nsnaLILaznsaauauldlavesItInsziusenarualuladnuaznananannand
faeumalla thermal decomposition amalgamation atomic absorption spectroscopy
§23300 ASFITIU* TINdan 15IUBUNS

UNANED

msfnwiiitngusrasditoimuuaznsaaouaililfve it meiusonimunaly
fretraiodniuaznananaindn’ laun ednd ndeddudnd thite 19 Swun thudlefu uay
wuasfi SuusEmudueimsle Tneldiadea direct mercury analyzer dsondeimnaila thermal
decomposition amalgamation atomic absorption spectroscopy NANITHMUIIT NUINENIE
fimnzaudsenoufionsvinliuiafigamgd 200 °C Wunan 60 Jundt nifufugumgiidu
650 °C aelu 120 Tuil wagvimsaanefegigamgdl 650 °C iunan 60 Jund UszavEam
yossosdledianuiliyindy 1 pe/L namsnsaaeuansldldvesitnuin nsminasgiuiinam
Dudunsalugrsamnududus 0-15 ne WAEYI9ANTUTUGS 30-500 ng Tnefianduszans
nsandulade 0.9924 wag 0.9901 MUAINU ANTAINNAYBINITATIARUAIAU 0.001 mg/ke
dmsusegrmnuiin wazAndninvean1snsadiausinainiu 0.002 me/kg dwisusegann
iin oniudunuazinuslafuiiansinfu 0.004 me/k Aududunsivesdnanisinegluyas
0.001-0.100 me/kg dmsuiiiednd wiedludns driie 1o uazuuafisuusemuduemsly
0.004-0.100 mg/kg drwsuiunlafy 0.002-0.100 me/ke (129611) Wag 0.300-1.500 me/ke
(¥29g9) dwiussun msUszduanugndeslasiinssiiandredefidlususesvin skimmed
milk powder ERM-BD150 nuinAadefiiinsesildliwnndnsainandnsdeegradioddynig
adffisyAuaud oty 95% HAN1TUTELIUAINYNABY AT B IWUUNITTIUG warnnSYen
Fuiumanfeutulumsfnuuuuiesdfiinsden Tngldfesiifuasunsguusendisziu
A 0.002, 0.010, 0.020 me/ke dnsusiedns T 19 wazwsasisusemuduomsld
0.002, 0.020, 0.040 mg/ke dmiutAIaaludnd 0.004, 0.010, 0.020 mg/ke dmSutuslafy
wag 0.004, 0.150, 0.300, 0.450 mg/kg #MFUTIUN NANSANYINUIN A1 %mean recovery Bg
Tutins 86.09-103.22 wauzdiAn HORRAT, uaz HORRAT, fidtfesndn 2 lunnszduanandudu ua
nsfnwasUldiisiengilfienuminzandmiunsieneiviinalsensanualudede
waznandnandnd lnglinansilesginiianugniesuazauiiieseglunusineeuiuldnasn
Frapnududuiiniunisasnasuauldld wazanunsathluldlunisnsiageuanudasnsoves
913 lAeg1iUsEaANS AN

MEAEY - NIRRT MInsaasumlEliveis Usenvisuun Direct mercury analyzer

wunzidewivnis : 69(2)-0304-018
nauATIIERUAMNINLLEERIuATNaNENIINGRT drinnsIadeuAmu I NAUAUAdR]
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Development and validation of an analytical method for total mercury in animal
tissue and animal products by thermal decomposition amalgamation atomic
absorption spectroscopy

Suwannee Srisuwan* Tipsuda Wanna-in

Abstract

This study aimed to develop and validate a method for the determination of total
mercury in animal tissue and animal products, including meat, offal, honey, eggs, bird’s
nests, raw cow’s milk, and edible insects, using a direct mercury analyzer based on thermal
decomposition amalgamation atomic absorption spectroscopy. The optimized analytical
conditions consisted of drying at 200 °C for 60 sec, followed by a temperature increase to
650 °C within 120 sec, and decomposition at 650 °C for 60 sec. The Instrument a sensitivity
was 1 pg/L. The calibration curve exhibited good linearity over the ranges of 0-15 ng
(low range) and 30-500 ng (high range), with coefficients of determination (r2) of 0.9924
and 0.9901, respectively. The limit of detection (LOD) was 0.001 mg/kg for all matrices.
The limit of quantitative determination (LOQ) was 0.002 mg/kg for all sample types, except for
bird's nests and raw cow's milk, for which the LOQ was 0.004 mg/kg. The working linear
ranges were 0.001-0.100 me/kg for meat, offal, honey, eggs, and insects; 0.004-0.100 mg/kg
for raw cow’s milk; and 0.002-0.100 mg/kg (low range) and 0.300-1.500 mg/kg (high range)
for bird’s nests. Trueness was evaluated using the certified reference material (CRM) ERM-
BD150 skimmed milk powder. The experimental mean value was not significantly different
from the certified value at the 95% confidence level. Method validation for trueness,
repeatability and intermediate precision was conducted simultaneously in a single-
laboratory study using fortified samples. Spiking levels were 0.002, 0.010, and 0.020 mg/kg
for meat, honey, eggs, and insects; 0.002, 0.020, and 0.040 mg/kg for offal; 0.004, 0.010,
and 0.020 me/kg for raw cow’s milk; and 0.004, 0.150, 0.300, and 0.450 mg/kg for bird’s
nests. Mean recoveries ranged from 86.09% to 103.22%, while HORRAT, and HORRAT;
values were less than 2 at all concentration levels. The results indicate that the proposed
method is suitable for the determination of total mercury in animal tissue and animal
products, providing acceptable trueness and precision throughout the validated

concentration ranges. The method can be effectively applied for food safety monitoring.

Keyword: Method development, Method validation, Total mercury, Direct mercury analyzer
Registered No.: 69(2)-0304-018
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unin

Uson (mercury) Lﬂummiawuﬁ’ﬂ%ﬁwﬁa ey ”ﬂwaimmﬁ Ao He wazdia
avmou 80 tnerhluludwndenannsanuusenld 3 dnwae fe 1) ﬂsamsawﬁ (elemental
30 metallic mercury) fidnuazlangdvasiuan iuveunarfiguvgivies lusdalily
thermometer naanlyl wazaindl 2) Usenedunid (inorganic mercury) wulaunnlu
danndoulnedningeglusuveansdunuisuaziumuunund uazlusvesdaievuluus
swdu yuddudatulsenedunidaniinmainuiardunnden ordniiiaudesgedte
msduifausenliun maviiviloans granvnssudidnnsedind mswussulavsiazansadly
Usen aushlusnadudausenrumsiiavifaannnsldayuazaiu 3) Usendunid (organic
mercury) inuinnludsndeuuazasldomis fe witawesans (methylmercury) S
a’liﬂiaw@uﬁﬂﬁﬁmmL“‘ﬂuﬁwqa (World health organization [WHO], 2021; United States
Environmental Protection Agency [U.S.EPA.], 2024) Usemdunafivdsiuunliuiiazasay
Tuvhaldo1ms Taslamizemns fresh food Luuvasiuvdnveanislésulsonvosnyud
u d i Tnsenaananuvanitfiegagaamngsy dalusmsdssanauduadend iy
ol oln Saudfviiuunliuvesmsuuileuamsusoniidnni usddseunsansranuliuna
Uiawa&iﬂgﬁﬁuaﬂﬁuLméaﬁu’nLav‘i‘%ﬂ’ﬁLgaa msmsaeumsudeulsendadudsiduiie

ﬂmﬂummwmmm‘uﬂm (Nava et al., 2023)

