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Abstract

Quality of milk powder is an important factor in milk processing industry. Quality
check and quantitative method of nutrient content in products are also crucial. Analysis of
mineral nutrient content in milk powder using X-ray fluorescence is popular in major
industry because it is easy technique, rapid, no need of sample preparation, direct analysis
with sample surface, and non-destructive. Therefore, fast of quantitative result provided by
XRF benefits exporting and saling product. Mead Johnson Nutrition (Thailand) Co, Ltd. (MJN)
has a business on manufacturing and sale well quality of milk products for adults, babies,
and kids. However, the company has a method of analysis of mineral nutrient content in
milk powder using X-ray fluorescence and has three calibration curves of calcium, iron, and
zinc but concentration rang of these calibration cuvres do not cover concentration rage of
all formulation milk powder in the company. Thus, this research studied many parameters
such as sample preparation
(mass, pressure, moisture, and homogenity) and instrument condition (voltage, current) that
affected on analysis of mineral nutrient content in milk powder using XRF and also provided
new calibration curves for quality control of milk powder and for determining sodium and
magnesium. Twenty five formulations of milk powder were used as standard samples for
quantitative analysis of sodium, magnesium, calcium, iron, and zinc. Results of the study
provided the improved methods for analysis of mineral nutrient content in milk powder
using XRF which covered the concentration range of all formulation (9.35-31.18, 3.71-12.37,
19.25-64.16, 0.55-1.83, and 0.17-0.55 mg/100 ¢ for Na, Mg, Ca, Fe, and Zn, respectively), and
limit of linearity 575.32, 245.03, 2311.34, 60.02 and 17.88 mg/100 g

Keywords: X-ray fluorescence, milk powder, mineral nutrient
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XRF X-ray fluorescence

ICP Inductively couple plasma
MS Mass spectrometry

mg milligram

g gram

HA microampere

kV Kilovolt

EDXRF Energy dispersive X-ray fluorescence
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ray spectrometer Mwnnzaun uwaziUSeuiiguiugunuuvesasmed1ainggu Jedninvedns

aiaindmiulaventinegludae 1 fs 10 ppm™
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Uszquinvesiadealussnaugndeumedidnaseuinioudidunuil (shel) Aauuduss
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ddnmseuey  wawnuiteeiigniivhlidianaseungnesnaindussdundsnuldeduienswgasen
MNFUsTAUNEIUTEIBLaNaTEUIlLgR FandsuAnaNfe waanudawmies (binding energy)
VN9 5I0AZITYAIURANENIAEIaTaTRaNzadwIuBanasauluanzsTsuR  waanubamien
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§1958n11 Characteristic X-rays™

2.3.2 M seigmaliaenglsdngoatsaiuud

ameillflumsieseidemada XRF Tufurdavessnuasidwoneiosls de
RendumsmuTnaiwszimnemaiaenuisdwgesisawudlitiinidovarsnulfimsdnyiuay
Fonldnnglumsinyimainuatesuuuy snfognaded

L. Perring tag F. Monard™ lavinnsAnwnIsiauIYeImALla energy dispersive x-ray
fluorescsnce (EDXRF) Tagldnnglunmsmuiinadinseyiadndlai 8 kv, 20 kv nszualvin 600,
450 pA dmSuMTIATIEsIU (Na, Mg, P, wag CU) wazsaniin (K, Ca, Fe, uag Zn) auasu

LazdIfnYIIATALNZEN LarTINSIVOMARYSIRIUNTIATIEH

120s

I YR
B

60s

30s

T T T T T T T -
0 2 4 6 8 10 12 14 16 18
Energy (keV)

Normalised Intensities

=

JUN 2.4 wanananaildlunisfinuusinaiinseiussinlundadueiuumemailn EDXRF
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MnmsnnaesastimIaanalunsiesesiliduasaunseiild warlilfanaunmuainms
e dunmzmsveassmsinismuauiiinindulasnsfissuauseddnniunasannsn
Anreildnglu 24 dlu
G.V. Pashkova® ldimsfinsmsiinneiussiniivszneuluusuassdnfasiuasndemaie
Laﬂ%LséV\lgaaLiaL%wg 1 G.V. Pashkova lldwada wavelength dispersive X-ray fluorescence
(WDXRF) lunsfinwBanafienei idildannsgiugnairslaenguuesansmeeefifhuysznaueg
Mesgianududusomaia ICP-OES wagingAuiliEsds (reference materials : RM) :@ans
feeuy uazansfilienedaasdedidnsunuiiloutu milesgiagfnuiia K woarh anneild
Tumsdnwiidndlatin 30 kv, 50 kv dmsunsiinsievisnmiun (Na, Mg, P, S, CL, K, wag Ca) wagsn)
wiiin (Mn, Fe, Ni, Cu, Zn, Rb, Sr uag BImuaiu uasiinszudlniih 40 mA ansdregreifldfivhmin
4 nfu Sadneussiu 2 e 8 fu uuusiiTlusfuusgnouannnit 10 Weosidud azldusedai 2 fu was
vintlesndn 10 Wesidus axldussdail 8 fiu mnmsneassaguitmsiiesesilangmiinlag WDXRF
Astinmaiaun Taveninegraudu wuenilda, wan, dnida, wazpedeiasiimslnsizianigluuy
fuis wazdordeveanaiadilivharvasiodisfe fien LOD figedmiunsiasgilavgmin
W. P. McCarthy uazmue!” lavinaisAinwinafipmeiln  energy  dispersive  x-ray
fluorescsnce (EDXRF) Tun1siiasnest 5 ussamanbuuuns (Na, Mg, P, K, uag Ca) MiiAsienag
Anwniia K weav an1azildlunsinuniiendladia 25 kv dmsumalaneionglefey, wuniliguy
uazweanoda, 30 kv dmdumsiianisinlnunaden waruaalden waganiliiingest 300 Jund
dwfumsliesgisilefioy, waskundi@ey uay 100 Uil dwmumsieseioginunaidey,
woane3a wazuaaiFen asfothaildiimn 4 nsu Sadeuseiu 2.5 Uns ThmawTeudisuau
dnduildsgninaveda XRF fumada ICP-MS 9nnsvaassagulsiumetia EDXRF Snszuiums

a ¢l < ° ) a ¢ o8 v 1 g v ] a
'JL@T]%‘VW]TJ@LTJL‘Vill’]%ﬁﬂ/ﬁ‘Uﬂ'ﬁ']Lﬂ5'181/151']‘EJELUIiQQ'WUVﬂsL‘WWﬂGU"DWEJGWaQﬂ')']L‘I/]ﬂ‘LJﬂ ICP

2.4 MsinseuasalegdmiunTinTsidiemaiaenaisdngaatsaud (X-Ray

Fluorescence spectrometry

2.4.1 ANSASEUANTAIDENNEINTUNTIATIZRSEAULUTASAYEmATiA XRF
TUanAMWINAaUVRINITYINIUUSUNUVRIa1Ameg 1 T ufmLUsATTAINdReg1nils 1S
N3¥218AIT094 3519 MHUINUYHAveIUNIA Bamndiunilalloyn1AanusndAsIendIuIuLIn
a & P a ¢ | v . . P & Y]
wazdnaduluaynianaulalinseniludiutoy spin rotation agdlunum n1513839MaENN51Y

