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Inductively coupled plasma-isotope dilution mass spectrometry
(ICP-IDMS)
Study of the certified value of total iron and copper in soil by

inductively coupled plasma-isotope dilution mass spectrometry

(ICP-IDMS)
Aggan Aateuna  aunTIud uzdaden g1 mssuns  gnalsy) Sedavern  wawnad Hans
sl yd 95901 NAaITEL A
Kanthana Klaigaew Songkrant Malisorn Yarnthicha Jittsa-aad Supha Photichan
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nauIdeLnyn LAl NBIIYNAILITITYNTHANNINITNYAT
ABSTRACT

A reference material for total iron and copper analysis in soil was produced and characterized
according to the ISO Guide 35. Characterization of the reference material was performed using acid
digestion and inductively coupled plasma-isotope dilution mass spectrometry (ICP-IDMS) for iron and
copper analysis. The validated method was accurate and precise enough for determination of total iron
and copper in soil as indicated by acceptable values of recovery and HorRat. The collected soil was
ground, sieved, homogenized and divided into aluminium foil bag. The homogeneity and stability of the
prepared reference material were investicated and evaluated using standard univariate analysis of
variance (ANOVA) and regression analysis. Statistical evaluation of the data showed good homogeneity
and stability of the reference material under the conditions studied. Homogeneity and stability
assessment of the material demonstrated that the relative standard uncertainties due to the
inhomogeneity, the short-term instability and the long-term instability were 0.91-0.98, 0.02-0.11 and
1.62-4.64%, respectively. The properties values and combined uncertainty for at the 95% confidence
level (k=2) were 8340+298 mg/kg for total iron and 42.83+4.08 mg/kg for total copper.

Keywords : Reference material, Soil, Total iron, Total copper
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UNANED

3&@’5’1aSw'%agf’saEhﬂéyﬂaﬁﬂﬁm%’umﬁLﬂiwﬁﬁmmmﬁﬂﬁwmLLas‘mmLLﬂaﬂy’a%umiuﬁaaéwaau%ﬁyﬁﬂ
MSAIELLALANYINLLLAINIEEY 1SO Guide 35 MIUATIEMMUTINAANE NT avmaLAE MDA saTY
F108199198 9w lnenstfesslUe oy uazinsenniomaila Inductively coupled plasma-isotope
dilution mass spectrometry (ICP-IDMS) faeensfiufitiusiusamazgninuiun seu ylmdudeieatu was
wudlageegfiennoss AnviuazUsefiuauduiesrtunazanuiaiosesdiesse1deaisain
Standard univariate analysis of variance (ANOVA) l.ag Regression analysis A1NASANWINUI1E1U190
’JmiwmmﬂimmmaﬂLLamaaLmemm‘Lumammﬂmmmmuﬂ ICP-IDMS Tagn1sfigauaiusuas e
Wins agluinamdifvun GLUﬂWi‘Ui”LQ.JUﬂ’NiJL‘ij‘LJL‘uaLﬂEJ’JLLa‘”ﬂ’NllLﬁﬂ&li‘uaﬂﬁl’laﬂ’mmﬂm%LmiﬁJﬂJ‘U‘u WUdl
mmLﬂul,uammnuuammwmaasJistmwamsflmaﬂnmmm arauluiuusunadudoiieaiu
ALARETIYIY AL WarANAER BTN WY 0.91-0.98, 0.02-0.11 ua¥ 1.62-0.64% MU Fa9e19RY
p198swintufianuanifnagaianuluiuuou Aszdueudonu 95% (k=2) voundniiavmainifu
8340298 fiadnsumeRlandu uazvowasTavAAY 42.83+4.08 fadn3unoflaniu

