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Development and Method Validation on Analysis

of Total Nitrogen in Fertilizer by Combustion

Method
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a

Tulpsuludaiuazdedun3d sening 2 35 Ae 359 1 lnswatialaanivia (Kjeldahl Method)

= a

way IewmAllAAauUaTY (Combustion Method) WIsuwigunan19ana Paired t-test Wuin wa

a

a LTS 3 3 ada + IS +, a 1 1 [
Anszrvsinalulnsiauiunvesis 2 35 IUIJEJLﬂiJLLaniEJEIUVI'ﬁETLNLLGIﬂG]']Qﬂu LS YINNTTUN

a ¢ (% a

USunausingananunsansivinle tudaniuasdedunsdwintu 0.02 uag 0.06 kagU3uiuman
a11715005393nUSIale Tnedinnuudunazauiies wirdu 0.24 wag 0.198 N1sitgataAIy
WY UaEAUTIEYRYIsIATIETTEAUAIINTUM Na1e a9 Tudewndl 1@ %Recovery winiu

99.5 100.19 way 99.94 wazA1 HorRat 1¥i1iu 0.84 0.41 wag 0.08 wazUedunid L %Recovery



100.49 98.50 waz 98.54 WazA1 HorRat WU 0.33 0.37 wag 0.15 MNaSU AuSIdy Tana

[ =

AATIEANLALAIAURLULATAUNEY HIUNUIIN1TEONTY AuTasUlaInT8Tmee

Sa

aa

Tulasiwuimunludaiaduazdedunsd lne3Smalianaudadu (Combustion Method) {Uu3s

W95 UYL URNT NANgndes wiug wasminzauiumsldaumnuingussad

Abstract
Method Validation on Analysis of Total Nitrogen in Chemical Fertilizer and Organic Fertilizer by

Combustion Method Operated from October 2015 to September 2016. At the System Research
of Fertilizer. Agricultural Chemistry Research Group. Agricultural Production Science Research
and Development Division. Analysis of Total Nitrogen in Chemical Fertilizer and Organic Fertilizer
between Kjeldahl Method and Combustion Method Then compare the results by Paired t-test.
Were found, Total nitrogen content of both methods in chemical fertilizers and organic
fertilizers is not different. The limit of detection of Chemical Fertilizer and Organic Fertilizer were
0.02 and 0.06 and limit of quantification is 0.24 and 0.198. Accuracy and precision of low,
medium and high concentrations in Chemical Fertilizer were 99.5, 100.19 and 99.94 %Recovery
and HorRat were 0.84, 0.41 and 0.08 in Organic Fertilizer were 100.49, 98.50 and 98.50 %Recovery
and HorRat were 0.33, 0.37 and 0.15 acceptance criteria. Combustion Method Analysis of Total
Nitrogen in Chemical Fertilizer and Organic Fertilizer is standard method for laboratory, and fit for the

intended use.

6. A

Tulasou Wusmitiedesmaduliinasnmiosnemsusinana (Macronutrient) Ssileindusnidl
unumdAylunMsT A ulnvesiY (AnN15gnIAIgUgivinen, 2548) Tulaswululewniiiivanegy wu
wesludlolulpsiau luwsvlulnsiau gEolulasau Wiy mesedlulaseuluwsassuAiisawed
wananey 1wy Tulnsiaunanualdisieaniia (Kieldahl Method) n3e3aneuifadu (Combustion
Method) (AOAC, 2016) NSHAUNTEUUNNTATIIATIEYVRBIUURNS I lunsgiuaina Fudud
UfoaliT AT savEaw fszuunismuauAnA M (Quality control) wagnsUsEiugaIAIN
y04vpeUFUANT (Quality assurance)maidenliisinnegiiunzaniunesilo gunsal uazansiadl

A 1 o 9w a a a wa o A A a ad a ¢ =
ey vinlanuszansamlunsuifauas malulad insedle uazmellads Tiaszvsmemnsily

fegnelssanengg dniswasuwdaydsulsyiaun Wllaumuizay gndes 59a59 wazilu
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7. A5aduns

7.1 gunsal

- idastalnimeadion 2 duvis uay 4 dums

- infediangiilulpsiaunuunontatiy Ju TruSpec N
- inseaufuaztandu Alilumsiesgi

- Boric Acid (H3BOs3), AR grade

- EDTA Standard (Leco)

- EDTA (Merck)

- Lecosorb (Sodium Hydroxide wag coated on silicate)
- Anhydrone (Magnesium Perchlorate)

