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Official methods of analysis of fertilizers (The National Institute of Agro-Environmental Sciences,
1987) wareiledtinssndendl (2551) dmiunisiasienuaaden wasuuniidey dunsinsien
MugduUHURMUUIENIANTENTINNYATLALANNTAL L1389 MNUANTINITNIIATIIIATIwRTELndl N.a.
2559 AsIdeUANANYMINEA1NY Ao 1) AuTudunsaueinsmuInsgIu (Range) 2)igauninudy
Wunsewaansunsgudmiuldau (Linearty)  3)USuiusinganaiuisadiasieila (Limit of
detection, LOD) LLazﬂ%mmﬁqumﬁmmm%mmzﬁuamwmumalﬁ (Limit of quantification, LOQ)
4) AUYNABIVBINITIATIEN (Accuracy) NTLAUES NAY UagA Uag 5)AINULIUEIV0INITIATIEN
(Precision) ¥19uUUNIUY" (Repeatability precision) kag wuUN13%1491 (Intermediate precision) lag

o [

AAI189Ian819895U984 (Certified reference material, CRM) Wu31 Range ¥4353LA318MLARLT Y

[y

wunili@ey uagiugiuy aglugae 0 - 20 mg/LCa, 0 - 9 mg/LMg uag 10 - 80 mg/LSO,> mudsiy

Linearity ¥843531A312W0glug9 0 - 10 mg/LCa, 0 - 5 mg/LMg Uaz 10 — 50 mg/LSO,* muedsiy



ada

LOD 989153LAS1EW AANUIAU 0.4704 %Ca0, 0.4758 %MgO kag 0.0351 %S amua1du  LOQ ve3
33%msz9 AU 1.5680 %Ca0, 1.5860 %MeO waz 0.1170 %S Accuracy UoduAaidey i
JLAUGY NAN wazsin 161 Mean Recovery Wi 99.51, 100.91 uay 99.92 % auasu uuniideuls
A1 Mean Recovery winAu 100.05, 101.17 wag 100.14 % #1Ua19U LAz Mean Recovery 984n11zau
1§y 108.84, 106.09 wag 110.14 % A u&16U 5.1) Repeatability precision vasuaaLdaud
JLAUFL NAN i1 Toeldaun1sues Homwitz's ratio lé@1 HORRAT wihfu 0.81, 0.48 waz 0.47 audsu
wunfi@eulaavindu 0.93, 0.88 wag. 0.17 muadu wagAuzaulafwinAy 0.99, 1.01 wag 0.80
MUAWY Intermediate precision YeduAALTENTITEAUGY Nans wazi Taeldaunisves Horwitz's ratio
1aA1 HORRAT winiu 0.29, 0.08 wa 0.31 A1ua1su wuni@eulaavinniu 0.50, 0.93 wag 0.05
audRU wazsuzduldAWingU 0.36, 0.76 way 0.92 MU Famanisnsiaaauanuldliveds W
NINITERUTUAINNINTFINAING 8nlIu Mean Recovery Y0935 AT 1evinuedulvinaTinsziian

91989 genInaiganTy

Abstract

Method validations on analysis of secondary nutrients (calcium magnesium and
sulfur) in chemical fertilizers is the development, improvement or modification of analytical
method to be suited for the laboratory. The methods those the laboratory modified for analysis
Calcium (Ca) and magnesium (Mg) were the Official Methods of Analysis of Fertilizer (the
National Institute of Agro-Environmental Sciences, 1987) and Fertilizer Analysis Manual
(Department of Agriculture, 2009). For sulfur (S) method validation was base on Notification of
Ministry Of Agriculture and Cooperative Re : Prescribing the methods of analysis of chemical
fertilizer, B.E.2017. There were five characteristics assessed according to the Certified Reference
Material (CRM). They are including 1) Range, 2) Linearity, 3) Limit of Detection (LOD) and Limit
of Quantification (LOQ), 4) Accuracy and 5) Precision which can be divided into two categories;
(1) repeatability precision and (2) intermediate precision. The assessments were conducted for
three elements including calcium (Ca), magnesium (Mg) and sulfur (S). Results of the
assessment can be summarized as follow. The Range period for the analysis of Ca, Mg and S
were 0-20, 0-10 and 10-80 mg/ L, respectively. The Linearity were 0-10, 0-5 and 10-50 mg/L,
respectively. The LOD were 0.4707 %CaO, 0.4758 %MgO and 0.0351 %S, respectively. The
LOQ were 1.5680 %Ca0, 1.5860 %MgO and 0.1170 %S, respectively. The Accuracy at high,
medium and low levels of Ca were 99.51, 100.91 and 99.92% of mean recovery, respectively.
While the mean recovery of Mg were 100.05, 101.17 and 100.14% and mean recovery of S were

108.84, 106.09 and 110.14%, respectively. The Precision were assessed by using Horwitz’s ratio



which are interpreted as HORRAT value. The HORRAT values for repeatability precision of Ca at
high, medium and low levels were 0.81, 0.48 and 0.47%, respectively. While the values of Mg
were 0.93, 0.88 and 0.17% and the values of S were 0.99, 1.01 and 0.80% respectively. The
HORRAT values for intermediate Precision of Ca at high, medium and low levels were 0.29, 0.08
and 0.31%, respectively. While the values of Mg were 0.50, 0.93 and 0.05% and the values of S
were 0.36, 0.76 and 0.92%, respectively. Most of the values achieved from the analysis were
accepted when referred to the international standard. Except the Mean Recovery of S which

was higher than the acceptable threshold.
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AATgufeiuieslfuinsimseile nquddeinuasiall ddnifowasiauiadenisndnnig

nsinwas Ao Alledsiasizvideiail (2551) way Useniensensiunuasiazannsal 1399 Mvuanssus

N139599BAwndesall w.e. 2559 NeliesuUainseraesniiunisidentdisinsenilmvangauiu

Asoslle guUnsal warasialiniley wavnsivaeunuldlivediziasiey (Validate Method) Litegudu
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deismsndanldlummaasuindiannugnaes udud dniede aeunduls wazdnvinduiziased
1193511 (Standard Operation Procedure) ialiinanudaiulunanisingiey waziluiivousuniy
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N15ATIEseIssesludendl W upaleu wunili@ey wasiugdu WWudedmualunis
aTaUssiiununnle munseselyaide wazdmsunsTunsilouleniuaa@ey wunidoy uwag
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Muzdududiudsznou Jadianudndudemsrrasuanuldlaveidinsegisinemissesulend
n13nsaeuAuldlivedisinssiuaaden wunil@uy tu Heslfuinisladaudaisinsienain
Official methods of analysis of fertilizers (The National Institute of Agro-Environmental Sciences,
1987) syuduaileisiasievidend (2551) lngldmaiin  Atomic Absorption Spectrophotometric
Method dsunisasivaeuauldlaveidiiasngimugau 19753AT18RnuUTEN1ANSENTIUN AT
wazavinsal (2559) lagldimaila Turbidimetric Method lagnsiaaauAmuanYEseg Ao AUYNADS
Y94n1577 (Accuracy) A11ULTI8999IN15TA (Precision) ¥alUU Repeatability precision thag
Intermediate precision USanasnganaiunsaitasienla (Limit of detection, LOD) USunusngnl
#101507ATITRLas s1guKals (Limit of quantitation, LOQ) (#iwassed, 2549) ieliduluau

UINTPINAING KATAINTAIITNITIATILIAINE1INEVENITTUTIRSFIUBIU  UANsTulanasialy

7. A/anliung
7.1 gunsal uagiAdesileinenmans
7.1.1 wieadmafioy 4 funus (Sartorius U BP221S )
7.1.2 w509 Spectrophotometer (PerkinElmer i;u Lambda 40)
7.1.3 1503 Atomic Absorption Spectrophotometer (GBC ﬁu 933AA)
7.1.4 \ngaefaegne (Thermolyne U RC2240)

[

7.1.5 wsesumiuazdanaus ldlunsimsey



7.1.6 5’3@5’1&5&%@3@3 (Certified reference material, CRM) hazansLadl

7.2 35019

Limestone (SRM 1d) Slupaidenianunsuses 52.85 %Ca0)