Useniinnuluiivgs mamaqmmwﬁ”’qLLUULaauwﬁuLLastuéa%’a mnmelagn
Tousemdnlulusnsnie viliAnenisle veumiles wiuwiien nundu 4 seunds ns
ndshaeiiuiu Vinvies vioude Auldfusalave nadsuusaindedevsndniay Uanftsue
warn1sNewuRaUNf nIenslasuaIsuTendunid wu methyl mercury Wuaiunu ag
lfiAnonsmeszuuUssamiess wu nduen W foniseaudatsiievanein
goumAn aNIIINTMUNAanas NMIHAneARRnUNA nsldBudonas tannus uazviass
quiufusunn vuead wasdundin §seinismvanidizendn Isaflutuiny (Minamata
disease) (WHO, 2021; U.S.EPA., 2024)

idesanusemBulangifianudufivgs mmgumwmmmiﬁua&gﬁ’wﬁmLLag
UsunawesUseniiduda duiud el msimuninasiainisandnasevuileursssoniiily
WasIYBIEsUTENBUUTEN (total mercury) Tusmnsliiitenuuasndounifuslag 1y
annnglsulammunduuiunanisnnAnsgegn (maximum residue level, MRL) 1o9U5em
Iuﬁuﬁﬁﬂﬂﬁm’j‘ﬂﬁzmwmﬂ 5 114 Commission Regulation (EU) No 2018/73 of 16 January
2018 11U Usstanudndugaindni-dndun (products of animal origin-terrestrial animals)
laud ans daiUn ung wne la-nsede 91 1diAn 0.01 merkg Tundnnile 0.02 me/ks lu
wn3edludniiuilnald Ussiandniuniiliifinszandunds (terestrial invertebrate animals)
B LAY MU USTANUIA SwasNAn e annsiE Beile (honey and other apiculture
products) Usztnnuuainla nsele ung why 31 wagUssianlyannln Wa viau unnsenn ld
LU 0.01 mg/kg (European Commission, 2018) #151505§UTY yy1guiulanivunn uduy
Summﬂmmiﬂumauaqam (maximum contaminant limit, ML) yasUsonT mualue1mis
UszLan health foods 11 GB 16740-2014 National Food Safety Standards Health Food



11A 1 0.3 mg/ke (Ministry of Health of the People’s Republic of Chaina, 2014) @1%35U
Usenelnen U sen1ANTENINaIssay atiufl 414 1509 mmgmmmiﬁﬁmiﬂmﬁau
w.el. 2563 d1v§UeIMIs uUBNINUAn 81MTMEa HAReilaTue1Ms wazindeuilaa
svuslifivsinasendudeuldliiu 0.02 me/ke (U5ENIANTENTIESITUEY, 2563)

Usenelnedinnsdsoonduduadand iy dnitn ldld dids ldssemelungy
annglsy uazavinmglsuiinisimuslidestinaiihse fsansandduduiuadn Tasis7
lins1giaaunIsnsivaeuaulilavedds wasvesluinisdeddasunissuses
ISO/IEC 17025 nsuuadnidedisnnaviilunsiiiu quauasfusesnisdseonauduadng
vosUszina SarnuaununisiiseTasandslududuadn fUusesd venandddnng
dsoonFaunlulszimadu Faduduiidyadgs Fedududedldiumsnneiusesnunmieu
dsoon Tawiedadiauduadnidu 9 ldun Sawin dsderfueimslu (novel food) fiaanm
vhavlawasiduduiifiuuliilunsiiulniigunn @dnunsgududinensuazems
WA [WNe%.], 2562) waznsznsinnvasiazannsaliiuleuivatvayuliussmalnedu
Augna1aNdnuLas “duuuaddan” Sumsungnamnssy novel food Jvdaidusdenuuasd
wianzand gauit el unuaaaswgiadalmiii eadeneldun Usseinanazinuninsveding
(n3uUAdnS, 2560) druuuduiy mardminsdvvesnelddniuuusgunislussme
siovun Tneldlugraminssuuamdosiuuazunlsadou (Aaugvinunumugnsmansinmila
UNLATHARAUTIULY, 2568) F9AUAIRINAT sududeatinsiiseYannsuuidouvesUsen
el dulumungmneiiiendes fmnuvasnseseruslng

wowfuRninguaraasuaunmilodniuasnananainda’ diinnsvasy
AunmauAUAdn (ana) Feiinihilumsnsaaeununndufuadng Ssfeaihnisiam
wazmsaaeunwldldvesisiinssimusinasensamunlududuadad Selddnunis
AnseiUsonianuauazaraaeuiinallaiivzautuinusian MRL/ML Tududunded
NUIHWATIAFI % 1 UV spectrophotometry, atomic absorption spectrometry (AAS),
atomic fluorescence spectrometry (AFS), inductively coupled plasma optical emission
spectrometry (ICP-OES) uazimala inductively coupled plasma mass spectrometry (ICP-MS)
Budu mtinsesidismadamant degrdosvinliegludnuuzaisazasla 1ae3s dry
ashing 1139 wet digestion S‘i"j!ﬂsi’fqmmﬁqqLLaznmmmﬁaﬁﬁw%ﬂaami@w% nouily
Ainsgei delimmnzdmiumsiinsegsivsenlusedue iesannusenansaszimeldd
onumgiigs uardafedldansaraensaituiulunszuiumanisusegradunsifinaldane
Tumsiiesest dwsumada ICP-MS whnasdumedlafifussansnings amsading1zsim
Tavizniinlaluy3unasiisedu parts per trillion (ppt) nanewianfoniu uaglinadinsevind
ANUQNADY uilugge uinisly ICP-MS lunisienegvimuSinasenludiegeiidednin
{99901 memory effect q¢ T uAnd uludrussuvindrarsazaisdaog e (sample
introduction) spray chamber uaz nebulizer Fsdsnalinisasansnunasgiuliidudunss
wazvildAmthanas fesldnanlunisdrsssuuiiviuiuiiieanuderadn memory effect
(Yufeng et al., 2005)



yananigdinmsiaseiuinaseniiaas (organic Wag inorganic mercury)
Taeldias 09 direct mercury analyzer (DMA) Fadumaida thermal decomposition
amalgamation atomic absorption spectroscopy (TDA-AAS) ABNITAANFAIDE19AI8AL
SourleliAnidulevesusen waznsainmemaia AAS Tnodieesazgavinlsfuss (drying)
a1 elEUsIEINIAYeseandiau (decomposition) Wiedasaatasineg s asiilaainnis
wianuaazgnaslusa catalyst Seviutiidndvaisusznoudunis i sandueilaiau
lulnsiau daimeseanled Tuvissamdusenlioglusy He® andulevesusengnimlae
0an31ulUss amalgamator silausmizaeansusen wazantusddianudeusis
samE8nediludues amalgamator LWaﬂa@ﬂaaalaﬂsamlﬂma’aumimmimmﬂauuaw
253.7 nm (U.S.EPA., 2007) mumauuammaﬂm 1 8 fumadeniia edimusume
fuusen ansadinseildnaiogrmendazveaan iummumawmimsaumamq
AouAlAT1zY wazdlAn detection limit 71d (Ferreira et al., 2015; Kim et al., 2020) 5209
Juasalesunseensy wazaenndewmnuisiasen U.S.EPA. 7473

Detector

Interference filter

< Short measuring Oxygen
cuvette flow

Delay Sample boat Eeeulaton
vessel Amalgamator

Dosing
Long ,. ; «
measuring . A 4 +_'— equipment

cuvette

Cuvette heating block

Catalyst
furnace

furnace

Shutter

Catalyst furnace

gﬂ‘ﬁ 1 Diagram of the mercury analysis system (fiatUasain U.S.EPA., 2007)

TudagdunisiessnuSunausennauniematin TDA-AAS 1ngldaTas DMA
TasuANNANURNTNUNTEATIZI NI UA 18871997190 DIVNTANT LATFIDENATURLINE DY
TR8TS1E9UANYINITILATIZ AL MTIVEDUANULY LA VD93 S VN US LU TNV IMUA L UA2DE 1

P = P P v P
21MINWLATDY DMA mmmaaaqﬂma;ﬂal@mmmw 1



3N 1 Teyamslieswivevayaeurmilltlivedisuiinasevy vamlennsa e el DMA

Reference Sample types  Weight Condition Method DMA Model
(mg) performance
Wi way 2IMNINELA 100 drying 200 °C, 120 sec LOD 0.001 mg/ke Milestones
T5uns, (2558) heat & purge 650 °C, 240 sec LOQ 0.01 mg/kg U DMA-80
WR 0.01-1.0 me/kg wide range
UNNT Uy 4140 200 dry 180 °C NA NIC
unn, (2561) decomposition 850 °C i;'u MA-3000
Nawrocka ﬂé’mlﬁa 1} NA NA LOQ 1 pegrke Milestone
etal. (20200  divvedln la 3U DMA-80
ans gnsUuas uag Leco
dninsznanin U AMA-254
Alvarezetal. 9 NA amalgamator 650 °C NA Milestone
(2023) 35U DMA-80
Nava et al. Lﬁaﬁmiwigﬂ 100 decomposition 650 °C, LOD 1 pg/ke Milestones
(2023) waze il 4-5 min LOQ 3 pg/kg 5 DMA-80
NamINUan
Neto et al. Lﬁaﬂm 100 decomposition 650 °C, detection limit Milestone
(2024) 180 sec 0.01 ng §'u DMA-80
Slvaetal. i 100 drying 250 °C, 1 min LOD 0.01 ng/g Milestone
(2025) decomposition 650 °C, LOQ 0.03 ng/g iq'u DMA-80
1 min Tricell

