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Tulasiunsmualudeiadl 1Wuishassifidaulamnanidnisees ACAC lasfnwinudnyue 4
Yo7y laun , limit of detection (LOD) wag limit of quantitation (LOQ), accuracy (A2711HL&IY),
precision La¥ intermediate precision (A211L7184), ¥11711534AS129 CRM wagn1531A512% CRM
srufuansidu euszdiu a1nnisvaaeu wuidn 16 A1 LOD waz LOQ winfu 0.17 uaz 0.38 %
mudreu lunsmeaaeulagld CRM lunisvndeu accuracy wag precision 71 3 szsuaududu 16
AN 9% recovery fiszfuAILdNTUAT (1.00%), NA19 (26.02 %) Lazgs (46.50 %) LAy 98.99,
99.27 Uz 99.28 % AwaU eglurrainasinisseniuiiiiue fio %recovery 98-102 % A
Wutusedud nanswazge muaddu enaaou precision A1 HORRAT fiszfumnuidudusi
(1.00%), N84 (26.02 %) wazgs (46.54 %) vM1Au 1.53, 0.80 uay 0.84 % AIUGIAYU LAY
intermediate precision t9A1 HORRAT fszduaLduTURT (1.00 %), nans (26.02 %) IGEGK
(46.50 %) WU 0.32, 0.62 waz 0.35 % ANEIRU 39 A1 HORRAT filda1nnismaaeu precision N
409N HINATINISEOLSURD T Horwitz’s ratio< 2 Wievinismadeu CRM Saufuanssiu
WU11 accuracy waz precision LiA1 % recovery fisziuaiududusia (1.00%), nans (26.02 %)
Wazge (46.54 %) Winfu 98.96, 98.97 uay 99.61 % MUAIAU Wulusnunaminiseeusu dmsunis
NAADU precision A1 HORRAT fszeunudutumi (1.00 %), nand (26.02 %) WAzga (46.54 %)

o

WU 1.59, 1.02 way 0.65 % Auadiu wavkilow intermediate precision 1fiA1 HORRAT fszeu

[y

AL (1.00%), a9 (26.02 %) wazgs (46.54 %) WINAU 0.32, 0.62 wag 0.35 % A1Ua1AU

'
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Abstract

studied method validation on total nitrogen in chemical fertilizer that makes used of
a modified AOAC. The objective is to Accurate and precise. This experiment studied on 4
characteristics such as limit of detection (LOD) and limit of quantitation (LOQ) accuracy,
precision and intermediate precision. The CRM and CRM + filler were analyzed. The results
showed that concentration covered from LOD and LOQ were 0.17 and 0.38 respectively. The
CRM was performed by 3 concentrations. Inaccuracy study, %recovery at low concentration
(1.00%), middle concentration (26.02 %) and high concentration (46.54 %) were 98.99, 99.27
and 99.28 % respectively. that did agree with the set criteria (98-102 % ) at low
concentration, middle and high concentration. Precision study, HORRAT at low concentration
(1.00 %), middle concentration (26.02 %) and high concentration (46.54 %) were 0.32, 0.62
and 0.35 % respectively and intermediate precision study, HORRAT were 1.53, 0.80 and 0.84
% at low concentration (1.00%), middle concentration (26.02 %) and high concentration
(46.54 %) respectively. Conclusion, all HORRAT did agree with the set criteria (Horwiz’s ratio
< 2). The results CRM + filler, accuracy study, % recovery at low concentration (1.00 %),
middle concentration (26.02 %) and high concentration (46.54 %) were 98.96, 89.97 and
99.61 % respectively that did agree with the set criteria. Precision study at low concentration
(1.00 %), middle concentration (26.02 %) and high concentration (46.54 %) were 1.59, 1.02
and 0.65 9% respectively. Moreover, intermediate precision study, HORRAT at low
concentration (1.00 %), middle concentration (26.02 %) and high concentration (46.54 %)
were 0.32, 0.62 and 0.35 % respectively.
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Ugjnsen
'3meﬁmﬂ%mmluimmuﬂ’jwmimaﬂwséaaﬁaaéwﬂaﬁw H,SO, WuTY wag Salicylic
acid il Sodium thiosulfate waz Selenium reagent mixture \JuansisaUjAzen w&ihlundusae
Sodium hydroxide wislauaulunfloudrdusansauein
(NHg),S0q + 2NaOH ——— 5 2NH{OH + Na,SO,
2NH,OH 4 2NHs; + 2H,0
ONH; + GH;BO; 4 (NHBO; + 5H,0

(NHg),BsO; + 5H,0 + 2HCL ——  2NH,CL + 4H;BO,
sTEzIAIaLiunY 1 aanad 2556 89 30 Aueigu 2557

AUNALTEUIY
b4 a wva a 6 + = 1 'y} = U a
WesluRnsliesendenll nquiniuIn1sesIvaeuiLardaden1suan

v a v

dindfouazimunmsinunsuei 2 Jmiafivaldan NTUAYVINTINYAT

n1sAduauivg
naINANYITeyaNNgITed IN1siaeNITInTeiLaInnseATeile Janaunsalanelv
¥ ¥ U dy
niouldau Al
1. w3suAIRslie Tanaunsalansiall waza1suInTgIu
1.1 wsosllenaziangunsal

1.1.1 w50l maden 4 @unds



1.1.2 w3l maden 4 @unds

1.1.3  Kjeldahl Digestion Apparatus and Distilling Apparatus

£

1.1.4  gaandy (Hood)
1.1.5 ﬁ(ﬂmmm%u (Dessicator)
1.1.6 ﬁa‘u (Hot air oven)

1.1.7 Burette ¥u1n 50 Hadans
1.1.8  Beaker wu1m 4000 daddns
1.1.9  Cylinder au1m 100 Haaans
1.1.10 Erlenmeyer Flask wu1n 250 Ladans
1.1.11 Volumetric Flask vu19 1000 {addns
1.1.12 Volumetric Flask wu19 2000 {addns
1.1.13 Volumetric pipette ¥u® 50 Ladans
1.1.14 Magnetic stirrer
1.1.15 in3esufnayianduqililunsufjiinisiinsed wu deudnats uvsufa
dmiuauaTazany
1.1.16 sogeleitliilulagiau Weltilu sample blank
1.2 asAilkagansuInggIu
1.2.1 Boric acid, AR Grade
1.2.2  Copper sulfate (CuSO4.5H,0), AR Grade
1.2.3  Ethyl alcohol 90% (C,HsOH), AR Grade
1.2.4  Methylene blue, AR Grade
1.2.5 Salicylic acid {C4gH4(OH).COOH}, AR Grade
1.2.6  Sulfuric acid 98% (H,SO,), AR Grade
1.2.7 Standard hydrochloric acid 1 N, AR Grade
128  Jan919835U509/1a00198%105g1 laun
- Urea 46.535 + 0.77 % (CRM-BCR 179)
- Calcium Ammonium Nitrate 26.019 + 0.54 % Nitrogen (CRM-
BCR 178)
- Sodium Carbonate 99.970 + 0.014 % (SRM 351a)
1.3 MIPTEUATALANLLALAITUINTTIY
1.3.1 ehsavangnsndaiisnuinsg i 1 N
d15azatensadalasnuinsgiu 1 N 91uu 1 Ampoule aneasly