- Furnace Reagent (Calcium Oxide wag kaolin)

- Alumina Oxide Pellets

- Magnesium Oxide

- -N-catalyst Reagent

- Copper Turning Degassed

- Copper Turning Degassed

- Copper Sticks

- Quartz Wool Strips

- Steel Wool

- Ammonium dihydogen phosphate (NH4H,PO,4) ,AR grade
- Boric acid, AR grade

- Copper sulfate (CuSO4.5H,0), AR grade

- Ethyl alcohol 90 % (C,HsOH), AR grade

- Methylene blue, AR grade

- Methyl red, AR grade

- Potassium sulfate , AR grade

- Salicylic acid , AR grade



- Sulfuric acid 95-98% , AR grade

- Standard hydrochloric Acid 1 N, AR grade

- Sodium hydroxide, Commercial grade

- Sodium thiosulfate, AR grade

- Zinc granular, AR grade

- uffa Helium ¥linu3ans 99.999%

- wiha Oxygen wliAuTavs 99.7%

[y

40919895 UT0Y/ AR 04D INTTIY

%4

Urea 46.54 % 0.08 % (CRM-BCR 179)

Ammonium Dihydrogen Phosphate 12.13 £ 0.047 % Nitrogen (SRM No.194 NIST)
Potassium Nitrate 13.85 20.01(SRM No.193 NIST)

Calcium Ammonium Nitrate 26.019 & 0.054 % Nitrogen (CRM-BCR 178)

CRM GBW07415a 0.19710.06%TN

Sodium Carbonate 99.970 X 0.014 % (SRM 351a)

7.2 38015

7.2.1. YaumSeusiegadeindl dmiuliaseiuTinalulasauimue wagdans1adaiuses

7.2.2.

(Certified Reference Material; CRM) AflAa15u504 (Certified Value) waza1ra1nuli
uiuau (Uncertainty)seAuadnuidadugs nang o
o a + ° ) a [ N o ) | Y o '

Jonseudedmiunmsieseilann Jonliduaulddininanududuas 20 A9e19

wag JeBun3ddnuau 30 feognq

7.2.3. Awsznvmviunalulasiauiamualudiegnadond wazdedunsd auisusenia

7.2.4.

7.2.5.

nIENTIINYAsLAzANNTal (309 AMvuAnITNIB NIRRT IEAIaTl WA 2559 3
1.05.01 lnawallalaanvialkjeldahl Method) wag 35 1.05.02 imatiaasudadu
(Combustion Method)
Wisuieunaiiasizivesis 2 waie lngldadd ttest fszfuarudatu 95
Wosidud
Anw1MIAn Range and Linearity v84333A51v7383ns1eRlulasiauianunlngly
Combustion Method
7.2.5.1 43 Sample Blank 0.05xx n§u, Wil Sucrose 0.5 i1 wazifisl EDTA 7 Sy

U%mmﬁmﬁﬂ R 0.03xx, 0.06xx, 0.1xxx, 0.2xxx, 0.3xxx, 0.4xxx ey 0.5xxx

Ay



7.2.5.2 WlUAasesiep3es TruSpec N

7.2.5.3 thdeyailldinadunsmszyieUEinalulnnoumg) fuiufivesas( Area)

7.2.5.4 finsanvieiiiudunse

7.255 4 Sample Blank 0.05xx N5, Ay Sucrose 0.5 W1 Lagliy EDTA 7 526U
U%mmfmﬁfﬂ A 0.03xx, 0.06xx, 0.1xxx, 0.15xx, 0.2xxX, 0.3xxX WAy 0.4xxx
n¥u Tugrenududuiidudunss sy 4o 4.2.5.4

7.2.5.6 WilUAmszaigarsos Truspec N Ustnasnimrdnas 3 91

7.2.5.7 duiinwa a@d1ensseninsUsinalulasiau(me) fuituivesans(Area)

7.2.5.8 fansanmdulszansandusius (Correlation coefficient : 1) : r > 0.995

7.2.6. NM3AN®IAT Limit of Detection (LOD)

7.2.6.1 %3 Sample Blank 0.1xx n3uuastiis Sucrose 0.5 w1 WrlUuBAsievidae
A38d TruSpec N

