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Method Validation on Analysis of Ammonium Nitrogen in Chemical Fertilizers
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5. UNANED

mnsidgeuanuliliveitiianmeiuenludonlulasauludewnd  Wunsiamn Usudgs
vseRnkUais M eillianumsngauiuios JURnas Fnsiiver foansinseile
mjuﬁwmmsmwaauﬁmmz{]ﬁamswamﬁlﬁ’z{ﬁuﬁﬂLLUaammﬂ%%misuaa OMAF  (Official Method of
Analysis of Fertilizers (1987), 4.1.2) ﬁ’lmiﬂimﬁummgﬂﬁaq (Accuracy) AMUiBs (Precision) waz
Uinasanitansnsaialél (Limit of Detection) Inensiiasizy CRM/SRM  wagiiasgsidiogisiuses
Tuansfdn (Sample Blank + CRM/SRM)  wan153Asizih CRM/SRM way  Sample Blank +
CRM/SRM 1 3 sefuemandiudiu fesn (1.00 wWedidud)  nane (13.04 Wefldus) uazgs (21.20
Wasidus) laUesidud Recovery Tu CRM wihifu 100, 100.05 wag 100.09 wWasidus auaisu lu
Sample Blank + CRM/SRM  winfu 100, 99.97 way 100.09 wWesidud auasu Usziiuanuifieanuy
Repeatability Precision fiszdiuannundudusii na a4 Ingldaunisves Horwitz's Ratio lafn HORRAT
Tu CRM/SRM  Winfiu 0.32, 0.61 waw 0.29 auaiau i Sample Blank + CRM/SRM lalvindu 0.52,
0.49 war 0.33 Mudfu Ussdiunaiiesuuy Intermediate Precision fisduadnandudusia nang a9
Tu CRM/SRM 1@ HORRAT winfiu 0.19, 0.25 wag 0.19 auaisu tu Sample Blank + CRM/SRM

Iewindu 037, 0.31 waz 0.21 muaRy  MUSuasaafiansadala (LOD) wiriu 0.10 Wesldus



warUSinaaniianunsniinesikarseaunald (LOQ) Wiy 0.25 Wesidusd Feliviaantiuniiy
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Abstract

Method validation of ammonium nitrogen in chemical fertilizer was developed in
order to fit for purpose as used in laboratory. The method that use in laboratory was
adapted from OMAF (Official Method of Analysis of Fertilizers (1987), 4.1.2) to assess the
accuracy, precision and limit of detection. CRM/SRM and CRM/SRM with matrix sample (Sample
blank + CRM/ SRM) were analyzed. The characteristics of the method showed that the
percentage of recovery of CRM/SRM at 3 levels of its concentration including low (1.00 %AN),
moderate (13.04 %AN) and high (21.20 %AN) were 100, 100.05 and 100.09% respectively.
Percentage of recovery of Sample blank + CRM/SRM at low, moderate and high concentration
were 100, 99.97 and 100.09 % respectively. The repeatability precision at low, moderate and
high level, which were evaluated by HORRAT values in CRM/SRM were 0.32, 0.6 1 and 0.29
respectively, while Sample blank + CRM/SRM were 0.52, 0.49 and 0 .33 respectively. The
Intermediate precision at low, moderate and high level, which were evaluated by HORRAT
values in CRM/SRM were 0.19, 0.25 and 0.19 respectively, Sample blank + CRM/SRM were 0.37,
0.31 and 0.21 respectively. Limit of detection (LOD) and limit of quantitation (LOQ) were 0.10%
and 0.25% respectively. All the values achieved from the analysis were met the referable

international standards. Therefore, this validated method was fit for the intended use.
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n1sinsigiwenlienlulasinuludendl Wuidelunisnsiausafiuauamies any
nsrsiydide wardmiunstunsfoudeifuenladoululasauiudiuuseney Faflanna
Indudesnsrgeuanuldlivenisinssiwenludeululasiauludes Tnenisnsiaaeuannuldlivesis
Anseitu FosuFoRnslddaunasisiinseives OMAF (Official Method of Analysis of Fertilizers
(1987), 4.1.2) saufiugileddaszndeinil (2551) Ingnsiaaeunmanyueey Ao ANUNABIYEINTT
3 (Accuracy) AUnauenluifenlulnsiausedugs nans wazdn wazaaniisavesnisin (Precision)
WUy Repeatability precision W& Intermediate precision U%mmﬁwqmﬁmmsa?msﬁsﬁl@f (Limit
of detection, LOD) U3unausnaniiaiuisaiinsiesinagsieerunals (Limit of quantitation, LOQ)
(Aiwrsseu 2549) weldulunuunasgiuaina uazaunsoldiimsliesegidanaraitevenisuses