Auslunmamyundanuduiusgeasiniaesdiunenaindu



2.4.2 Quality control programmes
TUsunsuilansdl

(a) Sampling programme

Lingualunisiiuansiiedig
Snqusrasdnazfnwidestaiau
-N15MRUAINNNURI TR UA DN TAIUIA
2 wilavesandnog e
shidenuararunfussaumivesarsiegtuag fuimapalumsifuasiiegs
LavAaLTRveNATDI XRF
3 fufivesaansdedneiii
Futueudusssumivesansiiosng wagseduanududeifoituresasfiong
4. AUARAYIIUIUYDIATAIDEN
Smualaganududofefuvesassesng, suailumsinsgien, wasmaia
AFlunsinsizsi
TunsfinnsandedldasieddudTuaddiustu
5. Arwiuaysrsznailumafivaisiegn
Fuegiunnuduiodetuesasiosng, Mdmwowsanu wasdostaes
gunInl
6.9Unsalnaznadalunsivasimeng
sysurAvesansiiesn uazarunduitaieaturesansiogndlilunisdadulaly
nsduviemadenszutlumaifiuanssiedns uenaniimeadalumaivansiiosig
lidndusesimwiedumglifouudsuasieois
7.9U33983M0E
Fowhmardnansuuidioufiintusussgasiieds
8.n1s\usnwansieg 19
Astisndudoansiedilailivhnsinsgitui
9.588811A N TUUALAYNTATOUATES
fsanansssuTivesansiaesn, madenvesingiv, uazmsduieu
10.90ya

“Faunartoyansulunisseya i 19U
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a v = QAI v Y} I 4" v < QAI o a 6
-HdayaieaneiNgIiuan 508 19899EABLAUIINNANITNUABIIYINNTIATIEN
Wan
(b) Homogenization
anudulloneaiuvesansiedns (Homogenization) Suilaudfnludiuvesnsinsvs
A136a819Ma18UTELANAIULINTUAITFM0819UTHLANYRILTY  A1SUTELANBTY  waraIsNIg
IININUNTUN
nmsnaaauAuuilaifeniuvesansiegns (Homogeneity test) ludiunsnaaeuldans
f79819UsEUNd 50-100 TadnSURUAUSEUUNSIATIZNVaNATA XRF) F9A250AN
. a | Y ' A o ] | P ) ' A
uncertainty 1 3% @1UY89E13AIRENNEINMAde U199 TudIUNRTveIENIAIDENUTREI
P9UBIANSAIDE19NNANTAIBE 9]
2.4.3 Uadeidanarianisinszvivasmatinnyisdngoatsaud
dyauninzinemaila XRE spectroscopy Usznausie 2 ssausznaulng
v a & A o a = [y A a a c
1.715AN8598L8NENANUEIIAAUI NN E NN a U LYBINSIARaUNYRIBaNATaUlY
DYMOUVDIAITAIDYY
2 NUNS e oLile999n15NILAN8AIVDISEBNTI8BLANATIUTULDN
Sedenddmslaeialuduegivinvesansiegendnadly 1-1000 lulaswns 5900
28INNALATIVIANTISMNLN VUIAVBIBUNIA kATKITINNUTENOURY YiTOANUNUILUUAINNTL
NARDWAREY Y IUTUNIZNIANIDDNNT LAZLANNITNTZIWAIVOINUMAY N5 IRaNTAI0e19TvUR
BUNATWILTANRALNINAGNITIDE WTIVITIUSIURIMTISOUAEIHanN1INTEEM  Wazan

T83111A0IN1301539 I

2.5 nsnsavdeuaUltlivesiinagau (Method Validation)
msnTvaeunuldliverisnageu dunszuiunsldBudunnugnssaasanumanyay
YNINMTAATIERNENZANTAUNTIAT AN waguldInTenansiiees

1%
6

wananldahglimsuiedninuazaauifvedidinseitug Bnsmeaeuilddmsu method

U
validation %mamqmuﬁ’a%ﬁ%mﬁLﬂswﬁaawizmsé’aﬁ
2.5.1 AUNAB9Y (accuracy)
Argndes mnefe armuuresiimsliensiiuhaiinsesildlndidestueni
wirgannwiile mnaitesedldlndiAestuafuiatannuansiinsinsgiuiauuiugigs
Relative error = (absolute error/fLYa39) x 100

Relative accuracy = (A17ATIRLA/ATILTIA59) X 100



11
nafigeusuldlaeluves relative error laliiu 10 % wag relative accuracy 985¥1319 90-110
% %39 98-102 %
2.5.2 Msisregnaiio (precision)

mnufiss wanede Anslndlsseiiiinsizieny wanesoudiesies ity
ANULANANSTRIAN TR TElFasuansluAmsada Ao ﬂ'%ﬁmwummgm (Standard deviation,
S.D.) ?i’l?i’mLﬁENLuummg’mﬁmﬁwﬁ (Relative standard deviation, RSD)
WiomduUsrAnsSAuLUsUTIU (Coefficient of variation, CV) Feauiiinsd 2 35msinszailaun
1. Repeatability ‘mmaﬁqmmLﬁaaﬁtﬁmmﬂmﬁmwﬁ%ﬂﬂmamaaduﬁmaz

a v va ¢ = ) A A a )
LAEINU @?Lﬂ'ﬁqgﬁﬂ‘UL@Uﬂﬂu Lﬂi@ﬁﬂaﬁ@lﬁﬁnﬂu

v
& o v

2. Reproducibility visngfismnuiigsiiinainmsdiasizvianlagliismieiu

AT LATOITORIYANY

% RSD = (S.D./Mean) x 100"

2.5.3 Aanudunnganaiunsaliassilduazainnadudunngaiiiasnzila
QJ 14
wazeausula
NIMAIANILTUINgANaN1Ta AT IEAlA LUAIeENS (Limit of detection, LOD) uag
AT TUIARTILAT IS bALAE ALY kavAuWeseausula(Limit of quantitation, LOQ)
MIANATIATIEAAIANUTLTUTRIE SR ki Tasaula (Sample blank)!
LOD = 3 x S.D.
LOQ =10 x S.D.