Dolomitic Limestone (SRM 88b) LAALE 8L I ATUTe9 29.95 %Ca0, wunihdes
Wmun3uses 21.03 %MgO)

Trace Elements in Multi-Nutrient Fertilizer (SRM 695) fupaifausianuniuses 3.16
%Ca0, WunThdsammuasuses 2.97 %MgO)

Potassium sulfate (BCR 114) fifuzdunaunsuses 17.79 %S

Natural Moroccan Phosphate Rock (BCR-032) fitzduimmnduses 0.74 %S
Ammonium sulfate (Sigma, product no. 204501) fituzduraunduses 24.27 %S
Sample blank (SB)

Calcium standard solution (Ca std sol®) 1,000 mg/L

Magnesium standard solution (Mg std sol®) 1,000 mg/L

Sulfate standard solution (SO,% std sol?) 1,000 mg/L

Calcium carbonate (CaCOs3), AR grade

Magnesium sulfate (MgSO,), AR grade

Strontium chloride hexahydrate (SrCl,+6H,0), AR grade

Barium chloride dihydrate (BaCl,*2H,0), AR grade

Sodium chloride (NaCl) > 99 %, AR grade

Hydrochloric acid (HCl) 36 - 38 % AR grade

Nitric acid (HNO3) 69 - 70 %, AR grade

Perchloric acid (HClO,) 69- 72 %, AR grade

Ethyl alcohol (C,HsOH) 95 %, AR grade

Glycerol (C3HgO3) > 99 %, AR grade

7.2.1 NNSMSUUENTAYAIEEIVSUNIT ALV AR YU LAL LUNTLTIUTINUA

7.2.1.1 @15a¥an® Strontium chloride : 99 SIClL-6H,0 61 g azanedieiingy a1eld

Volumetric flask 1000 ml L@u HCL 420 ml wenlmdndu wazusuusuinstila

1000 ml wenlmunu

7.2.1.2 miazmammgﬂmma@su 5,000 mg/L : 4 CaC0O5 3.1217 ¢ Tdnwugurniau

WutnduUseNa 150 ml nauliidniu iy HCL Uszunu 12 ml asluagnegng

(%
(Y

nulazany a1eld Volumetric flask 250 ml sisliiiiu wazusuusunsaiein

NAU LV AN



e outh CaCo; Wldasoufigumadfl 105 °C ogeton 4 $alus wazda
Blmdululopaanuiy
7.2.1.3 arsazaeamIguLaniiden 5,000 me/L : 49 MgSO, 6.1905 ¢ avanedetnduy
sl Volumetric flask 250 ml USuuSunnssaetngu weliiu
yanee outh Meso, lUlddeseufigamadil 200 °C eehstion 4 $alus wazda
Wlndululagaauiu
7.2.1.4 ansavanguInIgIuLAa@eN 100 me/L : w3811 Ca std sol® 1,000 me/L
7.2.1.5 ansavangunnsguwuniii@en 100 me/L : W3813N Mg std sol” 1,000 mg/L
7.2.1.6 miazmammgmtmal,%sm 0,2, 4,6, 8 way 10 mg/L (working standard Ca)
ANAITAAYNINTTIULARLT Y 100 mg/L 0, 2, 4, 6, 8 Lag 10 ml 5
Volumetric flask 100 ml tfua1sazane Strontium chloride 10 ml USuusu1es
Fetndu wen iy
7.2.1.7 ansavangunnsgiuwuniilen 0, 1, 2, 3, 4 uag 5 mg/L (working standard Mg)
Ana1Tara1eNIAsTINLUNT@eN 100 mg/L 0, 1, 2, 3, 4 wag 5 ml 14
Volumetric flask 100 ml tfiu@15azane Strontium chloride 10 ml USuusu1ns
rptindu wenlviy
7.2.2 mswRsLasaranedmTUMTIATERi Lz aus avLe
7.2.2.1 d@15aza1y Condition
- #4 Glycerol 50 ml Tanwug 1@u Ethyl alcohol 95% 100 ml naulwianfiu
-1 NaCl 75 g ldnnvuz wutnduuszana 300 ml nauliazans waziiy HCL
30 ml Ny felidu
~shansazanevi 2 wealidndeiy
7.2.2.2 miazmﬂmmgm%’mm 5,000 mg/L : 43 Ammonium sulfate 1.7196 g avany
#etndu deld Volumetric flask 250 ml USuuSinasietiingu welsi
v Aeu1 Ammonium sulfate TUld#aseuiigamgif 130 °C ee1aties
5 dalus uagaslilvidululagaauiu
7.2.2.3 ansazangu1nsgudamn 100 me/L wsEuaIn SO.% std sol® 1,000 me/L
7.2.2.4 miazmamm@u%mm 0, 10, 20, 30, 40 Wwaz50me/L(working standard SO.%)
Ana1TazAIENINTgIUTamA 100 mg/L 0, 10, 20, 30, 40 uag 50 ml 1d
Volumetric flask 100 ml 1fisl a@15azans Condition 5 ml U3uuSinasaietindu
ey
7.2.3 Fhensiueafounazuundidouiomaluloed

7.2.3.1 Hadheens (sample wt.) 1d Erlenmeyer flask w110 125 ml



7.2.3.2 1 HCLO, waw HNO; oesaz 10 ml devauldansazansla nelugaaatu felv
Hu duhasdlddndes wazdrmeneu dneld Volumetric flask 250 mil (make vol)
Ususinmseneiingu welidniu nsesansavans

7.2.3.3 gAa13aza18fl0819 (aliquot) Td Volumetric flask (total vol.) is@1sazay
Strontium chloride 10 % w3Usu1ns Volumetric flask welwmaniy

7.2.3.4 111 working standard Ca ¥nU3uaiuaawdaudi8wa3o Atomic absorption
spectrophotometer Lﬁaﬁ%mnmxxlmmgm waziarsazanuiegellinusnie
wAALTE

7.2.3.5 11 working standard Mg TpuSurauundifoudisindas Atomic absorption
spectrophotometer Lﬁaﬂ%qmqﬂmmgm waziasazanesiieg1eluinuiuneu
wuntlieu

7.2.3.6 AMUIMUTINULAIGYLLATLUNTTEUNIIUA A1UEAT

% CaO = conc. from curve (mg/L) x make vol. (ml) x total vol. (ml) x 100 x 1.399

1,000,000 x aliquot (ml) x sample wt. (g)

% MgO = conc. from curve (mg/L) x make vol. (ml) x total vol. (ml) x 100 x 1.658

1,000,000 x aliquot (ml) x sample wt. (g)

1.399 fio ArmsfidmsuiUasuUTunn % Ca v % Cao
1,658 fie ApsiidmsuiUasnySina % Me 1B % MeO
7.2.4 FWhaneitusduiommeluleond
7.2.6.1 Hagegn (sample wt.) 1d Erlenmeyer flask 1110125 ml
7.2.0.2 i HCL 30 ml wagifin HNO, 10 ml dogluggaatu diliu wuiaduidniios
wazdsmznauaield Volumetric flask 250 ml (make vol) U3uUSinnsietinndy
WwEALIAUY NTeETavaY
7.2.4.3 gAa1sara1gfl19g19 (aliquot) 1d Volumetric flask (total vol) LAua1sazany
Condition 5 % w®aU5u1m5 Volumetric flask wwelmd1iu Tauvsusiimanniu
asazany
7.2.4.4 11 working standard SO, Ay BaCl,+2H,0 Uszanau 0.5 ¢ LAYNIURBLASDIN I
ansavaneviud Tnemulidrmudune 1 wiit wazdald 3 undl uvarseliane
a1sazatsadiu cuvette waziluldaos Spectrophotometer 58n1539) 4n
mwmjué’wm%’laq Spectrophotometer fimugndu 430 nm \eagensu