Volumetric flask 9119 1000 ml USUUSUIRSA8UINEY Wwen gy



1.3.2 @1saza1enIndalisnuIngg u 0.2 N
Ywansazarensadanlaznuinsgiu 1 N 99u3u 200 ml aslu Volumetric
flask 419 1000 ml Usuuinasietndu welvdis
1.3.3 NMsMANUNTuYesasazatensagaiasnuInsgIu 0.2 N (Standardization)
13.1.1 Fslwfvuarueiun @anh. Na,COy) fiiunsouigumail 105 °C
Huran 2 Fluswasialiifuly Desiccator 11U 0.4xx ¢ Tdadly Erlenmeyer flask vuin 250
ml
1.3.1.2 \fiudndu 100 ml venasazaty Mixed indicator 2-3 viea 2zlé
a1sazanedilensou
1.3.1.3 thlUlamsvivansazaransadaiiainuinsgiu 0.2 N audegayf 9z
Iensazane@hader duameanududuvensadaininiuuey mugns
N (H,SO,) = dhweinves Na,COs (g) x 1000
52.99 x U3u1ms H,S0, (ml)

auyagues Na,Co; = 52.99
1.3.4 @1598a19n5AU05N 4 %

Fansauesn 80 g lalu Beaker vum 150 ml wild Beaker aw1m 2000 ml 7

1% ' '
o v a

TndunsuaumaaLaUTELI 1500 ml aulazany danallmdu aneld Volumetric

flask 1M 2000 ml USUUSHAS e lianiu

1.3.5 asazanelefeslansenlan 50 %
Aoge) wilgnsulansonlen 91uu 1,000 ¢ 1d Beaker w1n 5000 ml il
ﬁ’}waaui
Uszanas 1500 ml vimsazaneludaaniu sesuaisavaieidu wanhndulslausunms
2000 ml AUl
1.3.6 @1358¢a18 Mixed indicator
1.3.6.1 99 wnSawsn 511w 0.20 ¢ ldlu Beaker vu1n 250 ml vy Ethyl
alcohol 99.9% Usunas 100 ml aulmaniu

[

1.3.6.2 %’um%éuug 971U 0.10 g Talu Beaker vu1m 250 ml 1w Ethyl
alcohol 99.9% Usuaw 100 ml Aulsraniu
1.3.6.3 11@15axan899 1 way 2 dwmsunuaulmaniu

2 MFIATIZNADE



2.1 %ﬂ@f’)@&hﬂﬂﬁﬁmg&mL%EJU%’E]EJLLéj’J U 0.2 - 1xxxx ¢ 1@lu Digestion Tube w1
250 ml

2.2 Finthnduusina 50 ml wehdndes

2.3 111 Digestion Tube siofiulA3ainay iinansazans NaOH 50 % Tiléusuna
40 - 50 ml Taneiedosndugueglu Erlenmeyer flask ¥u1a 250 ml Aussqansazatensa
U830 4 % Usual 30 ml nepansazane Mixed indicator 3 wiem azlaasazaneduigng

2.4 ¥msnduinegnsaunseiisansazansly Erlenmeyer flask fisosuivsunns
Useanas 175 ml ddhegnadlulasauansazatsazidsuandiiuaadudiden tharsazane
ldlawnmivansazarensadaininannsgu 0.2 N auldmsavanediauniuansinfeggd
tuiinU3msansazarensadaiiniaunsgiu 0.2 N Alansnld

2.5 91 Blank lnglildfingns wazyhnsieszidufeaiuiiegis

2.6 NMSANUIN
% Total NH;~- N = N(H,SO,) x {ml (H,SO,) = ml (Blank)t x 1.4007

Weight of sample (¢)

e N(H,S0,) ANULTUTIL LW UYBIEsATA1ENIAdaTSALIn gL lTlunslan sy

(Normality)
ml H,50, = Uswmsvesansazanensadaiinsm 0.2 N fldlunslawmsmsnedis (ml)
ml Blank =  USwmsvesansavanunsadaiiza 0.2 N Aldlunislawmsm Blank (ml)

UNUNYIAI8819 (9)
14.007

Weight of Sample

Atomic Weight vaslulasiau

WRUATWNTIATIZAA LY

Fedognady 0.3xxx NTY
+ Salicylic acid ~2 g
+H,50, ~ 40 ml

v + Sodium thiosulphate ~ 5 g

HRUMIDE1UULAIIUNTENI P a1Taza8dUInIa




o luldana 15188y
(MUAAITUFV)
#3 Mixed catalyst ~ 10 g

instessedseauldasazated@dedlda | . » o us
Ya'lwdsna 13 1didu

l +H,0 ~350 ml
+50% NaOH ~ 100 ml
nduauliasazaleUsung ~ 350 ml + Zinc granular ~ 5 g

v

Tamsmeneg std HCL 0.2 Normal

v

AWM % TN

2.7 MIAUANANNINNTAATIEN Usenaume
2.7.1 p5797 Blank %N 20 fegne IngRalATIeRiagaed < LOD = 0.25 %

2.7.2 MMTIATIN 2 91 90 9 10 e Ingia1sanan Relative Percent

Difference(RPD) fadulagnannsawinny 10 %

v '
o A

% RPD = % WAMATITNTIN 1 - % WAIATITNYIT 2 | x 100

ALRAEYDs % HAAATIZIN 2
2.7.3 Apsgiiagnenuauann naigly (1IQ0) vn 10 fege lngnainsizy
wAniogluyae Control Limit (+ 2SD) vesunuilaruauamnIn
2.7.4 91 Spike Recovery lag Spike Standard ((NHg),SO4), adlusognd
AATINN 20 FIeealagiasandl % Recovery agsotaglutig 90-110%

% Recovery = (USunaanslusegeifustd. — Usinaanslu@iegns) x 100

US11009 Std. Talusesns
2.7.5 ¥R IR CRM/SRM Jaz 1 afa Taefiansanan % Recovery
wfeweglulie 98 - 102 %
% Recovery = % Wan1T1ATIzE CRMSRM il x 100

AN9199997N I USUTDY



2.2.7.6 [15mAINTIUVA@aUAUTIUNgY (Proficiency testing laboratory) #3e

= = U ¥ a wa 1 %4 6’5
L‘UiEJ‘UL‘VlEJ‘UNaﬂ’]i‘VI(ﬂﬁ’e]‘UﬁS‘WJ’NM@QTJQUG]WW@EJ’NU@EJ 1 F"liﬂ/ﬂ