fwidn : Yano19d9 fu AnIavin MesuAwanun

AN

‘Lumﬁmeﬁmaaﬂluﬁaaﬂg‘jﬁ’ﬁmﬁ%@}uaaﬁmatm‘uqmmmwﬁmﬂﬁﬁ’amiasmaﬁmma deirse s
lulmAnaruiananavesmsvagey shlnwansvaaeuiimuunidiode uenannismuauANAIMABUEN 1Y
manslsunsumsvadeuanatgmesfifing iuau Sdnmsmuauamuamaelulagly Yanodds
(Reference Materials, RM) mauglufunsiinsissiosns Yanenadeviesesnsorsdiilslunosfjofng tu
faqvidomaunsgufigninvituiielnmngdmiunisleaulunszuiuniste lasasgnuanuaznaasuniela
nsruruMIKARTivNNIn warlinuaudAviumduainaisiadin 9 W Ae Tantuazaosdauauifaud
\ie1ien (Homogeneity) uazarsatss (Stability) (Quevauviller, 2019) ’Tﬁqgﬂqé‘qgﬂﬁmﬂﬁﬁmﬁmmm
udefiolunuaiiinne Inslenzfuteuanengng MLATUAILIAREI LALIIUAATIZININILNTY
FevilndanunesnslyTanorsdadmiunismunuaunin lunnesdunisaeudioy nmansaaeuisnaaey
nsaeundulavesnisin WALNNTAIUANAMAN unu ’E’aQSNSﬁaﬂawLﬁjum‘%'mﬁaﬁwﬁtyﬁm%’umzmumi
’J’WuaqﬁawﬁﬁamnﬁdﬁﬁmmmﬁwL%aaasummamﬁlmwﬁ LLazLﬁ@iﬁmﬁﬁ’uﬁwwanﬁawﬁﬁamﬂﬂulﬂ
AINNIMTFIU ISO/IEC 17025 (2017)

fheesersdefithunludusossdmiunuauamniwnely armnsntanlylatangensdauas an
919895U504 (Certified Reference Materials, CRM) Ine¥anan18s5usotaziinuautafinseunauuazniu
1ATIUNTHARLAE AR UTLININNINNIT TARe 9B Famnuuananafidndnyfie CRM duazaesiinsnsiadoy
ouUNFUTNATINeN (Traceability) wazauliueUYeINITIA (Uncertainty) (Quevauviller, 2019) Wi
MnAuaNTRvesianevdahlufinesdauduiefowerenuates Tnsnssuiunsudnuasnnaeunadlniy
N155U509NATFIUAY 1SO 17034 (2016) Tnetaluuanflefinisdnmuazinioniesnsensdauaingnosd
nsAnweuduiodenty anuades LLazéwqmamﬂﬁmaﬁaaéNﬁLm’%*em%u msmh’lamamﬁamaﬁaﬂgﬁa
A4 1SO 17034 (2016) ansnsavinlavansds iwu msdieszmevatsnesufifinislaglsizinsenniey fu
mﬁmiwﬁumaﬁawﬁﬁﬁmﬂmﬁmum?ﬁi AendudTAefu (Kawamoto et al., 2019; Santana Santos
et al., 2020) w%amﬁmiwﬁﬁyﬁaﬁawﬁﬁﬁmilﬁmimﬁ% Primary method \Junu (Olivares et al, 2018;
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Linsinger et al., 2019) Primary method Lﬁuﬁ%'ﬁﬁmﬁmmu&‘hqq annsoaTvdeusaundulSsruumieana
(S la (Olivares et al., 2018) wazdniduisiuguitlalumamanauandivestanoisds 95flaTunsonsy
91A Consultative Committee for Amount of Substance: Metrology in Chemistry and Biology (CCQM) 11/’111,‘17‘14
Primary method fina187% ﬂvﬂﬁy Gravimetry, Titrimetry, Coulometry, Isotope dilution mass spectrometry
(IDMS), Two-step IDMS wa¢ Freezing-point depression (Milton and Quinn, 2001) fina1e31u3§8#i1135 IDMS
uszgnalslumameaiauauifvesianowdeiitmudu dearu nswauiagesdedmiulingen
UFuu Ethyl carbamate TuemsuaziAS e uLanagea I@ﬂ%’“g% IDMS 593ffu Gas chromatography (GC)
(Vicentim et al., 2019) LLazmiﬂ’wmi’aﬂaywﬁa%’mmﬁm%’u31,@515‘1561@114151‘1/151@ Taely33 IDMS 52wy
ICP-MS (Ari and Bakirdere, 2020; Lee et al., 2011) L‘ijuf;u
Fefulunddeliingussasaifiewiouiestshuandedmumslinnsmuinamsnuar neuas
evaa TnethdegeiuansssumAnueieuiuiessiuesds anduinisdnsenududedoty
ANALEDE T ﬁwqmamﬂ’@ warA1AL LU LEUIINUAA IR T83F988719919897A5 Bud 1 AUUINTFIU
ISO 17034 (2016) wa 15O Guide 35 (2017) iilelulafeensdaiidaanaudaizauuaziilulaslunig

