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Fonmaaed (Mw1dangw) Validate method of Minor Nutrient in Chemical Fertilizer at Laboratory

Eastern Region
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Wovin1snsavaeuiiobuduanuminzanvesisivesufuAnisdtinidouasimuinisinunsiundi 6
thinldlunmsnseaeuauldldvesiBnsinneismomissedulond  Wunsadeeundostusu
nsnsavaounun e eliusnsmadnins waznisdiiunisniang nane Tnenisdudunndnvas
ANIEVBTIFIATIZI (method performance characteristics) hagUssiiugeiznadninsiasewiiany
andasunsmzaunuTngUsrassuainsldn audnuusanzveditnaidldiun aruuiu(Accuracy)
TagvinsUsziiiudndesifudnisAundu (Recovery) v93d1061981989 lannududusziugs (fiaana
Wy Cao 43.6 % MgO 21.03 % way S 24.20 %) laAuasi@udnisAundu 100.83, 100.97, uag 98.67
% AINEIRU TiAUITNTUTERUNa19T Cao 31.48 % way S 17.8 %laaUesidudnisaundu 99.59,

[y

98.77 %MINE1U ARTUTUTEAUAN 580U Cao 1.3 % MgO 2.97 % uag S 14.3 %)laanuasidud
ASAUNAU 102.38, 97.39, 98.16 %ANANU LazaNNN1SUTELIUAIAINULTES (Precision) tABA1S4197A

A1 HORRAT finAnuiigaeannseauaudutdusgluinasiseusufetosndt 2 wazlaviinisuseiiiu



Intermidiate Precission AAMIgavemnsEfuAmNiiueglunusiseusufotesndt 2 anudu
U39 (linearity) wudndanudunusidadunneis nnsussdunudl waslind1invean1snsiain(LoQ)
9¢#l Cao 0.4 % MgO 0.2 % uaz S 0.2%) uaziiloyszifiuanugndes Amnuusiy uazauLdudunss
wudn snunaeisedy Fuiliannsaduduldiniimsieneismemssesutend ivesufoanis
diinddouasiannnmanuasiuni 6 1egimmunindefioannsahluduiimsglunismeaey uay
anusathlddmsuliusnsunnunsnsgusenaunis wasmsanluniseungvangla
6. A1
desanludlagtuinuasnsfinisldsigernisses iuuniu edunisduasesuastiednu
waUszlovidvosnuns drinidouazimuinisinuasiund 6 3aldduiunsifindaaiuaisnsaves
HosUfuinsliannsnsesfunmsinmeideldvaenenmadfiuanntu Jaimsfaudsnmsliesed way
Fidunmsnsnaeunaliliveiinmslinneiiesnomssesty
7. Bnsantiunsuazaunsal
7.1 gunsaluazinsasiiodnermans
- \ATRauh
- Lﬂ%"aﬁmswﬁﬁmmmi (Inductively Coupled Plasma Emission Spectroscopy)
- nestslnihmalounatouddum
- nszwmgliliin
7.2 - g19iAdl
- Nitrice acid 69-70 % (HNOs), AR grade
-Hydrochloric acid 36-38 % (HCI), AR grade
-A13aEaNeuInsgIU ( Stock Standard ) wAawdey, Luntidey, Musdu Anuuturiings

1,000 ppm.

-A15U1959 149198 I luNIMARRY AN 1



M3NN 1 ansunsgIueedanldlunisvaaes

y v Certified value (%)
NRBEPRENDN
Ca0 MgO S
BCR-033 31.48+0.3 0.21+0.02 14.3+0.1
SRM-88b 21.03+0.07
BCR-114 1.3+0.03 17.8+0.07
(Potassium Sulfate)
BCR-178 12.42+0.04
SRM-694 43.6+0.4
SRM-695 2.97+0.08
Ammonium sulfate 24.20+0.001

7.3 SumpuuazIansaniuns
7.3.1 W/NMTIATIEARI081S
ATIUNITIATIENFIBE1981989 M1 UseniAnssuidiasevdendl aunsesvlyaade
w.a. 2518 Tneflduneunisinsevidl
7.3.1.1 N5LM38Y Reagent
- ASANEN HNO; : HCl 8751 1:3
W&l 69-70 % HNO; AU 35 % HCl Tudnsndiu a9 1:1 lnedsuins
7.3.1.2 asazanennggiu dmsuldiv ICP
ANsazaBInTEIL ( Working Standard ) arnandudugsd
waalen 0, 0.1, 1, 10, 50, 100, 200 wuag 250 ppm
wunf@e 0, 1, 20, 40, 60, 80, 100 ppm.
fAugau 0, 1, 10, 40, 100, 200 waz 250 ppm
7.3.1.3 MIAIPUAITAZANUAIDYS
- 91081981 0.3x00¢ — 0.5x0x n3u Teflu Erlenmeyer flask vu1a 125 faddns Wiy

