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Inductively coupled plasma-isotope dilution mass spectrometry
(ICP-IDMS)

Study of the certified value of total iron and copper in chemical
fertilizer by inductively coupled plasma-isotope dilution mass
spectrometry (ICP-IDMS)
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ABSTRACT

Reference material for determination total iron and total copper in chemical fertilizer was
investigated. Characterization and evaluation of the uncertainty of chemical fertilizer laboratory
reference material were proposed following the recommendations of the ISO Guide 35. The chemical
fertilizer was crushed, finely ground, sieved through a <40 um sieve, and well mixed in a plastic bag,
prior to divided into 30 ml bottles. Characterization of the reference material was carried out by
inductively coupled plasma-isotope dilution mass spectrometry (ICP-IDMS) with acid digestion.
The validated method was accurate and precise enough for determination of total iron and copper in
fertilizer as indicated by acceptable values of recovery and HorRat. The homogeneity testing shown
that ten bottles with duplicate analysis are enough to demonstrate the homogeneity of this reference
material. The statistical results also showed no significant trends in both transportation stability test and
long-term stability test for twelve months. Homogeneity and stability assessment of the material
demonstrated that the relative standard uncertainties due to the inhomogeneity, the instability for
transportation and the instability for twelve months were 0.97-1.27, 0.05-0.14 and 3.12-4.609%,
respectively. The certified values of total Fe and Cu concentrations with expanded uncertainties
(coverage factor k=2, approximate 95% confidence interval) calculated using the results of the
characterization, homogeneity and stability assessment were 12478+1075 me/kg for total iron and
1028+68 mg/kg for total copper.

Keywords : Reference material, Chemical fertilizer, Total iron, Total copper
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ﬂ’]iﬁﬂ‘tﬁﬁjﬁﬂE;I’]aniﬁﬂﬂ%jUﬁ’]U%NﬂmL‘ViﬁﬂLLaSVIENLLﬂ\‘iﬂg\muﬂiuéf’JE}é’Nﬂﬁlg’Naﬂ lavins@nunae
Usranaume kLU uY0I0e138 71934 B019BaMILLIMNeRY 1SO Guide 35 fognaawalifidananlags
tuue seunuazunssnuin 40wy wanlndudefoaty waswudlavianaradinuuin 30 Saddns
MsleTEUSamAniamnuas neauasisualufosajsensdsilnennindosndlugos uagiinsien
@ywwlﬂﬁﬂ Inductively coupled plasma-isotope dilution mass spectrometry (ICP-IDMS) 21nA15A N1
wunEseleTEUinawinuasmowussiamaluiiesnsslamemaia ICP-IDMS Tasmsfigauaniu
LALLAZAILTBY WUIIAT % Recovery uay HorRat agluinmumiirinun msfnwmarnundudedentulaer
5T 10 fa08n3 S1uu 2 61 nundessjserdsivietuiirdudofeatuisme wazanms
Usgiliumaadinundesnsysonsdafinnuadosifiomelunisvuas uasdanuadosdomedefiulady
sgprian 12 ey maralunuueurnanuduiodentu mmadeslunsuuds uasaumaiosssozem
WU 0.97-1.27, 0.05-0.14 Uay 3.12-4.60% AUdIRU ﬁaaéﬂqﬂﬂgwﬁaﬁl,m%'awﬁu fanuauiRuazaialy
wuuey (fiszduanandosu 95%, k=2) voundniianuamidy 124781075 dadnsunedlaniy wasnomns
Famuamiu 102868 fadnsunoflaniy

AVAN: Tane1989 Yaiadl 1nanviaviun Meawaaviange

-]

