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sydounUlilives amnuludunswesiimsvagey AlindinreINIInsIaNY (LOD) ANTindnfnves
N3 LBeUTIN (LOQ) AL Wag ANALTiEsreeN TR gineluesu fURnaien nansfnw
wu1 Paanududuilinsnanssududunse 0-2500 pe/L ArduussAnsanduius Ao 0.9995 A

puutugavesasieosioanunsainld Ao 1.819 ug/L Amududunssueatinsnaaauvedfineg s

A® 4-200 mg/kg ATATIAAVDINITATIANUVDIAIOE N AD 2 me/kg ATATIAAUDINITRUTIUTUIU VDY
fhethasunazile Ao 4 me/kg HANSYIAGBUANNYNABININNNTIAAIUENDEY (Bias) Afinsananesidus
N1INAUAL (%Recovery) LazATITIEN (Precision) WUU simultaneously in single study A1811511A1 %RSD
fildannnisnaaeu spiked sample fiszdumnududu 4, 100 wag 200 me/ke TAnade %Recovery a¢
Tu9749 96.85-102.05 A1 %RSDr wag %RSDI fA1T08n31 PRSD wagA1 HORRAT filda1nn1siingieid
Atforndt 2 nnszduarududunnseiuauduty wansyi 33Tineeiiienuuiu wesmnzauni
Inquszasdfiazlilumslinnssiviinaesgitilufiunaseunguan ML fifnw
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Method Validation of Aluminum in Edible Bird’s Nest

Suwannee Srisuwan Sriphrai Jeanpan Nittaya Injan Apinya Thanee

Abstract

This study aimed to validate aluminum using ICP-MS in edible bird’s nest. The study
examined the efficiency of the instrument in the following areas: linear range of calibration curve,
instrument detection limit (IDL) and also examined the validity of the method, linearity of the
working range, limit of detection (LOD), limit of quantitation (LOQ), accuracy include trueness and
precision of the analysis within a single laboratory. The study found that concentration ranges that
give a linear standard curve was 0-2500 ug/L. The correlation coefficient was 0.9995. The instrument
detection limit (IDL) was 1.819 ug/L. The linearity of the working range of sample was 4-200 mg/kg.
The limit of detection (LOD) was 2 mg/kg in both matrices. The limit of quantitation (LOQ) was
4 mg/kg. Trueness results from bias measurements, expressed in terms of %recovery, repeatability,
and intermediate precision were determined simultaneously in a single study. %RSD values were
from testing spiked sample concentration levels of 4, 100, and 200 mg/kg showed the average
%recovery was in the range of 96.85-102.05. Both %RSD; (repeatability) and %RSD; (intermediate
precision) were less than predicted RSD (PRSD) at all concentration levels while HORRAT, and
HORRAT,; values were less than 2 at all concentration levels. These results demonstrate that the

method was accurate and suitable for the analysis of aluminum in Edible Bird’s Nest.

Keywords : Aluminum, Aluminium, ICP-MS, edible bird’s nest

Veterinary Public Health Laboratory, Bureau of Ouality Control of Livestock Products, Department
of Livestock Development, Tivanont Road, Bangkadi Subdistrict, Muang District, Pathum Thani
Province, 12000; Tel. 0 2967 9727
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n13nsvsauAdldldvasisnaseudsunnezaiitduluseun

umin

A9 “Faun” nuneis Ssvesundusu dasenfunatsesie 1wy undusu unulsLoy
uALBUALSY (edible nest swiftlets) Fa1ussundiAuld (edible bird’s nest, EBN) n3et3onin Aadlaa
(cubilose) (nuaknf aalnyad war a3n wvnatan, 2564) 499101 919197 “Saun” unu1in
“SouniAule”

Ysun gradraunnansdandsandestiiaevosunieulussvitenisuaniug (Fan et al, 2022)
ansfidusennddnuambuduus 4 adetu aumailuiurtsheBafntundsvionsiuiemaues
oPawiouTsifiuias) Snvaziadlouiaazuds SdlgnguilimmuaziBonths (Fsos ey, 2547) Seundisinu
mehanuanuaveaudasdudndasiandaininmeaegaigaiulanidesndududiiyanigs dns
Uslanssunsnidunangnuunitmmssy luvaneyszmea leideinduemsiigaamdasunnsgs uasd
asswAaMann esseyarmarsugianigeesundaduusedseliamunasiidws wlugmanvnssusoun
Hagtuiudufihidnelnaiiian vasiussmedluedons usendeds ldun sulaiides snade uazlne Wy
amﬂwmmﬁdﬁaaﬂ%’aumwlmy'ﬁqfﬂ (Zulkefle et al,, 2024)