MneLs: NA = Not available, WR = Working range

91nA15197 11035 09 DMA 71 19 d2ulngiiud e Milestone 51 DMA-8B0 uay

WeslfuRn1sngunsIvdeunmn miladndy 1iA309 DMA Bvieiiednu 31 DMA-80 evo Asla

Anwdenuzihnisldgamgduaziiailunis drying uay decomposition Tufieg1981115310

Ailemsl¥nuueaiedos DMA B5e Milestone 1 DMA-80 (Milestone, n.d.) uazu DMA-80 evo
(Milestone, n.d.) asnsaagulafsmsned 2

M35199 2 msldgamniuagiatluns drying Uag decomposition 1389 DMA 8118 Milestone

Sample Weight (mg)  Drying Temp/Time Decomposition Decomposition DMA Model
types Ramp Hold
y 100 60 sec at 300 °C 60 sec to 850 °C 150 sec at 850 °C DMA-80
b 100 60 sec at 200 °C 120 sec to 650 °C 60 sec at 650 °C DMA-80 evo
v ¥ 80-100 60 sec at 300 °C 60 sec to 850 °C 150 sec at 850 °C DMA-80
B 100 60 sec at 200 °C 120 sec to 650 °C 60 sec at 650 °C DMA-80 evo
10-270 70 sec at 160 °C 60 sec to 850 °C, 150 sec at 850 °C DMA-80
U 270 60 sec at 200 °C 120 sec to 650 °C 60 sec at 650 °C DMA-80 evo
ﬂé”]@JLﬁaLLas 200-250 60 sec at 300 °C 60 sec to 850 °C 180 sec at 850 °C DMA-80
fula 250 60 sec at 200 °C 120 sec to 650 °C 60 sec at 650 °C DMA-80 evo
2 120-180 120 sec at 300 °C 60 sec to 850 °C 150 sec at 850 °C DMA-80
oan 180 120 sec at 200 °C 120 sec to 650 °C 60 sec at 650 °C DMA-80 evo
14 20-50 60 sec at 300 °C 60 sec to 850 °C 150 sec at 850 °C DMA-80
Y 50 60 sec at 200 °C 120 sec to 650 °C 60 sec at 650 °C DMA-80 evo




ndoyalunised 1 wag 2 wudnfanuunndiesan1gd lddmiunis
Tianeiluudazeidadaegie Insysgumniuazinandviu drying A 180-300 °C u1u
60-120 Funil ¥2990umfid1m$u decomposition 71 650-850 °C UIU 60-300 3t dm3y
fegrauuasiisuUsmuuemsld uardun §lifitoyansinnesiviina senvinun
fewmaiin TDA-AAS dadfu anzgiTeTaasituunisinseiuimadsendanuademaia
TOA-AAS luiegailodniuasnandnaindnd 1dun Wedn wdedludnd ihils 19 Seun
usilafiv uazuuasfulsemudueimsly 1ieeEes Miestone $u DMA-80 evo Tnewn
annefivnzaudmsunslinsginvieiieguannefiodiu Wemmazmnuaziiese
mslaTesifiesne Weldisimnzadsmsiaaeuanuldlivesismuuuimaues Eurachem
Guide (Cantwell, 2025) lnevinNSATIVABUAMAN WULIANIEYBNT (performance characteristics)
Taun Audunusi@adu (inearity) Fadniauesn1snsIan (imit of detection, LOD) Iag1iin
Y9an15InUTIaL (limit of quantitation, LOQ) ALY (accuracy) FeUusznaude ANANYN
#99 (trueness) WazAAITIES (precision) Fspsoumguat MRL Tududuadninaiianninglsy
fsiun dwsusednefuntu Lifnhenuladidmuessnasgumsiudewvessen 344
AfassussuszrruiuimualududiUssian health food WuAndimanedimiunis
nyrvaounaililivesds esanmaFuieuuslansunduemsiaduiigsame Taefimw
Feisaundasnanmaen uazsaildeyanisfnvimdnemansfatuayuinfuneald
Uselominianisunmg samdenisusulgensiauresssuun Adudy msiunia uagnns
A uad 9L swssweansEgn (Chua and Zukefli, 2016) vl ol9tiiulain383imsgsiiinana
wangavdmiuldnmainneisednduresufofing dnsuithsefasenduideuludud
Uadnifidseanuazuilnanigludssna musislddeyananismsaaouauldldvesis
Usznounsved ufuseannsgiuiesufURnmaaeu ISO/EC 17025 iteainemanindedie
TunglinamseiuasUsemneen

gUnIaluadsnIg
1. gunsaluazilesile
1.1 1A389 direct mercury analyzer fva Milestone ':;'u DMA-80 evo
1.2 e Bldnmseiind aruasBen 0.0001 niu
1.3 Micropipette 911 1-10 pL, 10-100 pL, 100 -1000 pL ez 500-5000 pL
1.4 Sample boat win quartz Usums 1.5 mL
2. @Al E15NINTFIU Lazdand1edeTuTes
2.1 @15.Adl
2.1.1 Nitric acid (HNO3), conc. 69% (w/v): supra grade (for trace analysis) §vie ROTH
2.1.2 Hydrochloric acid (HCU), conc. 34-37% (w/v): trace metal grade 8o

Fisher Scientific

2.1.3 UduFgvidaa (high purity water) Ffienausuuldtesndn 182 Q.cm'?

Y

2.1.4 ufigeanBlauaiuuIans = 99.95% nieurnuuusanu (regulator)



2.1.5 @1sazany 1% (v/v) HCl
TuUm conc. HCL USu195 10 mL Taluviaiausuimsvuin 1,000 mL A3

thu3avsgeogussann 500 mL USuuTinasdetuiandadidedn wduvelidntu
2.2 @319
221 @sazanesnnsg TP 1,000 pg/mL Tu 29 HNO; 8% Accu Standard
222 @5ava1einnsg i intermediate standard solution AVMKINTY 5 pg/mL
W3gulaeUUna15aga18uInsgIuYsenAiuty 1,000 ug/mL Usung
0.5 mL laluriatauiinasuuia 100 mL iia HNOs USines 2 mL udusuuiinnsdae
U3qvisgs Wiasu 100 mL wedaudndgldviananainuunn 125 mL
2.2.3 @13avanguInigIu working standard solution PIMILTNUU 0.1-5,000 pg/L
WiIsEAANTAEANENINIFIU working standard solution AaNUL 0.1-5,000 pg/L
TnetliunansazaneunnsgiudsenlaviniauiuasuasUfuuiinnsie 1% HCl Seaeiudunm
He TuU3u19s 100 pL dwsumsinszsidiesnios DMA fin1519d 3

A151991 3 NILATEUAITALANLUINTFIY working standard solution

ansazany Guwshi Usudsinnsiae Working Usunal Hg (ng) Tu Working
1195514 Hg Ui (L) 1% HCl(mL)  Conc. (ug/L) Std. Usuas 100 pL
20 10 0.1 0.01
Working 50 pg/L 60 10 0.3 0.03
100 10 0.5 0.05
10 50 1 0.1
20 50 2 0.2
10 10 5 0.5
20 10 10 1.0
40 10 20 2.0
100 10 50 5.0
Intermediate 200 10 100 10.0
5 pg/mL 300 10 150 15.0
600 10 300 300
1200 10 600 60.0
1500 10 750 75.0
2000 10 1000 100.0
3000 10 1500 150.0
5000 10 2500 250.0
Stock 1,000 pg/mL 250 50 5000 500.0