A1
nesUftRmsliaszy iudnuisaunuiidfylunssuiunisidaastunsfous Yoiiduium
smosiilunsnugasivetungifou agluannsodensln uenanddadunsdseiuguamuosen
Lﬂwmm'«azlvﬁ%ﬂaﬁﬁﬂ’%mmﬁmmmsmqmmﬁiquuamﬂ éﬁﬁ?umsmmm@mmwmaaﬁawﬁﬁﬁmﬁL@mzﬁ
JoTafienudrdgesnann welnlanansinseniiianugnaes undefio uasinUsslorigegauniny asns
Fanrsaruauauninuusesnidu 2 adu Ae n1saruauauAImaely (ntemal Quality Control) uaz
nsUstidiunuamlagesnnsnisuen (External Quality Assessment) Fsn1saauaunmnnnglumesy i
Lﬁuﬂizmumsﬁé’wﬁiﬂumﬁLmﬂzﬁmaaﬂuﬁamﬁﬁﬁmi ﬁaqﬂg’jﬁ’ami%@?@)qﬁﬂ'ﬁoﬁ’wLﬁumﬂuﬂmﬁwszi’a
PIITAEUATINYNABITBINTIVIAGRU LilslmAnAuu L deisvesnansvadoUNauITIBILNG Lazifialn
nsfudusuremos fiRinndulunuuinsgiu 1ISO/EC 17025 (2017) ludagtuiimadianisnmuaunanin
aolumnuenaisds wu nsieseniiegeaiugy (QC sample) laun Yane19835us04 (Certified
Reference Materials, CRM), N1531A51873L0L0UALUaIn V3 auUaIRYasIanaaau (Reagent Blank or Method
Blank), n153LAs1znelusnenai gty (Duplicate Analysis Pair), 11534A512% Spiked Sample %38 N1sW
ANPEaZNSAUNGU (%recovery) Lumu
’iaﬂaywﬁd (Reference Materials, RM) LLaz“.Taﬂaywﬁﬁmaﬂ (Certified Reference Materials, CRM)
fauddyuasiiunuimesiannlunssuiunsinmemageuiesadmiunnuesufioinng TneTanusvasa
yosnslraruumnanatuoonly glinsiznaznosdinindenladsuanvasiagendeilivmnzaunudnuagan
AUFUR T,msJﬁl"slﬂviyaaUﬁﬁﬁm3%165551@151@5@ v3oansunsgiulsenoulunsiinsgimuIunavesans
Tusheens fage1eds mnefsTanvdomsiidautindsosnwdonarsesnsiidariunesisd darduiodeaiu
(Homogeneity) wazenandiies (Stability) (Quevauviller, 2019) wazdmsulyaeud auqﬂﬂiaﬂﬁﬁumiﬂimﬁuﬁﬁ
v3elglunismmunaianmieq dmsutane1sdefuses mnedeiane1deifiauaudfdasounquuas
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NTULIAETUNSHAAUAETAREUTLILON waelAnsEy TIN5 UT9ENINTINTITEe Vs DUNEUTNINIATING
(Traceability) wazilrmuluuuuewrean1sin (Uncertainty) (Quevauviller, 2019) Wisdsaneauud edieniu
wazALADYS

mimﬁmfaﬂgﬁﬁqLﬁ@lﬁl@?@mamﬂ’aﬁLﬁu‘ﬁsau%’uawiyaaﬁ’mm%smLLaszzLﬁumawwaaamummgm ISO
17034 (2016) uaw 1SO Guide 35 (2017) Fwazmosiimsfinuenuduiofentu aruaios waraguauifives
fhognfinentu mamaauasTRvesTane B 1SO 17034 (2016) aunsavilanasds wu melezvinie
wanevesUfoRmslaglaisinsznneg fu msliemeaenesufoinslaetmunisiesenduisifeu
(Kawamoto et al., 2019; Santana Santos et al., 2020) ‘M%am'ﬁ’?Lﬂiwﬁ(ﬁ;’wﬁawﬁﬁ/ﬁmilﬁEJQIG]EJ?% Primary
method Lﬂuﬁgl’u (Olivares et al., 2018; Linsinger et al., 2019) Primary method Lﬂﬁ%ﬁﬁmmuﬁuﬁﬂq& ausn
psraaousauNdUlUSsEuUIEaINa (S) e (Olivares et al, 2018) wardnduisuguilslumsmenauauts
maai’aqgwqé‘a §9337la Yun1seusuann Consultative Committee for Amount of Substance: Metrology in
Chemistry and Biology (CCQM) IVT WJu Primary method $%a1835 @ Qﬁy Gravimetry, Titrimetry, Coulometry,
Isotope dilution mass spectrometry (IDMS), Two-step IDMS W@z Freezing-point depression (Milton and Quinn,
2001) fvanenuieiitnds DMS inuszgnalslumamanuautRvesane B efiian Ty feeutu e
faneaBsdmiuiinTsmnUT I Ethyl carbamate Tuomnauasiadeshuneanosen laglads IDMS saufu Gas
chromatography (GC) (Vicentim et al., 2019) wagnsitauanedsusesdmsuinnesaluimeia Ty
35 IDMS ilamﬁ‘u ICP-MS (Ari and Bakirdere, 2020; Lee et al., 2011) Lﬂuﬁg{u