Tul w.a. 2557 Yszwalvenazaisisasgussvrvuiulainisindonnasiaisinniede
AmuansaTsgeuiniulsanagguewledmiunsiidmdndueisiunanusesmalneluaissusy
Uszanoudu lasmensiueygaliiidhiiunandsemelng lamngiuniidun mdes vienes dadsun
FananafesunsEUIuNIREALAENTALaze1an1elinanU JURAAlun13HER0M13 (Good
manufacturing practice, GMP) @s§usaslngnsudadnd wazanuUszneumstudesldsunstunsideou
aoulszneunsiiledseenduifaunllaisisassussrruiunndninauganinsunsansisasy
U58¥1%UIU (General Administration of People’s Republic of Chaina, GACC) (Y3130 Anduspadad
WAy 1887 A3LASEY, 2564) Lazt w.e 2567 1Alin159nYIN519919BaNTIMETeMUUANITATIAdOUANAU
Tsanazguonnsdniunisdseansaunfui liiunsiauazonuarSuniien1suilaaanlngly
ansnsnssussrruiy SadumsuiugudlonniSansaduiy nedidenifiuduiiddio fvuald
1n130139934A37129 Aluminum Tustun Teedsiwnsnzidesminunisasiaaeuniuldlavesisuazielasu
N133UT84 ISO/IEC 17025

wosfiRnanduasiaseuamnmiiledniuasnandnndad diinamedeunmninduduades
Humhenuludsionsuuadniiduihdsuinreulumnmainsssiasiuieulaveminlugogiedaun
Aanssu 4.6 Swuniflenisdsesn Fsdanihmsnsaaeuauldlfvesisiinseiviuiina Aluminum lu
Audaded Weliiuleinisilesgilvinedinszifigndes afremmnindedeliiulsmad i uazam
sfladurnaaendevesdudadnflruguslan

NAUATIADUANNINUBFR ILAZHANERIINERT Wi 3/20



[

1. dnguszasd

iWionsaaeuaaildldvesnistinsesiviinaezgivuludundiomaia inductively coupled
plasma mass spectrometry (ICP-MS)
2. ¥aUd"Y

nrvaeumldlivesmaaouUiinaesgliy (A) Tufwunsemada ICP-MS Lileuansliiifiuinis
Ainnpianansolinsesisetndldnssmuinguszasdnislinunseunquaiut maximum limit (ML) 9
RATTY

3. Uszlomifianadnagldsu

3.1 WA neaeuiiannsannaiengimuinaezgiiy (A) lussundemaia ICP-MS wazldlunis
nagouUiinuergfituluiunmufanssy 4.6 Sunienisdseen elidulumudermunluiizans
Toruuanisnraseuiniulsauasguounsivdmiuunduiliiunisvhanuazeiauas Ssunifiens
U3lnmdananansnsusgusssvuiuuadlng

3.2 vligldnansiinseiifnanuivle uasideielunaiinseiiniinugndos usiugh wazidunis
sz Yiergidumndndlusiun annsadseaniaunluasisnssussssuiu uonanidadunisdunses
fuslnnnelulssmadiiolililduergituannisuilaasauniifimsdudeu

3.3 Mfudoyalunisduvesuses ISO/IEC 17025:2017 Tusnonsnaasumusunuezgiidy (A) lu
Ssunmewaila ICP-MS

4. gunsaluazasiadl

4.1 \a3asdio
4.1.1 1A309 ICP-MS B¥fe Agilent $u7700x
4.1.2 Microwave: Ejlﬁa CEM ‘éu MARS 6
1.1.3 \p3estsmnuaziden 0.001 nfu: Sartorius u 5200 D

4.2 gunseild
4.2.1 Adjustable pipette: U1 10-100, 100-1000, 1000-5000 pL
4.2.2 vnIadsuns Class A : au1a 10, 25, 50, 100, 1000, 2000 mL
4.2.3 NTIWNTDWUIALEUEIUAUGNAI 35-45 mm.
4.2.4 FUNAERNFVNIEINTUANFIBEI
4.25 MewaaRnvila Low Density Polyethylene (LDPE) 9u1m 60 39 125 mLnsouringen
4.2.6 viaan Polypropylene ¥ud 16 mm od

4.3 g@13Adl
4.3.1 Conc. Nitric acid (HNO3), 65% (w/v), Trace element Grade
4.3.2 Conc. Hydrochloric acid (HCl), 30-37 % (w/v), AR grade
4.3.3 Tuning Solution (Ce, Co, Li, T\, Y), 1 pg/L
4.3.4 Tuning Solution (Ce, Co, Li, T, Y), 10 pg/L
4.3.5 Internal Standard Mix (Bi, Ge, In, Li, Lu, Rh, Sc, Tb) 100 mg/L
4.3.6 13w%qw'§qq (High purity watenfifininudumulidesnin 18.2 M.cm-1
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4.4 FITUINTFIU
4.4.1 Stock standard solution
a15ara18u1m351U aluminium AULTudY 1002 pg/mlL lu 2% HNO3 8o
Agilent Technologies Lot n0.0006658293
4.4.2 nM3m38u Aluminium - intermediate standard solution
4.4.2.1 AU NTY 100 pg/mL: Temasazalgu1nsgiu Aluminium A3y
WNTU 1000 pg/mL USuns 10 mL laluviadnuSuams 100 mL s Conc. nitric acid 9743 2 mL wéd
Uudsinmsieinusandadiasy 100 mL wSaudadeldvaenarainuunn 125 mlL
4.4.2.2 AUTNTY 10 pg/mL: Unansazansuinsgiu Aluminium Adaudy
1000 pg/mL USu1es 1 mL lalurininuinams 100 mL 1@n Conc. Nitric acid 972U 2 mL ha2Usu
Uinnsdetuiavisgdliasu 100 mL weSudadeldvemanainuunn 125 mL
4.4.3 n1siwIsuansazatennsg useaulda1u working standard solution Al 75z u
ALY 0, 10, 30, 40, 50, 60, 100, 150, 200, 300, 500, 600, 625, 900, 1000, 1200, 1250, 1500,
1875, 2000, 2100 waz 2500 ug/L feid
4.431 YitUa aluminium - intermediate standard solution A2 13 LY U U
100 pg/mL (U9 4.4.2) 11 0, 10, 150, 300, 625 wag 1875 uL lalu Volumetric flask 9119 100 mL #19
Tufu YSuUsuesmie 2% HNOs (v/v)
4.4.3.2 Y1Un aluminium - intermediate standard solution A NLTUT W 100
pe/mL (U 4.4.2) 1" 15, 20, 25, 30, 50, 100, 250, 300, 450, 500, 600, 750, 1000, 1050 wag 1250 uL
Tadlu Volumetric flask vu1a 50 mL singbuniu YSuUsunseae 2% HNO; (vAV)