3. fegniildwauiuaasiaseuanuldidvesds

3. 1shethailedniuasnananaindn’ Wun Weldlusunuvesiedns suliidusunu
voudodludet thils 19 iun duulafv werSedndufunuenguuuasisuuseniudy
p115ke Tduda0819 sample blank (SB) fasgaumasyila dn1siwiey A1siiusnen
B fidedmsuiinssidensai ¢

A15199 4 N1STen NSAUSNYT waztnindlegntidnsuInTIzi

119819 N9LATBY nMsiusnw ot (me)
el duli 19 3avdn  ueliferududefionty  gumgiigelaiiu -16 °C 100 + 1
Faun auleuduidofiontu  gamgfives 100 + 1
thils auliarududedoniy  gamgiives 100 + 1
thuslafv aulilenududoifionty  gaungli 0 - 4 oC 50 + 1

3.2 5&@57&5&%39\1 (certified reference material, CRM)
Skimmed milk powder ERM-BD150 fa1uUsenlugag 0.060 + 0.007 me/kg
4. MINTIERUUTEENSNINAZEY DMA
4.1nm3ernA3es DMA-80 evo (Milestone, 2024)

wavelength: 253.65 nm
oxygen gas: pressure 4 bar (~60 psi), flow rate 6-8 /hr
thermal process :
start temp 10 sec to 200 °C
drying temp/time 60 sec at 200 °C
decomposition ramp 120 sec to 650°C
decomposition hold 60 sec at 650 °C
catalyst temp: 565 °C
purge time: 60 sec

amalgamator heating temp: 850 °C
amalgamator heating time: 12 sec
signal recording time: 30 sec

cuvette temp: 125 °C

42 mandaenmduduilinsmsnesgududiunss (inear range of calibration curve)
4.2.1 Tinansaga18u1nsg1u working standard solution 3198 2.2.3 A4
Nty 1-5,000 pg/L aaduduag 100 pL ldaslu sample boat kadindIN1sgANGULAILA
AEAULTNTY
4.22 a$ensmidaslusunsumuaunisvinauvesaies DMA Tagliunu x Liu
USunauusen (ng) wazunu y 1uAIn1sAnnauIas (absorbance, Abs)



4.23 pydeuanudutusiiuduaindrdudszansnisdadula (correlation of

determination, r?) tnauigausUYe9AT 1’ > 0.99 (U.S. Food and Drug Administration, 2023)
4.3 msmaanul (sensitivity)

Answimeanul dWensnasuinedesdiefinnumdeunazsmnzand miunisly
nuezilsenluiieds Inelaaisazaieuinsgiu working standard solution A1
Fudu 0.1, 0.3, 0.5 way 1 pe/L Mwealdainde 2.2.3 Usums 100 uL 1d sample boat U
Far1 Abs §1uaw 10 §1 A1WIBs mean waz standard deviation (SD) weeA1 Abs 915041
21nA" Abs vesansazanesnsgUisTiumsdLiilafiAngand 0.003 Abs (Milestone, 2024)
5. MINAIUITS

A15MENIZYDAT 8 DMA Tmsnzaudmnsunsiaseidsenludogsludunen
thermal process Llag @ nw1a 1 RRINE)) TWazL1a1v99n15 drying hae decomposition
$IuaU 433 Fawn5199 5 wazSeulfiaunanisnudienisiasziiegns spiked (SPK)
Ingiiuansazarsannsgiulsenadlu SB A seduaudaudu MRUML veudazyinfiegi
fegsay 7 91 WeuAunsmINesgIL mude 4.2 AMUIMAI % mean recovery (%MR) e
nsgauTuAetagluye 60-115 dnsuYANUTUTY 0.001 me/kg B9 < 0.100 mg/kg Way
80-110 @1MTUL19AIINLTUTU 0.100 mg/kg D9 < 10 mgrke mummsﬁﬁ'izqiu Codex
Alimentarius Commission Procedural Manual, Codex (FAO and WHO, 2025)

A19719% 5 qmmﬁuama’ﬂ,umi drying Wag decomposition

Method Drying Temp/Time Decomposition Ramp Decomposition Hold
1 60 sec at 200 °C 120 sec to 650 °C 60 sec at 650 °C
2 60 sec at 200 °C 120 sec to 650 °C 90 sec at 650 °C
3 120 sec at 200 °C 120 sec to 650 °C 60 sec at 650 °C
a4 60 sec at 200 °C 120 sec to 700 °C 60 sec at 700 °C
%Recovery = [CF/ACA+CU)] x 100 (AOAC, 2023)

198 CF (conc. found) A® AMUILTUYBIE1TNIATIZA LA LUFBE19RTNTSLRY
CU (conc. unspiked) A9 ANUUNTUTDE15NIATIERIA busog 197l laLRY
CA (conc. added)  #® AU TUVBIANSNRNaTl

6. N1snsradaunUlTlAvees
6.1n15%1A1 limit of detection (LOD) Wag limit of quantitation (LOQ)
6.1.1 3A5189 SB fregailaln duln Wile 1o dun Sun wazdawmsavinay 10 90
o | YY) P a ¢ Y o | |
AUIMAIANILTUTULRAY kaY Sy VBINAATIZN LAIFUIIMIAT LOD wazdseunnue LOQ
INARNS
Y

LOD = 35S, way LOQ = 10S, (Eurachem Guide, 2025)

We S WaY S, = standard deviation (SD) 21nN153LASIENEN

50—\/—
n

n = IUIUTIUNTIATILIAIDES routine (n = 1)



6.1.2 n1sBuduAT LOQ

1 5B wilnseteaz 12 91 dvusliidu SB wdinay 2 91 drufivdeily
Wil SPK Tneiivansazarsunsgiuusenidiiuadlulviianudutumindu LOQ vie
TndLAeAn LOQ 91098 6.1.1 AIUINIA 14048 & was SD U89A211LTUT U, %MR,
%repeatability (%RSD,), predicted relative standard deviation (PRSD,) wagm 1 HORRAT
UszLliuA1augnaes (trueness) 31 %MR Iagfiansaunnuinmel Codex (FAO and WHO,
2025) wazdsziiumnundisuunugily (repeatability) Tnsinasinnsen3u HORRAT, < 2
(European Commission, 2024)

SD x 100
%RSD, = ——
r Mean of CF
%PRSD, = 0.66 x 2C %10

e C A concentration ratio

RSD,
HORRAT, = ——
PRSD,

6.2 nmsnageuaIdudunsIvesiesn1sin (working range)
Anwranududunssvesra9n15in IneTias1ei SPK 7 sgauminuidudy 1%
ATaUARLUSIIAYDY MRUML mnsiduduay 3 41 afrenslauduiussenindrnang
Autuiitale wau y) fu aeudaduluiiegne W x) wan 2 lnefmunnaeisensuresen
r* > 0.99 (U.S. Food and Drug Administration, 2023)
6.3 NMINARBUANULLIY (accuracy) UT¥NaunIeAINgNAes (trueness) TEPLPRNITISE
(precision)
6.3.1 TLAT1EWA210813 CRM ¥1a skimmed milk powder ERM-BD150 91171
10 1 Lﬁammﬂ%mmmawiawﬁmmLﬁ&JUﬁ’UﬂﬁﬂWmm;@m UsziiiuA1ALgNABIAIENTS
n319d0UALOULDEY (bias) lauadiA t-test AIBNITATUIUNIAT ey LWUIBUNBUAUAT toi 90
ANTINISLINLAN t Tisziumudiotu 95% wax degree of freedom (df) 17y n-1

. Gep)
cal™ SD/\/;

e X Ao AedvueiNanIsnagau CRM

Tne

b A9 true value %30 certified value
SD A A1ddsRUULINTTIN
o y
n Ao 991U, n=10
6.3.2 AATIWNAIBEN SPK UaUTEEIUAIANYNABIAIN %MR havUTeiiuaiy
WigamuumuEile (repeatability) hazuwuuvingila (intermediate precision) A28
WUU simultaneously in single study fUunow Al



6.3.2.1 A318% SPK ag19wen 3 SERUANITNTU ATEUARNAT MRL/ML sy
FEHUANUTNTWIATIY 8 NaX (p) lngdniAsIent 4 Au Taszviauag 2 91 (n) wasdasien
2 Ju »14 nested design faguil 2