wnsprueslfuinisluleniasiely

7. A8auiuns
7.1 aunsal

711 gunsaluaziedesile
7.1.1.1 130393 4 suws Sartorius Ju BP221S uaz §u ED224S
7.1.1.2 130394 2 umiis Mettler Toledo u PL3002
7.1.1.3 ip3eanauliulasion Gerhardt U VAP20
7.1.1.4 gauauiou Memmert Ju UM500
7.1.15 Burette Class A 9110 50 ml fikunsasuiiteu
7.1.1.6 Kjeldahl tube 2uU® 300 ml
7.1.1.7 Erlenmeyer Flask 9u1n 250 ml
7.1.1.8 Volumetric flask 9119 5000 ml

[ 4

7.1.1.9 wnseaumaz Tandue nldlun1siese

7.1.2  @19Adluasdnndneds

7.1.2.1 #79819919895U509/387 919891195511 (Certified Reference Material
/Standard Reference Material : CRM/SRM)

- Ammonium sulfate 99.999% Purity 21.20 % Nitrogen (Aldrich
Chem.204501)

- Calcium ammonium nitrate 13.04 + 0.32 % Ammonium Nitrogen
(CRM-BCR 178)

- Sodium Carbonate (Na,CO5) 99.970 + 0.014 % (SRM 351a)



7.2

TN =

7.1.2.2 Boric acid (H3BOs), AR grade

7.1.2.3 Alcohol =90 % , AR grade

7.1.2.4 Hydrochloric acid (HCl) 1 N, AR grade

7.1.2.5 Methylene blue (C;4HgCIN3S), Indicator grade %30 AR grade
7.1.2.6 Methyl red (C;5H;5N50,), Indicator grade 730 AR grade
7.1.2.7 Sodium hydroxide (NaOH), Commercial grade ‘Vﬁa’sjﬂﬂ’h

7.1.2.8 Sample Blank (1dae13de @5 0-0-50)

ad
35015
7.2.1  A5mszvivenluiisululasiau

7211 %dﬁaaéwqﬂaﬁr;imumiﬁlé’ﬁmﬁmwiw 0.2xxx — 10.xxx ¢ 1d
Kjeldahl tube Sufintimiindregnsde

7.2.1.2 1 Kjeldah! tube ldwr3asndululnsiau

7.2.1.3 dansazarensnuein 4% Usuins 25 ml ld Erlenmeyer Flask wu1a
250 ml 1y mixed indicator 5 ven Lladnduufaweuluily WeiaTeandu ddaeeis
fuonlufoululnsauduesddszneu arsazarsazivasuaindvuyiiandudiden
nduaunsznauAauenTuidognindusionsauein aunua udeaunseiidldarsazaty
Uszaney 100-150 ml

7.2.1.4 thasazaneildlulnnsatuansazarsanasgiunalelnsnasin 0.2 N
isgagd lnsarsazatvazasuandi@onduasazaedongdag Suiinusuing
miazmﬂmmigmﬂimvl,aimma%ﬂ 0.2N

7.2.1.5 v Reagent Blank lnglyildfagnede yinsinssduieiufiingns

7.2.1.6 NMIAUIN
(HCV) x (UFues HCL 993679813 (ml) — UFues HCL 999 Reagent Blank (ml)) x 1.40067

UINUNVIA8819 (g)

7.2.2 FmInsnsauanuldlivesisimasiuanluilenlulasiaululewndl

7.2.2.1 ﬁﬂmﬂ%mmﬁwqmﬁmmﬁa%miwﬁlﬁ (Limit of detection, LOD) way
U%mmﬁﬁqmﬁmmaa’?LmﬂzﬁLLaziwmuman (Limit of quantitation, LOQ)