muauaunnaeluelfuiAnsaely

A HUNNS
'3

aunIad
130 Inductively coupled plasma-mass spectrometry (ICP-MS; PerkinElmer; NexION 350D)

—_

2) w3esebivmedoy 4 fwmug
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LASDIUARIDYY
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Nitric acid (concentrated), HNOs, AR grade
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)
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) AZUNTITOUIWIN 0.5 HaBuns
)

)

) Hydrochloric acid (concentrated), HC|, AR grade
9) ®Cuin 1 M nitric acid (ERM — AE633)

10) *°Fe solution (IRMM - 634)

28N13

1) AnwinsmUsinannd nuaznesuasarualufiegeiuaiomaia ICP-IDMS Anwmaniazi
wanzanlunsmUsinamanuasnesunsamualuiiessiunemada ICP-IDMS 1w sasinisivaves
dads Samnsluavesian Shanslvavesasazansiiosns LaSATINIRAENTALANEFIDENS AT Mass
spectral interferences #1A13Ag1 AluA1SASI9NY (Limit of Detection; LOD) m1a1dagaialunsiaids
YFu1ad (Limit of Quantitation; LOQ) #533&@8U Trueness Wag Precision Y9I ENAAOULNANLALNDILAY
Ralufhoesiuniemaia ICP-IDMS

2) WREufeE19RLeN Tnedamfiegneiu AnTuIf e 19 UALEE LN 819N AYNTITOU
4110 0.5 faduns thitessiiseusaismumnagnaailnaiu wasdnlavesegiideumosa Javeslmuuy
T T e AN AT B
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3) nogeuanuiuilofioriurowessiiue1sds Tnsnisauiognauuy Random $1uau 10 Faoeng
YA US U A N L AZ N IUASTI VLR (Sastre et al., 2002) Freen9ag 2 91 MNTmUsHEIuNaNERs
A8 Cochran’s test Az One-way ANOVA wazdunama1alawyueuainaaduid o eady Uy
MIULLUING ISO Guide 35 (2017)

4) nadoumIETETITEYAY (Short-term stability) Y0310819AU89B4 Imamaaﬁuéﬁaéwmﬁwmu
5 feens wagvhnsdnassesnamalusedeamaloundusresingt 7 uaz 14 Ju uwazthieenauinsgim
US1NaUMENULAETIBILAM VLA DNTUATNTINTEIIUSHN YDA NLAE MDA LA SEaEIaluANS
Saaashenns uasradias e Ussfiuneddn wezduamamliuuLeuaNANLET BT e A (Us,)
MIULLUING ISO Guide 35 (2017)

5) NAADUAIULANYTTE8¥ Y17 (Long-term stability) ¥99f108 190 U8 1989 Tnafudaoy el
qmmﬁ‘ﬁy@d Wusyegan 12 wou LLaz‘vamsfiuﬁaaéwﬂmhmm 013 6uay 12 1iou ASaz 5 080
1NBASIEMNUS U AE NLAZNDIUATT AN waztHaTAT e RIUsEEunEdf arnduf Ay
L UULOUIINAUET I TTEE LT (Uys) MNUBUINNG SO Guide 35 (2017)

6) AnyimanamautiaraauluuueuIIN e iaes19iue1sds Tnevinsquiaesns
9199915 119U 10 Fre81e ¥ iasien mmﬁuﬁwmmhmmamﬁ’ﬁﬁwﬁ% Weighted mean il

