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Method Validation on Analysis of Total Nitrogen in Chemical Fertilizers
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wnsgIvanaty dudensivasuaulilavedisnisinsey dweslfuiRnisinssily laanudas
28n15U99 Association of Official Analytical Chemists (AOAC, 2005) ﬁwmiﬂiuﬁummgﬂﬁm
(Accuracy) AL (Precision) WagUsunasanfianusainla (Limit of Detection) lngn153AsIes
fee195uTe9 (Certified reference material, CRM) BCR 178 wag BCR 179 faiiUSuaslulesiauyianus
Suspaiiiu 26.019 Wesidu wavd6.54 Wasidu muddu  wazilesieisiegnasusesluanssiiy
(Sample Blank + CRM) wan153tAs1e# CRM wag  Sample Blank + CRM 3 S2AUAMLTLTY ABSN
(1.0002 Wosldw) nane (26.019 Wosldu) wazas (46.54 Wesidu) eUssidiuAmAmugnABdIna
Recovery Tu CRM lawiiu 99.98, 99.47 uag 99.91 wWesidu mudwu Tu Sample Blank + CRM g1
WU 99.98, 100.12 way 100.13 Woesldu mua1su Ussiliumnuiieswuy Repeatability Precision 7
FEAUANMULTNTUA NA1e g9 lagldaunisues Horwitz's Ratio laein HORRAT Tu CRM winiiu 0.38, 0.69
uag 0.86 mua1su Tu Sample Blank + CRM  lavindu 0.38, 0.66 Waz 0.72 miuaiau  Usziiiuainu

WBaWUU Intermediate Precision 5gfuAuidudusm nane g1 lu CRM lafn HORRAT wirfiu 0.24,



0.33 uaz 0.09 muawu  Tu Sample Blank + CRM  laindu 0.25, 0.39 wag 0.16 ANEIRNU 9
USunasaananinsadala (LOD)  wiviu 045 % wazUSunusianfiannsaiinseiiassenurale
(LOQ) Winfiu 0.79% FeAMLATIUATURNUNNNITEBNTUNNNINTFINANG  AatiuFaasulainiBnis

Aaentvangiumsidanumuingusease

Abstract

Development of method on analysis of total nitrogen in chemical fertilizers in order to
achieve the result which is accurate, precise, reliable and referable to international standards,
the analysis method validation is needed. The Fertilizers Analysis Laboratory, Office of
Agricultural Research and Development Region 8 has modified method based on AOAC, 2005 to
assess the accuracy, precision and limit of detection. The certified reference material (CRM)
including BCR 178 and BCR 179 which contain 26.019 % and 46.54 % of total nitrogen and CRM
with matrix sample (Sample blank + CRM) were analyzed. The characteristics of the method
showed that the percentage of recovery of CRM at 3 levels of its concentration including low
(1.0002 9%N), moderate (26.019 %N) and high (46.54 %N) were 99.98, 99.47 and 99.91%
respectively. Percentage of recovery of Sample blank + CRM at low, moderate and high
concentration were 99.98, 100.12 and 100.13 % respectively. The repeatability precision at low,
moderate and high level, which were evaluated by HORRAT values in CRM were 0.38, 0.69 and
0.86 respectively, while Sample blank + CRM were 0.38, 0.66 and 0.72 respectively. The
Intermediate precision at low, moderate and high level, which were evaluated by HORRAT
values in CRM were 0.24, 0.33 and 0.09 respectively, Sample blank + CRM were 0.25, 0.39 and
0.16 respectively. Limit of detection (LOD) and limit of quantitation (LOQ) were 0.45% and
0.79% 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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19938 ATzt Hoau fURn1sldfauUasisTinaiuas AOAC (2005) Taufugiioldhnseviieind
(2551) IngnTI9d0UAMANYMEAIIY AD AINYNABIVBINITIA (Accuracy) fusualulasiauiionun
339%@& Na19 WAYAT KaZAILTBIIBIN15T0 (Precision) ‘1715\‘1LL‘UU Repeatability precision lLae
Intermediate precision  U3snausnanianansaiiasizsild (Limit of detection, LOD) U3uausnandl
4111503LA 2R ar 189 UNa b (Limit of quantitation, LOQ) (fiwassas 2549) wielimduluaiu

UIATPINEING WATANNIAIITNITIATIZRAINETINEVENITTUTBINTFIURIUf UANslulanasialy
7. 35AniuNg
7.1 gunsal