3. guduntsasaadeuanaldldvesisinnedlulasaunmualulond muduneu deldil
3.1 yAwes Limit of Detection (LOD) uasLimit of Quantitation (LOQ) aaiisnssioluil
3.1.1 %1 Sample blank dmin 0.200¢ n%U Sawau 10
312 gudumsinszimuisinmeilulnsauiovue
3.1.3 ufinteya mAede Andoauumsgu
3.1.4 vadeuANLLiuLarAIfisafissRuAudduriiu LOQ
3.1.5 ATUIUNT %Recovery Way Relative Standard Deviation (%RSD,) fiszav
AILILTUYINAY LOQ
v nsainandssuunassuviiiu 0 vie  Sample blank liawnsadald Widuans
1nsgiuadlu Sample blank Tuszdudgaisensuld uédsdniunsmude 3.1.1-3.1.5
3.2 AN Accuracy uay Precision 989i3ainseilulpsiaurimuniissiuanndudy i
NA19 g9 piisnssoluil
311 41 CRM/RM Aiflenandudusih nans ge ednedfesarunduduag 7 61 nieu
11 Blank
- fisgdupnadudusn 1.00 % wilsulaenisarats Ammonium Sulfate
(Aldrich Chern. 204501) twedn 47170 ¢ luthndu udausudsumsidu 100 ml

[y

- NFLAUAMULNTUNAIY 13.03 % 19 CRM - Calcium ammonium nitrate
- fszduanadiudiugs 21.20 % 14 Ammonium Sulfate (Aldrich Chem.
204501)
3.2.2 fudumsensiadfiensiiasauwimueluloed nedninsnesieu
ey insesdleyaiiendu Tunanfoafuriolndlfeiu
3.23 wiAnade @rmudeauuansgiu (SD)
3.2.4 ANUIUNT %Recovery Lag Relative Standard Deviation (%RSD,)
3.3 NM39AN Accuracylas Precision vasinatastzilulnsiautimueluansiaudiu (Matrix
effect) fisziunnandiudiu é1 nane g9
331 49 CRM Aiflarududusi nans ge eghatiosaududuay 7 1 Luas
lusegadeniowsin Blank
- fisgfumnududusin 1.00 % wieslagnisazals Ammonium Sulfate (Aldrich
Chem. 204501) twiih  4.7170 giuﬁmé"u waUSuUsImsidu 100 ml

[y

- NSELAUANULINTUNANT 13.03 % 1% CRM - Calcium ammonium nitrate



- fisgdumnudindugs 21.20 % 19 Ammonium Sulfate (Aldrich Chem. 204501)
3.3.2 fufunessinaisinngileamnomeluleed Tnedninsgvinu
ey indesileyaieniu Tunanfeaiuvdelndlfsai
333 wAnady dnideauunasg
3.3.4 AIUIUNT %Recovery lag Relative Standard Deviation (%RSD,)
3.4 MIMNA Intermediate Precision vasis AT esilulnsiautsnunsionun
3.4.1 41 CRM 3o Spiked sample blanks %38 faegns 7 3 seduanududu s
nan g egtesanuiduduay 10 o
342 sudumsleneinisingilulnsauioueluloed Taednieseiou
Fewideannnin 1 au Tunafiuanssiu
3.4.3 wiAnade @mdeuuusnsguSD) Relative Standard Deviation (%RSD)

waz Horwitz’s Ratio (HORRAT) #1u3ad uU Repeatability

nauazazUnanisasndeuanldlivedisinneilulasauiavaaluleiad
1. WANFAATILNTEN19B9TUTRY Tand19BeuInIgIU
WATINTANS19895UTeY Tandnedannsgiu leun ammonium sulfate, calcium
ammonium nitrate, urea Waz potassium nitrate IngtuIlATIZRRY A 10 1 M

A1 X, SD wag bias IHNANITIATIEVRINTIN 1

M139N 1 WARIAT9SY X Bias waw Standard Deviation 90¢iaRe19895UT04/Ta0019891ATI U

TAnD19BINTFIU A1934 X Bias SD
urea ATIdaTusEAU = 1.0 % 1.0001 0.99 -0.010 0.04
calcium ammonium nitrate 26.02 25.83 -0.190 0.33
urea 46.54 46.21 -0.11 0.58

2. N1SNAEBU Limit of Detection (LOD) wag Limit of Quantitation (LOQ) ¥84353tA512%

Tulasiunwmaaludend

insiwsendendinliilulasau (sample blank) 31u3u 10 671 AwdamATREe (X) ey

ALJBIULNINGFIU (SD) ¥ % Total N lenan1s3asieannsnei 2

M99 2 WAaN1TILATIZ sample blank 91121 10 91 1oAY LOD way LOQ

F7] Swiein Conc.HCL (N) Y3195 HCL %TN
1 0.2042 0.1995 0.10 0.12
2 0.2035 0.1995 0.05 0.07
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3 0.2255 0.1995 0.10 0.12
4 0.2051 0.1995 0.05 0.07
5 0.2435 0.1995 0.05 0.06
6 0.2362 0.1995 0.05 0.06
7 0.2033 0.1995 0.05 0.07
8 0.2401 0.1995 0.05 0.06
9 0.2343 0.1995 0.10 0.12
10 0.2026 0.1995 0.05 0.07

X 0.008

SD 0.03

INTBYANTIN 2 UaAINNMIAT LOD tag LOQ Al

LOD =X + 3SD
LOQ = X + 10SD

0.08 + 0.09 = 0.17 %TN
0.08 £+ 0.30 = 0.38 %TIN

a3U %Total Nitrogen (%TN) vasansingniaunsadnle Aseaunnuetu 95% Ao

0.17 % waz%TN Aa1u1satunsenunalanadlisingi 0.38 %

3. NAEaY Accuracy Wag Precision vas3gaiasilulasinunanludand Nzduady

wudulnaAgeal LOQ

(46.535% TN) 1 vdn 0.8167 n5u 1@ Volumetric Flask 9u1m 100 #aaans azatguiaiusu

s sendeiniinlifilulasau (sample blank) 31u3u 10 91 lagds CRM Urea

U3U1m5aeuInay gAY (AWINANULILTUDIIAYVINAU 0.3801 % TN) AWIMIALREAY

wazALJEAUUIINSEIU 909 % Total N ekan153As1ehdinnsnei 3

A1519% 3 WAN1TLATIE sample blank 911U 10 91 [eVAEOU Accuracy Wag Precision U84

Wiassilulasiaunsualudewndl Assduanududulndifissen LOQ

il vhmitn Conc.HCL (N) Usums HCL %TN
1 0.2538 0.1995 0.35 0.3854
2 0.2365 0.1995 0.30 0.3545
3 0.2181 0.1995 0.30 0.3844
4 0.2575 0.1995 0.35 0.3798
5 0.2324 0.1995 0.35 0.4208
6 0.2532 0.1995 0.35 0.3863
7 0.2243 0.1995 0.30 0.3737
8 0.2247 0.1995 0.30 0.3731
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9 0.2184 0.1995 0.30 0.3838
10 0.2498 0.1995 0.35 0.3915
X 0.3833
SD 0.017