nsawaNUIua 20 dadans dnlugeslay Hot Plate Nigaumailliiiu 220 °C auldansazanelais



- pea1savangualtanzneu ld Erlenmeyer flask au1a 250 fadans wagusuusuing

[y

sgunaug MmN

7.3.1.4 35MTUATIEN
Yinansazanediegne aude 7.3.1.3 anuanuwisizan uTinuaududueglugig

[y

299n1530 Tdrninusunng aun 50 $adans USuUSuInsame 2% HNO; we Ay

111 Working Standard wazaisazatemiegsluinmusnnm uaai@en uuniideu Laz

fuzdy Feip3es Inductively Coupled Plasma Emission Spectroscopy ( ICP-OES)

7.3.1.5 NM15AIUIE

0, __ ppmxXdilution factor
A)(Ca; Mg' S) - wt.of sample(g)x106 100 ...................... 1

% CaO = % Cax 1399
% MgO = 9% Mg x 1.658

7.3.2 NM3UsEHIUANNANNYNABIVBIITNTNAABUMEITNNENR
Youlrn MIUsziduanugndesweslsnismagey adunisageuianizludeiaiivinty

nsUsEdiuANgNABwesIsnIInaaey Ussiliulagldwslneddeluil

7.3.2.1 anududunse (Linearity) vnnsvageuanududunswensvuinsgiu

(Calibration curve) ANUINYUAIH

whal@ey 0, 0.1, 1, 10, 50, 100, 150, 200, 250, 300 ppm

wuntl@en 0, 1, 10, 20, 40, 60, 80, 100, 120 ppm.

Amedy 0, 1, 10,20, 40, 100, 150, 200, 250, 300 ppm
LNAU9IN1SERNSU 1 = 0.9999

o mMamanuduiudsenineiulsaosiauls dulmuduiudidudy Send dulseavdvendes

@1 (Pearson correlation coefficient : r) A9@UNS
_ YI(xi=X) (=]
T I )

2 19 — & = &
| X X ADARAYVYDY X YNUUA

ADANLRREUDY Y V19N



7.3.2.2 YndfineIn1snsaany (Limit of Detection, LOD) iunsussiliumaanududuves

ansfiaulalutBinasingn fRsnadeuszanssansanuld wiftaududuseduil lienaasuen
Unaensiianugndes uazieanssluszduisonsuld iesaniinnaliuviuougs

nsmen LOD nszvilglaenisth Sample Blank : Saduanssogadilifansauloviod
asiaulalutiinaudiunn smvhnmsmaaeuseisnmaaeuiimun aude 7.2 lefing
Fifiunsdail

~3ip57ef Sample blank 7-10 91 : $1az 1 Ads

- Aunnsanudidy wazanudiduede wandoauusnnsgiu (SD) ¥es sample

blank

- ANWIA LOD 91ngn3

LOD = X 38D ottt 3

7.3.2.3 Ga1inreensnsiaiadauiuna (Limit of Quantitation, LOQ) Wuanududusiign
a o ' Ao 1Y) v a v v X ¥ I
Ya3ansNaulaluflI0819935NAaRUAILNSaNTIIAL MANULNTURaNL1Tas189ule sy
USuauidineanuiuwazanuisdlussaungausula
A15ANMUA A1 LOQ 3 2 TUMaUABNISUITUIUAT bazn158UduA1 LOQ NIAIULLULAY

P o o o P
ANuUsalusEauRgausula

=De

M5UsELAT LOQ 91@1 SD #ildannnsvi LOD Taennsynan mﬂqmﬁq
LOQue) = X+ 108D oo 4

nMsBudu A1 LOQ Mdlanuuiiulazanuiiesluseauieausula

- sy RM. Tiannuintuinduan LOQ (Uszunal) wiselnalAes

- AeTgit 10 99

- AnamAmANNNTURAswaE ALTEMUNNINTEIY

- UszillunseeniumuluLarAULTEN

b 1 PN i ¢l [ ra ! 1 dy 4 a .