RIFU



7.2.4.5

7.2.4.6

asazaefI981 iy BaCly:2H,0 wazUfuRuinediunisyinnsnuinsgu
WaTnuSUUTaLe

ANUUSINUA UL UTNILA ANUERT

% S = conc. from curve (mg/L) x make vol. (ml) x total vol. (ml) x 100 x 0.3338

1,000,000 x aliquot (ml) x sample wt. (g)

0.3338 fio ArAsTidMSULUABUUSIN % SO,Z 18U % S

7.2.5 minsaaeuanulilivediziinseviueadiunivanluleind

7.25.1

7.2.5.2

aveaeuAIludUATIEINTMNATEIU (Range) iAandudi 0 - 20 me/L

- 3 SB 0.4x00¢ — 0.5xxx ¢ ld Erlenmeyer flask vu1a 125 ml 2 Gg”l

- Uaansazaneunnsgiuuaaifey 5,000 me/L 5 ml adlu SB %1712

- deufnogni 2 91 pude 7.2.3.2 (@9 1 uaz 2 fusunaueaden 0 waz 100
mg/L MUEaI6U)

- @Jmaﬁazaw%ﬂﬁ 1 YSu1ms 5 ml1d Volumetric flask 100 ml wagiiu
d@15a¥a18 Strontium chloride 10 ml Ysudsunsliila 100 ml (@sazaned
USuauAal@es 0 me/L)

- @mmiazma%ﬁ 2 USu1es 4, 8, 12, 16 wag 20 ml 1d Volumetric flask 100
ml LaglAna15azaie Strontium chloride 10 ml Y5uusunaslila 100 ml
(@savansluSunauaal@ay 4, 8, 12, 16 wag 20 me/L ANa1RU)

1 luSadaewAi e Atomic absorption spectrophotometer Litaa$19n57
AMNFURUSIEMINSUSINMULAALToL ﬁummiamﬂﬁmﬁwm

- fnsangaefilfudunse Wethvaeiilduinsiaaeuanududunssvesnsav
upsgrufiaztianldon (Linearity)

figarundudunswesnsminasgudmiuldauLinearity) Annandaduo - 10 mg/L

- 3 SB 0.4xxx — 0.5%0 ¢ 1d Erlenmeyer flask aunn 125 ml 4 szgi;’l

- Ynansagansunnsgiusaadey 5,000 me/L 5 ml aslu SB G 2-4

_ douiegnei 4 91 aude 7.2.3.2 @171 1 way 2 - 4 SUSauealden 0 uas
100 mg/L sUaI9)

- @mmiazaw‘*gﬁﬁ 1 USu1as 5 ml 1d Volumetric flask 100 ml Laz L@
@15a¥a18 Strontium chloride 10 ml YsSudsumslila 100 ml @sazaned

USunuuealges 0 mg/L)



- gaaEnsazaeil 2 - 4 Uues 2, 4, 6, 8 uar 10 ml 1d Volumetric flask 100
ml LagL@Na15aga18 Strontium chloride 10 ml Y5uuUsunaslila 100 ml
(@sazanviiUSunauealden 2, 4, 6, 8 uag 10 meg/L AUAIAU)

~luFndaea3eq Atomic absorption spectrophotometer Liiaa$19ns19
AuduS STy fuAaAENIgANAUAAULAS

- fersgreiifudunse Tnefianswnainal dudszanivesnisindule
(Correlation of determination, R?) > 0.995 wioAduUsyansanduius
(Correlation Coefficient, r) = 0.997 (U3, 2556)

7.2.5.3 UTuaudngadiannsadinszils (Limit of detection, LOD) wagU3anaingn

'
a

AUNInIATIERLaESI8UNald (Limit of quantification, LOQ)

- 3 SB 0.8xxx — 0.5xxx g 414U 10 51 14 Erlenmeyer flask vuna 125 ml
(N3l 5B laifismidnulidusiaiuadluidnton) Tinsesiusinusiaiiane
wagAunddenunnnsgIu (Standard deviation; SD)

- AR LOD wag LOQ 9ngns

LOD = 35D
LOQ 10 SD

7.2.5.4 ANUNABIVDINTIATIEN (Accuracy) NTeAUEN NA1Y LALAN

¥3 CRM széiuaz 10 6291;1 1d Erlenmeyer flask 125 ml Wazd SB 0.4xxx
0.5x0¢ g 1d Erlenmeyer flask 7131 CRM Atas1zU3unasinidne uagduio
% Recovery Wag % Mean recovery 3MNgAT
% 519 AT

% Recovery = » %100
% 816)3U3DIUDI CRM

% Mean Recovery = Wa334 % Recovery

INUIUL
NUTEauTUVDY % Recovery Waz % Mean recovery fotagluyig 98 -
102 % NAUINTY > 10-100 %, 97 - 103 % AAUWUIY > 1-10 % way

95 — 105 % TiAudad 0.01 — 1 % (AOAC, 2016) Ssazsausunaiiaszyile

e nsal SB HUTuausnnAnwivuideu Wil “x s19fnwves SB” au
90NN “%19NANYINIATIERLAINCRM VBIUsiazEn”

7.2.5.5 ANULNUEIURINTIATIEN (Precision) Fagnansauusla 2 wuu aail

- ANAULIULUUNIUGN (Repeatability Precision)
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AATIENUTUNUTINNANYINTEAUES NaN wagdn seAuag 10 91 lagyuang

1287 hazATRIllBLeINY WIUSUNUALe AulAY Horwitz ratio (HORRAT) Ny

ans
SDCRM
%RSD, = —— — — %100
X%ﬁ’]@l%ﬁﬂt‘ﬂ U3 CRM VI'JLﬂi"]gﬁlﬂ
Predicted Horwitz RSD, ~ 0.66 x 2 (1-05(20 , C = concentration/100

% RSD,
Predicted Horwitz RSD,
Tnedlinaieausu Ao HORRAT < 2 AOAC (2016b)

HORRAT (Horwitz's Ratio)

- ANANULNULUUYINEN (Intermediate precision)
a ¢ 1a g d' (Y ° (% goj
’JLﬂi’]z‘wﬂimmmﬁmﬂﬂw’ﬁmzmugﬂ AANN AR SEaUagy 10 91 I@EJ‘Uﬁﬂa
= a4 ) ] Y] o |a an v o ! . .
LAaZLATIaINBLMEINY 1u5383naq(§nﬂﬂu u”l‘dimmvﬂ@ AUIUAT Horwitz ratio
(HORRAT) ¢nuigns
SDCRM

= . . %100
X %519 7IANY) Va3 CRM 71LAT I3l

9%RSD;

Predicted Horwitz RSD, ~ 2 (1-0500s0 . C = concentration/100
% RSD,
Predicted Horwitz RSDg
Inedinaueigausu Ae HORRAT < 2 AOAC (2016b)

HORRAT (Horwitz's Ratio)

7.2.6 mansdeunnaldlivedifieneiuuniiBenomeluleind
7.2.6.1 srrvaounuiludunsivensminnsgiu (Range) Amnudiudu 0 - 9 me/L

- 3 SB 0.4xxx — 0.5%x ¢ 1 Erlenmeyer flask w11a 125 ml 2 A

- Ynansazaneuinsgiuuaniiden 5,000 mg/L 5 mi ashy SB €17 2

- deudngneis 2 41 mude 7.2.3.2 (611 1 waz 2 SUSuamuniiden 0 way
100 mg/L aua1su)

- @mmiaxaflm}gwﬁ 1 Y3u1ms 5 ml1d Volumetric flask 100 ml uazifiy
d@19azay Strontium chloride 10 ml Usuusunslila 100 ml (@1sazanyil
Usunaunili@ey 0 mg/L)

- @mmiazmm}gﬁﬁ 2 Um 1, 3,5, 7 way 9 ml @ Volumetric flask 100 ml way
\Wiuansazane Strontium chloride 10 ml USuuannslila 100 ml (@sazaneil

USunauuunili@eu 1, 3, 5, 7 uag 9 me/L Auafiu)
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~iludndaea3eq Atomic absorption spectrophotometer Liiaa$19ns19
Audus s iaUBInaniiden fusnsganduaduuas