2.5.4 danudugegaiianansadiasziild uazsausuld
mamAanaiiiugeaefiannsaieneildudinsmvesmsinazidaiimaniu
dunsawdndalauwiy waranuiissfivensuld (Limit of linearity, LOL) ldiAnay
L%’uﬁﬁuﬁqqqmmﬂmeﬁ"’Emeﬁﬁwdwmé’mﬂmﬁ‘ummLGé’I@JSﬁuLLé"gmﬁgqamé’aﬁmmé’mﬁuﬁ‘tﬂu

iunselaedianduuseAnsanduius (Correlation coefficient, r) 88381319 0.995-1.001
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AR HUIUIFY

3.1 N1SAUALDEIS
YL lUN1TNAae LAUNUUIENTHAAUNRINIETUIS9Y vosUSEn Hn Fevudy TSty

(Uszwidlve) 9110 N6nnenewiive Jaringays 91uIu 25 gns Usenaurmiegasdnsuinmisn win

1o uashngelingsd

3.2 NN5LATINAMUTUTUVDIETAIDE1S

[

naAuUIKINGRIAINMT NI IWAsRgssEmedneen  deninsilTeiuTing
! v a ' ! 14 J ! o a 13 IS o a
uwsseenalla ICP-OES vaewssmenelaun ussndaned, win, waaley, winilidey, loidey,
Inunaley, wazvoanedafaussgseqivsinalumheiiadnsulusesnsuliavidu 1.32, 0.35,
412.18, 38.09, 118.26, 503.89, Uay 333.89 audmu uazuunegnsinanludagulianududun
M13199 3.1

A15199 3.1 UAAIYIAIAIATNTUYDIRTTIRA9 L UULINIERTAN7)

Element Zn Fe Ca Mg Na
Low Conc.
3.13 5.99 373.20 46.69 157.75
(mg/1009)
High Conc.
8.52 16.09 1334.69 93.71 368.78
(mg/100¢)

MsesENANUTLTUYeEnsieg R ldlun ST ERisuINTIIN SNaNa sieg UK U TngRUT

nywanLtuialanududuniial limit of detection wag limit of linearity ATEUAUAIY

Wntuvesansiegautnsgnsine ndeg Uagtululsany

3.3 MsAATIERANUTNTUYesEsAt819R8maTia Inductively Coupled Plasma
Optical Emission Spectroscopy
& a g w v v v ' A o w =l D Y |
Juwedianlimanudutuvesansitegiaietteyailalseyanududuvesansdiegn
Wifiumedaenusdgeaisawud lngihuunilannnswieuanudududavinldiienuaiy
Fouhlumfigamall 500 ssrwaieai hot plate wagin el theenuAunIAlunINTNTULET

P ldsemelmem ddnmmndnasakaitiieenuiunslalasaassnusulsuinsvesansazalsie
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Vivualinesuuin 100 Taddes dansazanglyivmsimanududuressisdelagin

é}i’giy,’]mﬂ’]iﬂ’]ﬁLLﬁQGZJ’eN’eJSG]E)lI“U@QLLGiﬁSﬁ’WGJ‘&lJL‘ﬁ@\‘i%J’]Q’]ﬂ ICP

3.4 NMSAATIZRAMUTUTUVD9EN5A20819028wmATA Inductively Coupled Plasma Mass
Spectrometry
wpdla Inductive Coupled Plasma Mass Spectrometry 18u8n35ilenldmseianundudu
yesansieths dsdunmsiseidesdinisnsouasiegslastuunsluduhmiindisi deionized
avawansiiodns  thansazangludaimiin  hunsalussndudundiiludesanssuriadieries
Ultramicrowave UiUnansazangudivsulsunnsmevianuuasung 50 dadans diaisazanel

BATIIANUTUTUYBIRTT A9 e InFEY 100 I8UD0ENBNVDILAAL T
3.5 NM5ILATIZRANNTNTUYREN A9 EATiA X-Ray Fluorescence spectrometry

3.5.1 NISHIPUEAITA2DENS
Tunsw3sua s NaMTUNTATIZRMemAatia XRF daudAguiniilasainninii
= 'Y ' a | | a | aa a o oA
N3wsENENIEReEN9lA MiRvvdNasaUSHIMLIE NIRRT LA UL Tunsmseuansaiagnal
Wmseell  dhnvuglanenlgsessuansiiegndldadlun1vusnutsidn  NUULNE1FBE19INS U

AULIUTUINNNALA ICP NUT 1 YDUANI

=

SUN 3.1 wanIsUYaUn 9N IsluNISANANSFDE9
A | Y

JUN 3.2 Uanegunvuesessuans

o Y
Wansmegramasiunsursessvasieglifisliidunanulieninaisdegvamnsagannuiule
f Uannrugnuussonud i luidasesdndednnlolseennionsenu 5 aulagldin3essn hydraulic

DALUUDALULIR
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SPEX Prep

SURN 3.3 LanaAIe9en hydraulic LUUSALUITR LazAIYULIULTIAY
Un 3.3
PNANBULNULTIPUDDNINLATIDAENT  UANTF08 AT UR DU ILTI0DNIINAIVUENULTIOALAD

P ldremefatviaurenluiinnsuuidouvadlans Naulaiwsizih

3.5.2 Asas1adulaanIsdauiisu

¥
a

Huwmadendeudmsunismaasslsuiaimsgiiionsiuanududuvesansiauls  Tusided
lovinnisasradulAsnisaeuiiisunuuansuinsgiunieuen (External  standard)lngiinanssiieenei
v v | a | = a a <@ [ v
NIUANUTNTUA9ANIATA ICP Tneussinleliey, wunildey, upaidey, wan, wasdinsdldans
Feg9AWIU 21, 27, 32, 25, 26 @R AUARU Tngusazansazin1Tinsendnniuussninaiuly
ALY UTLNATIRDINISWIEIRAIRTY antuhavihntswsendadudoundiinnisaunud

fvtnlaeldases XRF

sUfi 3.3 uanaA3es XRF

faTesasiiuvasndondnssdondaluniintnueansiedny  antusidnasautulureseznau

YosseineluasimegeilasundinuaniuendaziudsutussaundanuuazameSidiendoanin

v v v Y

WuadyaauudmnnsenumSudyana fandesasilusunsuduayinisulasidyyineani

[ Y Y a o [y 1 d' é{' [d J 1 v al' =
L‘U‘Uﬂ'ﬂ’mLGUNGUUG]’]NI‘UiLLﬂﬁJVWNﬂWi’]ﬂLLiﬁ'WJVIﬁ‘lﬂ‘UIG’IULﬂi@Q‘USi’]EJ\‘]']HNﬁLﬂUﬂ'W]N"'](ﬂ\‘iglh/l 3.4 1Up

1AAIAMITLTUBIENTAI0E19R199LAT D98N TA5 19N TN UR TS
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SEMINANANUTUIUYBIENTAIBE NNV DULATDS (ANAINUINIUNIASIZIRINAMATA ICP )AUAN

ANMUTUTUTNIATIEAINNNATLA XRF

Mg

Standard Name

Intensity

Raw cps

83.0
834
1025
99.9
1127
113.0
139.0
104.9
96.4
117.9
102.9
101.5
101.2
111.9
1135
138.1
105.8
947
1141
102.4
109.3
109.1
98.8
1121
120.3
116.7
1229
1249
127.6
109.5
111.0
99.6
1124
121.0
1147
123.4
123.3
127.8
84.2
85.9
563.2
568.5
120.7
120.2
123.9
124.6
120.9
120.6
112.9
113.5
112.6
1125
106.0
106.4
107.8
106.3
86.7
86.1
135.0
136.8
141.3
141.7
262.8
259.4
232.0
2341