(%

INTBYALUAITINN3 YA Fall
3.1 AMWIIMAT Accuracy taevinnsiasest CRM Mwsealilaanuandulndidesiuan
LOQ fa ANULNTUYNAU 0.3801 % TN 91MA153tATIER 10 91 wafilau1miAl Recovery

%Recovery = AMAs1Eile x 100

A91999(anlususes)
%Recovery = 0.3833 x 100 = 100.84 %
0.3801

LNUIINITEBNSU % Recovery AU 98-102 % (AOAC, 1998) LaniI1 Recovery WU
LNUIINITIBUSU
3.2 ANSWAN Precision 84n151A1e9 CRM Tiwisealildaududulndifestudn LOQ
AD AULTNTWIINAY 0.3833 % TN TagnisAiuianian %RSD waaUsziliulaeld Horwitz’s
Ratio
(SD/ x)x 100
(0.0170 / 0.3833) x 100

%RSD

= 4.37
ATUIUNY Horwitz’s Ratio (HORRAT)
Predicted Horwitz RSD = 0.66 x 2(1:050sc)
— 0.66 X 2(1-0.5log0.004)
= 3.05
C = Concentration ratio = 0.3833/ 100 = 0.004
HORRAT = %RSD / Predicted Horwitz RSD
= 4.37 / 3.05 = 1.43

NTINSUSEEY HORAAT < 2 WARIIN WIUNEUTINISEBNSY

4. NINAHBU Accuracy Wag Precision Y8935 Tevilulasiaunmanludendl Nszauay
Yy v &
wudum nane e
4.1 NM1MAEBY Accuracy Wag Precision vae35anszilulasiaunsvualudewad 9

STAUAMULTNTUAT WINU 1.0000 % TN
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wisnlulnsiau 1.000% TN Taeld Urea 46.549% (BCR 179) Falwilgmin 2.1489 nda ldlu
volumetric flask U9 100 adans avaneyn Ysuusunsidu 100 Sadans (Fusmaanduduls
Winfu 1.0001 % TN) thainsiwiaudunounsinsieilulasiouimn Tnansiasiesiss
3197 4 udhuFuIn % Recovery waw Wisufiaumainmsiaszituaaslagld ttest

[y

M15197 4 Han1eilulasiauiaualudenil Asgduaududusl 1.0001%

g vt Conc.HCL (N) Usums HCL %TN
1 0.2299 0.1995 0.75 0.91
2 0.2155 0.1995 0.75 0.97
3 0.2331 0.1995 0.85 1.02
4 0.2539 0.1995 0.9 0.99
5 0.2411 0.1995 0.9 1.04
6 0.2402 0.1995 0.9 1.05
7 0.2021 0.1995 0.7 0.97
8 0.2314 0.1995 0.8 0.97
9 0.2398 0.1995 0.85 0.99
10 0.2276 0.1995 0.8 0.98

X 0.99
SD 0.04

1% ‘ﬂl o o U dgj
MnVayalunisen 4 dndwIn feil
4.1.1 AMUIUNIAT Accuracy tnevinn15ItAsIE CRM Mwseulilaniuiduduseauni Ao
AUUNTUVINAU 1.0001 % TN ¥1A15tAs1ER 10 91 dwaflauimen Recovery

%Recovery = _ A1NAATIZUALA x 100

AND1999(anlususes)
0.9900 x 100 = 98.99 %
1.0001

%Recovery

LNEUIINITEBUTU % Recovery AU 98-102 % (AOAC, 1998) LaniI1 Recovery WU
NENINSERUSY
4.1.2 fwassman Precision Tneviin1sitasizst CRM fiwsoulildanududuseaus fe
AUy 1.0001 % TN ¥msiasest 10 91 thuaiildunmen %RSD udUszidfiulae
19 Horwitz’s Ratio

9%RSD (SD/ X)x 100




(0.040 / 0.9899) x 100

4.06

ATUINT Horwitz’s Ratio (HORRAT)

Predicted Horwitz RSD

C = Concentration ratio

HORRAT

WNUNNISUSEEIY HORAAT < 2

4.2 N1IVARBU Accuracy Wag Precision ¥a35Assvilulasiaunmunludeindl 7

0.66 X 2(1—0.5logC)

0.66 X 2(1—0.5log0.01)

2.64

0.9890/ 100 0.010
%RSD / Predicted Horwitz RSD
0.99/2.64 1.53

ARSI HOULNINSEBUSY

STAUAMULINTUNAIG INNU 26.02 % TN

Taelt calcium ammonium nitrate (BCR:178 )UNu13LASIEMANUIUABUNISTIATIEN

13

lulasiauiaun TARaN15IAI189AIMI51991 5 WATNUNAIUIN % Recovery Wag lW3gULEUAT

ANNTATIEN

[y

UANSIAe LY t-test

A131990 5 wansleseilulasunmualudend Nszaumudutunga1e Wiy 26.02 %

g1 Yot Conc.HCL (N) Usums HCL %TN
1 0.2309 0.1995 21.5 26.02
2 0.2138 0.1995 19.85 25.94
3 0.2309 0.1995 21.2 25.66
4 0.2301 0.1995 21.05 25.56
5 0.2203 0.1995 20.5 26.00
6 0.2317 0.1995 21.15 25.51




14

7 0.2119 0.1995 19.55 25.78
8 0.2094 0.1995 19.15 25.56
9 0.2011 0.1995 18.45 25.64
10 0.2389 0.1995 22.75 26.61
25.83

SD 0.33

NTeYALUAITIN 5 WA Fall

4.2.1 AuIA Accuracy lagvinnsiiAsIes CRM Meseululannaidudusyaunany fe

AVMDNTUVNAY 26.02 % TN ¥n1s1AsIes 10 91 UmailaunmiAl Recovery

%Recovery

%Recovery

ANNILATIEYLA x 100

AN91999 (Anlususes)
25.83 x 100 = 99.27 %

26.019

LNUIINITEBNTU % Recovery WAU 98-102 % (AOAC, 1998) LaniI1 Recovery WU

WNEUTINSEBUSU

4.2.2 AIUIUVIAN Precision a8vinn153tAs1zY CRM Mwseulurlaanududuseaunand Ao

ANMUUTULYINAU 26.02 % TN 91N1590AS1EY 10 91 Nanbeunmian %RSD waluseiiulaely

Horwitz’s Ratio

%RSD

ATUINT Horwitz’s Ratio (HORRAT)

Predicted Horwitz RSD =

C =
HORRAT =

Concentration ratio =

WNUNNISUSELEY HORAAT < 2

(SD/ x)x 100
(0.33 / 25.83) x 100
1.30

0.66 X 2(1—0.5logC)

0.66 X 2(1—0.5log0.258)

1.62

25.83/ 100 = 0.258
%RSD / Predicted Horwitz RSD
0.130/1.62 = 0.80

LAY WIUNAUSINNTEDUSU

4.3 AMINAFBY Accuracy Wag Precision ¥a935aasenlulasiaunsvualudeiad 4

sEAUAULNTUGS Wiy 46.54 % TN
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Taeld urea ( BCR :179) YunIASIEMaNUTUADUNISIASIETbULASIAURaue TikanIs