7.26.2 tufindeya  wazduiamanads Audeuunasgu

7.2.6.3 AUAT LOD whaz LOQ muqm(EURACHEM, 2014)

LOD = 35S,
LOQ = 10S,
~ \ 5
e S\o= —
VT

S'e  wvnede AndeavuniasgiudmiunisAuin LOD wag LOQ
So e ALJERUULIATEINAINNTTYINGIWES Sample blank

n YUY INUIUTIVDIAIDENAFDU

7.2.6.4 anilun1siigad Accuracy Uag Precision 989 LOQ lagn1sinsey
asazateuInagiu Wiaududurirfunielndidestu LOQ 21t
aliun1essnUsawenludsululasiauluaisazaisuinsgiuninan?
$1u9u 10 91 AuruniAeds wazanlsavuminsgu uasUszidu
Accuracy lag@AIUI % Recovery (lNeU91n1589U5U 95-105 %: AOAC,
2012) waz Precision lagUseifiuAn HorRat (\nau9in1580u5u HorRat <
1.3: (AOAC, 2016)

[ 1% a o

7.2.7. igauAuusiu (Accuracy) A3LiIee (Precision) agldiane19de3uses (Certified
Reference Material; CRM) sgfiuAsdudy 8¢ na1s i1 Binsigvianunduduag 10
%:’ o a 6 o aa 174 & o d‘
91 YIHaN15AT1EAUIUN9ETR lagldinuaniinuan1uininsgiu AOAC

Official Methods of Analysis (2016)



7.2.8. @3ULagIIHNUNANITNARDY NTBUTATIENAUALAT InaiUSeuiguAununIg
AAsigd szepnaInTiesIes uneunTinsesiiiudsunlas wasanuuiuges
Fheseivialulasauioun Wesidud) ludeniiiegeidaeis
Combustion wag3d Kjeldahl

7.3 auazanIui
JLYLLIANIUAY 2559 Fugn 2561 931 3 U

8. WaN1MAARIAYITA
NMFITwidsinalulsunsualudteg et daududuii nans ae anududune
20 91 wazdedumnse 30 91 WIbuWiey Pair t-test

A9 1 Wsuiieunalmziileann 2 35 1aeldads Paired t-test

Paired t-test

yialy HANTUTEULEY
texp terit

{Joiasiane 1.90 2.09 ns

WHIEHNERRGEN 1.73 2.09 ns

WHIGHGEGR 1.08 2.09 ns

Jodun3d 1.62 2.05 ns

N15%1A1 Range and Linearity ¥a3laiadl lngadransinszninaUsunalulasiau(me)
(wnuy) Autufivesans(Area) (wnu X) witsanmdudunss wudieglugag 3.0595-48.564800
fadn3u lulnsuenanyiuudmaauazgsgaiianansadald)  1denends 3-38 fadnsululasiou
13nmen Linearity A Correlation coefficient () Wit 1.0000 @wnuwnaeiniseensu 3aden

(unaldanu



Certified = 10 (milligrams)
60.0000
y=15.8605x+0.1417
50.0000 R? = 1.0000
40.0000
30.0000
20.0000
10.0000

0.0000 Area
0.0000 05000 10000 15000 20000 25000 3.0000  3.5000

> | I Y a &
AINA 1 LEAAINITIVINAMMYULEUNTS (Range) GU'PJ('Iﬂ'Wi'JLﬂi']g'ﬁLUImiL"i]UWQﬁllﬂ

Certifidex10(mg)
45 :

y =15.8633x+0.0799
R? =1.0000

40

35

30

25

20

15

10

area

a a ¢ ! . . a & + a
AT 2 WARINANITIATIZYMAT Linearity Yain15Bnszilulasiaunsvunlulewnd

N15M1A1 Range and Linearity 90slu8uv3d lngasansmlsenineUsunalulasiauime)
(wnuy) Auilufivesanstarea) (nu X) waennuidudunse wuteglugae 3.200-50.800 fiadniu
lulasauGnanUinamaauazgeaaiiannsadsls) @ono1vas 3-41 fadnsululasiau  thuivien
Linearity léin Correlation coefficient (r) winfu 1.0000 Fehunasinissensy  sudendutdld

37U



45

40
y =18.0120x- 0.0307

35 R? = 1.0000
30

25
20
15
10

]
]

] 1 I v a g.; +H oA = 6
AW 3 wanan1smYeA U dudunse (Range) vasnsiaseitulasiauiamunluledunsd

Certifidex10(mg)

35.00

y=17.911x+0.0066

30.00
R?=0.9999

25.00
20.00
15.00
10.00

5.00

0.00 area
0.00 0.20 0.40 0.60 0.80 1.00 1.20 1.40 1.60 1.80

P a ¢ i . . a & 4 a  ae
AINN 4 LEAAINANITILATIEHRIIAN Llnearlty GU@Qﬂ’]i’JLﬂi’]gﬁ‘IUImjL"ﬂquﬂN@quEJE]U‘W?U