7.1.1  gunsnluaziaTesile
7.1.1.1 130993 4 suws Sartorius Ju BP221S uay Ju ED224S
7.1.1.2 130t 2 fiumiis Mettler Toledo $u PL3002
7.1.1.3 in3esgeslulnsiau Gerhardt fu Kjeldatherm
7.1.1.4 \p3oanaululasian Gerhardt U VAP20
7.1.1.5 gauauieu Memmert Ju UM500
7.1.1.6 ﬁ@ﬂﬂ’fu Major ':;:u Super Flow Fume Cupboard
7.1.1.7 Burette Class A 3u1@ 50 ml
7.1.1.8 Kjeldahl tube 2uU1® 300 ml
7.1.1.9 Erlenmeyer Flask au1n 250 ml
7.1.1.10Volumetric flask 9119 5000 ml

o A

7.1.1.1Le5esmuagdanauq Aldlunmsime

7.1.2  @sialuazdnndneds
7.1.2.1/198199719935U594 (Certified Reference Material : CRM)
- Urea 46.54 + 0.8% (CRM-BCR 179)
- Calcium ammonium nitrate 26.019 + 0.54 %Nitrogen (CRM-BCR 178)
- Sodium Carbonate (Na,COs5) 99.970 + 0.014 % (SRM 351a)
7.1.2.2 Boric acid (H3BOs), AR grade
7.1.2.3 Mixed catalyst (K,SO4 1.5 ¢ + Se 7.5 mg)

+

+



7.1.2.4 Alcohol 290 % , AR grade

7.1.2.5 Hydrochloric acid (HCU) 1 N, AR grade

7.1.2.6 Methylene blue (C;¢H15CIN5S), Indicator grade #58 AR grade
7.1.2.7 Methyl red (C;5H15N50,), Indicator grade %38 AR grade
7.1.2.8 Sodium hydroxide (NaOH), Commercial grade %38g4n
7.1.2.9 Salicylic acid [(CgHqa)(OH)-COOH], AR grade

7.1.2.10 Sulfuric acid >93 % (H,SO,), AR grade
7.1.2.11 Sodium thiosulfate (Na,S,045H,0), AR grade
7.1.2.12 Ammonium Sulfate [(NH4),SO4l, AR grade
7.1.2.13 Sample Blank (l¥f8gh3Uy gns 0-0-50)

7.2 3B09

721 Fhemzilulasiounovun

7.2.1.1 Hasngnadefiuuavunszarudsanstilddminggning 0,250 -
10.x00x g 1d Kjeldahl tube ﬁ’uﬁﬂﬁmﬁfﬂﬁaaémﬂa

7.2.1.2 Wunsadesdaogns 20 mlwenlddniu fals 1 A

7.2.1.3 \fiy mixed catalyst 1 1fin

7.2.1.4 1@ua"s sodium thiosulphate 1 Fou (Uszau 2 g)

7.2.1.5 dosshetslueiosteslulnsay auldasavanela selhidu

7.2.1.6 1 Kjeldah! tube ldp3asnaululnsiau

7.2.1.7 Whansazarensauesn 4% Usuins 25 ml 1d Erlenmeyer Flask wu1a
250 ml 4fiss mixed indicator 5 v Wednduuiaueulds Waedesndu Sfegns
Hlulasiauduesdusenou ﬁ’]iazmEJR]%Lﬂ?ﬂlﬂufxﬂﬂ%%mmﬁwﬂu&%m nduauNIEaLAa
wesluflgnéndusensauein aumn viseaunsevisléiansazats Uszanal 100-150 ml

7.2.18 hansazaeildlllmmseivansararsansgunsnlelasaasin 0.2 N
isgagd lnsansazatvazdsuandidonduasazaredougog Suiinusuing
asazaneunsgIunsalalasrassn 0.2 N

7.2.1.9 ¥ Reagent Blank lnglaildiagnely vnstnsisiauiednudiogng

7.2.1.10 MIAIUIN

TN = N (HCD x (U3u19s HCL 99319879 (ml) — Y3ums HCL 989 Reagent Blank (ml)) x 1.40067

UINUNYIA0819 (9)