Corrected cps

83.0
834
102.5
99.9
112.7
113.0
139.0
104.9
9.4
117.9
102.9
101.5
101.2
11.9
1135
138.1
105.8
94.7
114.1
102.4
109.3
109.1
98.8
1121
120.3
116.7
1229
1249
127.6
108.5
111.0
99.6
1124
121.0
1147
123.4
123.3
127.8
84.2
85.9
563.2
568.5
120.7
120.2
123.9
124.6
120.9
120.6
112.9
113.5
1126
1125
106.0
106.4
107.8
106.3
86.7
86.1
135.0
136.8
141.3
141.7
262.8
259.4
2320
2341

Ratio

39.3622
39.5064
48.9570
47.6913
53.9427
54.0855
66.6888
50.0668
45.7667
56.6507
48.9801
48.4994
48.2833
53.5661
54.2981
66.2297
50.4502
44.9722
54.9183
48.7678
52.2674
52.2575
47.2167
53.7930
57.7628
56.0075
59.0721
60.6366
61.2236
52.4217
53.1773
47.5860
53.9380
58.0973
55.0411
59.2797
59.8471
61.2714
39.8161
40.6127
273.1063
275.4651
58.0450
57.7924
59.6219
59.9338
58.5000
58.3275
54.3303
54.6156
54.1730
54.1142
50.7422
50.9356
51.2813
50.5740
41.1167
40.8019
65.5038
66.3557
68.5709
68.7784
127.5557
125.9789
112.6755
113.6626

Known
mg/100g
38.0884
38.0884
49.0862
46.8943
59.7240
61.1795
88.0050
53.3305
46.6902
69.4670
55.9935
49.0862
46.8943
59.7240
61.1795
88.0050
53.3305
46.6902
69.4670
55.9935
61.1615
59.8785
54.0998
68.5040
72.2486
67.9228
81.9836
93.7143
96.1693
61.1615
59.8785
54.0998
68.5040
72.2486
67.9228
81.9836
93.7143
96.1693
36.3294
36.3294
245.2083
245.2083
80.6882
80.6882
87.7590
87.7590
78.1860
78.1860
72.6690
72.6690
64.1950
64.1950
59.8710
59.8710
63.7650
63.7650
45.3005
45.3005
116.5652
116.5652
112.5954
112.5954
176.5192
176.5192
156.9631
156.9631

Calc
mg/100g
39.0119
39.1568
0.0000
0.0000
61.8471
62.0317
87.8107
0.0000
48.1538
74.3460
56.9075
0.0000
0.0000
61.5251
62.3564
86.9737
0.0000
47.0824
71.7427
56.4471
60.4815
57.8279
55.5931
70.7838
68.6804
69.4580
76.3711
94.7275
0.0000
60.5794
59.0920
55.7793
70.9989
68.9592
68.0757
76.5988
93.3054
0.0000
37.9301
38.9878
2451577
244 9212
77.6606
77.3868
0.0000
0.0000
80.0017
79.6558
71.1804
71.6810
70.5526
70.5728
61.0768
61.4002
60.4604
59.5586
421132
41.7192
0.0000
0.0000
106.5066
106.5565
175.3232
172.9432
162.2703
163.5804

sUR 3.4 LansinegeranTIATIEiaemaila XRF
Jun 3.4

Diff
mg/100g
0.92347
1.06840
-49.08620
-46.89430
212307
0.85222
-0.19431
-53.33050
1.46358
4.87903
0.91397
-49.08620
-46.89430
1.80114
1.17691
-1.03134
-63.33050
0.39216
2.27565
0.45361
-0.68004
-2.05059
1.49334
2.27976
-3.56819
1.53516
-5.61246
1.01316
-96.16930
-0.58215
-0.78648
1.67946
2.49492
-3.28944
0.15294
-5.38479
-0.40894
-96.16930
1.60068
2.65836
-0.05057
-0.28706
-3.02759
-3.30144
-87.75900
-87.75900
1.81574
1.46983
-1.48858
-0.98805
6.35759
6.37775
1.20579
1.52918
-3.30460
-4.20637
-3.18735
-3.58131
-116.56520
-116.56520
-6.08880
-6.03892
-1.19598
-3.57604
5.30720
6.61730

%Diff

242
2.81
-100.00
-100.00
3.55
1.39
-0.22
-100.00
3.13
7.02
1.63
-100.00
-100.00
3.02
1.92
-1.17
-100.00
0.84
3.28
0.81
-1.11
-3.42
2.76
3.33
-4.94
226
-6.85
1.08
-100.00
-0.95
-1.31
3.10
3.64
-4.55
0.23
-6.57
-0.44
-100.00
4.41
7.32
-0.02
-0.12
-3.75
-4.09
-100.00
-100.00
2.32
1.88
-2.05
-1.36
9.90
9.93
2.01
255
-5.18
-6.60
-7.04
-7.91
-100.00
-100.00
-5.41
-5.36
-0.68
-2.03
3.38
422
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3.6.1 MsAATEna1sitegeriianiinisaruauamaIn

a1smagvliafinisaruAuAmAIN (Quality control, QC) HUTuNMLIs9 tuYImile

WNYINSIATIERmE s aswusdrnududusgludisiiniuauianunsalduayi
a cY amd 1 oA A ao Jo a ¢ v | °

MylazmgtTuiwgetie IngluanAdeilvhnsieseiaisimedis QC 91w

15 AS9 AS98Y 2 91 AVSULAALLEULAIERULNIBUNES 19T U
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loRgudiuau 5 ans Lazussuuntii@ouduiu 8 ans urazansyinn1siasiidnuiu
10 91 vhmsuSeuieueudiduiléanmede ICP U XRF tleduduimaia

XRF @unsaldwnunada ICP 1o
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4.1 dnwasnenenniinaienisiiaeilaginaiaenisdngaaisaisud
wnneillusAdoduuunen s da soviudu T3ty Ussnelng) 910 Tnguumanaie
Auannuien1sanvedlssny WWeswhsanddeilsvinnsieszimanududuve s tu

wins@sldlunisusuanfsnaunmyesuang dadulunsinseiuaazasinsinnududurenssng
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a v A

Tnadeaniu JadenianienInidamasani1siasIeiamemata XRF Ta9d

4.1.1 twiinva UK
ihwinvssansieseililumslinnesidsademsinneiunaussmnumiinvesas
feteillflumsdienegilianuduiusfuszdmaliuinaussnluasiegutazasaiay
TndiAgerulagsedeandmsaiife %RSD uanalddmsei 4.1 nsieseiaisiediaung
yianildlavhmsdieneid 6 41 lumiddeiinmsauauiminvesasiedidaslddoummunsly
nsdinansiegns  wasidenlddeuunlualidetanmnlidewdnazdasiinsshansunnimiinds

21l ARANLAAIALAR UV BIINUT NV N naNssreg U AL AU LS

A15199 4.1 LAAIAINUINTUYDIEITHIDE 1S LA INUIUNLUN UL UUDY

4.1.2 wS9IAU

LSIAUATlUNNTORA1SIBEN N B SINANTAg19NaUM ST LU sziPamalla XRF

Relative mass 22y Fe Ca
1 79657 10.6732 | 791.0963
2 7.2162 11.3650 | 803.0348
3 7.6851 | 11.6650 | 798.6691
a4 7.3181 12.1901 | 794.0770
5 7.5159 11.7547 | 791.8243
6 77775 11.5614 | 783.9578
mean 7.58 11.53 793.78
SD 0.28 0.50 6.59
%RSD 3.75 4.36 0.83