AATIERAIATII 6 WAINIATUINRT % Recovery Hay LUSBUTIBUAIANINAITIATIZAAUAIDSS
Tngldy t-test

[y

M19199 6 wanTiaTzilulasauianuatudewnd Aseiunnudutuas 46.54%

g Yo Conc.HCL (N) Usums HCL %TN
1 0.2304 0.1995 37.85 45.91
2 0.2113 0.1995 34.8 46.02
3 0.3001 0.1995 49.6 46.19
4 0.2942 0.1995 48.3 45.88
5 0.2241 0.1995 37.2 46.39
6 0.2381 0.1995 38.9 45.65
7 0.2752 0.1995 45.05 45.74
8 0.2204 0.1995 37.6 47.67
9 0.2329 0.1995 38.5 46.19
10 0.2281 0.1995 37.9 46.43

X 46.21
SD 0.58

NTaYAlUAITIN 6 WA Giail
4.3.1 AMUIUNIAT Accuracy tnevinn1sIAsIE CRM Mwseulilaninuiduduseaunans e
AUUNTUVNAY 26.02 % TN vNsHATIEA 10 91 dnailaunmial Recovery

%Recovery = _ A1NAATIZUALA x 100

AND1999 (3nlususes)
46.2070 x 100 = 99.28 %
46.54

%Recovery

LNEUIINITEBUTU % Recovery AU 98-102 % (AOAC, 1998) LaniI1 Recovery WU
NENINSERUSY

4.3.2 fudsiman Precision Tnevin1siaszs CRM fiwseulildanududusedunans fie

AU 26.02 % TN ¥ns3esess 10 91 waitldumal %RSD udiUsuidulpeld
Horwitz’s Ratio

9%RSD (SD/ X)x 100
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(0.58 / 46.21) x 100

= 1.25
AU Horwitz’s Ratio (HORRAT)
Predicted Horwitz RSD = 0.66 x 210500
— 0.66 X 2(1—0A5log0462)
= 1.48
C = Concentration ratio = 46.21/ 100 = 0.462
HORRAT = %RSD / Predicted Horwitz RSD
= 1.25/1.48 = 0.84

WNUNNISUSEEUY HORAAT < 2 WAAYI1 HIUNMINISERUSU

5. NMSMARBU Accuracy uag Precision va93sinszilulnsausnunludsindififiarsiauiy
(Matrix) #szdiuanadudun nanq g

5.1 MINARBU Accuracy uaz Precision vas3saameilulasaunaunludeindiifans
fadu fiszauannududusn windu 1.0000 % TN

wieululasiau 1.000% TN Tagld Urea 46.549% (BCR 179) Felildumin 2.1489 n3u ldlu
volumetric flask ¥w1m 100 fadans azanerh USuusinasidu 100 Sadans Fruraananduduld
Winfu 1.0001 % TN) thaiwsiedmsdunounsinseilulasauiemun Tnedivansdaduly
Unaindu  Iekan1siesnzeidiesnsnadl 7 wdihundiuwinm % Recovery way WWisuiiousn
PMNNMTIATIERTUARSSLaelY t-test

A9 7 NANITIATIETLUTASLAUNINUAZITIUR AL ANTLAUAULTNTUFT 1.000 % TN

i Yo Conc.HCL (N) Usums HC %TN
1 0.2002 0.1995 0.70 0.98
2 0.2398 0.1995 0.85 0.99
3 0.2002 0.1995 0.70 0.98
4 0.2342 0.1995 0.85 1.01
5 0.2178 0.1995 0.80 1.03
6 0.2319 0.1995 0.85 1.02
7 0.2297 0.1995 0.85 1.03
8 0.224 0.1995 0.75 0.94
9 0.2001 0.1995 0.65 0.91
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10 0.2351 0.1995 0.85 1.01
1 0.2002 0.1995 0.70 0.98
X 0.99
SD 0.04

INTBYALUAITIN 7 WA Giail
5.1.1 MuIMA1 Accuracy Lagvinn15iAs1esio AT e ilulnsaun mua luasA AN
STAUANUTUTUAANMULTNTUTZAUAT D ANUTLTUVINAY 1.0001 % TN v n19ilasizs 10 €1

UwafilaunmAl Recovery

%Recovery = a1zl x 100
A91983(NTUSUT9)

%Recovery = _09897 x 100 = 98.96 %
1.0001

LNIINNSEBUSU % Recovery AU 98-102 % (AOAC, 1998) LameIn Recovery WU

NaINSERNSY
5.1.2 funasnd Tnevinnsinseiisinseilulasauimseluansifafisysuaing

Futumanududusesus fe anududuwiiu 1.0001 % TN vhmsiesiey 10 61 Wwad]
Tou1man %RSD waruseiiulaely Horwitz’s Ratio
(SD/ x)x 100
(0.04 /7 0.99) x 100
4.19

%RSD

ATUINT Horwitz’s Ratio (HORRAT)

Predicted Horwitz RSD = 0.66 x 2103l
— 0.66 X 2(170.5log0.01)
= 2.64
C = Concentration ratio = 0.99/ 100 = 0.010
HORRAT = %RSD / Predicted Horwitz RSD
= 4.19/ 2.64 = 1.59

WNTINSUSEEY HORAAT < 2 WAAIIN WIUNETINISEBNSU

5.2 N1SVARBU Accuracy wag Precision 289353 szlulasiaunaanludenling

A15A7AN NILAUAMUTUTIUNANE WINNU 26.02 % TN




Taelt calcium ammonium nitrate (BCR:178 )UNu13LASIEAANUIUABUNITIATIEN
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lulasiauriaonda TARAN1SIAIILIRINITIN 8 WAILNLNAILIN % Recovery Wag W3gULiguan

INATAATIZANUAS ALY t-test

ANS199 8 HAN1IT AT IULATLAUNINUA NTLAUAMUDUTUNA WINAU 26.02 %

i v Conc.HCL (N) Usuas HCL %TN
1 0.2208 0.1995 19.45 24.62
2 0.2276 0.1995 21.05 25.84
3 0.2209 0.1995 20.45 25.87
4 0.2157 0.1995 20.05 2597
5 0.2432 0.1995 22.55 25.91
6 0.2166 0.1995 20.05 25.87
7 0.2078 0.1995 19.15 25.75
8 0.2487 0.1995 22.88 25.71
9 0.2176 0.1995 20.05 25.75
10 0.2244 0.1995 21.05 26.21

X 25.75
SD 0.42

AMDUTUVINAY 26.02 % TN vNsHAIEs 10 91 dailaunmial Recovery

x 100

L4 ‘ﬂl o o U d’J
mﬂ%;ﬂa”[,umiﬂw 8 UIUIAUI AU

5.2.1 AUIUNIAT Accuracy 1agvinn15ItAsIER CRM Mwseulilannututuseaunany e

%Recovery

%Recovery

| aa v
ANTILATIEYLA

AN91999 (Anlususes)