Yehar = LWiXi [ X w;
1oy

w; = 1/u?
LLazﬁmmh’]mmlml,ﬁuaumaqmﬁmhmmauﬂ’amﬂaumi

— 2,,2
Uchar = X W{Uj

7) Usziiiuanu lu U Lo U o A NLaE 9 auAITInUA TUAI9819AUD1989 AINLLINIS 1SO Guide 35
(2017) Mu@unIg

char

URM:k\[UZ +U§b+U12tS+USZtS

do  Uw = manuluuuueuvenevesianensds
Uchar = ﬂ'ﬂmmim'LLﬂuaumﬂmsﬁﬂmﬁﬂ@mauﬂ’amaﬁaﬂgﬂﬂaa
Upp = aaslauuueunanuudodeatu
U = h?ﬂ??ﬂlﬂiLL‘L!IUE]‘LJ?\]Wﬂﬂ’NﬂJLﬁﬁﬂii%‘Ejg‘Eﬂ’J
Ug = Al U ARSI oy AU
Kk = Coverage factor (Fisgfunnudoriu 95%, k =2)
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NANISNAABILAZAR50]

1) FwnsmuiinumEnuasesasimuslusiessiuniemaila ICP-IDMS

1.1) anmgiizauvenaies ICP-MS lumsmusinaumdn uasnosuasusluiessiu

nmsAnwIanTETunzatvenaIes ICP-MS lunsmusinaundnt imunuasneuaeeunly
Fregnsiumemailn ICP-IDMS Taanisfiumnzausad Plasma gas flow, Auxiliary gas flow tag Nebulizer
gas flow 111U 18.0, 1.2 wag 0.86 L/min A1u&18U A1 Sample uptake rate 111U 270 pl/min A1 RF
power 111U 1600 W A1 Dead time w1fiu 35 ns Tnely Ge 1 Internal standard waz¥ausunalleleiny
i SFe, Fe, SFe. 3Cu, way ©Cu Famsna 1

AT 1 ANMEINNEENTRLATON ICP-MS AllunsmUsnameslaaianualufioen9ay

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 35ns

Internal standard Ge

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

1.2) Anw1 Mass spectral interferences Ium‘smL‘WﬁﬂLLaw}aﬂLLMV%W%J@IU@I”J@QN@WT’JEJLwﬂﬁﬂ
|ICP-IDMS

TUNNTIATIEAMENLAZNEIUAIAEINATA ICP—IDMS T flanssunufidndy fe wnalenuazludioy
mavmawﬂmwmmﬁummamLavmaaLLmemu (Thomas and Wledmeyer 1998; Lum and Kelvin, 2016)
esanlusessiuiiesndsenevveiunadounaslnio mawmamamsmﬂimmmamLavwaqLmea
wada ICP-IDMS 3elavimsaneinssuniuvesuradounaslsfioy nensinszriranuaznouns Inath
miazmammgmmﬁﬂuawaqLLmﬁﬁmmvgm%u 2 fadn3uneAlandy wifiuasazaisnsgIulLeaeuuLay
Tofeniinnuauau 0, 1, 5, 10 wag 20% warildAesizvmemadna ICP-IDMS mamswmaamamagﬂumi’m
2 wurupadeufinnuuTy 0-200 Jadnsuneilandy lufinanensiasie “Fe, ©Cu uaz “Cu Tnowa
11531A315 31 %recovery aq"[,uﬁulm 96-107, 98-101 way 96-107% MIUGIA U ﬁ'aaaliusu"m 80-110%
MINNINTFIU AOAC (2016) ) lumshesen *Fe wmmmmvﬂjmjyusuaqLmamammﬂ‘u 20% 3§ Recovery wm
106% LuaammmaLszjsmmmJgﬂsmﬂuaaﬂma}umsﬂumiavm8mmﬁu 4°Ca160 smaflmimumumialmwvw
e g (Cristina et al,, 1999) 1M3UNSANYIHAYEILAALT BUABNTILATIEN “Fe NUIIAT Recovery aaus[,usmq
99-158% G34iL1NUIATE L AOAC (2016) waziluwwaluadinty Wevsinauweaouiinty wWewnuaaidey
AaviufAserfueendiauiiogluansazaeifiaiiu “Ca’oH Fslusuniunisilasizy *Fe (Cristina et al.,
1999) Usinauaaidouluieseiuluiuiwnseuiiusunuisn de 0.1-0.3% (Brandy et al., 2002) dlethan
w3pnduiegsdmsuns AT Enmemaia ICP-IDMS ssiimnuwuavludiy 20% drjuneadeudsluiine
AEN1s AN Fe way “'Fe luwiadidne