7.2.2 Bmansvseuanalflveisinseilulasauromnludend
7.2.2.1 Anwiarugnieswainisia (Accuracy) lulnsiaufiavualudownd if
Usinaslulasiausedu a1 nane wazge lagdndunisiinsgifieg1ad1adefuses (Certified
Reference Material : CRM) wagfiog13819895usasluansiufiu (Sample Blank +CRM) ifie
Ainwn Matrix effect ﬁ'ﬂ‘f‘!’
-3 CRM uag Sample blank + CRM Aivdunalulasiou é1 nans wazgs seeiu
av 10 91 w¥eudAs1z9% Reagent Blank
- Uimallulasiausedudn 1.0002 % TN i@iSeu91n BCR 179
- Usinalulasiausyaunats 26.019 % TN Iagld BCR 178
- Gunalulasiausesdvas 4650 %N lagld BCR 179
- Aesrnude 7.2.1.2-7.2.1.9
- #1uam % Recovery Wisuilsufuusunalulasiaustomuniuses Taeld
g UATL AOAC, 2012 §5l Anududy >10 % Ao 98-102 % wag > 1
% Ao 97-103 %

% Recovery = AupdsUsinalulasiaunamuniiesigils (x) X 100

Gnadlulasiauiiemunduses
7.2.2.2 AnwiAnudissveanisin (Precision) lulnsauianunlutewnd 7
Umnadlulasiaussiu f1 nans uavgs

~ 43 CRM waz Sample blank + CRM fiusunaslulnsiausi nans G NEEIN
az 10 91 W3ouNAI139 Reagent Blank Tufu 1anienfu wWedszidue
Repeatability precision
-3 CRM uay Sample blank + CRM #iuSmnailulnsiousi nans uazge sevay
10 61 w¥ou31A518% Reagent Blank Tu¥u 11as1efy tieUszidunn
Intermediate precision

- inalulesiausediudn 1.0002 % TN ii3ewe1n BCR 179

- Usinaululmsiausyaunats 26.019 % TN 1agld BCR 178

- unalulesiausedivge 4650 %N lagly BCR 179
- ARFIEROUTD 7.2.1.2-7.2.1.9
MuanmAAufissweensin (Precision) 19 Repeatability precision wag
Intermediate precision Iagld Horwitz's equation (HORRAT, Horwitz's Ratio)

MUgnsTea1e Tnedlinausigausu Ae A1 Horrat < 2

%RSD = ddauuannsgiu (SD) x 100 X 100



ARaUSUUlUIASRUNIRUANIATIENLA (X))

Repeatability precision

Predicted Horwitz RSD = 0.66 x 2 (1051020 = y33naululnsiauninunsuses / 100)

HORRAT (Horwitz's Ratio) = % RSD

Predicted Horwitz RSD
Intermediate precision

Predicted Horwitz RSD = 2 (1705120 = {JSypululasiaunaniunsuses / 100)

HORRAT (Horwitz's Ratio) = % RSD

Predicted Horwitz RSD

7.22.3 Fnwiinashaniannsaiinsesdls (Limit of detection, LOD) wa
U'%mw?wqmﬁmmm’?mswzﬁuaziwmuwaﬁ (Limit of quantitation, LOQ)
- 43 Sample Blank $1uau 10 1 ey Kjeldahl tube
- WATERRNTD 7.2.1.2-7.2.1.9
- Auanudiudeauusnnsgiu (SD) uazduiniA LOD way LOQ 39ngns
LOD = 3SD
LOQ =10SD

7.2.3 ﬁ’a;‘l] A ITNYITUNENTITNNA DY

7.3. LI2AZE0UN

7.3.1 szt

U FRU AR1AY 2556 - dudn Wneuiueney 2557

7.3.2. @nufaidunis

J v =1 %

veslfuRnsiianenile nguiaiuinisnsiaasuivuardadenisudn d1indeuas

q
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8. NANISVNAADILAZIANTAINE

n1snsraeuauldlivesisimnegilulasinuimunludewnil lnefnwiaudnuuesieg fe

Accuracy, Precision, LOD waz LOQ lagldisnisiinsisivesmiaslifinisinsieids nquimuinig
nsvaeUiivwarladunsnds drinIdeuasiauinisinens wai 8 FelanauUasisinsizives AOAC
(2005) Saurugiladsiiasiendeiadl (2551) ANUANTIATIEARI0E198719895UT04 (Certified Reference