ﬁm%’umﬁmiwﬁmﬂ%mmmﬁﬂu,azwaqLLmﬁgwmﬂluﬁaastﬂsJLﬂﬁﬁy’u esfiRmaTenneaiinig
FoYano1edeiusesanassme Fedydmunsussnouardnmung augyIdelsdunnfnfiosnanYano1dds
dwsuianemindnuasmouamiualufhesnsjeind Weludusesdlumsmuauamuawmsnsvliasely
vesUfiRmsinmenjoind Feoduenuideiiilunmiinne melsvdamlssinu uevansvosiaily
n53nd e ¥anentdesusesamesfUing nmsdarhianendasieddmiuiesemindnuasneuasisun
TN I 1SO Guide 35 (2017) wielnlntanesdsiifimmduiofentu fanuades fa1uium
wEnuaEyIBaAd wazAealiuuLoUveITIn

ASAHuUNIS

gunsal
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3o Inductively coupled plasma-mass spectrometry (ICP-MS ; PerkinElmer ; NexlON 350D)
2) 3etaluvimeation 4 dunus (Mettler Toledo; AB204-S)
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) LASEIUARIBEN (Retsch; ZM 200)

) AzWNsITELIWIA 0.5 Jadluns (Retsch)
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Vnnaainnsourhde

Nitric acid (concentrated), HNOs, AR grade
Hydrochloric acid (concentrated), HCl, AR grade
9) ®Cuin 1 M nitric acid (ERM — AE633)

10) *Fe solution (IRMM-634)
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1) Anwinmsmuimnaindnuasvounsiamaludios1ssalemeda ICP-DMS Tasfnwimaniaei
wnzaulumsUTinauminuasvesunsiomualuiiosnjoniemade ICP-DMS wu Snsimslvaveademas
darmislvavesiaim sasmslvavesansazaneiiesns uazsasmsgaasazalsiiosns Anwn Mass spectral
interferences MATAsAALLATSATIANY (Limit of Detection; LOD) mandasndslunsimdsuSunas (Limit of
Quantitation; LOQ) ATI9@0U Trueness La Precision 1433MnasuImanuaznosuawmualufies13onas
wAllA ICP-IDMS

2) wWisdiosasen9ds Tnsdamitesnsjsnnnesman uazindesnsnaaniraTlmaiy iinsun
PELEBIUARIBENY Thi8ENTINILNISUALAT 1NTBUNIUAYUNNTUA 40 WY Mntuthiaeesiiseusatinun
eaniramaniu wasdnlamananaiinuung 30 fedans wastmuaineauiesdluuayn

3) meaeuanmiudaiieafuvesiiosnesesds Inen1squiies1auuy Random $113u 10 f2879
AT U UE LA VD ILATT VA (USynAnssymunumsuavannnl i3es fmuanssudsnianga
"3Lﬂiwﬁﬂ:amﬁ N.A. 2559, 2560) Fre89ay 2 11 MNTUUSEE UNaNER Al Cochran’s test Way One-way
ANOVA uagdnunmaanaluuuusuaneruduioientu (Uy) suuumna 150 Guide 35 (2017)

4) vndeumLAT B3TTEdY (Short-term stability) ¥aas 908190 8871984 Tnensnaaesasiaee 19
Wswilsamudouduszonm 7 way 14 Yu nidessmmUSmaminuasresuasiomn wasikaiasen
uUsediumeadii uardumaasliuuLeuINAIERBTIREYEL (Us) MM 1SO Guide 35 (2017)