- fsantreiidudunse Wiedgadilduinsiaasuanududunsivensu
mmgmﬁ%ﬁmﬂ%’mu (Linearity)

7262 figaianududunsweinsminnsgiudmiuliau (Linearity) fruidudu 0 - 5 meg/L

- 3 SB 0.4x0¢ — 0.5% ¢ 1 Erlenmeyer flask vua 125 ml 4 A

- Ymansazaesasgruuaniifen 5,000 me/L 5 mi aslu SB 41l 2 - 4

~ dousegnaia 4 41 aude 7.23.2 @7 1 war 24 SUSmamuniiden 0 uay
100 mg/L uaIsu)

- @Jmaﬁazaw%wﬁ 1 USu1ms 5 ml1d Volumetric flask 100 ml uagiiu
a@15a¥a18 Strontium chloride 10 ml Ysudsunsliila 100 ml @sazaned
USiauunil@en 0 me/L)

- @Jmmiazma%ﬁﬁ 2 -4 Y 1, 2, 3, 4 uaz 5 ml 1d Volumetric flask 100 ml
waglAuansazane Strontium chloride 10 ml USuusunnslila 100 ml
(@savaneluSunauuntil@en 1, 2, 3, 4 uag 5 me/L ANUaIsU)

~1iluSadae1A3eq Atomic absorption spectrophotometer witaa$14n57
Awdtus s InaUSInauniiden fuAadsnsganduniuuas

- frsantasiidudunse Tnefiensanainal duuseandvesnisiadula
(Correlation of determination, R?) > 0.995 w3aA1duUssAnsandumwus

(Correlation Coefficient, r) > 0.997 (U3, 2556)

'
P

7.2.6.3 UTunaudngafiannsadinsizilsl (Limit of detection, LOD) wagu3aunamgn
AUNInIATIERLarsIBUNald (Limit of quantification, LOQ)
UuRwmilauiu U8 7.2.5.3
7.2.6.4 ANUYNADIVEINTIATIZN (Accuracy) Tiszdugs nans wage
UuRmilauiu U8 7.2.5.4
7.2.6.5 ANHLNUE1V0INNTIATIEI (Precision) Tsanunsaudald 2 wuu fie ArAnuusiuiuy
naugn (Repeatability Precision) hagA1AI 1L LU ULUUN §1 (Intermediate
precision) Fsnsmenukiuiis 2 wuu Uidhmileutude 7.2.5.5
7.2.7 mamsdeunnaldldvesitinmeiiusiuiomalulend
7.2.7.1 avaaeuanuiludunssweinsminnsgiu (Range) Fianudududama 0 - 80 me/L
~ %4 5B 0.4xx — 0.5%x ¢ 1 Erlenmeyer flask auia 125 ml 4 %

- Ynansagansunnsgiudaine 5,000 me/L 5 ml adly SB F17 2- a
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_ doafegnaia 4 61 mude 7.2.4.2 @7 1 waz 2 - 4 SiUnatama 0 waz 100
mg/L MUEI6U)

- @Jmmiazaw‘*gwﬁ 1 YSu1as 5 ml1d Volumetric flask 100 ml wagiAy
a1sazaie Condition 5 ml Ysudsuaslule 100 ml (@sazansdusunadame
0 mg/L)

- @aa1sagauenil 2 - 4 USuag 10, 20, 30, 40, 50, 60, 70 wag 80 ml 1d
Volumetric flask 100 ml wagifinansazany Condition 5 ml Usuusunaslla
100 ml (@1sazateiusurudaia 10, 20, 30, 40, 50, 60, 70 Lay 80 mg/L
AINEIAU)

- UjURmnute 7.2.4.3 - 7.2.4.4 thlUinseiaies Spectrophotometer Liloadns
nyMALETUS TN UTIdamn (Anueu) fuAiedsnisganduaduuas

- fsantreiidudunse Wiedgndilduinsiaaeuanuduidunsivens
umsgIufzianlden (Linearity)

7.2.72 figadanududunsswasnsmnmsgudmiuldany (Linearity) Aimnudududauia

10 - 50 meg/L

- 3 SB 0.4xxx — 0.5%¢x ¢ b Erlenmeyer flask 11a 125 ml 5 A

- Ywpansazaneunsgiudaina 5,000 me/L 5 ml aslu SB (ansazaneduTunn
Fas 100 mg/L)

- doushegan 4 91 nude 7.2.4.2

- @mmiazmasgwﬁ 1 - 5 Usuas 10, 20, 30, 40 wag 50 ml d Volumetric flask
100 ml uagiAnaisazaie Condition 5 ml Usuusueslila 100 ml (@1sazany
HAUSuudama 10, 20, 30, 40 waz 50 me/L MIUaFU)

- UjURmute 7.2.4.3 - 7.2.4.4 1hlUinseiries Spectrophotometer Litoadns
nsmlPuELTuSsEwIUSINaawln (us) Fudedensgandunduuss

- fersgreiifudunse Tnefianswnainal dudszanivesnisinaule
(Correlation of determination, R) > 0.995 uSoa duUszAnsanduwus

(Correlation Coefficient, r) > 0.997 (w3, 2556)

a

7.2.7.3 USuaud1aniatunsadngesila (Limit of detection, LOD) wazUTunausingn
AuNTnATIERLarTIEUNale (Limit of quantification, LOQ)

A % ¥

UjURmilouniu 98 7.2.5.3

7.2.7.4 ANQNABIYBINTIATIEN (Accuracy) T5EAUEN NN Lazs

IS % ¥

UjURmileunu Ye 7.2.5.4
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7.2.7.5 A3LiiugnueIn1sIATIEY (Precision) F9anunsalusle 2 Luu LUy Ao 1ALy
LUUNIULT (Repeatability Precision) hagA1AINLUULUUNIET (Intermediate
precision) FaN1syANLIUTG 2 WU UfURmeuiute 7.2.5.5

7.3 VAATEDIUN

1 Y]

5EEELIAA TN AA1AN 2558 — AUE18U 2560 LA8YIIN1SNAFRUTNNAUNAUINTT

q

AFIEADUNVLAZUITUNITHAN F1UNIVYLATNAUINITNEAT LIAN 8

8. NAN1INAABILAIATA!
8.1 avraaeumuludunsswoinsmuinsgiu (Range)
9INAISANEITaZAIBNIRIgIULAITeN wunthiden wazdamnas Tu SB welildanudutu
AuTfeInTs waznsrvdeuaududunsissnineUSunawaadoy wundiden uasdama fuainis
44 = q‘ ]
AANAUARULEAY (1131901ANLINT 1) WU

1) @15azalsuInsgIuLaalden 1anududu 0 - 20 me/L Sdnwuziduldunse e R? =

=

0.9994 (5Uil 1)
2) @rsararsunsguLanii@en fenududu 0 - 9 me/L Tdnuuznludunss e R? =
0.9941 usfiAadadu 0 - 5 me/L Tid R fifndn fe 0.9988 (UMl 2A uag 28 AudIFy)

3) @1sazareuInsgiudaa Anududy 10 - 80 me/L Hanwauziludunss Tiien R? =

al

0.9985 e 0-10 meg/L laiflanuduiusiuanudududy (FU 3A uag 3B audsiu)

Rang of Ca standard solution

12
10 .
y = 0.0507x + 0.0092
o
O 08 R°=09994 .-¥
8
5 06 i
(%]
3
0.4 ~*
0.2
0.0
8 12 16 20 24

Ca standard solution (mg/L)

;J'l.lﬁ 1 G]i’lf\]a@Uﬂ’J’lllL‘ﬁuuﬁumN“U@ﬂﬁﬁiazaﬁﬂmﬂmii"luuﬂaL‘QE‘JEJQJ



Rang of Mg standard solution

10

2A

1.0

08 y=0.0931x +0.0256 .-
Y R?=0.99%41 ¢~
S 06
: *
o
2 04 P
<

0.2

0.0

0 2 4 6 8

Mg standard solution (mg/L)