Material : CRM) azfiognssusasluasfu@y (Sample Blank +CRM) lananisvaass fail



8.1  Anwianugndesweansda (Accuracy) lulasiauimunluteiad
8.1.1 Tinszsflulnsiauiionunly CRM BCR 178 uay BCR 179 71 3 sedufle fisedy
Amdindud (1.0002 9%N) Ansduduseiunans (26.019 %N) uazfinrmiduduseiugs (46,58 %N)
seua 10 9 Ifkan1Tiesiesianm ssaniamwand 2 Ussidudanugndesiagman Recovery Tu

[y

JEAU ¢ Na19 wazgalu CRM 21ngns

% Recovery = ApdsUsinalulnsiaunamuniiiesigila (x) X 100

Vsnadlulmsiaustaunduses
wuqn TeUsinarlulasiouianuniades winfu 1.0, 25.88 wag 46.50 AUEIEU uaz
Wasidu Recovery fildivnfu 99.98, 99.47 uay 99.91 Wesidu audidunisisit 1 Faiavansny
WNUNEBUSURIYN AOAC, 2012 AB ANULTNTUNINATT 10 % NUNYBUSUYINAU 98-102 % WarAIX

WUTULINNTT 1 % LNagigausuWinGgU 97-103 %

M15199 1 N1391 Accuracy vean1siwevilulasiaunianualudenil lnediasizi CRM

AU CRM Aridassild | Aese @inlu % NUINTS
(x) cert./A1UIU*) | Recovery | #ausu

G‘l;"l 1.0002 %N 310 CRM Urea % N =1.00 % N = 1.0002* 99.98 97-103%
Na1e | Calcium ammonium nitrate % N = 2588 % N =26.019 99.47 98-102%
GN Urea % N =46.50 % N =46.54 99.91 98-102%

8.1.2 Tinzilulasiauimunludiognedrededuseduansduiiu (Matrix effect) Tng
A53A31294 Sample Blank + CRM BCR 178 wae BCR 179 11 3 sedufie fiseduanududusi (1.0002
%N) finrudadusedunats (26.019 %N) wagfinudutuszdugs (46,50 %N) seduaz 10 €1 léua
MIATIEAMIL 1519AARUINT 3 Useidludnnugnéeslnesnal Recovery Tusedu 61 nans uay

ngﬂ,u Sample Blank + CRM a1ngns

% Recovery = AaasUsinalulnsiaunimuniinsigils (x) X 100

Usinallulnsiounaunduses
wuin Usinalulpsouienunads wifu 1.00, 26.05 WAz 46.60 MIUAIAU LAY
Wasidu Recovery iy 99.98, 100.12 uaz 100.13 Wesiiu mudrdumseit 2 Fsdvimuaniiy
WNUNERUSURIYN AOAC, 2012 @B ANULUNTUNINATT 10 % NUNYBUSUVMINAU 98-102 % WarAIy

WUTUNINNT 1 % LnauagaUSUWMNAY 97-103 %




M15199 2 N13911 Accuracy V@I assilulasiuimualudeniiluansdufiy lagdeasei Sample

Blank + CRM
SEAU Sample Blank+ CRM Afideszild | Aade @nlu % LNEU9INIS
(x) cert./ANUI*) | Recovery | wausu
G?’] 1.0002 %N 70 CRM Urea % N =1.00 % N = 1.0002* 99.98 97-103%
na | Calcium ammonium nitrate % N = 26.05 % N =26.019 100.12 98-102%
G Urea % N =46.60 % N =46.54 100.13 98-102%

82 Anwiaranfissvasnisda (Precision) lulnsaunsvualuteiad
¥1N"1534A518% CRM waz Sample Blank +CRM #iflu3anaslulnsiau s nane wazge
Tneld Horwitz's equation TaeUseifiuAuifiesuainisia 2 wuu fie Repeatability precision wae
Intermediate precision lawanisuseiiiu é’fﬂid:
8.2.1 n15UseLliu Repeatability precision Ingn153tAS18% CRM wag Sample Blank
+CRM AfiUsanadlulasiou éh nans uazgs sevag 10 91 Tufu nandeatu Ténanisinsesini

AITNAANUINT 4 AImIAT %RSD waiUseiiulagld Horwitz’ Ratio 21ngns

%RSD = drnudoauusnmsgu (SD) x 100 X 100

AnadsUsinallulasiautomaiteszdls (x)
Repeatability precision
Predicted Horwitz RSD = 0.66 x 2 (1-951029 ¢ = ySanarlulasiaunanunduses /
100)