- 41 Sample Blank $1u7u 10 %1 1dlu Kjeldahl tube

- WATIVRUTD 7.2.1.2-7.2.1.6

- ARy (x) d@iudesuuiinsgiu (SD) wagA1uIuA LOD wag LOQ

NNGAT



x|

LOD = x + 35D

x|

LOQ = x +10SD

7.2.2.2 AnwIANUYNAaeweIN1TIn (Accuracy) wedluieululasiauludeind
ffvsinaueuTudeululasiausedu a1 na1s wazge lnedudunisiingesidnogng
91989450509 (CRM/SRM) Lazf10813913895u509luasfathu (Sample Blank
+CRM/SRM) fiafinwn Matrix effect #ail

-3 CRM wag Sample blank + CRM/SRM fiusanauesludenlulnsiauainy

WNtusEAy A1 Na1s Lazge seduag 10 91 wieallATesi Reagent Blank

- sefus 1.00 % AN LIBUAIN Ammonium sulfate

- 5¥AUNANN 13.04 % AN Taeld Calcium ammonium nitrate
(BCR 178)

- ﬁzﬁuqﬁ 21.20 % AN Iagld Ammonium sulfate

- AATIERMVD 7.2.1.2-7.2.1.6
- AW % Recovery WisuisuiuUsunuuesluienlulasiaususes lagly
WNUINEaNSURNY AOAC, 2012 M9t ARNULINTY >10 % AB 98-102 % Whay > 1

% @B 97-103 %

% Recovery = anaduusinuueuluiodlulasauiniwsgila (x) X 100

Usunaauludenlulpsiaususes

7.2.2.3 fnwimnuifiesvesnisdn (Precision) wealudenlulnsiouludeindl Ausmalulnsiay
s¥U Fi Na WAz g
- 3 CRM/SRM wag Sample blank + CRM/SRM fiusnaunesiluileslulngiay
1 Nang uwawas seauay 10 1 WEeu3LA3 1291 Reagent Blank lufu nanfeiiu
\iaUseiiuAn Repeatability precision
-3 CRM/SRM wag Sample blank + CRM/SRM #ivsunauesludenlulasiay
i nang Wagas s¥Auag 10 1 w¥ouAAswY Reagent Blank lusy nansniy

IWeUszLIIUAT Intermediate precision

Csedudl 1.00 % AN W8URIN Ammonium sulfate
- SEAUNAN 13.04 % AN Taeld Calcium ammonium nitrate
(BCR 178)

- S¥AuEe 21.20 % AN Taeld Ammonium sulfate



- AATIPANLTD 7.2.1.2-7.2.1.6
AUAAIAIAULTIE9UBIN5TR (Precision) 1 Repeatability precision waz
Intermediate precision Ingle Horwitz's equation (HORRAT, Horwitz's Ratio)

MUgnsiea1s Tnedlinausigausu Ae A1 Horrat < 2

%RSD = drudeauunasgu (SD) x 100 X 100

AadsUSuueuluisylulnsunIes1Ale (x)

Repeatability precision
Predicted Horwitz RSD = 0.66 x 2 (17051920 = 3ypuuauluiisululnsiaususes /

100)

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

Intermediate precision

Predicted Horwitz RSD = 2 (1705120 " - Synauneulaioylulnsaususes / 100)

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

7.2.3 ﬂ?l.] LASINYINUNENITNNA DN

7.3. LakazanIun
7.3.1 S282L981

U 19U AaAY 2556 - Augn Wauiueey 2558

7.3.2. oruianiiunis
ol URn1sianeiide nqumuinisnsiaasuiiviazdadenisudn drdnidouas

WAUINITINEAT LUAT 8

8. NANISNARDILAZIANTAING

=

nsamvaeuanyldlavesitimneiuenludonlulasauludeowndl lnoAnwinuanuaesng o

A8 LOD wag LOQ, Accuracy, Precision,lagldign153as1evivesvesdjuanisimsievde
nguauInInsavseuivuaziadonimdn drinifonasiauinisinuns wail 8 delddauuasis
AAT12MYBY OMAF (Official Method of Analysis of Fertilizers (1987), 4.1.2) SyufuAledsiAs1e%
Jaiadl (2551) Adun15aAT1erinIeg199198395uses (CRM/SRM) uazsiiag19e198esusadluansiiiiy

(sample Blank +CRM/SRM) lkanisnaaes fail



=

8.1 AnwUIuuA1gaNaIn1sadaT1ziild (Limit of detection, LOD) wazU3uiuaga
dunsadasnzinazsigaunala (Limit of quantitation, LOQ)
91AN193LAT1EI sample blank U731 A@ds (x ) Wi1AU 0.0330 AdIULTB9LUY