[ cal 1

M990 2 MSANIAILOD waz LOQ leenisinseidiegnlewniiuasdeduvsdnliiarsiaula

]
1% (%

(Sample blank) 0.1xxx NSU WaLAL Sucrose 0.5 WINUBIUNULNTIINUA ATUIUMIANAEY  LazAIAIIM

LTQJ‘IEJQLUUN'W]SE']H
ANN9EDA Joiadl Jodun3d
Mean (n=10) 0.07 -0.0300
SD (n=10) 0.02 0.067
LOD (35'0) 0.02 0.063
LOQ (10S'0) 0.24 0.198
HorRat 0.26 0.33

v

A13197 3 N135ANYI Accuracy kag Precision 983353tAs1esilulasiaurianualudewndl Nsedumiy

v s

\Wuduga nane Awan1TIATI CRM Aszumnuitudiugs Urea 46,54 % 0.08 %N (CRM-BCR 179)

[y [y

fsgumdudunans Calcium Ammonium Nitrate 26.019 + 0.054 %N (CRM-BCR 178)uagfiszsiu

aadudusn Ammonium Dihydrogen Phosphate 12.13 & 0.047 %N (SRM No.194 NIST) w3y

A15a8aneNANUINTU ( 2.00 %N ) kagtiy Sucrose 0.5 N

4
o

%1 %TN fimaitatusn %TN fimnududunans  %TN fimnuidutugs
1 1.91 26.038 46.45
2 2.05 26.039 46.52
3 1.94 26.072 46.42
4 1.97 25.873 46.48
5 2.05 26.351 46.66
6 1.95 26.216 46.54
7 1.95 26.518 46.56
8 2.07 26.116 46.41
9 1.94 25.579 46.55
10 2.03 25.938 46.54
mean 1.99 26.07 46.51
SD 0.06 0.26 0.08
%Recovery 99.5% 100.19 99.94

HorRat 0.84 0.41 0.08




a = ! aca & o " A aa o &
M99 4 A1TANYINIAN Accuracy GUEN'Jﬁ'JLﬂiWSMnIUImﬁLT’UUVNWNQGUENW'J'E]EJ'N‘IJEJLﬂil NUANWUSUBILUD

13 (Matrix) umneinaifu veseg13 Dolomite (Sample Blank) s CRM fisgfuauidadugs nang
AWANTIATITA CRM fiszfuanadadugs Urea 46.54 & 0.08 %N (CRM-BCR 179) szfiuainy

Waudunana Calcium Ammonium Nitrate 26.019 & 0.054 %N (CRM-BCR 178)uazfiseiuainuidady

#1 Ammonium Dihydrogen Phosphate 12.13 2 0.047 %N (SRM No.194 NIST) wisaduaisazany

NANUTNVY ( 2.00 %N ) wagtiy Sucrose 0.5 Wi

14
o

9l Dolomite %TN fiennandudu  %TN firnnadudu 9%TN Ay
(Sample blank) i nag RIEGIIGE
1 0.06 1.95 25.90 46.53
2 0.06 2.16 26.12 46.52
3 0.03 1.98 26.23 46.53
4 0.04 1.99 25.66 46.58
5 0.08 1.95 26.02 46.51
6 0.07 1.96 26.19 46.59
7 0.08 1.95 26.19 46.33
8 0.10 1.96 26.23 46.58
9 0.09 1.95 26.05 46.48
10 0.08 2.03 26.05 46.45
mean 0.07 1.99 26.07 46.51
SD 0.02 0.07 0.18 0.08
%Recovery - 99.5 100.19 99.94

HorRat - 0.98 0.28 0.08




(%
v

a = .. ada ¢ + a a6 =
AN 5 N15ANWN Accuracy kag Precision GUEN'Jﬁ'JLﬂi'w‘wl‘UIGﬁLQUVNWﬁJﬂquEJ'E]'U‘VliEJ AT NIIANTN

IS

ez ladas (Matrix)

(%)

WA Accuracy UB4IaILATIEYLULATIAUTIMNAURIFI0E19 e BunSE NNA
W CRM isgiuanuidudugs

uAnAsiY Yosiaegns Asefumnududugs nans M1 wan1siAsIy
KNO, 13.85 & 0.01 %TN (CRM-BCR 179) fiszfuma1uidudunans Ammoniumn Dihydrogen
Phosphate 12.13 & 0.047 %N (SRM No.194 NIST) w3ssifuaisaratefininududu (6.0 %TN )