1571904 L SIN UM L AU D IAUS IR NN Ve saN SR8 9 Ll AR D914
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(Pressed pellet) silrnsiasgidanuuiug@u Insundlssnuldismurun 5 dulunisonans
79879 TuIITe TSN LSIAUIUNITONEITFIRE1NANDNIUINAD 8 AU WUINTUANTIASIZI

USunauansmeganigusaiuil 5 uae 8 dulduSinaussinlnaldesiunanisiasiert 10 8198359

) I

auuss1g 3NJUT 4.1 1Hunsiesigiussndaingd 5UN 4.2 Wumsinssiussiaman 903U 4.3

Y

[d a L4 ' IS v & o oA v v o Y [ Y 1 P Y a '
L‘U‘Llﬂ’ﬁ’llLﬂi’]B‘ViLLiﬁ’]ﬂLLﬂaL?IFJN AatuNdenlTLTIAUN 5 mﬂumsammsmamﬂLuaqmﬂlmﬂimmm

v v

swilnatunidasendandenundnlduse 8 fu

n
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[
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Ca
400.00 : : '
350.00
1 2 3 4 5 6 7 8 9 10

g

=@==5Tons ==@==8 tons

=

SUN 4.3 LanInNIINANUFUNUSYDITIUIUYDIAITAIDE 1AL ANULTLTUVDIANTAI DL NWTIAU 5

WAz 8 AUYBINITIATIZVUITWLAALTLY

4.1.3 ATy

venniwiinvesasiegeiunsuAiinatuassaegdnelinfe mwdu Losnuums
UsznoulUfetne Tutu wazansUsznausigiianunsavhufsenfuaudulueniald vniis
mﬁé’ffsasj'mﬁmuqawsﬁfsasi'm%@mmm%u uazilevlusaseoussiunuiansiegramidaiy
Myuzne  Unuimihvesasmegeilidnuusinievis  dmsarangvesansiiede uwasiludy
nszeffitmin  fheanmdiimthuesansiegislinuninanasdmalinisiinseiuinans
swluietsuumsranedeuluidesanlutusanivhldnsnssaeseesfifiendfiaziousona
nusnstanthuesasiegnaileuly uazundinssussdiendanuvasiiavesesnouvesussini
vinnAmihwesiiegns  uenmnagiliminngiUimaumssnieulussilnAngUassely

NSHNLAITFDE19DNIINNIVULNATT AL S L8N L UTUNBUNISHHAS B UA1FDEN

=

sUN 4.4 Lansansenegnannailinnanudu
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4.2 ansnduidladeafuresasiietng
Tunmsieneienuduidofoiuremnsieginvesddiifonaaouiasiediedanm

Feafunngevdold SdlumsnAnumsesnidnisazaduhmanandudluUuummaisdany
Fudhlumsmmaseuasemsussmineihmanauasldiinanszaied
wihfurselil Tunisveaeurinisdudnfmegauunsstinifediuun 10 90 wazintn1sinsenusunn
ansietsusiaradsiemaiin XRF uansiinns1e 4.2 wuiiansiiegnefiduanii 10 gafianaidudy
0I5 INAAseTulaeE19BIINAMIEER % RSD vewwssndingd, wdn, wazuaalauwiiy
1.07, 4.78, wav2.20 Tnganssanuiialsiiu 5%
a5194l 4.2 uansdeyarmnududuresansiedwonssnandnitianeidhemaia

XRF a1nmsdueansiiegeviiainediudiuam 10 9

XRF Result (mg/100g)
Sample No.
Zn Fe Ca
1 1.87 1.14 359.42
2 1.86 1.16 378.94
3 1.78 1.29 379.03
q 1.87 1.08 384.92
5 1.85 1.10 366.06
6 1.85 1.15 365.73
7 1.90 1.17 374.69
8 1.66 1.12 369.76
9 1.76 1.15 369.32
10 1.74 1.14 381.84
mean 1.81 1.15 372.97
S.D. 0.07 0.05 8.19
%RSD 4.07 4.78 2.20

4.3 an1azvaunseslieninadanisinsilasmaiiaenvisdngeasaud

dl v dl v a (84 a < % dl 14 v a s
Luaqmﬂazgaunmwimmﬂmnmewmawmuﬂ XRF Wuanasuilaannnisaessdiendaes

a «

dianaseunelusyneuratisneneg Jusasuisnziimndsnuamemnnasnuildliuinne

[

a a 1 v v a 3 o a 1 [y 4 6l &
mammau%lugﬂﬂis@u uazAesdengeanin Uadendiwasaaiunasuiondlsoasail
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4.3.1 1anill#lun1s3ias1v (Time of measure)

Tagunfmdssnudenldinalumsiinnginisiail 90, uag 120 Iuniideanznsianevismn
inLATS UM INEFU LazaInlenanseaBaguil 2.4 Tuduvesnaniildlumsieneidenldnan
e ndadenldnanduiissnuldlunsiessiiemndunafinaduazadnasuitesen
goufuld Famngdmiulsanuiingiinneiasiedisdmauun
4.3.2 dndlwil (Voltage)

TumAderhmsinsgivimnaussnsagiaiidusinu uassmmindaldhnisnundndlnih
ﬁmmzamiamﬁmeﬁuﬁﬁmﬁmqimaﬁ’ﬂsﬂw%ﬁﬁﬂw Town dndlaidraun 5 kv, 15 kv, 22 kv,
uaz 30 kv wuirdndluiheme 5 kv 5U 4.5 mnzausensiesssiuiinasiaun (nfes, way
uunil@o) Wesnnussnlufen uaruiniiBeausngiiaiaueariil 1.0410 kv, uay 1.2537 kv
AUdU wardanamesfinfoudsmndenldndanuiiinnty
arliiaduinefilu  background  enigaudskaden TIATIEiUTINMLTS  drudndiihi
wanzauienIiAeisIvin (wealdey, wian, wazdingd) Aodndlwihwuin 22 kv Ul 4.7

=

dosndndlihawa 15 kv gﬂﬁ 4.6 NAWaAn LLazé’QﬂzaUsmgé’agﬁmmﬁ 6.4040 kV, 1a8.6389 kV

muaaudsdldyarunliiinne Watinas broad B sharp e 22 kv waziidndluiin 30 kv wuin

base line #nfgeludnaion TIATIEIUTUNULITN)

Intensaty (cps)

800

700

400

200

Enemy (keV)

=

sUR 4.5 uansailnnsuiidnglaih 5 kv
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Intensity (cps)
@
L,
300
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L

0

Intensty (cps)

20
Energy (keV)

a

5UT 4.6 wansaUnasunidnglni 15 kv 100 pA

240t
220
200 T
180 [
1601
14071
120+
100

80

60

40

Fe

M

/n

Energy (keV)