11915§1U (SD) Wiy 0.0221 (M519mARLING 1) wagthe SD A LOD uas LOQ léndal

LOD = X +3SD 0.0330 + 3(0.0221) = 0.10 % AN

LOQ = X + 10SD = 0.0300 + 10(0.0221) = 0.25 % AN
tufeuTinamenludenlulasiauigaiiannsatald wiidu 0.10 % wazUIun

wouluwleululasau Aauisatunseanunalalusingi 0.25%

8.2 AnwAnugneieswansin (Accuracy) wanlanieululasiauludeind
8.2.1 Binsrzvinenludonlulnsiouly Ammonium sulfate uag BCR 178 # 3 s¥6iy
fio fiszdumududusi (1.00 %AN) Armdudusziunate (13.04 %AN) waziinnadudusefugs
(21.20 %AN) szduas 10 81 ldnanisiaseviny msnenianuani 2 Ussdiuen Accuracy Tnemean

%Recovery waglU3suigua1aInmTIlAsIEiniuAasalanely t-test NaNITIATIERRINNTIET 1

=

FIANNINUAKULNUNEBUSUAL AOAC, 2012 AB ANULTUTUUINATT 10 % LNaUa

YRUSUWINAU 98-102 % WaLANUMINTUNINNI 1 % NAEBUSUWINAY 97-103 %

o a ! ada ¢ ] + =
M99 1 Nauazn1sUszliuNalun1smAINII Accuracy vedisiiasziwenludavlulasiauludend

TneALAT1E% CRM/SRM

'igﬁal’Uﬂ’J"lﬁJ % LﬂﬂJ“’lfiﬂ']'i WNanN19 t-test an%m'sﬂau%'u WNanN19
Ly Recovery gausu Usziliy boudus 95 0p | UTHHI
51 (1.009%) 100 97-103% Hnu 0.00 t o<t o HAY
t o= 2.26
nang (13.04%) | 100.05 98-102% WU 0.13 t o<t o WU
t o= 2.26
g1 (21.20%) 100.09 98-102% ey 0.61 t o<t o HAU
to=2.26

8.2.2 Awszriwanluiloululasiauludieg1919895usaaluansiiy (Matrix effect)
1n8n159LAT19% Sample Blank + Ammonium sulfate wag BCR 178 91 3 52AUAD 7152AUAULTNUUSN

(1.00 %AN) iamitadusziunata (13.0 %AN) uagfiarmitudussiugs (21.20 %AN) sefuay 10




91 IANANIIILATIENAIN A151901AKRUINT 3 Useliiuan Accuracy LagunA1 %Recovery Wag

WU g uA19INAITATIEINUAIDS ALY t-test HAaNITIHATIZNAIAISI9N 2

=

FaAnanuasunusen3UAIL AOAC, 2012 Ae AU NTULINATT 10 % Lot

PRUSUWINAY 98-102 % WagAMILUNTUNINNT 1 % LneuigaNsuvnnu 97-103 %

A5197 2 nauarmsUsTiuNalunTAINIIN Accuracy ve93sTinwsinenTudesilulasauluteiad
IneAAs1gst Sample Blank + CRM/SRM

STAUAIY % Lﬂm"ﬁﬂ"lﬁ WANI9 t-test ansﬁmiﬂau%’u NANIT
L Recovery yaUsU Usziliy ousuil o5 0 | UIEHIL
#1 (1.00%) 100 97-103% N1U 0.23 t ea<t o N
toi=2.26
nNana (13.04%) 99.97 98-102% WU 0.11 t <t o MU
toi=2.26
g4 (21.20%) 100.09 98-102% B 0.54 t o<t o WU
toi=2.26

8.3 AnwiAnuiissvasnsia (Precision) ualudeululnsiauludeind]

#1n1531A5129% CRM/SRM wag Sample Blank +CRM/SRM 7ifluSurasweuludey
lulnsiau A1 na1a uazgs Taeld Horwitz's equation TnsUsziiuaduiiisssesnsin 2 uuu fe
Repeatability precision wag Intermediate precision lanan15usziiiu il

8.3.1 N15¥A1 Repeatability Precision vavisinseienlullonlulasiauludend
Tgmsliaesi CRM/SRM fiftusinailulnsiau s nans uazas sefuay 10 61 Tutu nandeatu Tiua
MIIATIAIUANTRAARINT 2 Awamel %RSD wdiUseliulaeld  Horwitz?  Ratio  de
HORRAT lénasan1s1adi 3 %aﬁwﬁqwm@@QIuLﬂmsﬁﬂam%’u Ao HORRAT < 2 (afie, 2548)