Group 1 Group 2 Group p
X X .. X X .. X
11 in 21 2n p1 pn

g‘ﬂﬁ 2 Nested design (‘1'71'm: Eurachem Guide, 2025), Tuﬁﬁp =8, n=2, N=16

6.3.2.2 ANUIUAT mean square between groups (MSy) kA mean square
within group (MS,) 211 One-way ANOVA Taal14 data analysis 910 MS Excel 71 5¢A U
HodAgy 0.05 A7 6

a9l 6 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 SSe p-1 MSp, = SSp/(p-1) MSp/MS.,
Within group SSw N-p  MSy = SSW/(N-p)
(residuals)
Total SStot = SSp+SSw N-1

repeatability standard deviation (S,)
S,=AIMS,, (aunsit 1)

Total variation from the grouping factor (Spetween)

Sbe‘tween = (@un1sN 2)

Intermediate precision (S))

Si=f SP+S, e (etunnil 3)

6.3.2.3 WiuMeuA1AULUIUTINTENINNGY (HRTnTAs1en finedu) Aud

ANUWUTUTIUNETUNGY MR F UaE Fo

6.3.2.4 ATUIUAT repeatab|L|ty standard deviation (§)) uag mtermedlate
precision standard deviation (S) muaumﬁm 1-3 ﬁnﬂuummmm %RSD, way %RSD; Lwa
FTUIANUTIEINNTAILINMAT HORRAT

S, x 100
%RSD, [

Mean of CF
5, x 100

%RSD; —
Mean of CF

10



%PRSD; = 0.66 x 2C%
\Wia C A® concentration ratio
RSD,

HORRAT, = ——
PRSD,

6.3.2.5 AIUIUAT %MR Uszidiumanas Codex (FAO and WHO, 2025)
7. nMshilusunsunagauaduguigy (proficiency testing)
atlpsdnTmAInIIINAdauALTILIYUI IMUToNTURI08 1991 TUTEINT 2568 AU
NUIBU FAPAS Usemadange 9119u 3 518013 A Aae9 offal (liver), milk powder waz

insect protein (meal)
NAKAEITA

1. N9n3298auUsEANSNIMNLA3BY Direct Mercury Analyzer
1.1 naneaeurnaduduilvingminnsgiududusss (inear range of calibration curve)

91NM5IAAT Abs YesanTaraEInIgINUTeNTiALLTuTY 1-5,000 pg/L Feieded
DMA #U314A589 DMA gruAInIanaunasvesuseviliu 2 939 Ao 0-15 ng %ise 0-150 pg/L
Tuthaaududusi (low range) waz 30-500 ng w3e 300-5,000 pg/L Tugremnudutuas
(high range) fann319ft 7 LLazLﬁaa%’wmﬁ‘v\Imm'igmmmé’mﬁuﬁ‘iwdwﬁmmﬂ5@1/117?@%@
(ng) fiuAN1IRANGULET (Abs) i 2 drefienandudunss I 2 wihiu 0.9924 uag 0.9901
muadU Fasuil 3(a) way 3(b) Taed ¥ elluinausineaniu fo > 0.990 (U.S. Food and Drug
Administration, 2023)

] & D) . . .
AN 7 NannaEpuANIUUEUATITDINTINLINTE U (linear range of calibration curve)

Conc. (ug/L) Hg mass (ng) Tu 100 pL Cell Abs
0 0.0 1 0.0010
1 0.1 1 0.0063
2 0.2 1 0.0119
5 0.5 1 0.0283
10 1.0 1 0.0535
20 2.0 1 0.1077
50 5.0 1 0.2552
100 10.0 1 0.4693
150 15.0 1 0.6217

300 30.0 2 0.0238
600 60.0 2 0.0476
750 75.0 2 0.0581
1000 100.0 2 0.0814
1500 150.0 2 0.1257
2500 250.0 2 0.1955
5000 500.0 2 0.3339
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0.70
. b
0.60 ~® (@) 0.40 (b)
@ 0.35
2 050 > s
RS @ 5 030
Y 0.0 NS
£ -y = 0.0427x + 0.0126 g 02 .
8 030 £ 020 [ X%
5 e R? = 0.9924 8.
8 020 g~ e y = 0.0007x + 0.0137
< 2 0.10 .,--'
.10 o Rz = 0.9901
X 0.05 ..'
0.00 ’ 0.00
0.0 5.0 10.0 15.0 20.0 00 1000 2000 3000 400.0 5000  600.0
Hg (ng) Hg (ng)

gﬂﬁ 3 nyanuiludunseesraeUiuiausen (a) 0-15 ng (low range, Cell 1),
(b) 30-500 ng (high range, Cell 2)

Tun1siiA3os DMA sruA1nnsgandusasresUsemdu 2 921 iasainia3asile
Usgznaume Cell Tan1sganauuas 2 @1 Aa Cell 1 w38 long pathlength absorbance cell
uay Cell 2 w30 short pathlength absorbance cell TnglovaausonlutInaimniuazgn
fan1spandukasHiuiiy 2 Cell 910 Cell 11U Cell 2 #romulafiunnsinaiu (US. EPA,
2007) %3 Cell 1 il pathlength #ie1inin viluseveglu Cell lfuudsannsansianuusen
I¥agiden vl detection limit #nd1 FamngdmiunmaiauTuudsonluras di
Cell 2 i1 pathlength fidun3n detection limit 3989 Junuzdmiuasiainusunalsen
Tugaege ﬁm%’umiﬁ’]mmwamﬁLm’l“ﬁﬂiaﬂuﬁ’saé’m 1A384 DMA 9zAtuaudalusifann
ammmwmulmm Cell mmiﬂﬂﬂauuawm Abs mamlmﬂu 0.85 Abs (Milestone,
2024) Feulunsdifinisieseisedidlunuses wdmuidaruaududuresusend
Uszana > 15 89 < 30 ng aaglurrsveansuinsgrudilifanududunseieidosty
s¥mina Cell 1 uay Cell 2 FoafinsnsavasududuanlasnsiiuvieanyTunamogiloy
Tuthsfinsmifaududunsaves Cell 1 930 Cell 2 nioufuiinszsisogsmuauAnA ™
AuAlUeae

mmawﬂmmgmﬁlé’mugﬂﬁ 3(a) wag 3(b) AAIUWITAULAZATBUARUAN
MRL/ML vasduduadnd arunsarivuadu primary calibration 3elddndudaaiinis
fawaradrsnsmunsgiulninnassiiinisinsedinegis uiagdomsaaaey primary
calibration rounisldsuynass (daily calibration) iitelvidulaiinsmunnsgudsadd
guld fhenisinansazarsannsgiutsen 1 anududu fegludismnududuves primary
calibration Afieulsannnsmnasgiudeseeluinast £10 % vesrarmidudugse dmai
IfiAunnidvun desinmsianarairensmansslml viensdAdnsudsuuiag
wsfimesvenadesiongneivedfny wu wWasy catalyst w3e amalgamator 1udu
LA INUIHANIATIVED AU NT VR Tazasunse Ll ey Tunaet deslinasasng
primary calibration Tnsiwury (US. EPA, 2007) @195uia3 09 DMA 8150 Milestone U
DMA-80 evo fimiuslinageuansasa1suInsg uusenauduty 100 pg/L (10 ng) 31uu 5
%1 uaz f %RSD Fostiosndt 1.5% (Milestone, 2024)
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1.2 wanismaiaula (sensitivity)
91NN1SNAFRUTAAT Abs VBIENTATANBNINTFIUUTBNAMLTNTY 0.1-1 pe/L AL
Wutuaz 10 91 WienA1ANUvewATae DMA f9n15197 8

M131991 8 AINNIPANAULAIYDIENTAYALUINTTINUTEN

Conc. (ug/L)

Mercu
Y 0.1 0.3 0.5 1
Mean (Abs) 0.0009 0.0019 0.0030 0.0047
SD (Abs) 0.0001 0.0002 0.0004 0.0002