=

sUT 4.7 uansanaSuiidnsliiin 22 kv
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Intensdy (cps)

800
700
600
£00
1'0 2'0
Energy (keV) 30
Ui 4.8 wansanesundndlnin 30 kv wag 15 kV

o

4.3.3 nszudlniln (Current)

nszualihAdudntadeniefidsnadeanasivounaia XRF osanlumsndasediondann
wiasifindedidnszualndinlunisudn electron bearn Twulave target S XRF Aldidulane
target “Uﬁﬂﬁ\‘iﬁmuﬁlLﬂﬁ@U@@jUH%’JLL@IH@%@Q X-ray tube fi8 electron beam wufulave target 343
lendazgnianUassoonin efiansanudwnniasunseualiiihenadssaseannsulunsiinges
Unansse esheundimalssmuldnszudlaiing 100 pA Uil d.61573svihnsAndinde 200
LA U7l 200 pA base line FwhedinisendagedurhldsumunisiisgifiauTudumifsy
7l 4.9

Intensty (cps)

8 8

8

0 10 2 »
Energy (keV)
a

SUT 4.9 uansaUnasudidngluiih 15 kv 200 pA

|
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4.4 myasraduldsaauiisuaemaiiaenvisdngoatsaigud
Wialenn3lmesan1znIInTIzreesolo XRF 1313971NNTILATIZRE SR8 19UIATF UG

as1adulAsgeuisusynitenuNTunlaanwada ICP (Wnu x) AU XRF (Wnwy) wuannsnalala

U linearity finsnszanegaveinsnussndnsdiumandagun 4.10

Calculated vs Given Concentration for Zn Caloulated vs Given Concentration for Fe Calculated vs Given Concentration for Ca

70
2600

2400
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2200

2000
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40
1400
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30 00
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00 #

600 J\ y

400 0

20

Calculated Concentration mg/100g

Calculated Concentration mg/100g
Calculated Concentration mg/100g

i
5 200

N

(3 g

e e £ 500 1000 1500 2000 2500

2 2468112 0 20 30 40 5 60 70 200
2 Given Concentration mg/100g K(Biven Concentration mg/100g Given Concentration mg/100g

o

5UM 4.10 uansdulfsaouifisureussindanyd, wan, wasuaaideunousn background
A | I 9

dedunnannsvlanniugun 4.7 wudwnuniensiniiniseniives base line Wunaldsuniunis

a ¢ 1 v O =~ o ° v v ] . = & ) a
WRTIANIEIR Aetudavihnmsiwinenududulniiy ratio Fadunisdinbackground Tnedinig

AR
Ratio = Peak cps/Background cps

nsmlndiladmnududunss, gauunslinszaedmanududunlaainmaie ICP AU XRF uiuaz
Laisnariy, wazen R? veaduldsaouiisuvesussinlafen wintidoy dnzd wan wazweai@eudian

WU 0.9902, 0.9963, 0.9942, 0.9992, wag 0.9943 éfﬁ'gﬂﬁl 4.11 5&3‘&7{ 4.15 Jeagulainlunis

AN INMIEmALIA XRF ABsiins6n background



Na R? = 0.9902

Concentration from XRF
analysis

0 200 400 600 800

Concentration from ICP analysis

SUN 4.11 handulASaaUMIBUTDILIS IR LR
I | q

Mg R?=0.9963
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o o

.

o
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'y
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SUN 4.12 LanadulAsaau g uUUDILI SR LUN T
¥ 9q

Zn R?=0.9942

N
o

=
v

=
o

(6]

o

Concentration from XRF
analysis
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Concentration from ICP analysis

o

SUN 4.13 Lanad@UlAYED UL UTBILISINEINTE
o q
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Fe R? = 0.9992

70

60 e
50 o ®
40
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10 /‘

0 20 40 60 80

Concentration from XRF
analysis

Concentration from ICP analysis

SUT 4.14 wanudulAsaauL g uYDILIsIMMAAEN
A | I q

Ca R? =0.9943
" 2500 .
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E ,, 1500 o R
-§ _% 1000 (?
g S 500 ; ,/ﬂ'
o 0
§ 0 500 1000 = 1500 2000 2500

Concentration from ICP analysis

SUN 4.15 LanLdulAdaUgUTD LIS IR LARLY B
K | I q

4.5 madenzimanududunigaiinsasioaunsaiinseyld uazarmidududiign

fiugegaieeusuld ( Determination of LOD, LOQ, LOL )

delddlfaeuifioudmiumslinnsiviinaussiging  5fesimsiesgimaay
dudusgaiiaiesaninsaiieszild (LOL) wazmeadudiusingn uazgeaniiadosanansaiingies
1¢ wagsaufuld (LOQ uay LOL) itelflunmsusuindamududuifinseildiuoglurisiioousu
ol mnlieglutasiiensuldfliamnsodadmeauduunssounsdniuld dafudoaims
A1 LOD, LOQ uwag LOL mysnduduvesussiglumiefiadniilunile¥esniuasinegnaumiain
nsminuIfieuddugianveasazussninadudunsdiiinienszaevenn snfunsmivesus
swladsuiimanuduiugandunssnehlidondanududuiaundu LOL ddud LOL ves
wIsmdanzd, wan, uaalew, wunihdey, wazlufeusiawindu 17.88, 60.02, 2311.34, 245.03, uay
57532 ('mg / 100 g )Aud1diu dmun1smean LOD uar LOQ mainnsthansiiegsuanefidinay
Hudushanly
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WAsiANUtusemalia XRF 113U 10 9191NUUAIMAINEATNUTIIAT LOD 8343510

danvd, wan, uraley, winil@ey, waglufeuiavindu 0.17, 0.55, 19.25, 3.71, uay 9.35 ( mg /
100 g ) a9 WazAl LOQ Ainfiu 0.55, 1.83, 64.16, 12.37, ay 31.18 (mg / 100 g ) auasu

MaeNsed 4.3 fausdaihmsasduenududureanisimszinnnsvvesussiieinsiadu

o a' A o = = Y v v ' ) a v o =
ANMITIN 4.4 Lll@‘lﬂll']L‘Ui?J‘UL‘VlEJ‘Uﬂ'U%'Nﬂ'J']@JL%NTU%@QQW?UNWWQeﬂu{jQﬂUu%@ﬂVﬂQUﬁUWW\W}'ﬁ’NW

31 wuheenududulumsliessilinnnuaseunqud e nutntuvesge sunlulagdurinli

A1UN30IATIERANTFIRE UL AIBEN TN AN TUgR AL TAe oY

A13199 4.3 wanadeyarAUTNTUmIAnTATEIENTIRATIEILE LasAAIuugn

'
a

5 a ¢ o v v ] Y  a da ¢ a
LAIDIENUNTDILATISN LLﬁSH@NiUVL@?J@QLLﬁﬁ’WJ‘W]GUUWVI'JLﬂ'ﬁ']m/i@’JEJLVW’]UF”IXRF