Absorbance

0.6
0.5
04
0.3
0.2
0.1

0.0

Rang of Mg standard solution

14

2B
y = 0.1042x + 0.006 e
R*=09988 .-
0 1 2 3 4 5 6

Mg standard solution (mg/L)

UM 2 asvadeuanuiludunswasasavansunsgiusinilden (2A uay 28)

1.0
0.8
0.6
0.4

0.2

Absorbance

0.0
-0.2

Rang of 5042_ standard solution 3A

K J
y = 0.0118x - 0.0483 o
R =09944 _.-®
e
L
.
."’—
¥

0 20 40 60 80

$0,” standard solution (mg/L)

100

Absorbance

1.0
0.8
0.6
0.4
0.2
0.0

-0.2

Rang of SO42- standard solution 3B

.9
y=00123x- 00777 ¢.-
R =09985 .- %
.
e
.
e
(3
20 10 60 80 100

S0, standard solution (mg/L)

JUN 3 anadeuanuiludunsiwasasaransunsgiudama (3A uay 38)

8.2 figauanuludunswasnsmunasgriudmsuldau (Linearity)

nMInsIvdeuANLduduRTwaInTINInIg U uaslddentuanududuiefigataudu

HUNT9IURINTINUINSFIUNITN T UYeILsaz s Tnga1TavansuInsgIuLAaIGiey HenYa 0 - 10

me/L @15azatsuinsgnuuwinilifeniasnyaa 0 - 5 me/L wagansavarsungiudaina 1aanyaq 10 - 50

mg/L umauduiusauludunss wuin Aenudududisdengn asazaisuinsgiusnaide

LUNTW@eL wazdaa taa1 R2 > 0.9999, 0.9991 way 0.9982 ANUAIAU (gﬂﬁ aA - 4C La¥mn1519

AARUINT 2)



0.6

0.5

0.4

0.3

0.2

Absorbance

0.1

Linearity of Ca standard solution  gA

L 4
y = 0.0517x + 0.0019

R’ = 0.9999
*

4

0.0

0.6
0.5
0.4
0.3
0.2

Absorbance

0.1

0.0

2 10

a 6 8
Ca standard solution (mg/L)

Linearity of SO42_ standard solution 4C

k4
y =0.0121x - 0.0709 .-~
2 ‘.6"
R"=0.9982 -
L
,"”‘.
>’
0 10 20 30 40 50

0, standard solution (mg/\)

Absorbance

0.6

0.5

0.4

0.3

0.2

0.1

0.0

15

Linearity of Mg standard solution  gp

RS
y = 0.1039x + 0.0074
R2=0.9991 .
_'—.”-"b
1 2 3 4 5

Mg standard solution (mg/L)

JUT 3 figauanududunsivesansazareninsgiunaadey windlou uazdamn

8.3 USuausanitanunsnidimsnesile (Limit of detection, LOD) kagU3uaumnanilanunsniage

Wars189URale (Limit of quantitation, LOQ)

s

a L4 1 a J a a IS S o U ‘glj v 6’5
PMNNTUATIEN SB 9g19tdier nulddvsunuuea@en wunii@en wazmusduduilou aeiu

Tun153A318Y97 LOD way LOQ Ferpafinansazalsuisngiuansuaade winilidey wasmuzduasly

< 2/ a P t% 1 ] ~ [% o 1 _avwo J
Wntoy (M131901aRWINT 3) WialiaiuisamaArdudeauunInsgIu (SD) 1 waziAnlaA1uiuen

LOD waz LOQ leuan1snaaausnal

8.4 MNUYNABIVBINTIATIEN (Accuracy)

Ccao

SD = 0.1568
LOD (3SD) = 0.4704
LOQ (10SD) = 1.5680

MgO S
0.1586 0.0117
0.4758 0.0351
1.5860 0.1170

8.4.1 HAATIENTAND1NBILARTELIINAY SB N5eAUTEAUEAT (SRM 1d, 52.85 %Ca0) Nans

(SRM 88b, 29.95 %Ca0) WAL (SRM 695, 3.16 %Ca0) s¥avag 10 sz}g’] (m'ﬁwmﬂmmﬂﬁ 4) WU
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USunaunaleuiidnseiildiade windu 52.59, 30.22 wag 3.16 %Ca0 MUa1FU wazdl %Mean
recovery WU 99.51, 100.91 wag 99.92 % amiau (3197l 1) Feegluinasiveniu

8.4.2 HaATI¥NTEND9BUNTBENTINAU SB ﬁizﬁmséﬁ’uqq (SRM 88b, 21.03 %MgO) nas
(13997195RM 88b, 10.64 %MgO) warsn (SRM 695, 2.97%MgO) sEfuaz 10 81 (AM51901AKLINT 5)
WU USunaumundideuitiaseilaeds wiadu 21.04, 10.87 wae 2.97 %MeO arua1fu wazdl
%Mean recovery Winffu 100.05, 101.17 way 100.14 % mudeu (1157971 1) ?jqaq”lummeﬁaam%’u

8.4.3 nadlAspiiandnadainuzdusiuiu SB Asefusedugs (Ammonium sulfate, 24.27 %),
na19 (BCR 114, 17.79%S) wawan (BCR 032, 0.74%S) 52duag 10 91 (151909AKUNT 6) WU
UStnasiugduiiinsneildiade winfu 26.41, 18.87 waz 0.81 %S A1UERU wazil % Mean

recovery iU 108.84, 106.09 uaz 110.14 % AU (A5191 1) Fegeninnasivonsu

M13199 1 AILYNABIVBINITIATIENIARD19BY

YSunauaadeuiissau Usnamanii@eudiszau USunauiasduiiszeu
parameter z 3 z
6N nang ol g4 nang A1 g9 nang AN
Mean 52.59 30.22 3.16 21.04 10.87 2.97 26.41 18.87 0.81
SD 0.62 0.23 0.03 0.33 0.18 0.01 0.42 0.32 0.02
Mean recovery 99.51 100.91 99.92 100.05 101.17 100.14 108.84 106.09 110.14

8.5 ANULLUGIVINITIATIER (Precision)

'
1% a 1 [y [y [y o

NATLATIZNIAND199997UNU SB NSEAUTEAUAY, NA1Y BATAT HAATIEUN bAUNNIUTLTUAIY

9 Y
[ 1%

Horwitz's equation #4n153LATIERANLLUEN Tn15UTEIURY 2 WU Ao AU UEILUUNIUG
(Repeatability precision) kg UL UUYINGT (Intermediate precision)

8.5.1 AnuiugIuUNIUG (Repeatability Precision)

] ' 1
v a [y [y o

TATIEUSIMLAaGEN WINTFu warMusauNTEAUgs NA1Y W seauag 10 91
(M131901AKLINT 4 - 6) Tngyana 1A waziasesllelnediu lagideyaainmsnei 1 an
AMUIAIBALNIT Horwitz's equation WUUMIUDN LA HORRAT TaNasiin1s1sil 2 @

wud Aflaeglunuaieausy fie HORRAT < 2

A79819N13AUIN Horwitz's equation WUUMIUTEY VBINTATIEUSInaLAaI@esluseiuEs

%RSD = (SD/x) X 100
=(0.62/52.59) x 100 =1.17
Predicted Horwitz RSD= 0.66 x 2 (1-931959) C=concentration ratio = (52.59/100) = 0.5259
= 0.66 x 2 (1-051080.5259) =145
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HORRAT (Horwitz's Ratio) = % RSD = 1.17 = 0.81

Predicted Horwitz RSD 1.45
A15797 2 A1 HORRAT 989M5 AT 1ERALLLILEWUUN LT

AULUUEILUUNIUDGN

parameter Uaunauaadeudiseau Uanamunii@eudiseau USanaumueduiisssu
g9 nang A GR nang fin g9 nang A
%RSD 1.17 0.76 1.05 1.55 1.62 0.39 1.59 1.71 2.17
Predicted Horwitz RSD 1.45 1.58 2.22 1.67 1.84 2.24 1.61 1.70 2172
HORRAT 0.81 0.48 0.47 0.93 0.88 0.17 0.99 1.01 0.80
AsUszidiu (HORRAT < 2) NIULNAUIIBBUSU MU AU AU AU