NMSANYIHANTENUTAEUTIAUNTUATS 9 fiD 0 1 5 10 way 20% AemsinsIemanias
MBILAT WUINAT Recovery 189 *'Fe, *Fe, *Fe, “Cu uay °Cu ogluws 103-105, 99-106, 90-99, 99-106
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uay 103-105% m1uaau (M1319 2) ‘UQQEJIWU’NG]’]NN’Miﬁ"Iu AOAC (2016) UﬂﬁUI“ULﬂEliJWﬂ’NQJL%iJﬂU 0-20%

1mmamami’gmﬂmmammmmLmestﬂuﬂ ICP-IDMS

A3 2 HANISAN®INITIUNIUYOY Ca Lay Na G]E]ﬂ’]iami’]%ﬁﬂmgﬂLLa%V]@QLLﬂ\‘iﬂ’JEJWlﬂﬁﬂ ICP-IDMS

Interferences Conc. Recovery (%)
(%) >Fe *°Fe >"Fe Cu ®Cu
Ca 0 99 99 103 101 99
1 100 102 99 101 100
5 96 101 113 98 96
10 103 106 128 98 103
20 107 106 158 98 107
Na 0 104 103 91 106 104
1 105 103 90 104 105
5 103 99 99 100 103
10 105 106 92 103 105
20 104 102 91 99 104

1.3) daa1nalun1smsiany (Limit of Detection; LOD) azdind1nalun1siaidsusuieas (Limit of
Quantitation; LOQ) ¥83nsnadeuMENLasNaLasmMualuRUmEmATA ICP-IDMS

MsnAgey LOD uay LOQ veundnuaznasuasiaualufiosnsiu wlaenisnageu Sample blank
$717U 10 91 TaAn LOD uaz LOQ weamdnvianusmiy 276.14 uas 356.80 fadnsunenlaniy mugidy
WazAn LOD uay LOQ Uamesuaniaiuauniu 3.51 uay 4.15 faandumenlandy auddu dauansunss 3

M3 3 WHaN1INAgFaUA LOD wag LOQ ﬂ@ﬂLﬁéﬂLLﬁ%‘WaﬂLL@QW&WN@IU&’JBB’N@U

Fe Cu
Mean (mg/kg) 24157 3.23
S' 11.52 0.09
LOD 276.14 3.51
LOQ 356.80 4.15

1.4) Trueness way Precision 983anaaouneLasisualuines1afumemain ICP—IDMS

AINAEDU Trueness Yilaun151A1 Recovery IuﬁaaéﬁqﬁuﬁLammsazmammgmaﬂﬂ 3 5LAUAY
WU Ae 50, 200 way 800 fadnsunoilandy waryinnsadeusEiuay 10 %1 laen Recovery ATy
98.87, 100.58 tag 100.40% ANaNU (11519 4) %thaéiuﬁaaLﬂm%EJam%’uﬁ 90-107% AUNIATFIU AOAC
2016 Iumwmaau Precision suaa:mLﬂswwaqLmqmwmiumammummummLsgwgwh nang waves 0
ARAITY 52.26, 203.98 uaz 806.06 fladnfunenlanu auddu uarlan HorRat mmummwmusﬁ
NA1Y Uaxgs WU 0.88, 1.11 waw 1.11 mua sy (11579 4) Taean HorRat w"LmumagTuma 0.3-1.3 daduly

mummsﬁmiaau%’ummmmgm AOAC (2016)
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AN519 4 NANISNAEBU Trueness kag Precision Y9935 NAFUNDILAININUA I UAIDNIRY