25.7502 x 100

26.019

= 98.97 %

LNUIINITEBUTU % Recovery WU 98-102 % (AOAC, 1998) LaniI1 Recovery WU

WNUNNNSDUTU

5.2.2 A1UIUVIAT Precision 1a8¥inn153tAs1Y CRM AwSeulrlaanududusysunand A

AMUUTULYINAU 26.02 % TN 91N153AS1EY 10 91 deanleunnian %RSD  waluseiiulaely

Horwitz’s Ratio

%RSD

AUIUNT Horwitz’s Ratio (HORRAT)

Predicted Horwitz RSD

(SD/ X)x 100

(0.42 /7 25.27) x 100

1.65

0.66 X 2(1—0.5logC)
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— 0.66 X 2(1—0.5Log0.258)

= 1.62
C = Concentration ratio = 25.75/ 100 = 0.258
HORRAT = %RSD / Predicted Horwitz RSD
= 01.65/1.62 = 1.02

WNUANISUSEEIY HORAAT < 2 WAAYIT HIUNAINISEaUSU

5.3 M3NAHDY Accuracy wag Precision ¥89357aszilulasiaunaualudeiaiinideans
Ay Nssauaududugs windu 46.54 % TN
Taeld urea ( BCR :179) Uun3lASIEMaUTUADUNISTIASIZT LRSI URavLe TikanIs

AATILAMINNTIT 9 LANWIATUIUNT % Recovery Wag WIBUBUAIIINNITIATIZRAUAIDSY

Taeld t-test

M990 9 WaMTAATIERLULATRUNIMNA TsEAUAUTNTUEY 46.50%

i Vo Conc.HCL (N) Usums HCL %TN
1 0.2124 0.1995 35.05 46.11
2 0.2476 0.1995 40.78 46.02
3 0.2355 0.1995 38.46 45.64
4 0.2353 0.1995 39.3 46.67
5 0.2454 0.1995 40.35 45.95
6 0.2024 0.1995 33.85 46.73
7 0.2294 0.1995 38.3 46.65
8 0.2198 0.1995 36.24 46.07
9 0.2245 0.1995 37.65 46.86
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10 0.2319 0.1995 38.9 46.87
X 46.36
SD 0.45

INTeYALUAITIN 9 WaAIN Fell
5.3.1 AwInmAn Accuracy Wneviin1sinsien CRM Mwsealilaanududuseauas fe
AIANTUYNAU 4654 % TN vn153es1esd 10 91 dwafilduniAn Recovery

%Recovery = _ AIYRLATIZALS x 100

A191989 (nlususes)
%Recovery = _46.3592 x 100 = 99.61 %
46.54

LNUIINITEBNSU % Recovery AU 98-102 % (AOAC, 1998) LaniI1 Recovery WU
LNYINSEDUSU
5.3.2 AUIUNIAT Precision 1agyinn15itas1eyt CRM ﬁL@%&Jﬂﬁlé’M'}ML%’u%’uizﬁuqq k)
ALY 46.58 % TN ¥msiasesk 10 81 thwadildunman %RSD udussiiiulngld
Horwitz’s Ratio
(SD/ x)x 100
(0.45 / 46.36) x 100

%RSD

= 0.96
ATUIUNY Horwitz’s Ratio (HORRAT)
Predicted Horwitz RSD = 0.66 x 210550
— 066 X 2(1—0.5log0.464)
= 1.48
C = Concentration ratio = 46.36/ 100 = 0.464
HORRAT = %RSD / Predicted Horwitz RSD
= 096/148 = 0.65

WNUINNNSUTEIN HORAAT < 2 WAAYIT HIULNINNISEUSU

6. N1SNAFAU Intermediate Precision %aﬁ%’iLm']::ﬁluimwuﬁwmiuﬂmﬂﬁ NNLAUAINY
wudunn nane g9 Tugeszezaanfuansneiu
6.1 NM1MAFBY Intermediate Precision vas3g3taszilulasiaunaanludend Nszau

AMUELTUR Windu 1.0000 % TN
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w3salulnsiau 1.000% TN Taeld Urea 46.54% (BCR 179) dalulavmin 2.1489 ndu ldly

volumetric flask ¥u19 100 T80T azatewi UsuuSuinsiu 100 8adans (rulaianududule

WU 1.0001 % TN) €111 3AS1EARIUTURBUNITILATIEALULASIUNIALA FIRNANTITIASIZNAS

= Y o ° ~ a ' a s 1 a v
A1979 10 LadUIUIAIUIUNT % Recovery LAY L‘tJiEJUL‘VIEJ‘Uﬂ%nﬂmsaLﬂiﬂz%ﬂumﬂiﬂm% t-

test

a a & + = | a' @ PN Y Y v o
M1919N 10 Naﬂ']ﬁ')Lﬂi']gﬁluimiwu%ﬂﬁmﬂiuqaLWNIUGU'NL'Ja'WVlLW]ﬂWW\Tﬂu NILAUAIMULYUVURAN

1.000 % TN
Sudi it Conc.HCL (N) Usums HCL %TN
9/7/2014 0.2283 0.2026 0.95 1.18
21/7/2014 0.2447 0.2026 1 1.16
12/8/2014 0.2732 0.2026 1.15 1.19
19/8/2014 0.2204 0.2026 0.9 1.16
28/8/2014 0.2313 0.2026 0.95 1.17
1/9/2014 0.2397 0.2026 1 1.18
10/9/2014 0.2697 0.2026 1.1 1.16
19/9/2014 0.2082 0.2026 0.85 1.16
25/9/2014 0.2402 0.2026 1 1.18
28/9/2014 0.2287 0.2026 0.95 1.18
9/7/2014 0.2283 0.2026 0.95 1.18
X 1.17
SD 0.01

NTeaYaluA13199 10 i 1 Precision lagaaanen %RSD uaiusziliulagly

Horwitz’s Ratio #ail

ATUIUNIAT %RSD NNGAT

%RSD

(SD/ x)x 100
(0.01/1.17) x 100
0.85

AUIUNT Horwitz’s Ratio (HORRAT)

Predicted Horwitz RSD

0.66 X 2(1—0.5logC)

0.66 X 2(1—0.5log0.01)
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= 2.64
C = Concentration ratio = 1.17/ 100 = 0.01
HORRAT = %RSD / Predicted Horwitz RSD
= 0.85/ 2.64 = 0.32

WNUNNISUSEEUY HORAAT < 2 WAAYI1 HIUNMINNISEBUSU

6.2 NINAFBY Intermediate Precision vas35Anesilulnsiaunmualutond Tus
PeszEziamaneiy fiszduanududunans windu 26.02 % TN
Tael4 calcium ammonium nitrate (BCR:178 )than3asgimnudunounisiasizy
Tulnsiauiaovun Tkan1s A esidemnsedl 11 udnhunfuiam %RSD wissidulaeld