8.5.2 NMIMAAMULILUUUYIEN (Intermediate precision)

AnsgiUiinaunadon wnfidey uasiuzduiissdugs nans uage sefuay 10 61
Ingynna uazinIosilaideaty lusseznadiaiu (s1afiniauwlnd 7 - 9) na
Answinldudazszduauiaaiedy daudonuusnsgiu (SD) %RSD wagAINie
AuN"3 Horwitz's equation wuu¥gn Wiloman HORRAT lékadsnansdl 3 Feanitldagly

WNUNYBUSU A HORRAT < 2

A79E19M13AUI Horwitz's equation WUUYINE1 v83n1TiAseiUsunauaadesluseaugs

(Toyaanm1s1en 9)

%RSD = (SD/x) x 100

= (0.34/53.17) x 100 = 0.64
Predicted Horwitz RSD= 2 (1-051950 " C=concentration ratio = (53.17/100) = 0.5317
— 2 (1-0.50g0.5317) — 2.20
HORRAT (Horwitz's Ratio) = 9% RSD = 0.64 = 0.29
Predicted Horwitz RSD 2.20

AN5199 3 A1 HORRAT 989n153LAS1EMAULLUE L UUYNEN

AUBN ULV U

parameter Uunawaadeudiszau YunamuniiFeudiszau USanamuzduiiszau
GR nang F g9 nan4 i g4 nang i
Mean 53.17 30.42 3.19 20.98 10.74 32.02 25.87 19.00 0.81
SD 0.34 0.06 0.03 0.26 0.28 0.005 0.58 0.37 0.01

Mean recovery 100.60  101.57 100.75  99.71 100.45 101.79 121.69 106.77 110.18
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%RSD 0.64 0.19 1.06 1.26 2.60 0.16 2.26 1.94 1.49

Predicted Horwitz RSD ~ 2.20 2.39 336 2.53 2.80 3.39 2.45 2.57 4.13

HORRAT 0.29 0.08 0.31 0.50 0.93 0.05 0.36 0.76 0.92
n15Usziliu (HORRAT < 2) pULNgiBaUIU NN IEaNSY NN EDUSY

9. dsunan1maasiuazdaiauauuy
mnnsnsaaeuaalildvefifiensiviinuueaifon wnfidouomeludeind daudas
910 Official methods of analysis of fertilizers (The National Institute of Agro-Environmental
Sciences, 1987) LLazmﬁLﬂswzﬁﬁmsﬁuﬁgﬂmmiuﬂaLﬂﬁﬂﬁﬁ’ammﬂssmﬂﬂszm’mmwmuasawmzﬁ
o9 AMyuanssiBnsnrviinazsitoind e, 2559 I§nansmsadeusil
9.1 n5719aUANNLTUAUATIVOINTINLINTEIY (Range) VosuAalfon uunii@uy waziuzdu
WU gluyie 0 - 20, 0 — 9 mg/L Uag 10 — 80 mgSO,%/L &MU HIWNMUIINTTEBUTY

<

9.2 figauanududunsavesniiinsgiudmsuldau (Linearity) lnglidonyisaundudy

[
v A

VDIARALFIR f9ll wAaeN 0 - 10 me/L wundl@en 0 - 5 mg/L wagf1ugdu 10 - 50
meS0.2/L nu31 drspududusanardliaiduuszansvesnissnaula (Correlation of
determination, R?) > 0.995 (0.9999, 0.9991 uag 0.9982 AUAINU) NIUNUNATLDNTU
9.3 U%mmﬁwqmﬁmmm%Lﬂiﬁsﬁlﬁ (Limit of detection, LOD) ¥24uAatdes hunNiGay way
Auzau Ao 0.4704 %Ca0, 0.4758 %MgO taz 0.0351 %S AUARU
9.4 UTmnasmandianunsnlinszviazsneaunals (Limit of quantification, LOQ) YesunaLdes
wuNTLe Laynuzau Ae 1.5680 %Ca0, 1.5860 %MgO uag 0.1170 %S ANa1AU
9.5 ANNYNABIVBINITIATIEN (Accuracy) VDIHAALEIN
9.51 USIauuAABENTEAUEY NAY wazsin 16 %Mean recovery Wiy 99.51, 100.91
WA 99.92 % MIUSINU HIULNUNN1TBUSU

9.52 USunauunilienseiugs nang wazs wuin 1A %Mean recovery 11U 100.05,
101.17 wag 100.14 % AINEIAU KIULNIINISERNSU

9.53 UTunuiuziuseaugs nang wazan nuan TeAn %Mean recovery Wi1Au 108.84,
106.09 waz 110.14 % AWAIRU ganiinasiniseen’y FeiesfjoRnisdesinnis
ATIIMANUALISIINEaNd T UNTIeT g dusie

9.6 ATILILEIVBINITIATIERRULIIUEY (Repeatability precision) Tngld Horwitz's ratio u
N15UsEIiL Y0duAaysn
9.6.1 UTUIUUAALTEUTEAUET NATY wazsin T§A1 HORRAT winiu 0.81, 0.48 wag 0.47

AUAIRU NTUNEUIINISERUSU
9.6.2  USuauuuniliguuseaugs nang wazan 14A1 HORRAT winiu 0.93, 0.88 way 0.17

ANUANPU WNIULNUNNITEDUSU
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9.63  USuiuiugduseauas nae wagen lad1 HORRAT v 0.99, 1.01 uaz 0.80
AUEINU HIUNTINITEOUTU
9.7 AMNULNUTIVDINITIATIER WUUNEY (Intermediate precision) lagld Horwitz's ratio Tu

QREIVEETRIR R II GET AT

'
[y o

9.7.1  USuauueAallonseaugs nana wagdn Lol HORRAT 71seAugs nand waws w1y

Y

0.29, 0.08 kag 0.31 AIUAIRU WIULNUTINITEBUTU
9.7.2  USunauunii@suseduas nans wagen LadA1 HORRAT 7isesiuge na1a wags wiriu

0.50, 0.93 kag 0.05 AIUAIRU WIULNUTINTYBUTU

' '
[y [y o 1Y o

9.7.3  USumumugiuseauas na1s wagan LA HORRAT M5¥AUad Na1s wagan Wity

Y

0.36, 0.76 kA% 0.92 AIUAIRU WIULNUIINTEBUTU

10. n1sumauIelUTgUsL 8wl

1 v

1. @u19adinisiesgiwaadsy wuntdwey uldluresu§uian1snsIen nauimuinis

9

nyvaaeuiivardadenisndn d1indduuasimuinsinuns lwad 8 1o
2.myBesgniuiunmualudeni fdeadnsimuivieusuuslidanumnzay
3. nsudedninlunsiessiiusiuimuniudend memallan1sinaugu

a. doyafildanansaldusznounisvenisiuses ISO/IEC 17025

11. ANYAUAN
YavaUALI N NNguRauINIITIRaeuNskasJaden1snaangielunsin s il

o

‘&J < ¥
naaslansale

12. 1BNE1581984

AOAC, 2012b. Appendix F : Guidelines for Standard Method Performance Requirements. 19"Ed.
AOAC International Inc. Gaithersberg MD.

The National Institute of Agro-Environmental Sciences. 1987. Official Methods of Analysis of
Fertilizers. Foundation Norin Kosaikai, Tsukuba-shi, Ibaraki-ken, 130 p.

CY v @

nauddeinuasiall. 2551. dledsinsgidend. d1indeimuiladenisudnninisinens nsudving
NYAT NTENTIVNYATUAZENNTAL. 66 N

nEMTNEATuazannTal. 2560. Usen1Ansensaanunshazannsal (39 Mmuanssuisniingne
Aaendeindl w.a. 2559.