1NM5197 8 nurAmududuigavesUsendiiaies DMA annsaindigandu
watlagandn 0.003 Abs Ag 1 pg/L (0.1 ng) fleaaewiniy 0.0047 Abs fafueiuanis
nadouAiANlIvedAIas DMA-80 evo FR8n1silATIzRansaza18uInsgIulsenisedu
anadutu 1 pe/L founsinsgiidedne manuindlednseiasarareinsgiulson
Usendiszruanududu 1 ug/L udadn Abs #1031 0.003 Abs liinsiaidasnsinislnaves
uAaoondiaunaruiusasnsivavesufalsiegluinasi (6-8 Uhr) 1Wasy amalgamator Insi
dlemunirsvesiiadaaaniiedy W30A110g0IN Al ANy liauNInT (asymmetry)
AUEIBLAZA UV IUYINAY 1UU ATUYINET0ERANANI19AIIAIUNIN 138NI1 peak tailing
Hudu vizewdou catalyst lual dofieaiduavanly catalyst g4 vi50 catalyst deanin lng
dunalgainlewia (glass wool) Tu catalyst @evnaauviliianniely catalyst $1lwaoonun
(Butala et al., 2006)
2. MINAUITD

21 mymanmzveaaiasivanzay (gumgll uaziian) dmunsiiesgidiesng

Fumeu drying Wumslianudeundsmedafiossmetinosn wazylismetaui
drudumeu decomposition unisliaufewiowdeg1dliidudn lddsenuay
ansUsznevduszmenatadule iu%’jumauﬁjﬂﬁamaﬂuamuz Hg" LaZNANITUIAN1IZVDY
wdosiivanzas (@aumgdl uaznan) T8 Tiieszifiegns SPK fisssuaudidiu MRLML Tu
Sumeu drying uay decomposition 91w 4 38 1aA1 %MR Wisuifsulnayid LLamé’agUﬁ 4

ethod 4

I
<
0
95
[e]
99
-

M

\O

< o
—

110 = b

Q
o
S \©
-~

d3

A 0
g9
— N

I 100.7
94.1

83.1
86.4

[e)
[e)}

weld  duld e 1 Soun  dhualafu Aenia
5UN 4 nslUTeuiisu %MR 989 method 1-4
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Nanadau SPK faegnie 7 il 209387 1-4 anseadradunsiidieuiiou
%MR 93Ul 4 uaznnASlsien %MR egluinmust Codex (FAO and WHO, 2025) Tneiian %MR
Faust 83.1-106.1 wagnuin3sd 1 e %MR TndiAes 100 wnniian Tusegaileld 19 faun
husilafiu wardenin uazdsi 2 1 %MR TndiAes 100 snfigalusogafuld wastils
0g9lsfinuisi 1 way 2 A1 %MR vessheghadleld duld wavly AlndiAesiumin fe
99.4 fu 101.1 Tuilold 102.9 fu 101.9 TusulA waz 100.7 #u 101.1 Wls uansinms drying
i 200 °C UM 60 3UT Wag decomposition gaMAT 650 °C UL 60 JuNT LilWaLAL
wnzantuTdaege deld suld dhide 1 Soun dhudleiv ward e dasumsiliie
laﬂsaml,azﬂdaada'au catalyst laiauysal @113 3 uaw 4 1A %MR vesiaegsinulaRy
FnI3E7 1 waz 2 awummmuaammﬂimﬁw 3 Mslaanlung drying LUu 120 am‘m
p1aunuAuly wmmai‘wumiam‘mamaqﬂiawlﬂmqmuimumuu du3ed 4 Fufinsiia
gaumgiiluns decomposition 1 700 °C mslviaudeugiegnasiniilusiodisiidnuas
Wuveanaragyiliiin exothermic reaction wagseg1ainnisinensd195ansdmwalsi
sensitivity anas ﬁqﬁ?umﬂﬁmﬂ%’qmmmumi decomposition ﬁqqsﬁu msangungiuag
danarludunaunis drying Iimnsauneaunis decomposition av¥28an exothermic
reaction (Milestone, 2024)

flaSeudiaun %MR v89357 1 Auan1ienis drying waz decomposition v8s

ya o

{idedu  AldduAudoyaluimodsvdaderdunielndifssiu wul1 %MR ¥99357 1
TndiAes 100 11AN31 WU Faeg1ainis 18d1 %MR 102.1 Tusasfianiiznismageulng
Silva et al. (2025) FaAms drying 250 °C WU 1 W19 decomposition 650 °C uu 1 w1 T
A1 %MR 103.3-110.4 uaziognailelladn %MR 99.4 uinmsiasizsisevilushedailedn?
uUsgUKazevnsHARIINYaN#iviinng decomposition 650 °C uw d-5 Wi Tne Nava et al
(2023) 18 %MR 98.59 wonanflalUSsuiou %MR vasIad 1 fumsinszidemaia
sulusregnsrdaierfunuinnmsinsziusensieinies DMA mu3s7 1 Tian %MR 7
Tn&iAes 100 11nndn Wy Fegraiualadu A1 %MR fe 100.3 winismusinadsevly
Wiuuiveealea wng wne nszde wagggaluinatla cold vapor atomic absorption
spectrophotometry flow infection mercury/hydride analyzer 1%#1 %MR il 88 (Parsaei
et al, 2019)

Faru mﬂﬁﬁagaﬁwéfﬁdLﬁ@ﬂi#’fﬁmawaﬁ%ﬁ 1 fivsznoudag drying i 200 °C

a

U 60 U9 mﬂﬁ?ul,ﬁmqmmmﬁu 650 °C ey 120 3wl waz decomposition 71 650 °C
UM 60 U9 lunsImszdlegnawaznsIgeuaultlauedis
3. Msasvdauauldlaveeis
3.1 Nan151MIA1 LOD wag LOQ
9NM5TIATIZY SB uiazudaf1081s vilnas 10 91 @18150A1LIAIA1 LOD uas

a

UszanauAn LOQ wWaeuwisuiuinast LOD wag LOQ ana CIR 2024/1045 l@siannsneii 9
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A157199 9 HAN151A1 LOD wae LOQ Usantusiagnailadniwashandnanndn?

Sample Mercury (me/kg)

types Mean So So LOD LOQ MRL/ML  LOD limit LOQ limit
lela 0.0002  0.00013 0.00013 0.0004 0.0013  0.01 0.0012 0.004
Auln 0.0007  0.00014 0.00014 0.0004 0.0014  0.02 0.0024 0.008
ihila 0.0009  0.00007 0.00007 0.0002 0.0007  0.01 0.0012 0.004
1o 0.0002  0.00012 0.00012 0.0004 0.0012 0.01 0.0012 0.004
Faun 0.0008  0.00012 0.00012 0.0004 0.0012 0.3 0.0180 0.060
5wuuimau 0.0006  0.00011 0.00011 0.0003 0.0011 0.01 0.0012 0.004
%ﬂﬂ%ﬂ 0.0010  0.00008 0.00008 0.0002 0.0008 0.01 0.0012 0.004

neme: LOD limit = 3/10LOQ, LOQ limit = <2/5MRL gnviudmsuseun = <1/5ML

9107151391 9 wuAn LOD fildannmsAuinvesnnudadietadiaeglurag
0.0002-0.0004 mg/ke Femuualrldminiaduduves LOD Instadauidu 0.001 me/ke
Fafinnesnin LOD limit tdulumininasives CIR 2024/1045 (European Commission,
2024) dyuen LOQ leannnisAuinveannyiindisgneiiAiaglugie 0.0007-0.0014 mg/kg
Fatmuaanududuiilddmsuiugu LoQ W 0.002 me/ke dmiunnuiindiees

dl93A1e9 SPK 7 0.002 me/ke Liefusurn LOQ lunnelindieg1s nuindiegns
rualadu wazseun 1FA1 %MR 8031 60-115% 39vi1n1s58udurn LOQ 7 52 6u
0.004 mg/kg WARINARIINTIST 10

A157199 10 wan1sguduan LOQ Usevlussgruiledniasnananndn?

