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Development and Method Validation on Analysis of

Ammonium Nitrogen in Chemical Fertilizer
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Wihaswiviuuuenludenlulasaululonild33esgiuuy Inhouse Method B0
visUfuRnsnguauimuszuunsavasuaannle liihnmsdaulatuasimunainisinsesindu
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nsngvaeuAUlEliveitinseivsnauenlndoylulasnuludewnd vinnsinseilagly
Kjeldahl Method Wu731@1 Limit of Detection (LOD) 1¥1U 0.49 %AN Wag Limit of Quantitation
(LOQ) Winffu 0.53 %AN thwansiiasgiviamenludenlulnseuissiumnududugs nans uazd
1AW % Recovery Llafigaiiannugniios uaz A1 HORRAT wasnsdinsnzvidnluaiaiendu ua
nsinTzRuUsananty Wefiguinnuiies Idnanimaaesdsd dseduenududugs 21 % AN)
sEiUAUTLTUNATe (12 % AN) wazsziuaududusi (1.2178 % AN) % Recovery Wiy 99.72
99.92 Wag 101.33 A1 HORRAT wa9msiiAsgsiarlunsafediu (Repeatability) 111U 0.25, 0.24 lay
0.81 A1 HORRAT 984 NMFIATILHILUUAIAAY (Intermediate) WU 0.20, 0.38 wag 0.72
UEFY NHaNIMAReild wudHNuTinIsEaNSUTIMuR (%Recovery aglura 98 - 102 %

1Llay HORRAT < 2)
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Wydulvesivmnelulaseudusitilifivaidusiuldedafisme  fwynuiadediusfudy
daudsznauiidrfyiianveslnslunar@u (protoplasm) HyarursagadululasiulugUveslumm
(NO3) waruanseemdunaulitieylassau (NH," - N) s9udiiu Carbon skeleton 10u Glutamic
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v A sngunuiaunszuuasaaeuaun iy 10u3s Inhouse Method #ifauasuazuiulse
9130119551109 AOAC 2005™ Ed. Method 920.03 U8 2.4.07 Fsesiinisnsivaauanuldle
YA Wolldnanismaaeuiiiaugndes wiud1 Wulumanasisvunvesnasgiuana

aflunisnaaeulnenisinssiusuiaseulidisululasiauluiansdnedeiuses (Certified
Reference Material : CRM) LﬁanzLﬁummmgﬂﬁaq (Accuracy) LaA2LLTiE(Precision) WAz
fudunismaaeuiieafun1smn Limit of Detection(LOD) uaglimit of Quatitation (LOQ) lagld
ang1edefusesiiiiviinamenlufonlulasiou 3 seduauduty Weldasouaquiasnislde
(Working Range) 0 - 21 % lulpsiau
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2. lelilédoyafimnzaudmiuliusznounsvonisiusesiesUfiinig muansgIu ISO/IEC
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2. Macro Kjeldahl Digestion Apparatus and Distilling Apparatus
3 1n30ufuagYagduq MdlunsufiRnisinnei
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1. Ethyl Alcohol 90 % , AR Grade
Boric Acid, AR Grade
Methylene Blue, AR Grade
Methyl Red, AR Grade
Pumice Stone Granular, AR Grade
Standard Hydrochloric Acid 1 N, AR Grade
Sodium Hydroxide, Commercial Grade
1879198950509
8.1 Ammonium Chloride 26.28 % Nitrogen (Aldrich Chem. 326372)
8.2 Ammonium Sulphate 99.999 % Purity 21.20 % Nitrogen (Aldrich Chem. 204501)
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9.1 Ammonium Dihydrogen Phosphate 12.15 + 0.11 % Nitrogen (SRM No.194 NIST)

9.2 Sodium Carbonate Purity 99.970 + 0.014 % (SRM 351a)
78013
1. M3An®INIAT Limit of Detection (LOD) Wwag Limit of Quantitation (LOQ) VoIIBIATITH
worlufloululasiau
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2.1 %1 Sample Blank dmih 0300 - 0.80x n3u Td Kjeldahl Flask
2.2 anfiun1siesieiaiudsinssvienluiienlulasiauniuisingizs AOAC 2005 Ed.
Method 920.03 9o 2.4.07
2.3 Sudinsaueuludenlulasion dulasmndiads andetuuannsgiu
2.4 Auinen LOD wag LOQ muens
LOD = X +35SD