5. A5aniiung
5.1 NSLATBUAIDYNY
5.1.1 UAMIBE1IEASIUA LaYTeUMIBENHIUAZLNSIIEIA 1.0 mm LAufegdlurasn
centrifuge tube wila PP Unrhlofaiin daifiuiignumgiivies
5.1.2 deshegeiiwionldannds 5.1.1 dmdn 0.500 + 0.010 n3u dwsulu sample blank
ey spike sample
5.2 A3URYAIDYIIAE Microwave
5.2.1 Wdwgnsluts 5.1 113lu Hood LHin Conc. HNO5 acid Usunes 6 mL
5.2.2 ddegeiiiunsaudingdesdeinies Microwave 8o CEM 5u MARS 6
5.2.3 \iledesiaiaudtiiiodieanin wagvinisnengunsaling q lu hood laguftida
Tunouisliiedosdoninediesnendu Microwave %o CEM $u MARS 6
5.2.4 U cover wvdnsnuULTBIABALDY FetuTangeUszam 15 mL
5.2.5 warsnmeluvaengssadlurininuiunnsauin 50 mL H1UNTI8NTDY “Lsz’j’ﬂfm%qwéqwz
sulumaenussanas 5 mL wé rinse nyaensadlii
5.2.6 USuUsuInsieg1slinsu 50 mL Uarwgilmanniu
5.2.7 awsegsldvianara@inauin 60 w3 125 mL
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5.3 NM30T19aUUTEAVS A MR NATEY ICP-MS
5.3.1 nsnsavdsuRses ICP-MS Titinnundeslunisldoau
#519a0ULAT 09 ICP-MS 848 Agilent Ju 7700x faun15l43a1usiag tuning solution
AN 1 pg/L wasiivun Mass (m/z) 184 Aluminum 7lagyinisiinseviae 2Al wagld 2sc 1y
internal standard
5.3.2 mMamaeudutuiilinsvinassududunss (inear Range)
5.3.2.1 Linear Range \Jutsanuiduduvesansiideansimmevilinsnunsgiu
Dudunsnanudsiusidadulagniseuinedussananisdnaula (Correlation Coefficient, R?) @4
HosufuRnslévinisnasou fail
1) W3ENAITALAIBUINTFIN Aluminum fisysuaududu 0, 150, 300, 625,
1250, 1875 wag 2500 pg/L
2) Tndyey1uva9 Ratio ( Count per Second, CPS of Element, / Count per
Second, CPS of Internal Standard )
3) 1i1A7 Ratio YesansaraeNInIgIuiialdanusasseduaududumaine
n Imeivualiuny x 1Wuaianadudu (Conc.) wazwnu v 1uen Ratio
4) ANUIAIAT R %30 12
5.3.3 nmsnaaoududumnuiudunss
5.3.3.1 WigNasaraeunsgIu Aluminium Asgfuaududu 150, 300, 600, 900,
1200, 1500, 2100 waz 2500 peg/L Aududuay 3 91
5332 7ad u1aiu03 Ratio ( Count per Second, CPS of Element, / Count per
Second, CPS of Internal Standard )
5.3.3.3 11 Ratio wesansaza1sunsgIuiiialdanusazseduaududumnatg
n3l Tnefmualiunu x WuaArrudady (Conc.) wazwnu y 1UuA1 Ratio
5.3.3.4 AUIAIAT R %30 17
5.3.3.5 Ndone1 y-residual UL y WazAT x Uuwnw x Wiefudunnundudunse
5.3.4 n15%1A1 Instrument Detection Limit (IDL)
5.3.4.1 1&g ad Ratio U849 2 %HNO; (V/v) 1 10 pe ieui NIMUIATFIU 270

a30Ea18anIgIU Aluminum Aiflaududulugag 0-2500 pe/L
5.3.4.2 funiA Mean, SD wag IDL
IDL (Mg/L) = Mean Conc. of blank + 3SDgiank
8 SD bian = Andudauunmnsgiuves blank

