiudugs nane an asly

11



A139N 2 uansmansinTeilulasunuavesiiegslenianvaugveuiloas(Matrix) unndieiu

lpgn1sidis CRM/SRM ansidadugs nane o asld

9

il Sample Blank CRM Urea CRM CAN STD.
(% TN) (46.535% TN) (26.02%TN) (1.1651%TN)

1 0.00 46.09 25.71 1.11

2 0.00 46.67 25.59 1.18

3 0.00 46.65 25.68 1.15

a4 0.00 46.43 25.86 1.15

5 0.00 46.06 2592 1.20

6 0.00 46.35 25.8 1.16

7 0.00 46.34 26.09 1.21

8 0.00 46.73 26.05 1.13

9 0.00 46.41 26.05 1.13

10 0.00 46.36 25.79 1.19

Aade 0.00 16.41 25.87 1.16

SD 0.00 0.23 0.89 0.03

%Recovery 99.73 99.42 99.56
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4. M3ANINIAN Precision Y295 aAszilulasiaunsnuanszauanududugs nane a1 vag

NSAATITRGULUUANLAAY (Intermediate)

M50 5 Wan1TIATIET CRM 715eduannuidudugs nand uag A1 98en1sinTenaniuumenal

(%)

U
i CRM Urea CRM CAN STD.
(46.535% TN) (26.029%TN) (1.1651%TN)
1 46.6 26.31 1.17
2 46.04 26.04 1.14
3 46.45 26.18 1.18
4 46.61 25.78 1.22
5 46.01 26.19 1.14
6 46.4 25.66 1.14
7 46.58 25.62 1.18
8 46.13 25.64 1.16
9 46.64 25.87 1.17
10 a6 25.8 1.18
Aady 46.35 2591 1.17

SD 0.27 0.25 0.02