A9197 3 nanaznsUsTiunaluNNS Repeatability Precision vas35nsngrikenlufonlulnsiauly

Joindl Ine Az CRM/SRM

Repeatability Precision (CRM/SRM)

[ Y v
ICAUAIULVUVU

% RSD Predicted HORRAT | tnauainnseayusu | nan1suseiliv
Horwitz RSD
15‘1"'1 (1.00%) 0.84 2.64 0.32 <2 WU




Na19 (13.04%)

1.09

1.79

0.61

<2

WU

g4 (21.20%)

0.49

1.67

0.29

IN
N

NI

8.3.2 N1I11A1 Repeatability precision luanssifu lnean153tAs1zs Sample Blank

+CRM/SRM - diUsinauwenluilonlulasian én na1s wazgs sedvaz 10 91 Tudu wawdesiu ke

ANFIATIZUAIN ANSNANAKUINT 3 AWIUMIAT %RSD wauseuiiulaeld  Horwitz’

HORRAT l¢uasanns1edi 4 Gﬁqﬁﬂﬁwmaﬁmﬂmsﬁaam%’u A® HORRAT < 2 (g, 2548)

Ratio 439

A1519% 4 mauaznsUTEluralun1sm Repeatability Precision veisaasigsiteuluilonlulasiauluans

AuAulnedAs1Est Sample Blank + CRM/SRM

Repeatability Precision (Sample Blank + CRM/SRM)

g4 (21.20%)

SZAUAAULTUTY % RSD Predicted HORRAT | tnauain1seausu | wanisusesiiu
Horwitz RSD
{51 (1.00%) 1.37 2.64 0.52 <2 WU
nang (13.04%) 0.88 1.79 0.49 <2 A}Y!
0.55 1.67 0.33 <2 NI

8.3.3 N1311A1 Intermediate precision vesidiiAszvinenludeululasiauludewnd

laen153A5IE CRM/SRM ffivSanawesluillonlulasiay f1 nane uaggs seavar 10 91 Tudu uag

AR LANANITIASIERAIY ANSTINAIAKUINT 4 A1UIUNIAT %RSD hauseiiulaeld Horwitz’

Ratio vi58 HORRAT l@nasdanis1ef 5 S‘i"j!qmﬁmmagiumm%aam%’u A8 HORRAT < 2 (e, 2548)

A5197 5 WaLarN1SUTEEIUNALUNNTYMN Intermediate Precision 189353uA571¢kaulatdeululnsiauly

Jowadl IneAs1edt CRM/SRM

Intermediate Precision (CRM/SRM)

FLAUAIMINTY | op RsD Predicted HORRAT | inausinnseausu | wan1suseiiy
Horwitz RSD
G‘];’] (1.00%) 0.75 4.01 0.19 <2 WU
a9 (13.04%) 0.67 2.72 0.25 <2 N1U
81 (21.20%) 0.48 2.52 0.19 <2 K




8.3.4 MIMA1 Intermediate precision ¥a93n AT zRkaNlulonlulasiaulualsifi
Tan153Asg3 Sample Blank +CRM/SRM Aifiusanaueslndenlulnsiou f nans uazgs sefuag 10
1 Tutuy waznaiseiu Wkansiesediny aseniaawani 5 daaman %RSD wiiUsudiulag
14 Horwitz” Ratio %30 HORRAT lénadsn131el 6 FaAfiavunaglunasivousu Ao HORRAT < 2
(why, 2548)

AN57199 6 NawarNISUTEIIUNAlUNIST Intermediate Precision ¥a9353tAseviwanlaiaululasiaulu

asLfu lnedlas1est Sample Blank + CRM/SRM

Intermediate Precision (Sample Blank + CRM/SRM)

ICAUATNNLTNVY % RSD Predicted HORRAT | tnauginnseaysu | nan1suseiiiv
Horwitz RSD
Gﬁl’ﬁ (1.00%) 1.48 4.00 0.37 <2 WU
nan9 (13.04%) 0.85 2.72 0.31 <2 WU
0.53 2.52 0.21 <2 NI

89 (21.20%)