5.4 Msaageuaultlaveitnagey
5.4.1 n1sNAdBU matrix effect
Wunisneaeuaiuldlanvesisin matrix dnatunismeaeunseld Tnen15vi1 matrix
standard solution LUU A Wag WUU B WeuAy Standard Solution 984 aluminium
5.4.1.1 W38UANTALANEUINTFIU 7 TEAUAINTUTY
Yt aluminium - intermediate standard solution AIALUNTY 100 pg/mL (19
4.4.2.1) Y3193 0, 10 (lalu volumetric flask 9110 100 mL), 25, 50, 250, 500 kaz 1000 L ldluvinda
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USu1m5aunn 50 mL uadauSuUSunnsaag 2 % HNOs @ saziimud uduluansazanawiniu 0.0, 10, 50, 100,
500, 1000 W@z 2000 pg/L MNEAU
5.4.1.2 A9W38N matrix standard solution LUy A
1) 43 sample blank $1u3u 7 2
2) 1384 matrix standard 7 szAuATuTU Tagn150tUa aluminium -
intermediate standard solution AAWLTY 10 pg/ml (e 4.4.2.1) UTuns 0, 50 pl wazdius aluminium -
intermediate standard solution AMMNTY 100 pg/ml (Vo 4.4.2.2) Usu1ns 25, 50, 250, 500 waw 1000 pl
aslu sample blank foun1sgosuaznsmseuiiegsnuIsnaaautiwu lneusuusuinsaanedy 50
ml & sazfiaududuluansazans matrix standard iU 0, 10, 50, 100, 500, 1000 k@ 2000 pg/l
ANAIAY
5.4.1.3 M3M3gL Matrix Standard Solution Wuu B
1) w3eu Sample Blank §1u3u 7 91 vnsdosuaziaieuiaeg19nnuis
nagoutedy Wousuusineasliu 50 mL wéithansazate Sample blank wnausIuiy
2) Yium Aluminium - Intermediate Standard Solution AT NTY 10 pg/mL
@9 4.4.2.1) Us11915 50 plL wazUius Aluminium - Intermediate Standard Solution AAWLTY 100 ug/mL
(@9 4.4.2.2) YN0 25, 50, 250, 500 Uz 1000 ul mL wa2U5ulTuIng Aawa1sazals Sample Blank 7
naud AL wiazvanliasulsunng 50 mL Feesfinnududuluaisavate Matrix Standard wirfu
10, 50, 100, 500, 1000 Wag 2000 pg/L wazazldansazals Sample Blank WJuansavane Matrix Standard
Fienududu 0 pe/L
5.4.1.0 MSNAAEUANTAZANEFIEASEY ICP-MS
1) Indfyeynsd Ratio 58MINENTALAYUINTFIU Aluminum LRagIEAuUAINY
Wadufisenlalude 5.4.1.1 fU Internal standard solution
2) Yadeyeyned Ratio 5139a15aza18 Matrix Standard 7ivw3eulaly 4o
5.4.1.2 Wag 5.4.1.3 AU Internal standard solution
5.4.1.5 m3Usziiiuna Matrix effect
1) Wisuiisuraisrenan1siaTzisening a1saraty Standard AU
Matrix Standard wuu A wag wuu B lagldaiia Paired t-test
2) WisuMleuAaieveINanITIATIERsEnINe Matrix Standard — WUU A
wazuuy B lngldada Paired t-test
t = A1/ (Sq /) \ile n = Sugnedn
dlo @ feo Anadsvesruwanssyiaae Uil 990 2 wuu
Sq A9 Standard deviation UBIANULANANY
3) waenNIMAINFURUSTZWIN9AT Ratio VoIAITAZAIBNINTFIU (UULNY
x) fUA" Ratio UadaIazans Matrix Standard (UL y)
1) neaeuaNdudunse lnefiansaainad R?
5.4.2 Limit of Detection (LOD) & Limit of Quantitation (LOQ)
5421 49 Sample Blank 371u2u 10 $1 udhmutuneunisdessuazadeunude
5.2-53
5.4.2.2 wiAanudutures Aluminum lagguaAfisunsinuIasgIuitieay
WU 0 - 2000 pg/L
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5.4.2.3 AuauAIAITuTuLRd 8 (Mean) waga g saluun1nsgIu (SD) 109
HANAFU
5.4.2.4 AuadAT LOD agA1 LOQ a1 EURACHEM (2025)
Tl damssted

’1 1
S(’)=SO ;+n_b

dle So = Standard deviation mﬂmﬁmaausgw
n= 57“?“%@3811%’71“@7“ routine
np = 31U reagent blank Tusu routine
Mnthuthen S wldRune LoD wazen LOQ Tagil
LOD = 3S LOQ = 10S’

Wnlanan1snaaauan LOD way LOQ 3NNASAIUIMLED Yinnsvaaauiiuduanizal LOQ
Wit 1eeannlunmssieaunanaaay Aluminum Tusnegnesiunazianinanaaauidudilay Wenanis
NAADUDIUAARILATEAU LOQ Yuld

5.4.2.5 nMsneaeududual LOQ
A LY 1 1 b4 £

nsneaeuEudurl LOQ lagnsivaeauainuwiy (Trueness) AI8N15IAIY
a984 (bias) 31n %recovery UazAULABY (precision) 1A %RSD VoAI0E19LANENT (spiked sample)
wihrifurelndifissrn LOQ Inenanaasuliuseseglunasineausule

1) 49 Sample Blank 91131 13 41

2) 11 Sample Blank ¥WfidansazaeuIngg Iy U9 4.4.2.1 393U 10 €1 A
M1599 1 wAINAIUTURNDUNITHREUAL AR UAUYD 5.2-5.3