AN UAN CRM GBWOT7415a Aanadiady wirru 0.19740.06 %TN uaziiiy Sucrose 0.5 i

4
o

4171 %TN fimnuidutudn  %TN Aimnududunans  %TN fimnandudugs
1 0.203 5.89 13.83
2 0.197 5.88 13.85
3 0.196 5.93 13.86
4 0.199 5.86 13.80
5 0.201 5.96 13.67
6 0.194 5.88 13.82
7 0.197 5.89 13.81
8 0.198 5.88 13.74
9 0.192 5.90 13.85
10 0.201 6.09 13.80
mean 0.198 592 13.80
SD 0.003 0.07 0.06
%Recovery 100.49 98.50 98.50
HorRat 0.33 0.37 0.15

9. ajUnan1InaaauataLauBLUL

a

nsnsanaeuaylflfuesiziineilulnnauiomualutonduass lnesniunis
Ansgiviinalulasauludeeiivasodund sening 2 35 fe 357 1 lnemadaaanivia
(Kjeldahl Method) wag A8wmatianeudatu (Combustion Method) LWUS8UBUNANISAD A
Paired t-test wud1 nadias1ziUTalulasiauiaavesis 2 38 Tudlswnduasodunidll
wLAnFsfY Lazannsmdinadaaiiamnsansaainld Tudoieiivas(odunidviniu 0.02
uay 0.06 WazUinasianfianunsonsainuiinald Tneflauwiunagauiies winfu 0.24

LAz 0.198 NMIFUANLLLY KaTANULNEIDITIATIENNTEAUAIUTNTUA Na1S g3 Tu

Juiadl 19 %Recovery Wity 99.5 100.19 wag 99.94 uagen HorRat iy 0.84 0.41 uag 0.08 way

524

gdun38 e %Recovery 100.49 98.50 way 98.54 WagA HorRat winAu 0.33 0.37 way 0.15



10.

11.

FNUAWU MINEINU FINAATIZATLIRAIANULNULAZAMULTES NIUNUTINITENSU AITUT
ayulainitiessilulasuimualuderivasledunsd lagTmalinnoudatu (Combustion
Method) 1JudsunsguvesiesufjURn1s fllanugndes wiudr uazwmnzauiunsidauny

Tnguszasd iliulainisnldegianumunzandunisldnuniuingUszad (Juisidaean
& A A &

TURDY warszEzaTuMTIeT  Snvsdaluisnasan sinss waelinnuuaensieseding e

1NYU

nsunasuIe iU levd

v aada 4 ¥ aada (3 gj + =
ATTNAIUNITIATICN LL@BG]TJ"U?I@UF’]’NQJI%’LWUEN’E'JLﬂﬁ?%%l‘lﬂmiL"DUWQMNWI‘UQSLF’]N

ada

wazledunid lneiSmalianeudatu (Combustion Method) 163870 unnsgiuves
weslfuRnig manistesieiilulyaunaeidivuaveainsgivaina wagldteyananis

nyaeuanuldlnveidiiassiielilaunsgiunu 1SO/IEC 17025

LONE39194

NTENTINNBATUAZANNTAL. 2559. UsenAnsenIanunsuazannsal 13ee fmuanssu3snis
ATIRATIeR  Jevadl . 2559, 19 UUNYY LaY 134 noudiAy 2 ¢ 4 UNTIAY
2560

ANIENIIUNITAIYINITVRINTUINIAANTUINS. 2554, WUINNITIAYINANNALRAUNAVDY
11530, JSNURE TN UNTENNEANAUILIIR. NFANNA. 131 9T

prnsEnIednUitanen. 2548, Ugiinedesiu. adedl 10. drfnfiast
UNTMINGIFUNYATAIERS. NTANN

9UINT A9 WAveIH AvnYS. 2553, lenansUszneumsiineusy nénges “anuldlivesis
VAFDU”. NTUINYIMANTUINIINTENTIIMEMansiazmalulad. Ngunna. 33 nii
547 i

Association of Official Analytical Chemises (AOAC). 2016. Official Method of Analysis of
AOAC International 20" ed. Gaithersburg Marry land, USA. Official Method 920.03.
p.15

American Society of Testing and Materials (ASTM). 2001. Standard Practice for
Preparation, Standardization, and Storage of Standard and Reagent Solutions

for Chemical Analysis.