fAnuLiularaNIiseglunaiivey Suuwifndian LOQ lenavzadllinSey spike
Id‘d ¥ ¥ oI -] a Y | d'

sample blank TifiauTNTUsiIee LagyinNITIATIZALNL H1AULNULAZAILTIEY

ldegluinauigensu wuzdilivinnisinen spike sample blank lvsdlifiaduidudugadu



wagyNSIATIZALAL
7.3.2.4 myUszdiuauwiu (Accuracy) \unudnvusvedis Fuansmnulndidewemanis
VREEUAT3S WiaAE1e8e ManaaeuaLwiuillnennsUssdiue symmetric lag random
effect MiinasoAmaasy lunsvnasstidonns waniAMLwILIeIENTAdBUREN1TTIUeS
Furn1saundu (%Recovery) Tagld CRM waz RM Taeisuannseesu s 91 LOQ fiszsunans uas

TEAUGIRINTIN 2

A o 1 Y a o
199N 2 LLaﬂ\Tﬁqimﬁaﬂqﬂ@qﬂaﬂﬂimUﬂqﬁm@a@Q

SEAUANUTUTY CaO MgO S
BCR-033
LOQ Ca-0.3 % S-02%
0.21+0.02
s BCR-114 SRM-695 BCR-033
M
1.3+0.03 2.97+0.08 14.3+0.1
BCR-033 BCR-114
nang
31.48+0.3 17.8+0.07
SRM-694 SRM-88b NH,SO,
a9
¥ 43.6+0.4 21.03+0.07 24.20+0.001

¢ < (3 P LY
- I nUesi@udn1sAuNau (Recovery)
INTIATIEN blank
AATIEN CRM Nsgauaududunng qaunseylilunisns degieae 10 4

AW % recovery lagldgnsnall

%R = (Clc;cz) X A00 oo

3



A15199 4 1NEUNIN158BNSU Recovery ( @1 AOAC)

AULUNTY analyte % Recovery
100 % 98-102 %
>10 % 98-102%
>1% 97-103%
>0.1% 95-105
100 ppm 90-107
10 ppm 80-110
1 ppm 80-110
100 ppb 80-110
10 ppb 60-115
1 ppb 40-125

7.3.2.5 nMsUszidfiupuiies (Precission) anuisulunudneazianz oI nwan iy
InaPeeiuvemanmsiaeigInglaanieimimun ANuULgs IwUBNIIANNAIIALADURUUEN

(random error) ey lUnsuanInaigadisn1TiATIEaskandlavate JULUY 1uN1TNIuT

1%
=

17 ( repeatability) W39n15911911L9 (reproducibility) Tunsvaaesiifiinismainnuiesly des

sunuulaun

- msvauslél (repeatability,RSD, ) ietindinszivilsaurhnismaassdinfu lunan
Fenfiuseiniesdieyaifiortu lussoznalndiAsiu Tnesidunisdl
ARTIZRF08198198 Tiaududusedusing o
AmnuAdeuunnigiu vesusazedudy
Ffuanuen % RSD, a¢ldAntsmusiinrandududy 4
WRSDy = 22 X 100 6
- msvagnle (With in laboratory reproducibility, %RSD,) Humsiaszsishedei
suiumududuiinienl’ seduaz10 91 lnedniemsiaudisvieninnd wiseu uwisaen

[y

Y ANUIUANNENNIST (8-9)



LNUIINITIBUTU AIALTEY

=D

Uszlun15eausu A28 HARRAT %138 Howiz ratio muaunisna

HORRAT = —X8Dobs

Dexpected

RSD,,s  lAnnnmsAmuiaiaInuanIsnagey

RSDoxpected 1A31nA15ALINM Horwitz equation AIANNIT

d w3 reproducibility : %RSD, = 2(1705109C) = 2 —01505

&35V repeataibility : %RSD, = 0.66 x 2(170:51090) — 0 66 x 2¢ 150 9

M5 5 Inaunin1seensuA1IANLeY Tdnaeiil AOAC wag Codex AU EU muualinaslusail

Reference A1 HORRAT Tigonsu
AOAC <2
Codex,EU <2

v
a

- sziaan (IFudy - fuga)
AA1AL 2558- HANAN 2560

- @0NUNAIUNS

WosUUan1sdinideuasiauinisinunsuni 6



8. NAN1INAABILAZIVITAY
8.1 nan1susziuaududunsa

= a &, o ax
A5 6 WaN1TUTLLHUANUUULEUATIVDIITNITNAFDU

579 r
Ca 0.99995
Mg 0.99993
S 0.99997

8.2 Wan15useiiiu LOD

Nan15UTEIIUAT TATTAUDINITATIVIALABAITAGDU sample blank UsztliuA13ad1inves
NSATIVINAIVAUNITN 3