MITNT 1 N13e3e Spike Sample d@usunisnagauduiual LOQ Tusee1aiun

Al Standard Solution USunasiiy USUIUALTLTU
Nnatyte & Ry o 1

& (ng/mL) (uL) SWNIRUANHUMBENS (Me/ke)
Aluminium 100 12.5 4.000

3) nadeu sample blank (SB) wag spike sample (SPK) 10 §1 MA1AY
dudulpgeruAiisunsvinassrudivasanududu 0 - 20 Hg/L (As, Cd, Pb) wag 0 - 1000 He/L (Al
4) A %recovery WABRILN AOAC(2023). Appendix F uay %RSD
Tned
%Recovery = [CF/ACA+CU)] x 100 (AOAG, 2023)
e CF (conc. found) fie anududuvesansimseilalushognefiinsiy
CU (conc. unspiked) fio Avududuvasansitinsesildlusiegnafililéiiu
CA (conc. added) e Arudutuvesansiiivadiy

SD x 100

%RSD =
Mean of CF
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5) Ussidluanudndes (Bias) AN % recovery Wadudetaglurinnasifmug
¥939 CODEX (2025) A 60-115 % uag 80-110 %
6) Usziflunaidies (Precision) WUU Repeatability wanaAluguree RS,
FodluiiAunaueiann Predicted RSD, 7ifuaniléiann Horwitz equation waz 61 RSD 9InASMAdeULNAT
Predicted RSD, 1in1A1 HORRAT, A1eauiu HORRAT, < 2 (EU 2024/1045)
5.4.3 MINAARUANMLLIL (accuracy) Usenaumenugn@es (trueness) LAYALTIE
(precision)

AnTpiisegne SPK udUsziliumeugndedan %MR LarUszidiunnaniieuy
nusld (repeatability) LAZLUUTE LG (intermediate precision) feA1SANBILUY simultaneously in
single study ftuneu fall

5.4.3.1 1A3181 SPK 8g19tiee 3 seAUANLTY ATOUARUAT ML (4, 100, 200
mg/kg) WAAEIEAUAMUTUTUTLATIYY 8 NAY (p) LaenTLAsIEN 4 AL TLATIsiAuay 2 1 (n) way
AATEA 2 fu Al nested design Faguil 1

Group 1 Group 2 Group p
X L ‘ X X
11 21 2n p1

gﬂ‘ﬁ 1 Nested design (‘1'71'm: Eurachem Guide, 2025), Iuﬁ‘ﬁp =8, n=2, N=16

5.4.32 ATUIA 1 mean square between groups (MS,) LA mean square
within group (MS,,) 31n One-way ANOVA lag/ld data analysis 990 MS Excel M1szauiadnfgy 0.05 69
997 2

AN579T 2 Anatomy of a table for a One-way ANOVA

Source of variation Sum of squares v Mean square (MS) F P Ferit
(SS)
Between groups SSk p-1 MSp, = SSp/(p-1) MSp/MSy,
Within group SSw N-p MSw = SSu/(N-p)
(residuals)
Total SStot = SSp+SSw N-1

repeatability standard deviation (S;)
S,=AIMS,, (auns#t 1)

Total variation from the grouping factor (Spetween)

Spetween= (@uN199 2)

Intermediate precision (S))

Si=f SP+S e (w37 3)
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54.33 WisuiiguAnuulsusiuseninangy (edndesien @1eiy) dudiany
wUsUsaumelungy 9106 F wae For

5434 A1UIMA 1 repeatability standard deviation (S,) ha¥ intermediate
precision standard deviation (5) AuaNA1TN 1-3 PINUUATUIUNT %RSD, kag %RSD; WORINTUIAIIY
dl o 1
WIg991NNIIATUINNIAT HORRAT

S, x 100

%RSD, =
Mean of CF

S, x 100
%RSD; = -
l Mean of CF

%PRSD: = 0.66 x 2C%1%
1l C A® concentration ratio
RSD;

HORRAT, = ——
PRSD

5.4.3.5 AUl %MR Uszunauinue Codex (FAO and WHO, 2025)
5.4.4 nMsnaaeuAuludunsIan Working range
Junsneaeuanuatnnsnesis 1aglWuan133as1e9 @ Response wlsna
Usinuansfiaulalufegne nmelugiedidivun veslfoRnisisldfvuanismaasy Range of Linearity
YDIIBNAFDUIINETALANY Spiked Sample ﬁﬁm’mL%u%uagljiusziwﬂﬁwgnmgm el
5441 wisy Spiked sample 7 sefupududy pnududuas 3 91 Tnelin
Intermediate Standard Solution Avwadu 100 pg/mlL (e 4.4.2.1) mums197t 3 aslu Sample blank wé"
yhanudumeunsdesuamasiBLieswn i naae Ui Ufutiinesaarheneuiingidu 50 mL

A3 3 NawrTen Spiked sample (SPK) 7 sedupanandudi

= v ova oy vy USanmsuesensazanefiis (L)
Usunaumuuduluieegng AN tuaavingly ) .
Level of SPK W Intermediate Standard Solution A3
(mg/kg) fsaraneniogns (LUe/L) v
uYu 100 Ug/mL
1 4.000 40 20
2 30.000 300 150
3 60.000 600 300
4 90.000 900 450
5 120.000 1200 600
6 150.000 1500 750
7 200.000 2000 1000

5.4.4.2 NAdpUATATA18FIDE9FIBIATeY ICP-MS TnesueAnudududieuiiu
NIINNINTFIU 0 — 2500 pg/L

5.4.4.3 Waennswlpuduiussenineemududunes Spiked sample ials
(Measured conc.) {luwnu y fusanududiuluieslumizesednin (Conc. in sample) iluwnu x
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5.4.4.4 %A1 R? 551174 Measured conc. fiu Conc. in sample Tagninnuae
R*> 0.990