LOQ = X +10SD

2. msfinwmAn Accuracy Feninesludenlulasiau Aszduenaudidugs nans o

21 #1 SRM vestefifiunamnuididugsie Ammonium Sulphate 99.999 % Purity 21.20 %
Nitrogen (Aldrich Chem. 204501) AMLUNUUAA1SAB Ammonium Dihydrogen Phosphate 12.15 +
0.11 % Nitrogen (SRM No.194 NIST) wazad1uiduduside nsnieulasdefand1adeiuses
Ammonium Dihydrogen Phosphate 12.15 + 0.11 % Nitrogen (SRM No.194 NIST) 11;’1‘1/1‘13?1 4.0250

nsu Td Volumetric Flask vu1e 100 fiadans UsuuSunnsalsuindu wenlmdniu anuiualng



duduldvindu 0.4890 % AN Fausavanududuiiasiedt ldindienududuar 10 81 wdousi
Blank lagafiun1siaseinuisinsisiuenludonlulasaumiioun1sinsien CRM/SRM 0
Useng

2.2 aniunsiasizinudsimsgvwenlufenlulnsiaun1uisimsiz AOAC 2005™ Ed.
Method 920.03 W& 2.4.07

23 Suiinuau3ues HCL Aldlmnm @addns) wazdnamaweuludeululasauiitnszils

2.4 W3suifiurmfidnseildfuaiuseswas CRM 1aen15fiasan % Recovery m1d AOAC

Peer - Verified method, Nov. 1998 inauwin1sseusyu aglugia 98-102 %

% Recovery = AITAASIEALY  x 100
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A191989 (1Nlususes)
25 Haodelpfiidnuazrenioans (Mati) wnnsrefu nandeiitngaiulseneutsoguas
viinlufegiate 1 #regs uagds CRM anadudugs nate dduadly ndeudusin Sample
Blank sudumsieneiudentuiunou 2.1 - 2.4 Teevhnsinmeiseduamududuag 10 41

e CRM finnuidudusn wsedlaedl CRM finnnududunans wiegewieudude

LY
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ihiianudutudn Tngfinrudutuidfiarsanainveutisnsvensiusesnnsgiu ISO/IEC 17025
flo 3.0-21.0 % AN
- Accuracy zUsziium % Recovery ®1ud AOAC Peer - Verified method, Nov. 1998

nain1sEensy aglurig 98-102 %

3. MsAnwIAN Precision Filenineslufloslulnsiouiissiuaandudugs nana

3.1 F1 CRWSRM westetis 3 szduarududu ennududugefe Ammonium Sulphate
99.999 % Purity 21.20 % Nitrogen (Aldrich Chem. 204501)A313LNTUNAIIAD  Ammonium
Dihydrogen Phosphate 12.15 = 0.11 % Nitrogen (SRM No.194 NIST) uazausudusfie nswndeu
1n asﬁbﬂ};’a@éjwawmig’]u Ammonium Dihydrogen Phosphate 12.15 + 0.11 % Nitrogen ¥mitn
4.0250 n¥u 1d Volumetric Flask vua 100 fiaddns USuusumseaeangu weqld Wiy
muwarududuldvinty 12178 % AN Sesazanududuiiasized lidindenududuay 10
1 Tnsyana 11 uamAdpsilaiieaiu

3.2 anflunisimsiziniuisieszvwesluldsnlulnsiounuisimsig AOAC 2005™ Ed.
Method 920.03 98 2.4.07

33 Juiinnaseulufeululasiouiiinseils wazdiuiamaan Precision taeld Horwitz
equation AUIULUU Repeatability

3.4 fudumsierzitudiofuiuney 4.1 - 4.3 Taedwhedseiléinseziase 4 3 swiu
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3.5 AnsUsEiuAT Precision Tusnauainisusesdin ;- 19 HORRAT (Horwitz * Ratio)
HORRAT (Horwitz ’ Ratio)

%RSD
Predicted Horwitz RSD

NAINSERNTY AOAC : HORRAT (Horwitz * Ratio) < 2
Predicted Horwitz RSD 0.66 x 2 (1:0-5108 Q)

C = Concentration ratio
% RSD = SD x 100
X
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1. M3AN¥IMIA1 Limit of Detection (LOD) Wag Limit of Quantitation (LOQ)