5) MARBUANLAREII2ZEM (Long-term stability) Tasit0819p01984 Tnenfudosndhafigamgdves
usvoziam 12 Wou uagviinisquiesndluraam 0, 1, 3, 6 uag 12 1fou afsay 5 fog1s uiiesigvim
USannuvBnuasnasuasionun wasnalinnemnUssdiuneada uarwumaanalikeuInANades
282877 (Ug,) $MULUINT 1SO Guide 35 (2017)

6) ﬁﬂmmﬂ'wqmamﬁﬁLLasﬂ'wmthLLﬁuaumﬂmﬁmeﬁﬁuaéﬁaﬂagﬂqﬁq Tagvihnsguseg ey
919BRNTILIY 10 19873 TNTIATIEN MnHuswINAAMANTRAIETS Weighted mean fsil

Yehar = LWiXi [ LW
lny
w; = 1/u?

LLE‘Wﬁ’WU’Jmﬂ’]ﬂ’l’mimLLuu@u‘U@ﬂﬂ’]iﬁ’]ﬂ’]ﬂm@mﬁaﬁﬂﬂﬁuﬂﬂi

— 2,,2
Uchar = ’Z Wil

7) UizuﬁummimLLuuausuaamﬁmLawaqLLmﬁwuﬂiuﬁ’;amq1J;aa’m§a AIULUINIG ISO Guide 35
(2017) Mu@unIg

URM = k\/Uc?har + Ul%b + Ulzts + Uszts

dlo Upy = ﬂ'nmm”l,zulLLﬂuauﬂmeaﬁa@gNSq
Uhar = mmmi:ﬁLLﬁuaumﬂmsﬁﬂmm@mauﬁ’amaﬁaagﬁﬂaq
Upp = ﬂ"wmmlmlLLﬁuaumﬂm’lmﬂuLﬁaLﬁmﬁu
Ue = enanuluuuuouananueiosssezen
U = ﬂlﬁmmlmlLLﬂuaumﬂmmmﬁm'ﬁw:g’u
k = Coverage factor (Fisgfupnudori 95%, k =2)
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1) ﬂ’]iﬁ’]ﬂ%u’]mmgmmzﬂﬁ]ﬁLLG]W]%WJWIH@]I’JE]Ej’lxiijﬁlg’lﬂawg{"l&llﬁ/lﬂﬁﬂ ICP-IDMS

1.1) anmsfiunzauvanaiod ICP-MS Tunsmusunanmndn LLazwaaLLmﬁwuﬁLuﬁaa&mﬂagwﬁa

Mnmsinwleannsfinsauvoundos ICP-MS Hludmiunmsinusinaundnuarneundluiiogs
ﬂaéywﬁa f3l @1 Plasma gas flow, Auxiliary gas flow waz Nebulizer gas flow U 18.0, 1.2 wag 0.86
L/min anud1@u A1 Sample uptake rate 117U 270 pl/min A1 RF power 17U 1600 W A1 Dead time
WU 35 ns 1agly Ge 1 Internal standard wagiausunallelalnusad Fe, *%Fe, °'Fe, °Cu, way *Cu
FIR1TN9 1
AT 1 anmsfinizaueua3ag ICP-MS ﬁi%lumwﬁ%mmmammﬁy’wmiuﬁaaéwljaayfmﬁa

Parameter Value

Plasma gas flow 18.0 L/min
Auxiliary gas flow 1.2 L/min
Nebulizer gas flow 0.86 L/min
Sample uptake rate 270 pL/min

RF power 1600 W

Dead time 35 ns

Internal standard Ge

Measured isotopes 54Fe, 56Fe, 57Fe, 63Cu, cu

1.2) Mssunureuaaideuuaslefonne MslinTsvEnuasnosunsiavaaluies19Uso1dene
wada ICP-IDMS