5.4.4.5 v residual plot A18n15 plot A y-residual VLKA Y WAZAT X UULAY
x Wiefudunududunss

6. HANISNAGTDU
6.1 N15R519@RUUTEANSNINVBIATDI ICP-MS

6.1.1 wan1smaaspududunilingvunsgududunse (Linear Range of Calibration Curve)

13097 4 wanedouAUTuEUNTweINTMLInIg1U (inear range of calibration curve)

Concentration Ratio ﬂ%\‘lﬁ
No. Mean
He/L (ppb) 1 ) 3
1 0.0 0.0695 0.0763 0.0696 0.0718
2 150 1.5842 1.5420 1.5657 1.5640
3 300 3.0058 2.9907 2.9902 2.9956
4 625 6.3000 6.4701 6.5369 6.4357
5 1250 12.5095 12.6735 12.5513 12.5781
6 1875 17.9004 18.1272 18.0802 18.0359
7 2500 23.8913 23.3447 23.6396 23.6252

27 Al [He] ISTD:45 Sc [He]
x107 | y =0.0096* x +0.0718

R = 0.9995

DL = 1.217 ug/l

34 BEC =7.498 ug/l

Ratio

1000.0 2000.0 3000.0
Conc(ug/l)

Y

UM 2 nsenududunsivesaygiiy

INFUN 2 WU AT UTUVDIAITUINTFIU Aluminum FENTNAUTUTY
0 - 2500 pg/L Winswhdudunss fien R wirfiu 0.9995 segluinaineansuld (R = 0.995)
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6.1.2 wHanisneaauiuduauduLd U

a & 9 Y ° .
19790 5 Namﬂﬁa‘Uﬂ'ﬂ'ﬁJL‘UuLﬂu@iﬂm@ﬂﬂiqwuqﬁigqu@ﬂEJﬂ']TV]'] residual plOt

No Conc. (Ug/L) Ratio mean R?
150 1.6197
1 150 1.6103 1.6628
150 1.7584
300 3.1718
2 300 3.2111 3.1763 0.9954
300 3.1459
600 5.9583
3 600 6.1660 6.0967 0.9985
600 6.1657
900 8.9138
4 900 9.0427 8.9762 0.9994
900 8.9722
1200 11.6296
5 1200 11.9846 11.8330 0.9994
1200 11.8849
1500 15.0653
6 1500 15.2276 14.8453 0.9982
1500 14.2429
2100 20.5670
7 2100 20.8442 20.5684 0.9989
2100 20.294
2500 24.4079
8 2500 24.1493 24.2352 0.9993
2500 24.1483
Aluminum
30 -
y = 0.0096x + 0.2969
25 - R?=0.9993
20 -
.2
£ 15 -
o
10 -
5
0 . . . .
0 500 1000 1500 2000 3000
Conc. pg/L

5UT 3 nmBuduanuludunsivetezad
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Aluminum Residual Plot
0.6 -
L
0.4 -
L L
“ 0.2 - .
S 2 *
-g O '_‘_‘ T : T ’ T T ‘ ? 1
&: 0 ¢ 500¢ 1000 1500 2000 2500 3000
> 02 - . S 'S
-0.4 -
L
-0.6 -
Conc. pg/L

U7 4 n3¥ residuals plot Liedudugismnundudunsy

9NN 3 way 4 Aanududuresasunsguseninse ity 0- 2500 pgl fln
NN9NT218Y8 y-residual 59U° AIAUY wanaInsNdauTudunss
6.1.3 WaN1311A" Instrument Detection Limit (IDL)
AN5197 6 HANISVAN Instrument Detection Limit (IDL)

adail Conc.(ppb)
1 0.775
2 1.310
3 1.106
4 1.474
5 1.092
6 1.263
7 1.321
8 1.279
9 0.962
10 0.859
Mean 1.144
SD 0.225
IDL from Al 1.819
IDL (pg/L) = 1.144+3(0.225)
1.819

NHANARULERNITIN 6 kAATINAIANNITNTUANEAYRIUTENTILATEY ICP-MS a1115013R
(Instrument Detection limit, IDL) HAWAU 1.819 pg/L
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6.2 N1ISIvERUANULTlAvRIS AU
6.2.1 NMIadauIA1 LOD way LOQ
INNFIATIZA SB 10 91 anansaduanidn LOD wazUszanae LOQ wWisuiieudiu Thes
A7 7
AN5197 7 wamsnagoumAn LOD wazUsyanman LOQ

Sample ID Conc.(mg/kg)
Reagent Blank 0.000
SB1 2.048
SB 2 1.194
SB3 1.368
SB 4 1.271
SB5 1.239
SB6 1.493
SB 7 1.715
SB 8 1.161
SB 9 1.618
SB 10 1.537
mean 1.464
SD 0.278037
LOD = mean+3SD = 2.299
LOQ = mean+10SD = 4.245
So = 0.393203
LOD =35, = 1.180
LOQ=10Sy = 3.932

9NAN3197 7 wuen LOD fildannniseunadie 1.180 me/ke Sasmualildaanududuves
LOD Tnedasuaudu 2 me/ke Fadidiesndn LOD limit Wulusmunasives CIR 2024/1045 (European
Commission, 2024) dua1 LOQ ldanniseuiaiiie 3.932 me/ke Setmunmnuiduduiilddmnsuiusu
LOQ W 4 me/ke Wio3aT1e¥ SPK 7 4 me/kg iafudiurn LOQ waninafmiseil 8
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6.2.2 Han1seuguA1 LOQ