NANITIATILIE0E19 Lab No. 53G-3179 Miuansinpsgiuelandoululpsauiy
drutsznau Vinandniien Tnedsiwiin SRM vastogns 12-60-0 Iéiutin 4.0028 n¥u avaet
Usudsunaslila 100 fiaddns AwduAudntulawiiu 0.4863 %AN

NUANIINAADY WU A1 % NH." - N 1ade = 0.48 uazSD = 0.0048

LOD = X + 3SD = 0.48 + 0.01 = 0.49 % NH;" - N

LOQ = X + 10SD = 0.48 + 0.05 = 0.53 % NH,* - N

2. M3ANWIMIAT Accuracy War Precision vadidiiasigsikenlaniloylulasiauiseduannududues
AN M YeINITIATIEREluASIAeITY (Repeatability)

M9 1 LAAINANITIATIZY CRM/SRM 71sguanadudugs nand fn veamsiasengilunss
WU (Repeatability)
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F91 1-10 Ammonium Sulphate SRM DAP STD.
(21.20% AN) (12.15%AN) (1.2178%AN)
Aade 21.14 12.14 1.23
SD 0.10 0.08 0.03
% Recovery 99.72 99.92 101.33
HORRAT 0.25 0.24 0.81




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

WNUNNNSUSEIL HORAAT < 2 WAAIIN HULNINISERUSU

' (%
a v <~

3. NSANYINIAT Accuracy Yadisdmseikenlutleululasinuresitednsdeilianvusvadlioans
(Matrix) unnsneiu laemsidy CRM/SRM asidudugs nane o adly
M50 2 wansnan1siasisikenlullunlulasuvesitegseniidnvauzvadlioas(Matrix)

uwaneeiy Taensidy CRM/SRM ansidudugs nane an aaly

g

9l Sample Blank ~ Ammonium Sulphate SRM DAP STD.
(% AN) (21.20% AN) (12.15%AN) (1.2178%AN)
Aady 0.00 21.11 12.11 1.24
SD 0.00 0.05 0.04 0.03
%Recovery - 99.76 99.92 101.28

LNUTINISEONSU % Recovery WU 98-102 % (AOAC, 1998) W@n931 % Recovery HIULNYINITINSU

4. M3ANYIMA1 Accuracy Wag Precision vadisimevikedlunflenlulnsiaunseduanudutugs

ARG FN VBINNTIATITIRTILUUAIIAINUY (Intermediate)

1%
¢ o

M3 2 UAAINANITIATIEY CRM/SRM M58AUmaidudugs nae M1 98an1sitnsIengluusing

11a10U (Intermediate)

17 1-10 Ammonium Sulphate SRM DAP STD.
(21.209% AN) (12.15%AN) (1.21789%AN)

Aade 21.18 12.19 1.23

SD 0.07 0.08 0.02

% Recovery 99.91 100.33 101



HORRAT 0.20 0.38 0.72

LNUTINISEOUSU % Recovery Wiy 98-102 % (AOAC, 1998) Wan931 % Recovery HIULNAINITIBNSU

WNUNNNSUSEIL HORAAT < 2 WAAIIN HIULNINISERUSU

ayUNan1INAaaILaTtaLEUBLUY
msiammadansieszsiviinaueslundoululasauludewd dWelwldinadaisinseid
gnAe wludwazmiady amnsndedaldnunasgiuaina siiiduiisensu Taevinisfnyimian
Limit of Detection (LOD), Limit of Quantitation (LOQ),mmgﬂéfm (Accuracy) LAZANILTIE
(Precision) vin1snaaedlagn1sinsiziniysinunenludedlulasiaures CRM 3 szAuaududy
dielinseunquransldann Ae 0 - 21 % AN uazanfigadanugndes Taemen % Recovery @4
wuiegluinasivensu (98 - 102 %) uariigdanuiiiesagldaunsues Howitz’s Ratio  wuin

Afilsagluinawinissensu (HORRAT < 2) aanuieasuliinistluisimunzanlunisiaseiuiuna
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1. ASANWINIAT Limit of Detection (LOD) wag Limit of Quantitation (LOQ)

A15NA 1 Wan1TIATIZIEIeE1 Lab No. 53G-3179 Mfiuansuasgiunesludeululnsawiy
drulszneu Usunaudntes tnededmiin SRM weelegns 12-60-0 Lantin 4.0028 n$u azane