LY

laiszy. 2551, wsesdgyaiide w.a.2518 wilviniulaensesvdydade (adui 2) w.e.2550.

o q o

nassas fatden. 2549, wudUURnsnaaeuANgNABIvesizIATIEINILATlagesUURN SR,

NSUANYIFNANTNITUNNE NTENTIETITUGY. 124 wil.
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QUINT 2339, 2556. n1sbiusslegiainauduiusi@adu. nsudnermansuinis 1 win

(http://blpd.dss.go.th/knowledge el/knowledge uma.pdf, 23 @AL 2556)
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13. AANUIN

ATMANUINT 1 aTvdeumuludunsweinsmiinsgIuresidinssikaadoy wuntidon wazdais

Parameter Concentration (mg/L)
Ca standard 0 4 8 12 16 20
Abs 0.0000  0.2108  0.4283 0.6273 0.8129  1.0189
Mg standard 0 1 3 5 7 9
Abs 0.0001  0.1125 0.3290 0.5204  0.6852  0.8332
S0,” standard 0 10 20 30 40 50 60 70 80
Abs 1ady 0.0000  0.0581 0.1630 0.2844  0.4123 05360 0.6592  0.8095  0.8989

AseaNLInd 2 figatanududunsesnsmunasgiuansasaewnadeon wuniidey uazdaumn

Parameter Concentration (mg/L) R?
Ca standard 0 2 4 6 8 10

Abs Laﬁlﬂ 0.0000 0.1045 0.2103 0.3127 0.4174 0.5164 0.9999
Mg standard 0 1 2 3 a4 5

Abs Laﬁlﬂ 0.0002 0.1122 0.2235 0.3237 0.4212 0.5218 0.9991
SO, standard 10 20 30 40 50

Abs Laﬁlﬂ 0.0588 0.1649 0.2870 0.4063 0.5431 0.9982

A1TNAANUINT 3 USHIgaanunsadiasesila (Limit of detection, LOD) wagUSunausngad

A0 IATIERUALIIWURALA (Limit of quantitation, LOQ)

y SB + d13azANEANATFILTIAN

o SB wt. (9) % CaO SB wt. (9) % MgO SB wt. (9) % S
1 0.5002 1.32 0.5002 1.59 0.5003 1.9754
2 0.5118 1.46 0.5118 1.80 0.5085 1.9430
3 0.5021 1.35 0.5021 1.62 0.5005 1.9743
q 0.5169 1.29 0.5169 1.79 0.5083 1.9461
5 0.5162 1.28 0.5162 1.58 0.5033 1.9625
6 0.5015 1.68 0.5015 1.53 0.5032 1.9642
7 0.5097 1.31 0.5097 1.58 0.5023 1.9692
8 0.5198 1.27 0.5198 2.00 0.5056 1.9543
9 0.5135 1.33 0.5135 1.78 0.5019 1.9701




22

10 0.5012 1.66 0.5012 1.50 0.5054 1.9726

SD 0.1568 0.1586 0.0117

LOD (3SD) 0.4704 0.4758 0.0351

LOQ (10SD) 1.5680 1.5860 0.1170
A1TNAIANUINT 4 ANUYNABILAZAVILULUEUUUNIUGY VDINTIATINTAND19BLARLTLY

Usnauaaeuluiandieds
&l 52AUE (52.85 %Ca0) 5TAUNANN (29.95 %Ca0) 5EAUAN (3.16 %Ca0)
CRMwt.  SBwt.  CaO  Recovery | CRMwt. SBwt ~ CaO  Recovery | CRMwt.  SBwt.  CaO  Recovery
(9 (© (%) (%) © © (%) (%) (9 Q) (%) (%)
1 0.0636 ~ 0.5035 5333  100.90 | 0.1143 05030  30.28 101.09 | 0.4351 0.5012 3.16 100.02
2 0.0629  0.5018  53.71 101.63 | 0.1138 0.5015  30.19  100.79 | 0.4368  0.5039 3.15 99.57
3 0.0624 05015 52386  100.02 | 0.1147 05042 3046  101.71 | 0.4334 0.5018 3.15 99.74
4 0.0610 0.5023  52.78 99.87 0.1146 05034  30.04 100.31 | 0.4318 0.5055 3.14 99.28
5 0.0634  0.5022  52.79 99.89 0.1144 05029 3045 101.67 | 0.4245 05075 3.10 98.10
6 0.0640  0.5020  52.28 98.93 0.1139 05023  30.27  101.05 | 0.4239  0.5052 3.13 98.87
7 0.0637  0.5014  51.88 98.17 0.1142 05018  29.74 99.30 0.4298  0.5055 3.20 101.08
8 0.0616  0.5039  52.38 99.11 0.1139 05041  30.51 101.87 | 0.4286  0.5072 3.20 101.26
9 0.0620  0.5041  51.88 98.17 0.1138  0.5037  30.13  100.59 | 0.4285  0.5029 3.20 101.22
10 0.0631  0.5036  52.01 98.41 0.1146 05017  30.16  100.70 | 0.4398  0.5010 3.16 100.02
\de 52.59 99.51 30.22 100.91 3.16 99.92
SD 0.62 1.17 0.23 0.77 0.03 1.05
%RSD 1.17 1.17 0.76 0.76 1.05 1.05
Predicted Horwitz RSD 1.45 1.58 2.22
HORRAT 0.81 0.48 0.47
n135Useidil (HORRAT < 2) v v v

A1TNAANUINT 5 ATUYNABILAYAIUUIUEUUNIUT YBINTIATIEN
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anonaBauwuntiigey

il Ysunaunii@enluiandeds
32AUGN (21.03 %MgO) szAUNa (10.64 %MgO) JEAUA (2.97 %MgO)
CRMwt. SBwt  MgO  Recovery | CRMwt. SBwt  MgO  Recovery | CRMwt. SBwt.  MgO  Recovery
(9 (9 (%) (%) (9 (9 (%) (%) (® (® (%) (%)
1 0.1141 0.5102 21.27 101.12 | 0.2076 0.5026  10.95 101.23 | 0.4255 0.5077  2.99 100.73
2 0.1139 0.508 21.27 101.13 0.2062 0.5041 10.80 101.69 0.4258 0.5097 2.98 100.34
3 0.1141 0.5022  20.66 98.26 0.2180 0.5092 11.19 100.48 0.4252 0.509 2.96 99.56
q 0.1133 0.5069  20.79 98.85 0.2107 0.5093 11.02 101.65 | 0.4253 0.5027 297 100.13
5 0.1126 0.5006  20.99 99.81 0.2106 0.5056  10.55 101.60 | 0.4255 0.5022  2.97 99.95
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6 0.1135 0.5108 2133 10142 | 0.2037 0.5058 10.80  101.16 | 0.4256 0.5009 299 100.78
7 0.1137 0.5087  20.68 98.32 0.2061 0.5023 10.83 100.80 | 0.4253 05027 297 99.93
8 0.1136 0502 21.43 101.88 | 0.2063 0.5084 10.73 100.32 | 0.4252 05009 297 100.15
9 0.1137 0.5085 2138  101.65 | 0.2064 0.5053 10.85  101.52 | 0.4251 0.5057 297 99.98
10 0.1142 0.5087  20.63 98.10 0.2206 0.5034  10.99 101.25 | 0.4257 05048 296 99.83
\de 21.04 100.05 10.87 101.17 297 100.14
SD 0.33 1.55 0.18 0.49 0.01 0.39
%RSD 1.55 1.55 1.62 0.49 0.39 0.39
Predicted Horwitz RSD 1.67 1.84 2.24
HORRAT 0.93 0.88 0.17
n13UseLall (HORRAT < 2) v v v
ATNAIANUINT 6 mmgﬂéfmLLazmwmmuE‘J’mwmu%’] YDINMTAATIEW TN D19BIMUE Y
Ysunauiasiulutandneds
¥ 4 LAV (24.27 %S) FTAUNANN (17.79 %S) sedUA (0.74 %S)
b CRM SB wt. S Recove | CRM SB wt. S Recove | CRM SB wt. S Recove
wt. (9) () (%) ry (%) | wt. (g) (9 (%) ry (%) | wt. (g) () (%) ry (%)
1 0.1336  0.5008  26.68  109.97 | 0.1867 05089 19.34  108.69 | 1.8246  0.5079 0.82 110.86
2 0.1358  0.5198  26.37 108.66 | 0.1854  0.5192 1850  103.98 | 1.8315 0.5033 0.83 112.87
3 0.1315  0.5089  27.05 111.47 | 0.1860 05203 1876 10543 | 1.8261  0.5032 0.81 109.95
4 0.1398  0.5073 25,59 10545 | 0.1876 05395 19.05 107.06 | 1.8342  0.5017 0.80 108.79
5 0.1377  0.5141  26.07 107.45 | 0.1822  0.5126 18.42 10352 | 1.8332 0.5010 0.78 105.42
6 0.1335 05012 26,65 109.83 | 0.1822 05035 1899  106.73 | 1.8250  0.5025 0.82 111.50
7 0.1338  0.5055  26.78 110.35 | 0.1831  0.5209 18.46  103.76 | 1.8354  0.5046 0.83 112.22
8 0.1342 05103 2647  109.09 | 0.1808 05173 19.18 107.79 | 1.8304  0.5024 0.83 112.70
9 0.1369 05120 26.07 10742 | 0.1818 05192 1895 106.52 | 1.8268  0.5007 0.81 109.49
10 0.1346  0.5188  26.38 108.72 | 0.1846 05022  19.11 107.40 | 1.8283  0.5062 0.79 107.66
iy 2641 108.84 18.87 106.09 0.81 110.14
SD 0.42 1.7312 0.32 1.8186 0.02 2.3897
%RSD 1.59 1.59 1.71 1.7143 217 217
Predicted Horwitz RSD 1.61 1.70 2.72
HORRAT 0.99 1.01 0.80
n15UszIliu (HORRAT < 2) v v v