Horwitz’s Ratio 4l

M15197 11 wansiesgitulasiaunvunludeniniitiassezaiansneny Assaunnududu

AANY WINAU 26.02 %

Sudi Yo Conc.HCL (N) Usums HCL %TN
9/7/2014 0.233 0.2026 21.5 26.19
21/7/2014 0.2154 0.2026 19.85 26.15
12/8/2014 0.2302 0.2026 21.2 26.13
19/8/2014 0.2334 0.2026 21.05 25.59
28/8/2014 0.2235 0.2026 20.5 26.03
1/9/2014 0.2336 0.2026 21.15 25.69
10/9/2014 0.2124 0.2026 19.55 26.12
19/9/2014 0.2108 0.2026 19.15 25.78
25/9/2014 0.2047 0.2026 18.45 25.58
28/9/2014 0.2334 0.2026 21.6 26.26

X 25.75
SD 0.42

NTaYAluAIT19N 11 i 1 Precision lagaamen %RSD uaiusziliulagly
Horwitz’s Ratio #4il
ALIUNAT %RSD  NEAT

9%RSD - (SD/ X)x 100
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(026 / 25.95) x 100
= 1.0

ATUINT Horwitz’s Ratio (HORRAT)

Predicted Horwitz RSD = 0.66 x 210500
— 0.66 X 2(1—0.5log0.26)
= 1.62
C = Concentration ratio = 25.95/ 100 = 0.26
HORRAT = %RSD / Predicted Horwitz RSD
= 1.00/1.62 = 0.62

WNUNNISUSEEUY HORAAT < 2 WAAYI1 HIUNMINISERUSU

6.3 M3NAFBY Intermediate Precision ¥a4353tas1zsilulasiaunsunludeniingyog
52ELIAMANANNAY NszAUAUdNTUg Wiy 46.54 % TN
logld urea (BCR :179) wniwseninutunsunmsiinsieilulasiaunmun inanis

AATIZAFMINNTIT 12 UAIIAIUIUAT % Recovery uag LUTBUTBUAIAINAITIATIZRAUAIDSS

Tneld t-test

d. a gj + Lﬂlﬂllﬂ 1 1 o dl % £% ¥
N1919N 12 E\Iaﬂ’ﬁ’lLﬂi?%ﬁ%ﬂi@iﬁﬁﬂﬂ%ﬂﬂiﬂﬂﬂLﬂll‘VI&I‘U’NizﬂzL'Jﬁ']LLGIﬂGl'Nﬂ‘L! NIEAUAINULVUVU
g9 46.54%

il vhwein Conc.HCL (N) Usums HCL %TN
9/7/2014 0.2311 0.2033 37.85 46.64
21/7/2014 0.2122 0.2033 34.8 46.7
12/8/2014 0.304 0.2033 49.6 46.46
19/8/2014 0.2957 0.2033 48.3 46.51
28/8/2014 0.2258 0.2033 37.2 46.91
1/9/2014 0.2395 0.2033 38.9 46.25
10/9/2014 0.2749 0.2011 45.05 46.16
19/9/2014 0.2266 0.2011 37.6 46.74
25/9/2014 0.2337 0.2011 38.5 46.4
28/9/2014 0.2294 0.2011 37.9 46.54
X 46.53
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SD 0.24

mn%’agaiumifmﬁ 12 1111AUI 1 Precision 1agfnamian %RSD waiuseiiiulagly
Horwitz’s Ratio #ai
AUIUMIAT %BRSD NGRS
(SD/ x)x 100
(0.24 / 46.53) x 100
= 0.52

%RSD

ATUIUNT Horwitz’s Ratio (HORRAT)
Predicted Horwitz RSD = 0.66 x 2(1:0505Q

— 0.66 X 2(1—0.5l0g0.47)

= 1.48
C = Concentration ratio = 46.53/ 100 = 0.467
HORRAT = %RSD / Predicted Horwitz RSD
= 0.52/1.48 = 0.35

WNTINSUSEEY HORAAT < 2 WEAIIN WIUNETINISEBNSY

7. N1IVAFBY Intermediate Precision vas3sAwmeilulasaunounludeiafiifasdai Tu
fineszeznauansnaiy Aszduannadududi nans g
7.1 MsvAgau Intermediate Precision vas38nszilulasiaululasiauswunly
Jeaiiifiansiin Tulivaeszesnatuandneiy Aszduaadudus winfu 1.0000 % TN
wiseallulnsiau 1.000% TN Tagld Urea 46.58% (BCR 179) dalileinin 2.1489 n3u Teflu
volumetric flask vw1m 100 Sadans avaneni USuusinesidu 100 fadans (Fuannududuld
winfu 1.0001 % TN) thadieszsimutunsumsdiesedlulasiouiomn Iinansiaszis
A9 13 Wthaneuaamn % Recovery waz wWisuiflsumainmsinszitumasalagld t
test
a9t 13 nanmsenedlulasuiouslulnsouiomnluloeiifa i Tulltssesna

LANFNAU NILAUANULIUTUAT 1.000 % TN

1INUN

Sudi Conc.HCL (N) Usums HCL %TN
9/7/2014 0.2190 0.2026 1.1 1.16
21/7/2014 0.2102 0.2026 0.95 1.18
12/8/2014 0.2171 0.2026 1 1.18
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19/8/2014 0.2224 0.2026 0.9 1.16
28/8/2014 0.2471 0.2026 0.95 1.17
1/9/2014 0.2289 0.2026 1.15 1.19
10/9/2014 0.2258 0.2026 0.95 1.18
19/9/2014 0.2187 0.2026 0.85 1.16
25/9/2014 0.2383 0.2026 0.9 1.07
28/9/2014 0.2424 0.2026 1 1.16
9/7/2014 0.2190 0.2026 1.1 1.16

X 1.16

SD 0.01

nVayalunsnen 13 danAn w1 Precision tngdaamen %RSD waiusziiulagly

Horwitz’s Ratio #ail

ANIUMIAT %RSD NGRS

%RSD

(SD/ x)x 100
(0.01/1.16) x 100
0.80

AUIUNT Horwitz’s Ratio (HORRAT)

Predicted Horwitz RSD

C = Concentration ratio

HORRAT

WNUNNISUSELEY HORAAT < 2

0.66 X 2(1—0.5logC)

0.66 X 2(1—0.5log0.01)

2.64

1.16/ 100 = 0.01
%RSD / Predicted Horwitz RSD
0.80/ 2.64 = 0.30

LA WIUNAUSINITEDUSU

7.2 N1NAEY Intermediate Precision ¥8335aAselulasiaunianualuleiniindians

Ay Tuliv29528 22 uANANNAY NTZAUAMUTUTUNATG WINNU 26.02 % TN

Tulnsunamun TNaNISIATIZIRINITIN 14 LaUNUIAIWINTT %RSD wadUseiulaeld

Horwitz’s Ratio #4il

Taeld calcium ammonium nitrate (BCR:178 )UNu13LASIEAANUIUADUNISIATIEN




a a & + aaa v a a " v oA
M19190 14 Naﬂ'ﬁ'ﬂLﬂﬁqzﬂmlUImiLﬂumﬂwuﬂiuq’ﬂLﬂ@JVllla']i@]'lL@ll 1“N%3Q5383L?ﬁ?%mﬂ9ﬂﬂﬂu N