USuUSuneslile 100 f8dans AuluAuudulawindu 0.4863 %AN

i vminsegng Yo factor  U3u1ms HCl %AN
U SRM
(nFu) (n3w) ({agans)

1 0.3245 5.0321 0.2841 8.6 0.49
2 0.3309 5.0245 0.2841 8.5 0.48
3 0.3195 5.0491 0.2841 8.6 0.48
4 0.3248 5.0348 0.2841 8.5 0.48
5 0.3252 5.0415 0.2841 8.6 0.48
6 0.3266 5.0401 0.2841 8.7 0.49
7 0.3271 5.0382 0.2841 8.6 0.48
8 0.3284 5.0295 0.2841 8.6 0.49
9 0.3301 5.0385 0.2841 8.6 0.48
10 0.3198 5.0386 0.2841 8.6 0.48
Aady 0.48

SD 0.0048
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2. MSANYIMIAT Accuracy Wag Precision w89353tasizvnanladenlulasiau Aszauanu

Waduge nane A1 vasn1sieszvignlunsafiedny (Repeatability)

M3eR 2. HanIIATIZE CRM/SRM 51 3 seduamnududy e Ammonium Sulphate 99.999 %
Purity 21.20 % Nitrogen (Aldrich Chem. 204501) , Ammonium Dihydrogen Phosphate 12.15 +

0.11 % Nitrogen (SRM No.194 NIST)uazansavareannsgiuniududuy 1.2178 % AN
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§79  Ammonium Sulphate SRM DAP STD.
(21.20% AN) (12.15%AN) (1.2178%AN)

1 21.14 12.22 1.2
2 21.19 12.19 1.26
3 21.25 12.13 1.24
i 21.02 12.01 1.19
5 21.17 12.12 1.26
6 21.07 12.19 1.24
7 21.27 12.28 1.25
8 21.05 12.08 1.24
9 21.27 12.04 1.26
10 21 12.14 1.2
Aady 21.14 12.14 1.23

SD 0.1 0.08 0.03
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3. N5ANYINIAT Accuracy va93s3wATzvikaNlutenlulnsauvasitageleniianwasvadile
d13(Matrix) uansneiy lagn1sids CRM/SRM adnadudiugs nane a1 asly
M990 3 uansan1sinszwenluilunlulasiauvesdiegisleniidnyasvaalioans(Matrix)

waneneiy laensiiy CRM/SRM Ansidadugs nang ¢ agly

A

9l Sample Blank Ammonium Sulphate SRM DAP STD.
(% AN) (21.20% AN) (12.15%AN) (1.2178%AN)

1 0.00 21.08 12.14 1.26
2 0.00 21.14 12.12 1.25
3 0.00 21.19 12.04 1.26
4 0.00 21.17 12.19 1.19
5 0.00 21.07 12.12 1.2
6 0.00 21.12 12.1 1.24
7 0.00 21.11 12.06 1.3
8 0.00 21.06 12.08 1.23
9 0.00 21.12 12.07 1.26
10 0.00 21.05 12.13 1.24
Aady 0.00 21.11 12.11 1.24
SD 0.00 0.05 0.04 0.03

%Recovery - 99.76 99.92 101.08
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4. MSANWINIAT Accuracy Wag Precision ¥@9393asnzinenluiisululasiau fsesaunny

Wudugs nane A1 ¥aen1sAATIvigILuuaAIaaiy (Intermediate)

Mseit 4. manTIATIEE CRM/SRM 510 3 sediupnuidudi Ao Ammonium Sulphate 99.999 %
Purity 21.20 % Nitrogen (Aldrich Chem. 204501) , Ammonium Dihydrogen Phosphate 12.15 +

0.11 % Nitrogen (SRM No.194 NIST)uazansavareannsgIunududy 1.2178 % AN
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§7  Ammonium Sulphate SRM DAP STD.
( 21.20% AN) (12.15%AN) (1.2178%AN)

1 21.15 12.29 1.22
2 21.26 12.15 1.26
3 21.13 12.2 1.21
4 21.07 12.04 1.24
5 21.19 12.25 1.25
6 21.18 12.06 1.26
7 21.24 12.27 1.23
8 21.28 12.21 1.25
9 21.08 12.24 1.2
10 21.17 12.23 1.2
Aady 21.18 12.19 1.23

SD 0.07 0.08 0.02