Zn Fe Ca Mg Na
Sample Blank
(mg/100g) | (mg/100g) | (mg/100g) (mg/100g) (mg/100g)
1 1.4450 4.3894 297.9056 34.7213 119.8100
2 1.4019 4.3950 300.2788 34.4462 113.8289
3 1.3821 4.2814 301.7624 34.7890 122.0578
a4 1.4352 4.5435 310.3886 37.5012 112.2884
5 1.4361 4.4983 313.0594 34.7364 116.4300
6 1.3596 4.2288 308.1394 34.0681 118.0834
7 3857 4.7538 304.9530 37.5716 119.0961
8 1.2616 4.7150 316.9092 35.1060 116.0979
9 1.3701 4.4586 315.1438 35.2329 116.2910
10 1.3688 4.6500 307.0149 36.1565 120.6164
Mean 1.38 4.49 307.56 35.43 117.46
Std. Dev. 0.0553 0.1834 6.4155 1.2367 3.1178
% RSD 4.01 4.08 2.09 3.49 2.65
%RSD Acceptable (Y/N) YES YES YES YES YES
LOD 0.17 0.55 19.25 3.71 9.35
LOQ 0.55 1.83 64.16 12.37 31.18
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A13199 4.4 uanadeyamANTUMAA ARSI RATIEIL AAIutuian uag

geanfesesEINNIaIATIEY Lassauiulivasussginsliaiieseicmewmada

XRF
Concentration (mg/100g)
Precision
Zn Fe Ca Mg Na
LOD 0.17 0.55 19.25 3.71 9.35
LOQ 0.55 1.83 64.16 12.37 31.18
LOL 17.88 60.02 2311.34 245.03 575.32

4.6 M3nsdauauldldvasizinsei
= ] g v g % Y 5y = N = 2
e ngasunneia il duansunspulunisaiaduldsaeuiieuliussinusanidaluysunm
7 ' =g o a N = " g v a
Weewsansunsgunlinaaeuyiln SEM JussmusanilaUszneusy diuansinsgiunlinageuyie
ERM I base line #nfisinitansiiognuinsgiuyinbiasmaessinliaiunsaldlunisensdalai
HonIBNITAILANAMAIN  waEISNsSBulBuANULTUTIlAINNTIATIEEmemAlinaesin

bNU

4.6.1 NM13AVANAMAIMN (Quality control)
msmuauaunmduisndedldlunmseseaeununmunndluseunisudniiy 19991Na1S
é’hasmLﬁumiﬁﬁagjmaiuu’%ﬁmmié’dw LAZIIANILING  NANUINTUNIATILITEAANNITNAFS
Fuinlmdianududuegludieaunduduninigiuses (Certificate of concentration) wazagluy
ANMUTUTUNAITDIY 95 % (ANLRAANUINTUY + 2S5.D. ) SINUISNNTIASIZAUUANLTOLY
a & a 1 £ <@ 2 3 % < 1 v 3 1 3 < 1 a{'
IesgivTinaussnld  lunsiiudeyaludeniuegites 15 AstudazasaduAadennis
ATAUIW 2 FOU  B9NSIATIEIE Igiaduduinanudutun boknuazkisnaiulaenilaain
%different YBIANAINULTUTUADITOU hazAIsHATLULAY 10 % ‘mﬂLﬁu%;ﬂaﬁi”]mumﬂ%u%gammwa
A1SIATIZNILNTLAEAIUINTULYN LAY IIANUTUTUAAINULYDIU 95 % AINTU NNNANITNAADS
JUT 4.16 B93U7N 4.20 nunanudntuvesssndaned, wan, wraidey, waslufoudamanududy
U 1 I a 1 % ¥ d' d‘ e.'/ 1 1 a a a dl a0 a 1
Y99a13679819AUNNLIAUYTANUINTUTIANITRIY 95 % urkIeIwunTBuTndadiaAug
Junasnandunudeyalunuddeddilinnmemnvhnisiiuteyaseluanaviligasmnududy

neY wageglurmnudutuiivauiula
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SUN 4.16 NIINLAAIAMUIUTUYDIAITHIDE1AUNINNIATIZITRISINFING
g q q

M51991 4.5 LLam%’a;J”amm’mLsuwuumimamaﬁi%’muqu@mmwuumﬁ'iLﬂiwzﬁé’hamﬂﬁﬂ
XRFUDIITINHINE
Results ( mg/100g)
Number Test Date
A B Average
1 15/09/2020 7.23 7.62 7.42
2 15/09/2020 7.68 7.25 7.46
3 15/09/2020 7.06 7.39 1.22
a 15/09/2020 7.36 7.38 7.37
5 15/09/2020 6.80 7.07 6.94
6 15/09/2020 7.28 7.36 7.32
7 15/09/2020 7.64 7.46 7.55
8 16/09/2020 1.67 7.21 7.44
9 17/09/2020 7.19 7.46 7.33
10 18/09/2020 7.58 7.39 7.48
11 18/09/2020 7.00 7.33 7.17
12 18/09/2020 7.15 7.24 7.20
13 18/09/2020 7.14 7.27 7.21
14 21/09/2020 7.31 7.34 7.32
15 23/09/2020 7.31 7.34 7.32
Mean = 7.32 SD = 0.20 %RSD = 2.8
Mean + 1 SD = 752 Mean -1 SD = 7.11
Mean + 2 SD = 172 Mean - 2 SD = 6.91
Mean + 3 SD = 7.92 Mean - 3 SD = 6.71
Zn QC
8
Results
7.5
Mean + 2 SD
7
Mean
6.5
Mean - 2 SD
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15

=
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XRFUDILIEIRLIEN
Results ( mg/100g)
Number Test Date
A B Average
1 15/09/2020 11.84 11.33 11.58
2 15/09/2020 11.30 11.13 11.21
3 15/09/2020 11.93 11.79 11.86
a4 15/09/2020 10.89 12.27 11.58
5 15/09/2020 10.43 10.25 10.34
6 15/09/2020 11.60 11.48 11.54
7 16/09/2020 11.43 11.07 11.25
8 16/09/2020 11.82 10.89 11.35
9 18/09/2020 11.12 11.53 11.33
10 18/09/2020 10.64 10.50 10.57
11 18/09/2020 12.10 10.85 11.47
12 18/09/2020 11.00 11.10 11.05
13 18/09/2020 10.84 11.14 10.99
14 21/09/2020 10.70 10.80 10.75
15 23/09/2020 10.98 10.75 10.87
Mean = 11.18 SD = 0.51 %RSD = 4.6
Mean + 1 SD = 11.69 Mean -1 5D = 10.67
Mean + 2 SD = 12.20 Mean - 2 SD = 10.16
Mean + 3 SD = 12.71 Mean - 3 SD = 9.65
Fe QC
B Results
2 Mean + 2 SD
H Mean