Tumsiwssnndnuaznewnmiemailn ICP-IDMS Yy darssuniufidrf Ao uwnadeuwasleieon
s?fwzﬁwaﬁﬂﬁé@mmﬁuaﬂmﬁmmwaaLLmLﬁu;ﬁu (Thomas and Wiedmeyer, 1998; Lum and Kelvin, 2016)
ulushosnajosnonaaiulaeriluaglufaunauvsueadenvieladeulufosns Falusudunesdnwns
sumurassnaifsualnfsunomlinTsndnuasowuasmismaia ICP-DMS g3deddlafnuransznuves
anssumulusnesiay POMTAATIEMVANIATVIDILAIAIBINATA ICP—IDMS Taenhseenas 4 fewn fie Fi,
F2, F3 uay F4 afiunieansazaisuinssuimin anuauey 5 Sadniuneflandy uavasavaiouinsgiu
VoI ALY 2 Tadndumonlandy andulUdmsesnusin “Fe, *Fe, Fe, ©Cu uaz ©Cu mewmaia
ICP-IDMS wagfuiaiAn Recovery §4A1 Recovery P8INSIATIEAT A LTY 1-10 dadnSunenlansy
nosaglura 80-110% Judufivouiuniuunsgiu AOAC (2016) m1974 2 uansA1 Recovery TB3NTIATIZN
*Fe, *Fe, *'Fe, “Cu waz “Cu luiee19s Tnenu1an Recovery 184M3iAT1em “Fe, *Fe, *'Fe, Cu uay
SCu ogluraa 93-104, 94-103, 101-109, 89-98 Uay 91-96% nuady Fadulunanamunnsgiu AOAC
(2016) FatfuanssunadluhensUelafinanen e mndnuaseunimemaia ICP-IDMS
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139 2 HaNANYINITUNMUTBLAaTsLLa IR sunanIsInTIsnnanuasown ludies el onsdnng
wAdla ICP-IDMS

Recovery (%)

Samples Sare 56Fe TFe 63cy 5cy
F1 103 101 109 96 96
F2 104 103 107 90 95
F3 101 103 102 98 91
Fa 93 94 101 89 91

1.3) Iad10alun1snsiany (Limit of Detection; LOD) wagdaannalun1singausuias (Limit of
Quantitation; LOQ) suaamimaa‘umﬁﬂLLawreNLLmﬁy’wm’Luﬂagwﬁa

n1snageUmIAITAsIialun1sRSIaNU (Limit of Detection; LOD) wazdasaialunisindsusuna
(Limit of Quantitation; LOQ) Guaamﬁmt,awaﬂLLmﬁgﬂmquﬁaaéNﬂa TAgNSNAEDUY Sample blank U
10 %1 laA1 LOD way LOQ vaumdnvisvuawniu 6.42 way 12.33 fiaansumonlansal audsu uazan LOD
waE LOQ Yomaaunsimunviy 4.17 wa 5.49 dadndusenlanda muddu fauandunnsn 3

A58 3 NAN1SNAEBUAT LOD Way LOQ Touanuaznaduaivisnualufiiosnslsa1as

Fe Cu
Mean (mg/kg) 3.88 3.60
S' 0.85 0.19
LOD 6.42 4.17
LOQ 12.33 5.49

1.4) p31980U Trueness Wag Precision ‘UEN%%‘V]G]?{E)U‘VIENLLmﬁyJ\‘ﬁﬂﬂJﬁLuﬁ’JaﬂlN'IJEJE;NSQG;}’JEJL’Vlﬂﬁﬂ ICP-IDMS

NSNAEBY Precision maﬁ%ﬁLﬂswﬁmmLLmﬁgwmiuﬁaaéﬂqﬂagwﬂéqﬁiz@“fﬂﬂmmﬁu%}uﬁ’] NANY Uavad
Iapade Wiy 1208.88, 2611.40 uay 4456.62 aandumenlansy suddu fuandunss 4 wazdiethan
fuAT HorRat 1aA1 HorRat A5esuAInLusvus nang WaTgs WU 0.46, 0.82 wag 0.94 AL Taean
HorRat filafia1eglunas 03 - 1.3 Fadulunuinumnissensunuunggiu AOAC (2016) AW3Un13nII19d0Y
Trueness ¥1lA8N15¥ Recovery TuﬁaaéwqﬂaﬁLﬁmmsaxmammgmaﬂﬂ 3 sERUANUILY A 400, 1800 wAY
3600 dadnsunenlanda uaryinnsageusEauaz 10 21 laan Recovery 128 8 U 101.09, 10038 way