SEAUANULIUTUNANG WINAU 26.02 %

Sufl Yo Conc.HCL (N) U310 HCl %TN
9/7/2014 0.233 0.2026 215 26.19
21/7/2014 0.2154 0.2026 19.85 26.15
12/8/2014 0.2135 0.2022 19.55 25.93
19/8/2014 0.2423 0.2022 22.35 26.12
28/8/2014 0.2568 0.2022 235 25.92
1/9/2014 0.234 0.2022 21.35 25.84
10/9/2014 0.2143 0.2028 19.25 25.52
19/9/2014 0.2121 0.2028 19.5 26.12
25/9/2014 0.2483 0.2028 22.85 26.14
28/9/2014 0.2797 0.2028 25.35 25.75
X 25.99

sD 0.22

mﬂﬁé’faada”[,umiwﬁ 14 YA - Precision lagsoaniAl %RSD wauseiiulagly
Horwitz’s Ratio ﬁﬂ‘ﬁ
ANIUMIAT %RSD NGRS
(SD/ x)x 100
(0.22 / 25.99) x 100
= 85

%RSD

AUIUNT Horwitz’s Ratio (HORRAT)

Predicted Horwitz RSD = 0.66 x 210305
— 0.66 X 2(1*0.5l0g0.26)
= 1.62
C = Concentration ratio = 25.99/ 100 = 0.26
HORRAT = %RSD / Predicted Horwitz RSD
= 0.85/1.62 = 0.52

NTINSUSEEY HORAAT < 2 WAAIIN WIUNEUTINISEBNSU
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7.3 MSNARBY Intermediate Precision va933iszilulasinunavianluioiniiffians
fafu Tulidsszaziaaanetenu ﬁizﬁ’ﬂﬂ’ﬂwfifﬁ%ﬂgﬁ Wi 46.54 % TN

Tneld urea (BCR :179) thundwszimudunoumsdinszsilulasiouieun Iinans
ATIAFIN597 15 WEWIE I % Recovery uaz WIBUTBUANINNNTIATIERTUA193S
Tngldy t-test
a9t 15 wamshiesgilulanauimslutlonifasdify lultssesnauansaiy

U v

NszAUAUTNTUED 46.50%

g7l vhwein Conc.HCL (N) Usums HCL %TN
9/7/2014 0.2297 0.2033 37.85 46.92
21/7/2014 0.304 0.2033 49.6 46.46
12/8/2014 0.2957 0.2033 48.25 46.47
19/8/2014 0.2286 0.2022 37.65 46.65
28/8/2014 0.2694 0.2022 43.75 45.99
1/9/2014 0.2824 0.2028 45.85 46.12
10/9/2014 0.2646 0.2028 43.35 46.54
19/9/2014 0.2316 0.2028 38.25 46.91
25/9/2014 0.2442 0.2028 40.15 46.7
28/9/2014 0.2781 0.2028 45.55 46.53
X 46.53

SD 0.32

mﬂﬁé’faagaiumiwﬁ 15 U1AUI ¥ Precision lagsoniAl %RSD wauseiliulagly
Horwitz’s Ratio ﬁﬂ‘ﬁ
ALIUIAT %RSD NGRS
(SD/ x)x 100
(0.32 / 46.53) x 100
0.68

%RSD

AWM Horwitz’s Ratio (HORRAT)
Predicted Horwitz RSD = 0.66 x 2(1:0-5050)




C =
HORRAT

WNaUgiN1sUSEEIY HORAAT < 2

Concentration ratio

0.66 X 2(1—0.5log0.47)

1.48

46.53/ 100 = 0.467

%RSD / Predicted Horwitz RSD
= 0.68/1.48 = 0.35

WERIIN WIULNAINSRUSU

NﬁLLﬁSﬂEUNaﬂ’]‘JVIﬂ’daQ
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msasvdeuanuldliveisinseilulasununludond Wwisnresujufinisds nqu

PAUINITNTIVEDUNTLALUIFLNSHEN PAkUaI1NITUBY AOAC (AOAC Official Method of

Analysis (18™ed.) 2005, 955.04) Tne3iAs1z38 CRM/SRM udnthunussidumuSanausgaiianunsn

Salsl (LOD/ LOQ) sy (Accuracy) wazaiuiiies (Precision) Téiwadl

1. NIMAMUIN Accuracy 1e38 AT eslulasiaunmunlule

YSunausngaitanunsadale (LOD) wiriu 0.17 % wagUSunusinanfianusadiasisikas

s189uNale (LOQ) windu 0.38 %

CRM/RM A9 % Recovery % RSD (Lab) Precision(HORRAT)
0.3801% TN 0.3801 100.85 4.37 1.43, gusu
2. MIMANILIN Accuracy vesiE AT zlulsiauriavasluly
JLAUAIIY % LNQUIINTS NANIS T-test LQUIINTS NANTS
LU Recovery YUY Usziiiu gousuil 95% | Uszidiu
SEEUR 98.99 98-102 % WU 0.61 tea< tai ALY
(1.00 %) toi = 2.26
JEAUNAN 99.27 98-102 % WU 0.15 tea< tai ALY
(26.02 %) tyi = 2.26
TEAUEN 99.28 98-102 % R 0.16 tear< to H1Y
(46.54 %) t, = 2.26

INMTUTEIUANIUYNADY WUTT % Recovery YaennIeauaiidutuagluinusigeusy

WAL o UMIAULANANGSEPINNANMALATIEM AN UAND3Y 1ae T-test nuInAlallfiaulansng

AUl ULAALTEAUANLYUTY LaRIINIDLNANLLLUE LN SngaNSULA
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3. M9IMAUTEY (Precision Wa Intermediate Precision) 189353t 1esilulasiauvianunlude

Precision Intermediate Precision
3ZAUANN | %RSD | %RSD | HORR | tneust | Wan1s | %RSD | %RSD | HORR | neust | wanns
Wy opected | AT ms | Uszd opected | AT Ms | Uszudl
gousu | U gausu | U
sdusi 406 | 264 | 153 | <2 W | 085 | 264 | 032 <2 R
(1.00%) 30 D!
<2 <2
syAuNa | 130 | 1.62 | 080 | <2 HU 1.0 162 | 062 | <2 HU
(26.02%) 130 30
<2 <2
JEAUF 125 | 148 | 084 | <2 | s | 052 | 148 | 035 | <2 | #u
(46.54%) 739 D!
<2 <2

INMIUsTiiuANUNBmNsEAUANNTNTY A1 HORRAT lilifiunaeifinviun  (AOAC
| adAaaAa

HORRAT (Horwitz’s ratio) < 2 %58 EU, CODEX : HORRAT (Horwitz’s ratio < 2)) me'mﬁﬁ

AULEINANLNTDYDUSU
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