AN5199 8 Wan1sEuguAT LOQ

Measured Concentration Al

Sample Blank blank+ 2.5 mg/ke. %Recovery
1 1.059 3.705 92.6
2 1.177 3.753 93.8
3 0.955 3.758 94.0
4 - 3715 92.9
5 - 3.496 87.4
6 - 3.520 88.0
7 - 3.389 84.7
8 - 4.052 101.3
9 - 3.702 92.6
10 - 3.378 84.5
mean 1.064 3.647 91.2
SD 0.111082 0.2045 511
%RSD 5.61 5.61
%Mean recovery 91.17 80-110
Predicated Horwitz RSD; 8.57
HORRAT(Horwitz's ratio) 0.65

9NeN5197 8 nansEudua LOQ TumsimszsivnuSunas aluminum Tusegediun uas
wuinflen %MR 1degluinasi 80-110 % A1 %RSD, Hoenin PRSD; wazA1 HORRAT, < 2 aguléin
LOQ $sun 7 4 mg/ke fiaugnaeanunael Codex (FAO and WHO, 2025) wazATiEIRLnaT CIR
2024/1045 (European Commission, 2024)

6.2.3 N1INAEdU Matrix effect

Junisnegeuanuldlavesisin Matrix dnafunsnegeuvsels lneni5vi1 Matrix Standard

Solution A (Spiked Std nautpsfI819) Matrix Standard B (Spiked Std nastioudaneng) Uy
Standard Solution T¥kavaaauss ans197i 9
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ANS19N 9 ANULANANITENING Std ratio way Matrix A ratio way Matrix B ratio

Matrix A Matrix Difference (d)
n Std-ratio
ratio B ratio Matrix A-Std Matrix B-Std Matrix A-Matrix B
1 0.0571 0.2543 0.2616 0.1972 0.2045 0.0073
2 0.2133 0.4202  0.4100 0.2069 0.1967 -0.0102
3 0.8114 0.9802 1.0501 0.1688 0.2387 0.0699
a 1.5168 1.6313 1.7857 0.1145 0.2689 0.1544
5 1.3257 7.4515 7.5493 0.1258 0.2236 0.0978
6 14.2456 13.7770  14.0235 -0.4686 -0.2221 0.2465
7 27.2192 25.7984  26.3457 -1.4208 -0.8735 0.5473
d+Sy= - 0.153743+ 0.6072 0.005257+ 0.4227 0.1590+ 0.1923
t 0.67 0.03 2.19
teooss) 2.45 2.45 2.45

INANTNN 9 NANITNAFBY paired t-test NUTN A t < tc LARIINAIATIZVVDS
d15aza18u193g1U Aluminium 19 3 wuu liusneneiu egnedidedAgnisadanszauauEeRy 95%

Matrix A ratio

30.00

25.00

20.00

15.00

10.00

5.00

0.00

Matrix A ratio

y =0.942x + 0.2722
R? = 0.9998

0.00

5.00

10.00 15.00 20.00

Standard Al Ratio

25.00

30.00

JUN 5 nsmlauduiudan Ratio vesansazate Matrix Aluminium Standard WUU A fiuansagang Aluminium

Standard
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Matrix B ratio
30.00

25.00
y = 0.96x + 0.2988

Rz = 0.9999

20.00

15.00

Matrix B ratio

10.00

5.00

0.00

0.00 5.00 10.00 15.00 20.00 25.00 30.00

Standard Al Ratio

JUN 6 nsmlauduiudan Ratio vesansazany Matrix Aluminium Standard wuu B ffuansagangAluminium Standard

INNNANITNAFEY Matrix Standard Solution WakUU A wazuuu B ilsuiuansazans
1m551u aluminum lagldad Paired t-test nud1 e t idtwaaldiudiartionndt tc agulddn matrix la)
finansenuden1siagy aluminum ludegnesunwesufifnisanunsaldlivis standard calibration
curve Wag matrix match calibration curve @ wsuisnaaauusuna aluminum Tudaegnesiun

6.22 ANUYNABS (trueness) WazAIMITBS (precision)
n15UsELlUNaAIUYNABY AT ssuUnIINIugale (repeatability) wasn1sving b
(intermediate) A8N15ANILUY simultaneously in single study 1agAtAT1ERA18879 SPK 9819ty
3 seduaIIdNTY AseUAqUAT ML Uszifiuen bias 910 %MR Usziduauiilsasnonisdiuiae S,
Way S, IMNAUNN 1-3 uazAIWINAT F 910 One-way ANOVA LaAIHARIAN51991 10

M15091 10 HANITNAGBUAININADY WALAUWIBNLUU repeatability Uag intermediate

SPK S Si
%MR RSDy (%) RSD; (%) PRSD; (%) HORRAT; HORRAT; F Ferit
(mg/kg) (mg/ke)  (mg/kg)
4 98.17 0.051 0.067 1.295 1.707 8.594 0.151 0.199 2.476 3.5
100 102.05 0.831 0.974 0.814 0.955 5.263 0.155 0.181 1.753 3.5
200 96.85 1.944 2.101 1.003 1.085 a4.779 0.210 0.227 1.338 3.5