HORRAT (Horwitz's Ratio) = % RSD

Predicted Horwitz RSD

INAIUAT HORRAT wuuniug fivsunadlulasiausedusi nans uavas Tu CRM leen
Wiy 0.38, 0.69 Uag 0.86 MUA1GU B 3 Aagluinauisensu e HORRAT < 2 (afly, 2548) A
AN 3

M19199 3 N353 Precision WUU Repeatability vasn1sinsgsitulasiauaunlulenil lngdasizi CRM

LAY CRM RSD Predicted Horwitz HORRAT
(%) RSD (1neustwansu < 2)
i | 1.0002 %N 910 CRM- Urea 1.00 2.64 0.38 , vausy
AA1 | Calcium ammonium nitrate 1.12 1.62 0.69 , YUV
g4 | Urea 1.27 1.48 0.86 , By




INALIMAT HORRAT wuumudnfivsanalulasiousedusi nans uazge lu Sample
Blank+ CRM &ty 0.38, 0.66 uag 0.72 auddy Geits 3 Aregluinmusivonsu fio HORRAT < 2
(e, 2508) FapN37a7l 4
#1519 4 N5 Precision WUU Repeatability vasmsiinnesilulasiauismuslulend Tngdiasei

Sample Blank+CRM

S2AU Sample blank + CRM RSD Predicted Horwitz HORRAT
(%) RSD (1nuaNBaNSU < 2)
f | 1.0002 %N 210 CRM- Urea 1.00 2.64 0.38 , yousU
Na1g | Calcium ammonium nitrate 1.07 1.62 0.66 yauSU
g9 | Urea 1.06 1.48 0.72 , BON3U

8.2.2 n13Uselu Intermediate precision 1aan153LAT1E% CRM wag Sample Blank
+CRM 7fUSInalulasiau f na1e uazas seduag 10 91 Tutu wasiandneiy lananslesieiany

AITNAANUINT 5 AIumAl %RSD wanuseiliulagly Horwitz’ Ratio a1nams

%RSD = drnudeauunnsgu (SD) x 100 X 100

ARagUSIUlUlASRUNLANIATIEALR (X))
Intermediate precision

Predicted Horwitz RSD = 2 (1705120 " = JSyaululmsiaunianunsuses / 100)

% RSD
Predicted Horwitz RSD

HORRAT (Horwitz's Ratio)

NAINAT HORRAT wuuvidnusunalulasiauseusn nans uazas Tu CRM Lo
Winfiu 0.24, 0.33 wag 0.09 Aua1dy Bans 3 Aregluinasigensu As HORRAT < 2 (nfig, 2548) A

AN 5

M1319% 5 11371 Intermediate Precision ¥a4M33aTeslulasaunmuatudenil Inedinszs CRM

LAY CRM RSD Predicted Horwitz HORRAT
(%) RSD (1neuaigausu < 2)
| 1.0002 %N 970 CRM- Urea 1.00 4.00 0.24 , yausu
na1s | Calcium ammonium nitrate | 0.81 2.45 0.33, gauU
g | Urea 0.21 2.24 0.09 , y8x3Y




INAUINAT HORRAT wuuvingnfvsuialulasiausedudn nans wavgs lu Sample
Blank+ CRM laievinfiu 0.24, 0.39 uag 0.16 mua1dy Favia 3 Aegluinadioausu A HORRAT < 2

(n@e, 2548) Kam15197 6

M137991 6 11591 Intermediate Precision Yesn s zlulasiauiaualulewni lngdiasgs
Sample Blank +CRM

SZAU Sample blank + CRM RSD Predicted Horwitz HORRAT
(%) RSD (NuTEBUSU < 2)
| 1.0002 %N 970 CRM- Urea 1.00 4.00 0.25 , gouU
Na19 | Calcium ammonium nitrate 0.96 2.45 0.39, YouSU
g9 | Urea 0.36 2.24 0.16 , 8OUTY

8.3  AnwuTunauagaiaiunsndasizild (Limit of detection, LOD) wazu3unaiangni

dunsadasnzinazsieaunale (Limit of quantitation, LOQ)

a ¢ ' ] N - | o ! ~
NNITIATIEYN sample blank WU ANRAY (X ) 11NV 0.3 ANEIULUSAUULINTTIU