9. AgUNaN1IMARBILAaLAUDIL
nn1sasasuaNultliieedidisizrnenluillenlulasauludenl auisimsen
Yol fuRnsimsenly nquimuinisasaauivkasdadenisngs d1nideuasimuinisinuns
wafl 8 fauUasanndziiasiziuns OMAF (Official Method of Analysis of Fertilizers (1987), 4.1.2)
TneTAs1e CRM/SRM wagdiegnednedeusesluansdaifia (Sample Blank +CRM/SRM) wlafne
Matrix effect fisUSnauesludeonlulasiauszdusi nans uazgs Iagld Ammonium sulfate wag CRM
BCR 178 (Calcium ammonium nitrate) Huaulanfenlulasiaususeauvindu 21.20 % way 13.04 %
mudeiy Tdnansasiaseusil
1) Ininuean1snsIany (Limit of detection, LOD) Aa 0.10 % AN
2) VANAVINTIATIUTUIU (Limit of quantitation, LOQ) A® 0.25 % AN
3) Usziliual1uQnAes (Accuracy) ¥84n157M31NAT %Recovery fivsuawenliniioy
lulnsiauszium nans uazg
Tu CRM/SRM 16iFn % Recovery winfiu 100%, 100.05% wag 100.09 % Auafu
Tu Sample Blank + CRM/SRM LA Recovery iniu 100%, 99.97% waz 100.09 %

ANUAIAU



1) Anailesesnsin (Precision) MUTunamesludenlulasiaussiui nans uazgs
4.1) Repeatability precisionlngld Horwitz's equation
Tu CRM/SRM liAi1 HORRAT iinfiu 0.32, 0.61 wag 0.29 m1sansu
Tu Sample Blank + CRM/SRM 1¢ifn Horrat winfiu 0.52, 0.49 wag 0.33 ANaIAU
4.2) Intermediate precision Ingld Horwitz's equation
Tu CRM/SRM 1giAn HORRAT iinfiu 0.19, 0.25 uag 0.19 anatdsiy
Tu Sample Blank + CRM/SRM 1¢iAn Horrat winfiu 0.37, 0.31 Wag 0.21 % suanau
il anuaTuk NN sseRsURLAAsTIUEINa  wandliiiudn 33eseiuTina
worluflenlulasuludenll veseslfuinistinsenle nquimuinisnsivaeuiivwasladenisnda
diinideuaziauinisinuns wai 8 dnadiesizifinnugnées wiudl uazundedie Miunmeinig

BOUTUANNLINIFIUANG UazliaussousAnemunzansanisldau

10. msumauIglUlduselewd
o aday v i v aca ¢ ~ & ada ¢
1. W38 Alasun1snaasuaIulglave it imsiziveluiloululnsiaw duidsiwsie
WINTPINVDWRIUHTANTIATIEN nquimuInIsnTIvaeuitazdadunisunds d1inIdunwasiinmuinig
LYAST LUAN 8
2. dayanlaainnisnagesvuldusznaulunisduvengveutienssuses ISO/IEC 17025 :

2005 Tuveuvienismusinaseslideululasauludewmiiunilsuses

11. ANvaUA

12. 1981591994

o Y

1 a = 1A ada 6 + a o a o v U a a
NRNIYLNYAILAN. 2551. @M@Uﬁ’lmi’]%‘lﬂq&ﬂm. d1nI T WU INEANIINITINERT NTNIVINTT

WNWAT NIENTIUNWATLATENNTL. 66 UL,

L3

AR #n3g. 2548, LBNANTUTENOUNNTBUTH-FUNUIVINTANUAEVNTIUIMT 1309 NMINTIANgY

ANNYNARIYRYITNAGRUMIALAT @n1TUeIMT. NTUNNY 40 vitl.
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13. A1ANUIN

A1519MANUINT 1 Nan15Asen woslufloululasiau ves Sample blank WewiAn LOD wag LOQ

WunNAIeE1e  Usuaas HCL

Fi (g) (my) %AN
{ 0.5036 0.05 0.03
2 0.5029 0.05 0.03
3 0.5024 0.00 0.00
4 0.502 0.00 0.00
5 0.5004 0.05 0.03
6 0.5025 0.10 0.06
7 0.5000 0.05 0.03
8 0.5016 0.10 0.06
9 0.5015 0.05 0.03
10 0.5013 0.10 0.06