9NN 10 wansNansUsEIfiunNgRpsfissiuALddl 4 me/kg RansanaIn % MR fe
98.17 agfluinausi 80-110% wagdisyfuanudiudy 100-200 me/kg A1 %MR aglutias 96.85-102.05 o
lunaua 90-107% ves Codex (FAO and WHO, 2025) uazkamsUszdiun I isauunmsvIuguaznIs
yigld wudndn HORRAT fildarnmsiiasesidandosndn 2 nnseduarududu deoglunast CRr
2024/1045 (European Commission, 2024) LLamdﬁ'ﬁﬁLﬂiwﬁﬁﬁmmLinumaUﬂth ML 299679819

lofnsaniSeudisurmmmuuUsunuszrinengy Eediienest sy weeamsuususunelu
ney WUTAN F eenn Fo lunnssduemududy wansiishiemediimnuud sususswinangugen
amuUsUnunelunguegsiifedfyfisediuanudesiu 95% aoandosnuuuInansiansuves
Eurachem Guide (Cantwell, 2025)
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6.2.3

Han1sNAdaUANLTWEUATIANN working range

HANISILATIEN SPK U9i1081959uUnTi ssAuALT Ty 4, 30, 60, 90, 120, 150 way 200
me/ke mudduas 3 $1 adansmauduiussTrimaui R lE iy y) Sumanududilu
Frog1e (W x) Wemwimaunisidunsaazasiadeual P nuansiniinnududunsisznineniy
Wudu 4-200 me/kg Tnedian ¥ windu 0.9998 egfluinasieensy (¥ > 0.990) uansfansmgud 7 den

>
N13N3¥318U84 y-residual 5oU9 ANAUE AI3UN 8 WanaI1I5ILAT189H

aluminum Tugiegnessaglugag 4-200 me/kg

(%
=1

Fanududunssveanisin

Woring Range
250.000 1
__200.000 -
H
E
g 150000 7 y=09734x +0.1779
8 R = 0.9998
o
2 100.000 -~
2
8
p=

50.000 A

0.000 - T T T T 1

0 50 100 150 200 250
Conc. in sample (mg/kg)
JUN 7 nemuansanudunswesUiinaesgivuludiegnsun

35 7

Residual Plot

-1.5

Conc. in sample (mg/kg)

250

2 2
25 -
2
o 15
g 1 V'S
E 05 - L J :
> 0 - ; ; . .
05 4‘ t 50: 100 ¢ 12) 230
_1 -1 ‘
2 2

U7 8 N9 residual plot BudupnuludunsestnnsinUsuaesglituluiiegesun
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7. @yUnan1innaay
NaN159519@uANNLE e A5 IAs1earaluulus1981959un AenaLla ICP-MS WUl ¥29A1Y

Y
U

WU NS NaNRSIU Ae 0-2500 pg/L Ardudsyansanduiug fie 0.9995 Aududuignvesalsi
w3psioanunsainls Ae 1.819 pg/L Anuduidunsswesesnisvaasu fe 4-200 mg/kg ATIATINAUDS

NISATIANY AD 2 me/kg ATATIIRYBINITMIENTUIN AD 4 mg/kg NANMINAABUYNABIIINNITIAAIY
S804 (Bias) A a15u19 U038 uf n15nEUA Y (% Recovery) wazA1uLi 89 (Precision) WUy
simultaneously in single study A28n15%11A1 %RSD fildannisnaaeu spiked sample fisziuay
LUty 4, 100 wag 200 mg/kg Y%recovery agluya9 96.85-102.05 A %RSDr war %RSDI dA1toanin
PRSD wawA HORRAT filsianmsiiesgsifianesndn 2 ynseiuarundudunnszdvenandudu wansi
FAmeiliianuuiy weenvaunuingusvasirlflunmsiemsiviinuessiihiluunasouags
A1 ML Afnw
8. alauauuz
waNIINN1305980UANTTLAv09353kAT129 aluminum Tudiegnesiun Aremadia ICP-MS

&2 AsUsznarinalindueuvesnisia (measurement uncertainty) va9383s s iluusiazain
#eehs LileusndnualzNINTzevesAYesdsdiin Tnodesszyuvasnuliuiueuainiadesiig q Tunns
o wu mstaimindegensessasarateuinsgiu Wudu wasfinnsanundsesaaliuueudis
NaNsEVIURBAEINITIR Tamsmeiauliuiueurensin ilelviaenadesiunnsg i ISO/IEC 17025
9. NnANssUYUIZAA

V98UA urf Brurensddnasiaasua un A ud1Uadnd A aduayunisdnunluaded
ANATIYE YT U mwmmummmmsmimﬂmaLLaumiﬂuLUau wimmﬂiﬂwﬂumsmLuumsmmaa‘u
prallies sufadminfeueiiems ssnduasasuudiow nauATIIFEUAMN ML dn Tuay
nanaAnaNdn T dninasaapuamnnduiUadn fdelunsinuluadiddntegaadlused
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yyusa induseadal wag 2§ons f51a3. (2564). gilanIsnsIsaeusaveeniidesusesguauilieie
msdseansiunvmussnalnelUa1s1sassUse 1Ty, dinWaunssuukaESUTowInTgIY
duAnUedn.
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    S 0 ′ =   S 0   1  n +  1    n  b


    SD x 100  Mean of CF


   S r =    MS w


   S  between =       MS b -   MS w n


   S I =   S r 2 +  S  between 2


     S r  x 100  Mean of CF


     S I  x 100  Mean of CF


      RSD i    PRSD i