1%

(SD) Winifu 0.05 (M1519M1PELINT 1) wazi1An SD Aulwl LOD way LOQ el

LOD = X +35SD = 0.45 %TN

x|

LOQ = x + 10SD = 0.79 %TN

9. a'gﬂwamsmaamaz%'aLﬁuauuz

a

nnsasIvasuauldlaveditisienlulasunmunludenil a1u3s3msieiues

v ]

el uiin1siiesgide nauimuinisessaeuiivuarladenisndn drinideuasinuinisinuns we

'
a

78 AauwUata1n3diAs1ERvee Association of Official Analytical Chemists (AOAC, 2005) lag
FA31298 CRM uazieg1adnsdadusadluansiaiiu (Sample Blank +CRM) ie@inwn Matrix effect 7
fUsmalulnsiausedusn nans wazge Tneld CRM Ae BCR 178 (Calcium ammonium nitrate) uaz
BCR 179 (Urea) ilulnsiauiiomunduseasindu 26.019% uaz 46.54 % muadsu ldnanisasiadeu
il

1) Uszifiuaugnéies (Accuracy) ¥83n153a1nA1 Recovery AUTanalulnsiousediusii

NAN LaseN



Tu CRM l¢iAn Recovery wnffu 99.98, 99.47 uag 99.91 % AUa6U
Tu Sample Blank + CRM 1@ A1 Recovery Y1y 99.98, 100.12 ag 100.13 %
AUAIAY
2) AnufisweInsia (Precision) fiUsnallulasiausediusm nans IGESE
4.1) Repeatability precisionlngld Horwitz's equation
Tu CRM 1¢iA1 HORRAT iy 0.38, 0.69 wag 0.86 % Mua1fU
Tu Sample Blank + CRM l¢iAn Horrat winiu 0.38, 0.66 uag 0.72 % MILa1fU
4.2) Intermediate precision Ingld Horwitz's equation
Tu CRM 1¢iA1 HORRAT winiu 0.24, 0.33 wag 0.09 % Auaiu
Tu Sample Blank + CRM l§iA1 Horrat iy 0.25, 0.39 wag 0.16 % Aua19U

[

3) ANI1INAVINITNSIINU (Limit of detection, LOD) A 0.45 % TN

[

) ARINRVBINITIAGIUTUI (Limit of quantitation, LOQ) g 0.79 % TN

N

AT anNATUEIUN TN T8N UAINNIASEIUAINE  LandlimiiugT A5TmTzRUTuIm
lulasuimualudend vesresluRnsinseids nguimuinisasivaeuiiviazladonisudn
d1nideuasiaiuinisinuns lwaf 8 Inadasienianugnaes wlug) waziweds diunueing

gOUTUMNLINITIUAINS  UasllausTousAnemunzausanisldau

10. msumanuIdluldusslevd
1. dn3sTlarunsnageuauldlivesisinszilulasauimmn sduisinsziuinsgu

v a v o

YoeeeUfURNTIATIEY nduiRuINMInsIvdeuiskarladenisudn dninddeuasimuinisinues 1un
78
2. dayalaannisnaaeuunldusenaulunistuversveutign1siuses ISO/IEC 17025

2005 Tuveuviensmusinalulasnunmusiudewiiuniie fuses

11. AMvaUA

12. 19nNd15919949

AOAC, 2005. Official Methods of Analysis of AOAC International. 18"Ed. Official Method 957.02,
958.01. AOAC International Gaithersburg, MD.

AOAC, 2012. Appendix F : Guidelines for Standard Method Performance Requirements. 19"Fd.
Official Method. AOAC International Gaithersburg, MD. 17 1
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AdeTIATEndeiall. 2551 nguideinuasiadl §1inddeimuidadenisudnninmisinens nsudvInig
NEAT NTENTINNEATWAZANNTAL. 66 Wi
ARy @1s1e. 2548, 1ONATUTENOUNITOUTU-FUNUIIYINITATUEAAIMNTTUBINIT 1389 N1IATIVNFY

ANNYNABIVBNITNAFBUMNLAN #01TURIMNT. NTUNNY 40 T,

nassa fatden. 2549. wualjURnsvaaeuaUgNABIvelIdIATIEINILATTavaU  URNTAYY.