Low concentration Medium concentration High concentration
Mean (mg/kg) 52.26 203.98 806.06
SD 0.52 2.54 10.10
%RSD 0.99 1.24 1.25
%Recovery 98.93 100.57 100.40
HorRat 0.88 1.11 1.11

2)  anuduiiodel ureIies1ImRue1d

nNan1sUsEIUAIadR Cochran’s test @1unSUAnwIANUL T8 uUN18TUAI881987198 9 L1AS BUTY
wansoylumisne 5 NUIUS UM NTIVUAKALNDILAITINUA TR Cop N7V 0.303 LAz 0.416 ANUSIAU
A =1 % ! ‘s! Y ;s' % Y o W ! :.; I3 ‘:1' ! !
WagUAUAT Coir BUNIAU 0.602 Nazauled1Aty 0.05 WUNNUAANLAZNOILANAT Cor < Coir WAAIIMHNANT
Aeszung1neludlieenfefuludanueana1eiu f9iudwinisIns el wuLsEiIeiioe1naty

A5 5 HansnageuANMuiaRe v Iee1991989

Fe Cu
D! 278631 2.96
Dk’ 84320.54 1.23
Ceal 0.303 0.416
Cerit 0.602 0.602
Conclusion: Ceq < Cit No outlier No outlier
MSpetween 12585.12 0.394
MSithin 13931.55 0.148
Feal 0.903 2.662
Ferit 3.02 3.02
Conclusion: Feqt < Feit Homogeneous Homogeneous
Upp (Mg/ke) 55.81 0.35
Usp (%) 0.71 0.98

D; = Difference of each pair of duplicate, Dyax = The maximum difference of the duplicate,
C.at = 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, F.;+ = F critical value at 95 confidence level and

Upp = Standard uncertainty associated with between-unit variability

nan5UsEiunIEaa One- -way ANOVA mm‘ummmmmaqwuiumwmasm LLamaaiumm 5
wumﬂsmmmaﬂmmmuamaumwwm um Feal Wy 0.903 uay 2.662 AU U Luanhsmmsmﬂu
A1 Foe SUTNTU 3.020 Tisziutiodnfay 0.05 NUIMTMENUATNOIMASTIAN Fug < For WaRIFIBENTIAT 0T
fenududeiefuesafivme Tnsusinamanimusluiiessiuersdsiiaauluuyusuainaudy
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Hewienfuwfu 0.71% waynesunsianualuiiesnsiuensdiaauluuusuananudud swieasu
wIffu 0.98%

3) AuERYIToTAUTRITeE A8

mimaaummmﬁaﬁu sduilefnunanuaiissvessegnslunisuuas igﬂamé’uﬂ’uéimiwﬁmm
mamLa NOILAIINUATUTEEELIAN mu,amiumw 1 kagA13 6 wm’mimmmaﬂmwm Taan |b5|/s(b;
WY 0.298 dmdulSinamesunsiaus taan 1b11/5(by) WU 0.423 Feflauosninan to o500 ARSI
mamwLmsmuumwmaammsm‘wama‘mmaa}maqmamqmqlﬂwmsawwwsmuﬁuswmm 14 Tu
Al LBUINAT R 853 véy’u (Usts) AUIMAIN Usggs - 5(b;) X t Slo t feszesnanlumsinasiesns 14 Ju
TneAA LU YEUINANIERES T D AUUB B NULALTIBIA VLA WINFY 0.02 WaE 0.11% AUdsy

8600.0 12.0 5
8400.0 a) 0o |
8200.0 y = -0.8333x + 7896 : y = 0.030x + 36072
. ’ RZ = 0.0816 = 380 - R2 = 0.1516
¥'8000.0 g L
2 on
E 78000 | \ E 30 § T ®
o =1
Y- 7600.0 - O
6000 34.0
7400.0 -
7200.0 | 32.0
7000.0 30.0
0 7 14 0 7 14
Stability Time (Days) Stability Time (Days)