101.45% muany %ahﬂagluﬁmmm%aam%uﬁ 95-105% MU3MAI§1U AOAC (2016)

13N 4 HANINAABU Trueness kA Precision Ya3INARDUNBILANNA UMD 88198

Low concentration Medium concentration High concentration
Mean (mg/kg) 1208.88 2611.4 4456.62
SD 6.29 24.21 47.09
%RSD 0.52 0.93 1.06
%Recovery 101.09 100.38 101.45
HorRat 0.46 0.82 0.94
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2 eruduioifsriuvesiosanjsesds

vimsgufiegsdiuiu 10 feyns T AAss TS nLAENDILAINA Fio8%aE 2 91
wazvhnsUsvdiunanieada nan1sUszliunieadn Cochran’s test dndudinwanundeavuneluiiesis
998 eTmSenTy LLamasﬂumiN 5 NUAUSHAUMEN T UALAZNDILATTANUA TR Co 1AV 0.169 Uay
0330 Ui Woeuiuan C., 895U 0.602 ﬁizﬁuﬁaﬁﬁ@ 0.05 WU AVENLAZTBILATT AT Ceat < Coit
wansramieszennelusesadeuluimnuuanaeiy sufudehmsieszranudonuusemng
Freenaly

Nan3UsTLIUREERR One- -way ANOVA mmwmmmmLumwu'ﬁymwmama LLamqaaiumniwq 5
meﬂsmmmaﬂmwmua wmumm‘wm 187 Fro U 2.154 uaw 0.682 mmmmu Lmama‘umm Feit
Faiu 3.020 fiszsuiioddey 0.05 WU AMENULAENDIAIAAN Foy < Fore WERIIEIDENTASONTUTIAIY
dudlowerdussraiivame nanisAuannsluwuueuanaududodeniu Uy wuandsunamsn
ﬁgmumlu@ﬁaéwﬂaeﬁuﬂaﬁqa‘ihmamlﬁLLu'uaummmmLﬂuLﬁyaLﬁmﬁumﬂﬁ’U 1.27% dm3uneuasionn
Tushesnsysensdafiaenaluuuueunenuduiodentumu 0.97%

1379 5 wan1snadauruduiiofeaiuresiiesnileeeds

Fe Cu
20’7 601967.35 5931.57
Diax’ 118115.94 1982.03
Ceal 0.196 0.334
Carit 0.602 0.602
Conclusion: Ceqt < Cait No outlier No outlier
MSpetween 64843.545 202.258
MS ithin 30098.368 296.578
Feal 2.154 0.682
Ferit 3.020 3.020
Conclusion: Feqr < Feir Homogeneous Homogeneous
Upp (Mg/ke) 131.80 8.14
Upb (%) 1.27 0.97

D; = Difference of each pair of duplicate, Dyax = The maximum difference of the duplicate,
Ceat = Cochran calculation value, C; = Cochran critical value at 95% confidence level (n=10),
MSyitnin = Mean squares within sample, MSpetween = Mean squares between sample,

Feat = F calculation value, Fi+ = F critical value at 95 confidence level and

Upp = Standard uncertainty associated with between-unit variability

3) ANULEDEIITY uaumaamamwamm
nsnadeuAERTIzard U eAnwATIET ssvesfiensluntsuas lanslseransUSinaes
IIENUATVIBIAIING LaysvezaaTlun1sTadsiiosns funm 1 waglanansvedeunsadnsuandluansng
6 wmwimmmaﬂmwm VLﬂﬁﬁJﬂWiﬂ@aE]EJ Aoy = -18.397x + 10535.08 Immamummaamwmu (lb4))
Wi 18.397 uagAn s(by) IRy 29.562 9xlan |b1|/5 by) 1Y 0.622 amiwsmmmammmwm
lnaunisanaes fe y = 0.596x + 837.14 Imamawimﬁuaamﬂmu |64]) U 0.596 uarA s(by) iy
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0.896 %léuﬁ'w |b1]/s(by) WU 0.665 G9A7 |b1]/s(by) ‘U@qmé‘mmwmLLmﬁy'ammjaaﬂ’hm to.95n-2 LERII
fosniwReuiuiamuatosiiomediornsinasegnmsldsedsamadoudussozna 14 Sy