NFUINGINAATAITUNNE NTENTNETITNEGY. 124 w1,

13. a1anuan

ATAANUINT 1 Nan1TIATIER TUlRSIauYIvLe U89 Sample blank lWewiA1 LOD wag LOQ

WIuNAeE1e  Usuans HCL

F1 (g) (mU) %TN
1 0.5009 0.80 0.23
2 0.5006 0.90 0.25
3 0.5012 1.30 0.37
4 0.5026 1.00 0.28
5 0.5007 0.90 0.25
6 0.5030 1.30 0.37
7 0.5000 1.10 0.31
8 0.5013 0.95 0.27
9 0.5012 1.20 0.34
10 0.5000 1.15 0.32
Average 0.30

SD 0.05




35D 0.15

10SD 0.50
LOD=Aafe+3SD 0.45
LOD=AMade+10SD 0.79




[ [y

ATNAIANUINT 2 HaN15IATIEN LulasiaumuaNseAuseaua nae waggelagld CRM- BCR 179 was BCR 178 Usualulnsiaunmuniuses

=

1.0002, 26.019 uaz 46.54 % MIUAINU Lwaamsﬁzﬁ‘mﬁ’mamgﬂﬁaﬂ (Accuracy ) W@y AU Repeatability precision

anmduduszium AMUTNdUTEAUNANS ANUTNdUTEAUGS
it Yiwein Usung Total Yiwtin UNNg Total Yiwein Usung Total
CRM HCl N CRM HCl N CRM HCl N

(9) (ml) (%) (9) (ml) (%) (9) (ml) (%)

1 9.9159 34.55 0.99 0.2031 0.80 25.92 0.2033 33.85 47.16
2 10.0232 35.60 1.01 0.2000 1.80 25.55 0.2027 33.20 46.39
3 10.0044 34.90 0.99 0.2020 2.80 26.20 0.2007 32.80 46.29
4 10.0067 34.70 0.98 0.2014 3.80 25.65 0.2022 32.65 45.73
5 9.9972 35.05 0.99 0.203 4. 0 25.77 0.2043 34.20 47.41
6 9.9897 35.75 1.01 0.2025 5.80 26.42 0.2026 33.15 46.34
7 9.9921 35.70 1.01 0.2037 6.80 26.05 0.2009 32.85 46.31
8 9.9913 35.10 0.99 0.2017 7.80 25.54 0.2019 32.55 45.66
9 9.9791 35.65 1.01 0.2027 8.80 25.97 0.2022 33.25 46.57
10 9.9971 35.15 1.00 0 2034 9.80 25.75 0.2037 33.90 47.13
Aiade 1.00 25.88 46.50
SD 0.01 0.29 0.59




% RSD 1 1.12 1.27

'
[y [y o

M13190AKUINT 3 NanN1TIATIERbulasumualufiegsesdasusedluasdidiu (matrix effect) AisgAuseaud nane wazgelagly Sample Blank+
CRM- BCR 179 wag BCR 178 HUSuaslulasiaunanunsused 1.0002, 26.019 wag 46.54 % AUA19U LiDILATIZRNIAIAIY

Qﬂéfaﬂ (Accuracy ) g ANULTIBILUU Repeatability precision

armdudusziud ANUdNdusEAUNaN ANUNdUsTEAUGS

it dwn  tedn Ulwams Total | dawdn  twdn 3wams Total | dwdn wwidh USwas  Total

CRM  f79819 HCL N CRM  §28814 HCL N CRM  f79819 HCL N
(s) (s) (ml) (%) () () (ml) (%) () (g) (mU) (%)
1 9.8954 0.5035 35.35 9.8954 0.2019 0.5009 18.95 26.42 0.2035 0.5000 33.40 46.53
2 9.9932 0.5005 36.05 9.9932 0.2029 0.5019 18.85 26.15 0.2007 0.5028 32.55 45.97
3 9.9847 0.5041 36.20 9.9847 0.2013 0.5023 18.90 26.43 0.2014 0.5009 33.10 46.59
4 10.0047  0.5024 35.95 10.0047 | 0.2006 0.5024 18.55 26.03 0.2043 0.5017 33.05 45.86
5 9.9978 0.5065 35.60 9.9978 0.2018 0.5003 18.45 25.74 0.2012 0.5017 33,55 47.27
6 10.0113 0.5065 36.25 10.0113 0.2000 0.5003 18.65 26.25 0.2009 0.5025 33.20 46.85
7 9.9879 0.5028 36.00 9.9879 0.2007 0.5019 18.45 25.88 0.2045 0.5017 33.45 46.37
8 9.9514 0.5018 35.95 9.9514 0.2019 0.5033 18.35 25.58 0.2022 0.5013 33.80 47.39
9 10.0346 0.5010 36.75 10.0346 0.2064 0.5003 19.10 26.05 0.2036 0.5010 33.35 46.43