AN 7 wan1suseliiual LOD

% Ca % Ca0 % Mg % MgO % S

7 0.06 0.08 0.011 0.02 0.02

SD 0.03 0.05 0.009 0.01 0.02

LOD 0.15 0.22 0.04 0.05 0.08

8.3 Wan1susekliu LOQ
8.3.1 wan1sUseiliua LOQ Taguseana

a3197 8 wan1sUsyiiuan LOD

% Ca % CaO % Mg % MgO % S

b 0.06 0.08 0.011 0.02 0.02

SD 0.03 0.05 0.009 0.01 0.02

LOQ (Uszunay) | 0.36 0.58 0.10 0.12 0.22




8.3.2 Han15UsziiuAl LOQ 1nA1ISNA@DUAIAITIS

ANS19N 9 WanNISUTELIUAT LOQ

% Ca % CaO % Mg % MgO % S
ANSUTDY 0.3 0.42 0.127 0.21 0.2
ALadennaeu 0.295 0.42 0.125 0.20 0.20
% recovery 98.33 98.69 100.00
SD 0.02 0.01 0.01
RSD(obs) 6.33 5.66 6.24
RSD(expect 3.16 3.16 3.16
HARRAT 1.62 1.79 1.97

8.4 Nan15UssiUANULLY

TuUszUAIAULLUYDIANTA98199719D9 teAtuNISUSEIUAMUElUAIUYDY

repeatability TunSeuiuiiiemuseiiinwesnisvingu

AN519N 10 WaNISUSEAUANULUUNTEAUANILYLTUS

% Ca % CaO % Mg % MgO % S
ANSUTDY 1.3 2.97 14.3
AlnagvndaU 0.951 1.33 1.745 2.892 14.037
% recovery 102.38 97.39 98.16
SD 0.05 0.10 0.35
RSD(ops) 5.14 5.97 2.50
RSD(expect) 3.14 3.16 1.77
HARRAT 1.63 1.89 1.41




AN 11 WaNISUTEAUANUBUUNTEAUANULIUVUTEAUNAS

% Ca % CaO % Mg % MgO %S
A15UTY 31.48 - - 17.8
ALadennaeu 22.41 31.352 - - 17.561
% recovery 99.59 - 98.66
SD 0.57 - 0.32
RSDiope 2.54 - 1.82
RSD(expect 1.58 - 1.72
HARRAT 1.60 - 1.06

M3 12 nansuseiiuanuusiusyiuaNuadusEAUE

% Ca % Ca0 % Mg % MgO % S
ANSUTDY 43.6 21.03 22.4
ALnagvndaU 31.42 43.96 12.807 21.234 22.102
% recovery 100.83 100.97 22.102
SD 0.46 0.14 0.38
RSD(ope) 1.48 1.12 1.71
RSD(expect 1.50 1.65 1.64
HARRAT 0.98 0.68 1.04

8.5 Han5UTEHIUAIULIYS
Dunansusziumnuiiesdaeyiinisingsi degiemuny Ndesszauanududuy vhnis
a ad a [ d' a LY Vo v o) a o 1%
Ans1enilag TBn1sdeiu wseslunisneaaeuyaiediv wiswaiudunaduiulang

o =
ATNAFUAINITIIN 12



o A

A1919% 12 Han1sUTZIIUANUTIY SEAUT 1

79819 IUAN-1 % Ca % CaO % Mg % MgO % S
ANATUA - 22.0 - 9.2 4.8
ﬁi’]Laa‘lawmaaU 15.82 22.131 5.55 9.20 4.62
SD 0.34 0.18 0.28
RSDione) 2.13 331 6.06
RSDiexpect 2.51 2.83 3.25
HARRAT 0.85 1.17 1.87

AN 13 HaN1SUTEAUANULNLT SEAUN 2

9819 IUAN-1 % Ca % CaO % Mg % MgO % S
ANNINAUA - 2.7 - 1.46 8.93
AlnagvndaU 1.879 2.629 0.859 1.424 8.563
SD 0.08 0.05 0.31
RSD(ope) 4.43 5.59 3.63
RSDiexpect) 2.51 2.83 3.25
HARRAT 1.76 1.98 1.12

9. ayUNaNIINARRILaTTaLEUBLUY
IMNNAATIEVRAUTEIUAINYNABIVDTITNISVARRUS W sTRdludeinilanansaasunsuseiiu