2N 1 HAaNSNAABUAULEDYTIZUEEUVDY a) mﬁﬂﬁwmuaz b) NOIUATINUALUFIBE19A U198

A1919 6 HANITNAADUAULEDYTTLHLAUVDMNANLALYDILAIINUA IUFIDYNAUDI9D

Fe Cu
16| 0.833 0.034
bo 7896.01 36.07
s(by) 2.795 0.081
|b4)/s(by) 0.298 0.423
t0.95n-2 12.706 12.706
Conclusion: |b;|/s(b;) < tp.e5-2 Stable Stable
Usts (Mg/kg) 1.40 0.04
Usts (%) 0.02 0.11

b; = Slope of stability data, b, = Intercept of stability data, s(b;) = Standard deviation of slope (associated
uncertainty), to.osn2 = t critical value at 95% confidence level and Uy, = Standard uncertainty associated
with short term stability

8) PNuETESIYITENIVeIIeENIRLD19B

Nﬁﬂ’ﬁﬁﬂ‘lﬂ’]ﬂ’ﬂmLaaﬂiiuﬁlu‘a’]’iLLaﬂ\‘iaEﬂ‘UGﬂiN 7 warnm 2 wuUsInaananiianun laan [b/s(b;
WA 2.212 dnsuusanameuasaan lmm Ib1l/s(b1) WA 2.586 §9A1TLAUBENIT thos s LEAIIN
mamwLmsamuummLaaasmmwamamubmqmmwm Wunauny 12 Weu maulusuueuainam
LR 855585817 Uy AIUAMIN Upe - s(by) x t i1 t Aaszeziiailunisdafiviesis 12 ey lnaaiaay
TUYBUI AT E I 8N TB UNENLAYNBIUAW VLA AU 1.62 UAE 4.64% AEIHY
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9000.0
8800.0
8600.0
8400.0
8200.0 i >
8000.0 M
7800.0
7600.0
7400.0
7200.0
7000.0

50.0
48.0
46.0
44.0
a2.0
40.0
38.0
36.0
34.0
32.0
30.0

y = 24.164x + 7961.8
Rz = 0.6199

Fe (mg/kg)
Cu (mg/kg)

0 3 6 9
Stability Time (Months)

. b)

y =0.3967x + 37.269
R? = 0.6904

|t e

0 3 6 9
Stability Time (Months)

12

AN 2 HANNSNAABUAIULEDTILLE1IVDY ) WAANTIINLA WA b) NDILAIINUATUFIBE19RUDI9D

#1309 7 Naﬂ’]'ﬁﬂ@ﬁ@Uﬂ’J’]ﬁJLaaﬁl’iigEJS‘EJ’]’JSUENmgﬂLLﬁ%‘V]’eNLLﬂQﬁﬂﬁMﬂiwﬁ'}BEﬂﬂaua’Naﬂ

Fe Cu
164 24.164 0.397
be 7961.81 37.07
s(by) 10.925 0.153
1b:l/s(b2) 2212 2586
toosnz 3.182 3.182
Conclusion: [b;|/s(b;) < tpesn2 Stable Stable
Uits (Mmg/ke) 131.10 1.84
Ups (%) 1.62 4.64

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

uncertainty), to.osn2 = t critical value at 95% confidence level and Uy, = Standard uncertainty associated

with short term stability

5 AuaNURLazA1AUlILULEUIINNITIATIZNAI0E19AU1NEA

nnmsdnulaniauanifnazaaaliuuueuninnsinssmndnuasedunavavaaluioens
91989 Fauandlun1ag 8 Wuiﬂmﬂmauﬁ’ﬁmmmﬁﬂﬁgwmwﬁﬁu 8340 fiadnfunenlansy uaza1aly
LUUDUANNITIATIEINENTT SMUAINITU 0.25% ﬂﬁﬂmamﬁ’ﬁ%wammﬁmmmﬁﬁu 4283 fladnfune
Alansu wazanAuliuuLeUI NN AT IEIMEILALTHIANTTY 0.43%