Average 0.330




SD 0.022

LOD=A1a88+3SD 0.10

LOD=A1288+10SD 0.25




[y [

M1T9N1ANUINT 2 wan1TAATIen wouludewlulpsiaunseAuseausn nana wazadlagld Ammonium sulfate waz CRM- BCR 178 fUSunainenluiey

lulnsiaususes 1.00, 13.04 way 21.20 % MINEIAU WBIATIZVNIAIAIINGNABY (Accuracy ) WAy AINNLABILUU Repeatability

precision
anudaduseaus AN TUTZAUNANY ARUdNTUTEAUGe
i Ywein 315 Ammonium | 1w U311@s  Ammonium |  uwein U3u1m3  Ammonium
CRM/SRM HCL Nitrogen CRM/SRM HCL Nitrogen CRM/SRM HCL Nitrogen
(g) (mQ) (%) (9) (ml) (%) (9) (ml) (%)

1 10.1728 35.80 1.00 0.2055 9.55 13.15 0.2018 15.05 21.12
2 10.2339 35.85 0.99 0.2037 9.25 12.84 0.2028 15.15 21.16
3 10.2933 35.75 0.98 0.2045 9.40 13.00 0.2009 15.00 21.15
4 10.2275 35.65 0.99 0.2018 9.20 12.89 0.2018 15.15 21.26
5 10.2085 36.00 1.00 0.2058 9.65 13.26 0.2006 15.10 21.32
6 10.2462 36.30 1.00 0.2000 9.30 13.15 0.2014 15.25 21.45
7 10.2508 36.60 1.01 0.2012 9.35 13.14 0.2005 14.95 21.12
8 10.2325 36.20 1.00 0.2008 9.35 13.17 0.2000 14.95 21.17
9 10.1954 35.90 1.00 0.2016 9.20 12.91 0.2013 15.10 21.24
10 10.2735 35.85 0.99 0.2023 9.30 13.00 0.2009 15.05 21.22
Aadey 1.00 13.05 21.22




SD
% RSD

0.01
0.84

0.14
1.09

0.10
0.49

[y

'
[y o

A139NANUINT 3 nan1Tiasewealullvululasiauludiegnegnsdesuseduansduiiu (matrix effect) AisgAuseaun na1s wazgelagld Sample

Blank+ Ammonium sulfate wag CRM- BCR 178 fiUSurausanluiloululnsiaususes 1.00, 13.04 wag 21.20 % H1UEAU L‘ﬁa

JATIIMAIAINGNADS (Accuracy ) Uaw AINULTBILUU Repeatability precision

anududussaus AN TUTZTAUNANY ANUdNTUTEAUga
i dwdn  dwdh U3uas Ammonium | thwdn  twdh USu1as Ammonium | dwin twdn USu1as  Ammonium
CRM/SRM  #78813  HCL Nitrogen | CRM/SRM @28819  HCL Nitrogen | CRM/SRM @28819  HCL Nitrogen
(s) (s) (ml) (%) (g) (g) (mU) (%) () (s) (mU) (%)
1 10.2334  0.5045 37.80 0.99 0.2023 0.5003 9.25 12.95 0.5018 0.2011 15.25 21.45
2 10.2702  0.5028 38.50 1.01 0.2027  0.5009 9.25 12.92 0.5022 0.2022 15.15 21.19
3 10.2013  0.5028 37.80 0.99 0.2013 5.0170 9.40 13.22 0.5034 0.2023 15.30 21.39
4 10.2544  0.5003 38.80 1.02 0.2014  0.5003 9.30 13.07 0.5036 0.2016 15.05 21.11
5 10.2095 0.5044 37.50 0.98 0.2019  0.5007 9.20 12.90 0.5005 0.2027 15.15 21.14
6 10.2453  0.5048 37.65 0.99 0.2043  0.5000 9.40 13.03 0.5009 0.2017 15.15 21.24
7 10.2264  0.5013 38.70 1.02 0.2056 0.5006 9.60 13.22 0.5010 0.2012 15.05 21.16
8 10.2322  0.5044 38.00 1.00 0.2009 0.5019 9.20 12.97 0.5009  0.2030 15.15 21.11




9 102755 05005  38.20 1.00 0.2007 05015  9.30 13.12 0.5016 02024 1520  21.24
10 10.1821 05034  37.55 0.99 0.2053 05018  9.45 13.03 0.5020 02019 1510 2115
Al 1.00 13.04 21.22
SD 0.01 0.12 0.12
% RSD 1.37 0.88 0.55