10 | 99716 05033 3590 99716 | 0.2065 05009  19.05 2597 | 02044 05012 3370  46.74
Al 1.00 26.05 46.60
SD 0.01 0.28 0.49
% RSD 1 1.07 1.06

ATNAANUINT 4 HaN15IATIEN LulaslaunmuafseAusEaua nane uaggelagld CRM- BCR 179 way BCR 178 HUsualulnsiaunmuniuses

1.0002, 26.019 uag 46.54 % MIUAIAU LWDIATIENIIANANUNBILUY Intermediate precision

armduduszaud AMUNdUTEAUNANS ANUNdUsTEAUGS
adeit tiwitin U3uns Total viwitin Y3uns Total vt U3uns Total
CRM HCLl N CRM HCL N CRM HCLl N

(® (mL) (%) (9 (mL) (%) (9 (ml) (%)

1 9.8520 34.40 1.00 0.2033 18.45 26.05 0.2043 33.10 46.41
2 9.8695 34.70 1.00 0.2032 18.60 26.07 0.2015 32.60 46.59
3 9.8615 34.60 1.00 0.2025 18.30 2591 0.2001 32.20 46.48
4 9.8974 34.30 0.99 0.2066 18.45 25.66 0.2019 32.60 46.50
5 9.8897 34.50 1.00 0.2019 18.15 25.83 0.2006 32.30 46.44
6 9.9648 35.15 1.00 0.2021 18.35 25.84 0.2037 32.80 46.46
7 9.9137 34.75 0.99 0.2022 18.70 26.13 0.2018 32.60 46.57




8 9.9446 35.00 0.99 0.2027 18.60 25.77 0.2008 32.55 46.73
9 9.9583 35.90 1.01 0.2006 18.40 25.80 0.2008 32.50 46.43

10 10.0198 36.35 1.02 0.2025 18.95 26.37 0.2016 32.70 46.55

ALy 1.00 25.94 46.52
SD 0.01 0.21 0.10
% RSD 1 0.81 0.21

A159N1AKUINT 5 nanTInTgvlulasiauiauaiseauszauan nan wavadlagld Sample Blank+ CRM- BCR 179 uaz BCR 178 duunalulasiau

MINUATUTOT 1.0002, 26.019 WAz 46.54 % AINEIAU LOILATIFINIAULTIBILUY Intermediate precision

ANMUNdUTEAUA ANUdudusEAUNaN ANUdNdusEAUES

4
o o/

aled N Ul J3u1ms  Total Yitn  Ymdn YSums Total n  umdn JSums  Total

CRM A9819 HCL N CRM A29819 HCL N CRM A9819 HCL N
(g) (9) (ml) (%) (g) (9) (mU) (%) (g) (9) (ml) (%)
1 9.9950 0.5046 35.60 0.99 0.2037 0.5002 18.50 26.04 0.2051 0.5007 33.20 46.31

9.9715 0.5010 35.90 1.00 0.2037 0.5019 18.60 2597 0.2010 0.5016 32.50 46.50
9.8960 0.5018 36.25 0.99 0.2009 0.5017 18.25 25.99 0.2009 0.5023 32.40 46.52
9.9634 0.5021 36.25 0.99 0.2042 0.5004 18.65 26.18 0.2004 0.5003 32.60 46.79

A W DN




5 | 100161 05032  36.00 100 | 02016 05012 1830 2605 | 02030 05001 3290  46.68

6 9.9924 05007 3690 099 | 02015 05022 1830 2579 | 0.2025 05006 3290  46.82

7 9.9654 05007 3595 102 | 02019 05046 1880 2631 | 02002 05021 3240  46.59

8 9.9978 05031  37.10 101 | 02017 05009 1895 2636 | 02030 05006 3300  46.80

9 9.943¢ 05026 3595 099 | 02018 05020 1840 2562 | 02014 05012 3290  46.80

10 | 9.8954 05035 3535 101 | 02018 05009 1840 2570 | 0.2027 05026 3290 4652
ALRAY 1.00 26.00 46.63
SD 0.01 0.25 0.17
% RSD 1 0.96 0.36