! a 6 o a ! dy
uiarn1s1dwesnIeasdensnelull

9.1 ﬂ']iﬂi%LﬁUﬂ’J']NL‘?JULéIUQiQ

Nan15UTEIUANUTWLEUATY VS NMTAaaULLa U UNMS WUITNIUN U USEIEIY



9.2 NM5USLLRUAITNIINAVBINITATIANU

[

PUINIATAAVDINITATIINY LazTAINNAVDINITUIUSUIUNNILNUNNITU LT UAINULU LAY

1 [ [

AN WAZAN1TA SEUANTATINAYDINITATIINY UAzlindinveIn1snTIain MmNl 14

= A o
H15199 14 ANAANNAVDINTITATIANU

Wdines % CaO % MO | %S
LOD 0.22 0.05 0.08
LOQ 0.4 0.1 0.2

9.3 AN5UTSLAUAIULIY
1NNSUTRUAMULUY AFATEAUANUTUTULALYINN1SUTEIUIUEILVIA UL haZAIY
P o ¥ a [ qy
Wigd(repeat ability) lonan1suseidiunsil

M131991 15 aguran1susziiuauwiunseau LOQ

UsziliuAnuuaiu CaO MgO S
(LOQ) 0.4% 0.1% 0.2%
LRI (%Recovery) 95-105 95-105 95-105
Recovery (%) 98.33 98.69 100.00
HARRAT ratio (< 2) 1.62 1.79 1.97
ajuna HU HNU HAU
M9 16 agUnansUsERiuawiufimndudussium
UsziliuAnuuaiu Cao MgO S
(sefush) 1.3 % 2.97 % 14.3 %
\Ne91(%Recovery) 97-103 97-103 | 98-102
Recovery (%) 102.38 97.39 98.16
HARRAT ratio (< 2) 1.63 1.89 1.41
GRUAG i AR AR




= a oA Y v o
M1519N 17 aiﬂwaﬂqﬁﬂizLNUqumLL@JUVM']']NL%QJ%U?%@‘Uﬂa'N

Uszillunnukiy Ca0 S
(5eunana) 31.48 % 17.8 %
\neugi(%Recovery) 98-102 98-102
Recovery (%) 99.59 98.77
HARRAT ratio (< 2) 1.6 1.06
a3una ! g
157991 18 aguransUsEiiuAuusiuin s ddusy AU
Usziliuanuuaiu CaO MgO S
(s¥auga) 436 % | 21.03% | 224%
\nauai(%Recovery) 98-102 98-102 | 98-102
Recovery (%) 100.83 100.97 98.67
HARRAT ratio (<2) | 0.98 0.68 1.04
asuna HU HAU HAU

9.4 MsUsziliuaiies
Junsganuudsusiuiiadednisimsizisingiaiiu (intermediate precission) lngyiing
Aasresineaiu lunsveassdl leinismegeulaen1siasieniieganIuAufaedssRuANULTLTY

TaevinnN1sieszmiuaz 197 Wunal auiulazusziliuanuuiulanan1snaaausanisen 19



A a P Y v v o
15790 19 aiﬂwaﬂqﬁﬂizLﬂJUqumLVIEJ\TVW"I'NNL%@JTUi%@‘UV] 1

Usziliuanuaiu Ca0 MgO S
(seduil 1) 22.0% 9.2 % 4.8 %
Aaae 22.13 9.2 4.6
HARRAT ratio (< 2) 0.85 1.17 1.87
ajuna HU HAU HAY
31971 20 AgUNaNTUsTITIuANIITBaTiA TSR UT 2
UsziliuAnuaiu Ca0O MgO S
(seduil 2) 2.7 % 1.46 % 8.93%
Aade 2.6 1.42 8.56
HARRAT ratio (< 2) 1.76 1.98 1.12
ayung B B WU

PNNaNTUsTEIUANUYNABaTageU 519 vnsTedluleiniilaun snawaaiduy wuniddey
wagruzdu wuisiveslfuRnisdinifeussiauinsinunsiand 6 dildlumsiiemesiuasmageu
51M91MNI389 Augndestaziiugl annsalinanismaaeuiiindold
10. nsilulduselevy

Mnildvhmansaaeuanugnioweditlinneinnomssedlulaiafiaieduuda wasnudd
amugnuaztnidetio Tunauludduselulumstauesufifinishonistraniadeifielududiunis

YBINTVBVIBVBUYIENITFUTBA ISO/IEC 17025 dmsusgemssessely



11. 1@N&381989
e Bades.uwiuiinmmeaeunnugnieeisinszinuaiilneviesu JuRn1saed.

2549 NFUINGIMARNSNITUNNE NTENTWAITITUGY WUNY3

'3 a

1550050 YAUNT waEU NS AIWIN.2541.AlloTnTedeinil lull Wuuauda ngumne. 66 vt
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