mpnsliuLeuINAIERE ST EEL (Usts) AUIUAN Ugs - 5(b7) X t o t fFeszezianlunsdnas
o819 14 Fu TnoaaaluuuuouannANUER g5sT o T UTe WA NLALNBILATRIVILA WINFU 0.14 way 0.05%
AIUAIAY

12000.0

a) 950.0 b)
11500.0 | 9000 y = 0.596x + 837.14
' R? = 0.3068
}2‘" 11000.0 y =-18.397x + 10535 ;u‘n
> 5 R? = 0.2792 > 8500 T
E 105000 [ R £ T
(7 3
hd ° J 8000

10000.0

9500.0 750.0

9000.0 700.0

0 7 14 0 7 14
Stability Time (Days) Stability Time (Days)

AN 1 NANSVAADUAINIATETTZEYAUVDS a) WENTINNA Wae b) Nosunsvisvuntuiiesaeenids

g &

199 6 mamiwmaaummLaﬁ‘aiizazé’wuaamammwammﬁwmiuﬁaamNama%q

Fe Cu
16| 18.397 0.596
bo 10535.08 837.14
s(by) 29.562 0.896
|64)/s(by) 0.622 0.665
toos s 12.706 12.706
Conclusion: |b;|/s(b;) < tp.5-2 Stable Stable
Usts (Mg/kg) 14.78 0.45
Usts (%) 0.14 0.05

b; = Slope of stability data, b, = Intercept of stability data, s(b;) = Standard deviation of slope (associated
uncertainty), tposn.2 = t critical value at 95% confidence level and U = Standard uncertainty associated

with short term stability

4) mmLaﬁsmzazawamaaﬁaaéwﬂagﬂqﬁa

mﬂmiﬁﬂ‘mmmLaﬁawméﬁaéwwmzmilﬁu%’ﬂmﬁﬂﬁmﬁuﬁméwﬁﬁqmmﬁﬁaa Tansmszmang
USinamesansiazsesnannsifi ushuiiess uavaunisannes fuansly 2 Laga151e 7 NUImMENTmuR
lnaunsasaes fo y = 35.091x + 10852.05 Imaﬁwé’mgidmmmm%’u (|b2]) iU 35.091 wazan s(by) Wy
37.406 9¥laAn 16:1]/s(by) WU 0.936 dmfulsinameunsiomn laaunisanaey o y = 5.637x + 856.61
Imﬂlflé’i’uyjm}uaqmmsﬁu (|bs]) 01FU 5.637 wazan sby) Wiy 2.313 azlaan |bsl/s(b;) Wiy 2.437
& 901 61)/5(by) < toosnz WANENUALNDINAT LARII1F087197 AT oNT Ul aadosiisaneid aful g
gauniivies iuaiuu 12 idou
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mmmiuLLuuaumﬂmmLaﬁaiisasm Ugs ATUIURIN Ups = s(by) x t e t ﬁaisamaﬂumﬁmﬁu
F19819 12 Aoy ImmmmluLLuuaumﬂmmm%ﬁwwnmmmﬁmmwmumﬁwm WIAU 4.06 Lag

3.12% ANUAIGU

13000.0
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A 2 HANISNAABUAIULENYTIZYZE1IVDS a) Lﬁﬁﬂﬁﬂﬁuﬂ

| b)

y = 5.6373x + 856.61
i R = 0.6645
| >
.M
0 3 6 9 12

Stability Time (Months)

wag b) NoAIIvLalufiiee1alee198s

#1309 7 Naﬂ’]'ﬁﬂ@ﬁ@Uﬂ’J’]ﬁJLaaﬁl’iigEJS‘EJ’]’J"UENL‘WéﬂLLﬁ%‘V]’eNLLﬂQﬁﬂﬁMﬂIUéﬁaﬁJNQSE}’Naﬂ