Sample types SPK (SB+STD) (mg/kg) %MR  SD (mg/kg)  RSD, (%)  PRSD,  HORRAT,

dlelA 0.002 101.0  0.00010 5.11 26.86 0.19
fiuln 0.002 940  0.00006 3.36 27.15 0.12
its 0.002 970  0.00013 696 2702 026
Ta 0.002 1025 0.00008 4.15 26.80 0.15
$sun 0.004 1058 0.00008 1.95 24.03 0.08
dhualad 0.004 81.8  0.00022 6.77 24.98 0.27
SR 0.002 955  0.00007 3.86 27.09 0.14

21AA1599 10 nan1sBuduet LOQ lumsiinsgsimuimnasonluiiegng
el suld hils 1o vuslafu Saun uagienda wuindian %6MR wiseglunast 60-115 %
A1 %RSD; tfoeNd1 PRSD, uawAn HORRAT, < 2 aguléinan LOQ veadleld duld vl la
M3 7 0.002 mg/ke wazdaun Yualadu 7 0.004 mg/ke 1AugNABIAILLNNI Codex
(FAO and WHO, 2025) warAMULTiEsaLnae CIR 2024/1045 (European Commission, 2024)
dowFeudisuan LOQ Tushogadleln wagdulivesdsfiwamnld wudn fagandian LOQ
vesresUuAnsdnunmdvesiglussiuginauazéredsursnavesiunaudiiingu
Jinsgrivsensisnualundundouazduresdniiasugia wu 1n 1a ans wasdaiin g
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ansUn warni1e AeldunumuauasanAisrAvediliaus Janiesfurnisien LOQ

[
v A v

U
WU 1 pg/kg (0.001 mg/kg) (Nawrocka et al., 2020) wiivwIdeillafiveyaaniiglunis

v

Az szyiieddiaies DMA 8% Milestone 1 DMA-80 wagde Leco Ju AMA-
250 Wiy dwiue LOQ Tusegnaiilsesisiimuly Sergeninisfdnwlag Siva et
al. (2025) 7il§A1 LOQ Wiy 0.03 ne/g (0.00003 ma/ke) Taeldaniaz drying 250 °C Wi 1
1l decomposition 650 °C UL 1 U1¥l LALIiATILIIFILLAT B9 DMA 8% Milestone u
DMA-80 Tricell #adl Cell Tansganauuas 3 d3u (Cell 0, Cell 1 wag Cell 2) 7 pathlength
upnsinafy Tag Cell 0 7 pathlength 8197idn Fadina1alagandngu DMA-80 evo Lt lu
AsAnwInYafia wdunuy dual cell A1 Cell TAN1TRANGULAY 2 d7U (Milestone, 2024)
oglsfiny A1 LOQ vesisiiannlalunnviindegradulumuinamives CIR 2024/1045
Afmusliian LOQ fadlsiiiu 2/5 ved ML nsdifidn ML < 0.1 mo/ke wazdadliiAn 1/5 va3 ML
Asaifien ML > 0.1 mg/kg (European Commission, 2024)
3.2 wansnageuaNdudunssvesensin (working range)

NaMSIATIEY SPK vesiagailold fuln e 1o wazdain Aissiuanududiy
0.001, 0.002, 0.005, 0.010, 0.020, 0.050 taz 0.100 mg/kg dushegraiuslafudesest SPK
Asysuaududy 0.004, 0.008, 0.016, 0.020, 0.050 waz 0.100 me/ke AT UT LAY 3 91
aSanTauduRussErinse el uduATald wnu v) fusirnadudulugedne W x)
dlefuanaunsidunsarnsiadeuni @ nulnsndiaud udunseseninsmnadudu
0.001-0.100 mg/ke TaediAn r2winfu 0.9990, 0.9987, 0.9982, 0.9984, 0.9989 ua 0.9986 lu
fregadeld suln tie 19 dhuledu wardadanudsy oglunausifizonsu (¥ > 0.990)
uansans s U 5-10 wansin 38 Tieresid darududunsswesnsialusesnadeld fuld
e 1o uardaisn ag/lut19 0.001-0.100 mg/kg Uazaaa 0.004-0.100 mg/kg dmsuinalanu

dmsuiegedaun 3insed SPK Aiseiuaadudy 0.002, 0.004, 0.005, 0.010,
0.020, 0.050, 0.100, 0.300, 0.500, 0.750, 1.000, 1.250, 1.500 me/ke AT T AL 3 91
a$19nslaudutussendnerad uduii Tale (wau v) fu Aremududulugaegng
(wnu x) faguit 11 Temnududussaudadu 2 919 fie 0.002-0.100 mg/kg dm5uTas low
range (Cell 1) A1 11U 0.9988 way 0.300-1.500 mg/kg @195 U 29 high range
(Cell 2) A Wiy 0.9995 egluinausineonsuld wanTIseeRl ferududunsaes
myinluiegesiunaglugas 0.002-0.100 uag 0.300-1.500 me/kg

1 .
010 Meat 0 0.10 Liver -0
E ) ® ,
En‘ms y = 0.9632x + 0.0003 _ < 0.08 y = 09931x+ 00011 ..
£ £ R? = 0.9987 .-
50.06 R?=0.9990 .. S 0.06
c ot c - .-
S . S o
.04 e
@00 . 3 0.04
g‘mz o g 0.02 »
o’ ' )
0.00 .. 0.00 [
0.00 0.01 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.10 0.00 0.01 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.10
Conc. in sample (mg/kg) Conc. in sample (mg/kg)
35U 5 nsmluansrnuduaswessina He lushegaileln 3UT 6 nsmluansmudunsswasiina He lusheteiuln
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Hone

010 Y "
£y y = 1.0343x + 0.0004
£0.08 R? = 0.9982
€ 0.06
e [
k]
©0.04 .
3
© o
L0.02 R

9

0.00 '

0.00 0.01 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.10 0.11
Conc. in sample (mg/kg)

010 Ess -8
)
008 y = 0.9966x + 0.0004
£
~ 2 —
 0.06 R? =0.9984
5 (2
[} .-'
go.04 -

5 v
2
£0.02 R

K )

000 @

0.00 0.01 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.10
Conc. in sample (mg/kg)
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3.3 NANISNAADUAIIULIU

3.3.1 N13UsEUAIINYNABIAIENITILATIEN CRM %ila skimmed milk powder

ERM-BD150 112y 10 91 Useiiiurlouidoaseada t-test lanasan1sed 11

et 11 HaMsUssdlumgnABwuMTIATIE CRM %llm skimmed milk powder ERV-BD150

CRM Mercury
Mean (x) (mg/kg) 0.0606
Standard deviation (SD) (mg/kg) 0.00142

True value or certified value (u) (mg/kg) 0.060 + 0.007
teal 1.354

Terit 2.262
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nNan1sUsEEU WUATIRAT ta < tar (tar = 2.262 91 df = 9) wARIIIAIUTUIENT
Useniiinszafldannnisiinszidnedad Lfinnuunnsisainan certified value sz
Arandosiu 95 % Wieneiiisdanugnios

3.3.2 MIUTEuNaAUYNABY AdiB UMl (repeatability) wazns
vgnld (intermediate) #99n15/ n¥ILUU simultaneously in single study laa3tAs1z4
A79E79 SPK agtlee 3 seAuANNNTY ATEUAANAT MRL/ML Useliiuan bias 910 %MR
Uil uauiisas 1801 5AWnAT S, way S 9naun1sf 1-3 wazAIuInAl F 990 One-way
ANOVA UanINafsmsail 12
15197 12 HANSNAFBUAIINYNADA LATAILTEIUUY repeatability way intermediate