A199N1ANUINT 4 nan1TAas1en wouluidewlulpsiunsedusedusm nane uazgalaeld Ammonium sulfate war CRM- BCR 178 HUSunaumenluiey

Tulps1aususes 1.00, 13.04 wag 21.20 % MUARULNDALATIZRMIAUAUNALILUY Intermediate precision

armduduszdud ANududusEAUNan ANUNdusEAUGS
5, tiwitin U31195  Ammonium | it V31195 Ammonium |  twitin Y3115 Ammonium
CRM/SRM HCl Nitrogen CRM/SRM HCL Nitrogen CRM/SRM HCL Nitrogen

(9 (ml) (%) (9 (mU) (%) ) (mU) (%)
15 31.A.57 10.2513 35.80 0.99 0.2045 9.45 13.10 0.2001 14.95 21.17
16 1.A.57 10.2273 35.50 0.98 0.2032 9.25 12.88 0.2037 15.20 21.11
17 1.a.57 10.1411 35.10 0.98 0.2016 9.20 12.95 0.2034 15.25 21.28
18 1.A.57 10.2723 35.95 0.99 0.2039 9.35 13.01 0.2005 15.05 21.30
19 1.a.57 10.0727 34.90 0.98 0.2016 9.20 12.97 0.2018 15.10 21.26
20 §1.A.57 10.1940 35.55 0.99 0.2032 9.30 12.99 0.2012 15.00 21.17




25§la57 | 101142 35.30 0.99 0.2043 9.30 12.89 0.2045 15.40 21.33
27 §la57 | 103085 35.95 0.99 0.2017 9.30 13.10 0.2035 15.20 21.21
6 w857 | 10.0853 35.60 1.00 0.2028 9.40 13.13 0.2025 10.30 21.41
7We57 | 10.2450 35.95 1.00 0.2052 9.35 12.96 0.2012 15.15 21.61
Aade 0.99 13.00 21.27

SD 0.01 0.09 0.10

% RSD 0.75 0.67 0.48

A5NANUINT 5 Han15Aseukauluioululnsiauludieg19919995usasluansitiy (matrix effect) N5

[y

usegnu

A1 nans wazaslagld Sample

9
Blank+ Ammonium sulfate uag CRM- BCR 178 fluSunauenluieslulasiaususes 1.00, 13.04 uaz 21.20 % suasu e inses

WIAMUINBILUU Intermediate precision

armduduszdud AMUNdUTEAUNANS ANMUNdUTEAUGS
Sufi dwiin  dwdn Usuams Ammonium | dagin dawin USuams Ammonium | dagin i USwaes  Ammonium
CRM/SRM  #99819  HCL Nitrogen | CRM/SRM @a8g1e  HCL Nitrogen | CRM/SRM @78g19  HCl Nitrogen
() (9 (ml) (%) () (9 (ml) (%) (9 ) (mL) (%)
15 41.A.57 10.0942  0.5046  38.20 1.02 0.2035 0.5027 9.35 12.96 0.2001 0.5001 15.00 21.19
16 11.A.57 10.2720  0.5019  38.00 1.02 0.2057 0.5012 9.40 12.90 0.2035 0.5008 15.35 21.32




17857 | 102328 05035 3540 0.98 0.2029 05034  9.30 13.01 0.2009 05014 1520 21.47
18 8457 | 102525 05020  37.75 0.99 0.2052 05027  9.45 13.01 0.2025 05030  15.35 21.45
19 857 | 102075 05000  36.40 0.98 02029 05022  9.45 13.21 02011 05002  15.25 21.52
20§lA57 | 102210 05015  36.40 1.01 0.2008 05000  9.15 12.94 0.2029 05010 15.15 21.20
25§lA57 | 102587 05020  35.85 0.99 0.2048 05024  9.50 13.14 0.2048 05002  15.50 21.43
27 §lA57 | 101786 05029  36.90 1.00 0.2009 05015  9.35 13.19 0.2025 05045 1525 21.36
6 W.8.57 | 101738 05013  36.85 1.00 0.2003 05014  9.30 13.13 02011 05018 15.15 21.32
7We.57 | 102100 05040  37.55 0.99 0.2030 05005  9.30 12.97 0.2017 05003 1525 21.44
Aadey 1.00 13.05 21.37
SD 0.01 0.11 0.12

% RSD 1.48 0.88 0.55