Fe Cu
b, 35.019 5.637
bo 10852.05 856.61
s(by) 37.406 2.313
16,1//s(b;) 0.936 2437
{0.95n-2 3.182 3.182
Conclusion: |b;|/s(b;) < tpesn2 Stable Stable
Usts (Mmg/ke) 448.87 27.75
Uses (%) 4.06 3.12

b; = Slope of stability data, b, = Intercept of stability data, s(b;) = Standard deviation of slope (associated

uncertainty), toos,2 = t critical value at 95% confidence level and Uy = Standard uncertainty associated

with long term stability

5)  auanURLarA1ANliuLeUIINNITIATIZAMENLAT B ILAIIiUA U1 e a1 981

nsanwlaAauantRLasaIANllLLLeuINNNTIATIERIAN LA DA LA tuA 98198

91994 lapsanandlumisns 8 wun mpuauiRvesanianuawniu 12478 fadnsuneflansy wazaimy

LuuwauINNTIATISIMANTIMUAWNAU 0.68% A1AMALTRVEINOLAIWIMUAWIAY 1028 dadnsuns
Alansu wazAIAUlLULEUIINMTAATIENNDIAININUALNITY 0.37%
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1919 8 namsmAAaNTRTeuEnuazNeAiuAlufIee1I e 981

Fe Cu
wiuf 7106.90 14.81
Yerar (Mg/kg) 12478 1028
Uchar (Mg/ke) 84 il
Uchar (%) 0.68 0.37

X; = Analytical results of laboratory, u; = Associated standard uncertainty of the results,
w; = Final weighting, ycner = Property values and
Uchar = Standard uncertainty associated with a value assigned in a characterization study

6) ﬂ'ﬂmmiﬁ,iLLu'uauﬁuaﬂmﬁﬂLLawreNLLmﬁy’mm’Lué{aaéNﬂagﬂﬂ%a
msUszanaaAuliuLusuTRUVAN LAY N AT aVIAlLFI08191 5D 19BIULLIMITET 1O Guide
35 (2017) laeanunnans 9 TneamasiRuasaanaluiuuouveswdniamaiiamiu 12478+441 fiadn3u
noilantu mumauantinazainluuouTe A IIATA WY 1028498 TaAniumeflaniy

1379 9 Nan1sUTzINaAIALlIL LB UTR AN LAZNDILAIIINA LWRI0819 891981

Fe Cu
Ups (%) 0.71 0.98
Usts (%) 0.02 0.11
Utes (%) 1.62 4.64
Uchar (%) 0.0004 0.3742
Ugm (%) 3.54 9.52
Yehar (Mg/kg) 12478 1028
Ugir (mg/ke) 441 98
Property values + Ugy (meg/kg) 12478+441 1028+98

ajunan1mnaakazdalauaLuy/Amuuzln

f\J’]ﬂﬂ’]iLG]%EJiJG]U’JEJEJI’]\‘]‘LlEJE;’}\‘]a\‘] LLﬁzﬁﬂHﬂﬂ’]iW}U%ﬂﬂm%@\‘]LLmﬁgﬂﬁﬁmﬂluﬁ’mﬂNﬂﬂ5’105\‘15’38L‘V]ﬂﬁﬂ ICP-
IDMS wiunannsamuBinumdnuagznesuasiamualuiesnasersdslanismaiia ICP-DMS Taglaat LOD
uag LOQ raandnvianuamnifu 6.42 uay 1233 dadnfunaflaniumuddu wagan LOD war LOQ wos
VoA LAY 4.17 uay 5.49 Jadnsunedlansy auasy A1 HorRat way % Recovery 993UTu10
nesunsian iulUnsnumnIseen UnILLIATEIL AOAC (2016) kaganmsAnwamauTAvewioses
91989 inTENTY wudeenasersBaiiwdentuianuduidodiu faumaienderhmsvuas wasdiaow
wdvadafuhigumgiveadusrezinat 12 iWeu aquautRuazainuiluuuuoureuvdnuazne wung
Fameluiestesensdamify 1247821075 fadnfumedlantu uaz 102868 fadnfumedlansy musiiy
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