10
1

2 3 4 5

6 7 8 9 10 11

12 13 14 15 Mean - 25D

SUA 4.17 NS INLAAIAIMUTUTUYDIANTFIDEIIANINAIATIZILISIALAAN
R q q
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Results ( mg/100g)
Number Test Date
A B Average
1 15/09/2020 507.59 502.19 504.89
2 15/09/2020 505.99 498.88 502.43
3 15/09/2020 499.37 502.75 501.06
4 15/09/2020 509.42 491.84 500.63
5 15/09/2020 499.93 502.12 501.02
6 15/09/2020 498.96 504.79 501.88
7 16/09/2020 511.16 496.52 503.84
8 16/09/2020 489.87 498.60 494.24
9 17/09/2021 507.89 505.41 506.65
10 18/09/2020 498.18 504.31 501.25
11 18/09/2020 498.37 513.66 506.02
12 18/09/2020 488.26 498.50 493.38
13 18/09/2020 509.66 500.46 505.06
14 21/09/2020 505.57 492.49 499.03
15 23/09/2020 504.34 499.13 501.74
Mean = 501.54 SD = 6.17 %RSD = 1.2
Mean + 1 SD = 507.71 Mean -1 SD = 495.37
Mean + 2 SD = 513.88 Mean - 2 SD = 489.20
Mean + 3 SD = 520.06 Mean - 3 SD = 483.03
CaQC
520
Results
500
Mean + 2 SD
480
Mean
460
Mean - 2 SD

1 2 3 4 5 6

7 8 9 10

11

12 13 14 15
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Results ( mg/100g)
Number Test Date
A B Average

1 15/09/2020 571.77 56.60 57.19

2 15/09/2020 58.06 57.23 57.64

3 15/09/2020 58.17 58.84 58.51

a4 15/09/2020 58.59 57.92 58.26

5 15/09/2020 57.38 57.33 57.36

6 15/09/2020 56.09 55.84 55.96

7 15/09/2020 57.36 56.82 57.09

8 15/09/2020 58.05 57.78 57.92

9 15/09/2020 58.99 57.44 58.21

10 15/09/2020 57.21 57.91 57.56

11 16/09/2020 57.46 56.62 57.04

12 17/09/2020 57.57 58.17 57.87

13 18/09/2020 57.74 58.24 57.99

14 18/09/2020 56.97 57.94 57.45

15 18/09/2020 57.60 58.27 57.93
Mean = 57.60 SD =0.73 %RSD = 1.3
Mean + 1 SD = 58.33 Mean - 1 SD = 56.86
Mean + 2 SD = 59.07 Mean - 2 SD = 56.13
Mean + 3 SD = 59.80 Mean - 3 SD = 55.40

Mg QC

60 Results

>8 Mean + 2 SD

> Mean

" 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 Mean -2 5D
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XRFUD43519) L 9LAEY
Results ( mg/100g)
Number Test Date
A B Average
1 15/09/2020 181.38 178.33 179.86
2 15/09/2020 184.18 171.43 177.80
3 15/09/2020 171.43 172.60 172.01
a 15/09/2020 177.62 192.59 185.10
5 15/09/2020 166.12 187.62 176.87
6 15/9/2020 180.98 178.37 179.67
7 15/09/2020 175.49 172.86 174.17
8 15/9/2020 186.60 175.01 180.81
9 15/09/2020 188.52 182.61 185.56
10 16/09/2020 172.03 177.50 174.77
11 17/09/2020 180.65 178.08 179.36
12 17/09/2020 176.59 185.57 181.08
13 17/09/2020 183.85 193.11 188.48
14 17/09/2020 187.00 177.50 182.25
15 17/09/2020 186.09 187.53 186.81
Mean = 180.31 SD = 6.72 9%RSD = 3.7
Mean + 1 SD = 187.03 Mean -1 SD = 173.58
Mean + 2 SD = 193.76 Mean - 2 SD = 166.86
Mean + 3 SD = 200.48 Mean - 3 SD = 160.14
Na QC
200
Results
180
Mean + 2 SD
160
Mean
140 Mean - 2 SD
2 3 4 5 6 7 8 9 10 11 12 13 14 15
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Zn

Mean con. XRF

Mean con. ICP

t Critical two-

Formulation t Stat
(mg/100) (mg/100) tail
1 3.26 2.96 4.7630 2.1009
2 4.02 3.64 6.6648 2.1009
3 4.52 4.25 3.4575 2.1009
a4 4.66 4.06 6.6403 2.1009
5 5.40 5.12 3.2352 2.1448
6 5.45 5.46 -0.1343 2.1199
7 5.62 5.22 5.1451 2.1788
8 6.21 6.12 1.0121 2.1009
9 6.68 6.66 0.1456 2.1009
10 7.24 7.10 0.9143 2.1009
11 7.71 7.81 -0.9509 2.1314
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Fe
Mean con. XRF Mean con. ICP t Critical
Formulation t Stat

(mg/100) (mg/100) two-tail

1 6.72 6.52 1.6550 2.1009
2 6.29 6.15 1.8608 2.1009
3 7.14 6.90 2.0660 2.1009
il 7.73 6.79 7.9218 2.2281
5 8.39 8.22 1.3322 2.1009
6 8.48 7.62 7.2748 2.1604
7 9.25 8.08 7.8412 2.2010
8 9.64 9.96 -1.6532 2.1009
9 11.16 10.07 6.1979 2.1604
10 11.97 12.05 -0.4366 2.1009
11 12.60 11.14 7.0063 2.1009

AT 4.12 WaAsAINITMAGBY t Test Gumuumqmﬁmqﬁ‘imswﬁLLiﬁmLmaL%u
Ca
Mean con. XRF Mean con. ICP t Critical two-
Formulation t Stat
(mg/100) (mg/100) tail

1 622.64 567.07 5.4373 2.1009
2 692.59 749.75 -4.8957 2.1009
3 699.71 697.48 0.4655 2.1199
il 848.94 829.23 3.7515 2.1009
5 849.89 906.86 -5.8224 2.1009
6 856.36 831.54 1.7024 2.1009
7 859.84 828.15 5.7331 2.1009
8 860.66 768.46 12.2410 2.1009
9 863.81 825.73 4.9094 2.1098
10 865.46 860.97 0.5175 2.1788
11 946.57 888.36 6.5849 2.1009
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Mg
Mean con. XRF | Mean con. ICP t Critical
Formulation t Stat

(mg/100) (mg/100) two-tail

1 63.09 63.16 -0.0576 2.1009

2 63.19 58.62 4.9165 2.1009

3 70.15 73.24 -6.4973 2.1314

a4 71.41 68.95 3.2382 2.1009

5 79.70 73.88 4.9504 2.1009

6 81.61 78.84 0.2957 2.1009

7 83.70 96.12 -8.2827 2.1009

8 110.73 111.28 -0.3969 2.1009

151991 4.14 UARIANNTVAGEY t Test mamm«qmﬁws]ﬁ"ilmwﬁt,l,i'ﬁwﬂsmﬁw
Na
Mean con. XRF Mean con. ICP t Critical two-
Formulation t Stat
(mg/100) (mg/100) tail

1 195.36 244.70 -11.4046 2.1009

2 273.96 320808 -10.7178 2.1009

3 279.96 303.55 -4.4527 2.1098
a4 298.82 215.15 15.0997 2.1009

5 303.21 272.52 9.4947 2.1009
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