F1379 8 NAN15MAAMAN TRV LNANUAZNILAIVIINLALLUAIDE199198

Fe Cu
wiu? 425.7288 0.0345
Vehar (Mg/kg) 8340 42.83
Uchar (%) 0.25 0.43

X; = Analytical results of laboratory, u; = Associated standard uncertainty of the results,

w; = Weighting, yehar = Property values and Uqpngr = Standard uncertainty associated with a value assigned

in a characterization study
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6) earnilunuueureunEnuasesunsanualufoeIRLe 198
nsUszanumaulluuLauTe L VANLAT DA IIATUF 981987198 IMULLINI9TBY 1SO Guide
35 (2017) lneaauandlumsns 9 Tnsanauifuazaiasllunuuoureuninfiomniinumiy 8340298
fiaan3umenlaniu éauﬂ'mmamﬁ’ﬁLLazﬂlﬂmmim'LLﬁuauﬂJmmaqLLmﬁy’wmﬁhﬂLﬁﬁU 42.83+4.08 fiadn¥une
Alansu
P19 9 HansUsEANaAATA LI LTDIENLAEoILATLATUFD8198793

Fe Cu

Upb (%) 0.71 0.98
Usts (%) 0.02 0.11
Uses (%) 1.62 4.64
Uchar (%) 0.25 0.43
Urnr (%) 3.57 9.53
Yenar (Mg/kg) 8340 42.83
Ugn (mg/ke) 298 4.08
Property values + Ugy (meg/kg) 8340+298 42.83+4.08

ajunan1mnaakazdaLauaLuy/Auuzln

MNNSWEELIEENIALeNIBT warAnwINImUSINamEnLazea s aLsludoe R unEmATla
ICP-IDMS wu@snsamvsinaumanuas neauasiamualufiesnsdulamemaina ICP-DMS Taglaan LOD
war LOQ veswmanmianunvniu 276.14 uay 356.80 faansumenlansy mudisu uaza1 LOD waz LOQ vos
VOIAINIUANAY 3.51 uay 4.15 Tadndumeilansy audsu A1 HorRat uas Recovery U83U3u16
NOILAIN A Lﬂu"LiJmmﬂwﬁmisau%'ummmmgm AOAC (2016) uazannsineiauiu ewiieaiu
Aruafies waraAuautivewiosensds nundessedsieiostudauduiefoatu dauades
dlovhnsvuas LLazﬁmmLaﬁaﬂﬁmﬁuﬁﬁqmmﬁﬁmL‘ﬁuiwmm 12 \hou hﬂﬂmamﬁ’auaxhwmmlﬂLLﬁuau
YDUNENLAENDIUATINLAILUF 881991980 TU 8340+298 way 42.83+4.08 fadansunenlansa Auddu
nnmsAnwsandliiufiessfuensdeiinisndud fenumangandniuinlelunisaivaunmnm
mMseszrlunesufoinismeld

nsunas I luldusslevd
mﬂmiﬂﬂmmammua’mawLmﬂmuummLmﬂuaummuumﬂﬂumimuﬂmmmWﬂ’l'ﬁ:}Lm’lm
IUW@QﬂQ‘U@ﬂqﬁlﬂ Luaw’mmammmmlﬂumaLﬁmﬂu Nﬂ'J']iJLﬁﬂﬁlﬁVlLWENW@ LLﬁullﬂ']ﬂmﬂllUfﬂV]Lﬁll'] GEY
GZNQ smsJL‘WummmauﬂumimamLﬁi%‘lﬂ hay GU'J‘EJ‘Uﬁ TﬁEJWQ'U'Ui ll']ms[,‘Llﬂ']if\]W"Uaﬁﬁﬁa'maﬂﬁu3aﬂ%@ﬂ
W@QUQUWﬂWi LLa%ﬁENa']ll'Tﬁﬂu’]ll'ﬂ‘ULﬁu@n@EJ'N?WWTUﬂ'ﬁ"ﬂ@IU5LLﬂ53JV]Wﬁ@Uﬂ'J']3J‘U’Iu’]§yWENUQUWﬂW{LWBﬂ@nEJ
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