MTNAIARUING 7 HATILATILVIANURIUG L UUYINTIVDINTAATIEN AN 19BIUARLTEY

Usunauna@euluiandneds

52AUEA (52.85 %Ca0)

sEAUNANY (29.95 %Ca0)

526U (3.16 %Ca0)
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CRM SB wt. CaOo Recove CRM SB wt. Cao Recove CRM SB wt. Cao Recove
wt. (g) (9) (%) ry (%) wt. (g) (9 (%) ry (%) wt. (g) () (%) ry (%)
1 0.0636 0.5035 52.87 100.04 0.1143 0.5030 30.51 101.85 0.4351 0.5012 3.18 100.48
2 0.0629 0.5018 53.46 101.16 0.1138 0.5015 30.35 101.34 0.4368 0.5039 3.12 98.56
3 0.0624 0.5015 53.57 101.36 0.1147 0.5042 30.39 101.46 0.4334 0.5018 3.20 101.07
4 0.0610 0.5023 53.09 100.46 0.1146 0.5034 30.36 101.35 0.4318 0.5055 3.22 101.86
5 0.0634 0.5022 52.63 99.58 0.1144 0.5029 30.43 101.60 0.4245 0.5075 3.22 101.84
6 0.0640 0.5020 52.77 99.85 0.1139 0.5023 30.47 101.75 0.4239 0.5052 321 101.56
7 0.0637 0.5014 53.58 101.39 0.1142 0.5018 30.48 101.76 0.4298 0.5055 3.15 99.55
8 0.0616 0.5039 53.44 101.11 0.1139 0.5041 30.35 101.34 0.4286 0.5072 3.20 101.07
9 0.0620 0.5041 53.08 100.44 0.1138 0.5037 30.46 101.70 0.4285 0.5029 3.16 99.85
10 0.0631 0.5036 53.18 100.63 0.1146 0.5017 30.42 101.56 0.4398 0.5010 321 101.61
Wiy 53.17 100.60 30.42 101.57 3.19 100.75
SD 0.34 0.64 0.06 0.19 0.03 1.11
%RSD 0.64 0.64 0.19 0.19 1.06 1.10
Predicted Horwitz RSD 2.20 2.39 3.36
HORRAT 0.29 0.08 0.05
n15Uszidiu (HORRAT < 2) v v v

ATNAIAKNUINT 8 NAILATIENANURIUEUUYINGIVDINITIAT LY TR s8N ilidey

Ysuaunii@enluiansdeds
o 5AUg4 (21.03 %MgO) 53AUNA4 (10.64 %MgO) SEAUA (2.97 %MgO)
- CRM  SBwt. MgO Recovery | CRM  SBwt. MgO Recovery | CRM  SBwt. MgO  Recovery
wt. (@ (9 (%) (%) | wt.( (9 (%) (%) | wt.( (9 (%) (%)
1 01141 05102 2090  99.20 | 02076 05026 11.02 101.80 | 0.4255 05077 3.02  101.77
2 01139 0508 21.17  100.65 | 02062 05041 10.78  101.01 | 0.4258 05097 3.01  101.37
3 01141 05022 2143 101.89 | 02180 05092 11.21 10095 | 0.4252 0509 3.02  101.82
4 0.1133 05069 20.67 9826 | 02107 05093 10.81  100.05 | 0.4253 05027 3.02  101.89
5 0.1126 05006 20.88  99.26 | 0.2106 05056 1041 10022 | 04255 05022 3.03  101.93
6 0.1135 05108 2082 9898 | 02037 05058 1032  99.35 | 0.4256 05009 3.02  101.90
7 0.1137 05087 2097  99.71 | 02061 05023 1050 100.46 | 0.4253 05027 302  101.84
8 0.1136 0502 20.88  99.29 | 0.2063 05084 10.63  99.94 | 04252 05009 3.02  101.90
9 0.1137 05085 21.36 101.57 | 02064 05053 10.73  100.66 | 0.4251 05057 3.02  101.69
10 0.1142 05087 20.67 9830 | 0.2206 05034 10.94 100.09 | 04257 05048 3.02  101.80
iy 20.98  99.71 10.74  100.45 302  101.79
SD 026  1.26 0.28  0.69 0.005  0.16
%RSD 126 1.7 260  0.68 0.16  0.16
Predicted Horwitz RSD 2.53 2.80 3.39
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v < S2AUES (24.27 %) 52AUNANS (17.79 %) szdue (0.74 %)
R CRM SB wt. S Recove CRM SB wt. S Recove CRM SB wt. S Recove
wt. (g) (9) (%) ry (%) | wt. (g) (9) (%) ry (%) | wt. (9 (9) (%) ry (%)
1 0.1336 0.5008 25.44 119.65 0.1867 0.5089 18.92 106.35 1.8246 0.5079 0.83 112.69
2 0.1358 0.5198 25.53 120.06 0.1854 0.5192 18.98 106.67 1.8315 0.5033 0.80 108.94
3 0.1315 0.5089 25.43 119.61 0.1860 0.5203 18.67 104.92 1.8261 0.5032 0.81 110.38
q 0.1398 0.5073 27.13 127.59 0.1876 0.5395 18.87 106.06 1.8342 0.5017 0.81 109.25
5 0.1377 0.5141 26.25 123.48 0.1822 0.5126 19.05 107.08 1.8332 0.5010 0.83 112.14
6 0.1335 0.5012 26.23 123.39 0.1822 0.5035 19.08 107.24 1.8250 0.5025 0.79 107.42
7 0.1338 0.5055 25.87 121.69 0.1831 0.5209 18.69 105.05 1.8354 0.5046 0.80 108.56
8 0.1342 0.5103 25.74 121.06 0.1808 0.5173 19.86 111.63 1.8304 0.5024 0.82 110.60
9 0.1369 0.5120 26.05 122.52 0.1818 0.5192 19.27 108.29 1.8268 0.5007 0.82 111.35
10 0.1346 0.5188 25.05 117.84 0.1846 0.5022 18.58 104.46 1.8283 0.5062 0.81 110.51
LQ?;EJ 25.87 121.69 19.00 106.77 0.81 110.18
SD 0.58 2.75 0.37 2.07 0.01 1.65
%RSD 2.26 2.26 1.94 1.94 1.49 1.49
Predicted Horwitz RSD 245 257 4.13
HORRAT 0.36 0.76 0.92
n13Usziiu (HORRAT < 2) v v v