Sample SPK S S RSD:, RSD; PRSD;
types (mg/ke) POMR (mgrkg)  (mg/kg) (%) (%) (%) FORRAT: FHORRAT F P
0.002 92.83 0.0001 0.0001 5.22 6.60 27.20 0.19 0.24 2.20 3.50
L‘l‘f@‘lﬁ 0.010 97.12 0.0002 0.0003 2.41 2.84 21.21 0.11 0.13 1.76 3.50
0.020 97.28 0.0006 0.0008 3.09 4.23 19.10 0.16 0.22 2.76 3.50
0.002 98.13 0.0000 0.0001 3.12 3.70 26.98 0.12 0.14 1.81 3.50
guln 0.020 100.19 0.0005 0.0005 2.37 2.53 19.02 0.12 0.13 1.28 3.50
0.040 98.14 0.0006 0.0006 1.55 1.60 17.19 0.09 0.09 1.13 3.50
0.002 97.50 0.0001 0.0001 4.44 4.99 27.00 0.16 0.18 1.52 3.50
‘lfﬂﬁyﬂ 0.010 95.50 0.0001 0.0001 1.05 1.34 21.26 0.05 0.06 2.29 3.50
0.020 103.22 0.0001 0.0002 0.65 0.78 18.93 0.03 0.04 1.85 3.50
0.002 96.56 0.0001 0.0001 4.29 6.30 27.04 0.16 0.23 3.31 3.50
o 0.010 98.44 0.0001 0.0002 1.22 1.55 21.16 0.06 0.07 2.23 3.50
0.020 98.12 0.0003 0.0004 1.45 2.01 19.08 0.08 0.11 2.81 3.50
0.004 101.09 0.0001 0.0002 3.33 4.59 24.20 0.14 0.19 2.79 3.50
. 0.150 94.75 0.0016 0.0021 1.11 1.46 14.16 0.08 0.10 247 3.50
el 0.300 101.36 0.0043 0.0049 1.42 1.62 12.63 0.11 0.13 1.61 3.50
0.450 103.14 0.0061 0.0075 1.31 1.61 11.85 0.11 0.14 2.02 3.50
0.004 86.09 0.0001 0.0001 3.48 3.51 24.79 0.14 0.14 1.04 3.50
ﬁwmﬂﬂﬁu 0.010 93.56 0.0002 0.0003 1.91 2.78 21.33 0.09 0.13 3.25 3.50
0.020 95.34 0.0003 0.0004 1.63 1.88 19.16 0.09 0.10 1.65 3.50
0.002 91.88 0.0001 0.0001 2.72 3.41 27.25 0.10 0.13 2.14 3.50
%ﬂﬁ?ﬂ 0.010 95.63 0.0002 0.0002 1.61 1.92 21.26 0.08 0.09 1.85 3.50
0.020 98.78 0.0004 0.0004 1.81 2.18 19.06 0.10 0.11 1.89 3.50

M54 12 memamﬁﬂszLﬁummgﬂéfaqﬁunn%ﬁmﬁaasﬁwﬁizﬁummLﬁﬁu%’u
0.002-0.040 mg/kg NI15131A % MR 0glur39 86.09-103.22 agluinauai 60-115% uaz
freg195aundi seauanududy 0.15-0.45 me/ke A1 %MR agluY49 94.75-103.14 8¢y
Lneudh 80-110% 289 Codex (FAO and WHO, 2025) waznan15Useiiuainu i s9uuunis
mugarnsingldvessenly SPK vesiegaieln tris o Saun dhuslafiu uas
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Jem3niiUsuna 0.002, 0.004, 0.010, 0.020 wasFulafiuSuna 0.002, 0.020, 0.040 me/ke
WU3A1 HORRAT l¥a1nmsiiasgidianiosndt 2 luynviiadegauazynszfunaiy
WU ?fqa&ﬂummeﬁ CIR 2024/1045 (European Commission, 2024) LRI T LA EAS
ANULLUATEUARNAT MRL/ML U89639814
dofinsanFeudisurmuulsunusswinnga Gaindinse aeiu) uaza
wUsUsaunglungy wudten F deendn For lunnuinisg auasnsgaunnandutdy wandinis
"3meﬁﬁmmmLmﬁﬂi'suizijmjuqqm’wmflmwiﬂiaumaiuﬂfjmaa'ﬂqﬁﬁﬂﬁwﬁmﬁizﬁu
AsTosiu 95% @oRAdDINIANLUIMIINITAINTAINBY Eurachem Guide (Cantwell, 2025)

4. madsaldsunsunagaualudiungy (proficiency testing)

N5 NTUTLNIUNARDUAINT WY UMY FAPAS wilnfa0814 offal (liver), milk
powder uag insect protein (meal) Tusensisizdsuasenimundemaiaiinmmu
warfigaianuldlds wan1sUssduldan z-score Wiy 0.8, 0.8 way -1.2 nuddu eylu
nesiduiivmnela (satisfactory) A Izl < 2 (Intemnational Organization for Standardization, 2022)
Fansadt 13

A1999 13 N19LLI3UAINTTUNAGOUANUTIUIYAU FAPAS

, Laboratory U U
Assigned value A Y awa

PT Sample (Lerke) result z-score  WOIUAUANS 10U )UANTVING

HYS (ug/ke) s AN 12 < 2
Offal (Liver) Test 07587 278 323.06 0.8 22 21
Milk Powder Test 07592 32.6 38.41 0.8 33 32
Insect Protein (meal) Test

46.7 34.76 -1.2 7 7

07603

uen e fURnng ana. udr wuiivesufiAnisdu q Snildiaies DMA Tunns
ATz offal (liver) 99UaU 1 WS milk powder 971U7U 3 Wits Lay insect protein (meal)
$1uam 1wl FamanmsiinevivomniesfoRnisiildiaios DMA dlda1 z-score aglu
nesiumela

Lﬁaﬁmimﬁawﬁﬁ’ﬁmsﬁL%’Tﬁ'mﬁﬂmsumaaummsﬁwmzymﬂmhsmuﬁuﬂgwm Y
nsléesesionu 9 UBNAINLASDS DMA lunsinseiusenluiesng wu AAS, ICP-MS uax
AFS Genuimamsnneidldiadesiiounnsnaiy finanisussidiuan z-score agluinasiiiu
walanie Andusesay 95, 97 uaz 100 Tudegna offal (liver) , milk powder wag insect
protein (meal) AU&PU

Tun1siszudieg1anagounutIuIgywile offal (liver) Nan153tATIZRIAIAIN
Wuduresusenludiegieainitgininsiaasuaulilnvesds (0.002-0.040 me/kg) ke
anUTuuimegas il linan1sinuTunadson (ng) eglurrsmnududunssaans
17551U T9NTIsURanTUsTfiuMaihTumeaeua g AfitesfuRns ana.
n3I93LAAleTAn z-score Wiy 0.8 aglunasifiuinela uansitsiegiusendie
,A304 DMA anansndinsizsiusenilaluriseududuiinire uazlinadinszsifignieasie
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GRLG

AITNAIUIITIATILAUTONNINUA ML BAN T HANANINNER) bowA LHadn) LATadlu

o3 Udiile 19 Feun dunlefv daswuasnsuuseniulua1misle alewaila TDA-AAS Tu
JumU drying Waz decomposition WUI1@N1E drying 1 200 °C WU 60 TUI INUULAL

gaumnniidu 650 °C 1¥uian 120 3unil uay decomposition 91 650 °C W 60 U TR
WiLNray a1unsadasiziusenlusegrwisnidureadazvaavadls Wevinn1snsiaasu

Qe

ﬂ’;’lﬂﬂ@f%ﬁ%ﬁﬁwmmuLLmVI’N‘Uaﬂ Eurachem Guide (Cantwell, 2025) LLazﬂizLﬁu@m
AnuUZRNIZAMANYALIANITYDIS Ik ANUTuEUATITeINTIMNNINTIULAL YR ITIINTT
Tan1uLnugl U.S. Food and Drug Administration (2023) 4a317A98901501573%1 A1
Y94N1505993AUS I wATAILLTIBY MINLAMYT Commission Implementing Regulation
(EU) 2024/1045 (CIR 2024/1045; European Commission, 2024) Gaifuinausifiavninglsy
muualdUseidiuaussousvoifinseilaveminuas 1A100u93nn 3N Codex
(FAO and WHO, 2025) #ldUseidiuds fnusunaialy dwsumisussiduaininugnies
#9157 %MR AINAeIveY FAO and WHO (2025) 1ilea91n CIR 2024/1045 laildmun
Nl uarnTieT e Tangideiuses fnnsananleuwdemiinseldtuafuses
fafin t-test Famansusziliugudnvazynmnieesldaeglunaseivnsents wansi
TBeseiiauuiu wsmngaunuiagUszasiiazldlunslinseiuiinaysenly
Hofnfuasnandnandainsounguen MRL/ML fifinw

Jolduauu
yonannsasavaeualdldveiitinsviusentmunludodniuaznandnain
dninloimailn TDA-AAS uaa AIsUsEuIaAIAN LY UaUIDIN1SIA (Measurement
uncertainty) ¥e9iS3As v TluLAar a0t [ioUsNENYAENNINIYIN8VDIANVEIA
o Tnedesszyunasaruliuduouaindasdesie 4 lunsia iy nstaimindaegig
nswisuansazatsnsgu udy wagfinnsanuvawesnuliuiueuiiinansenuses
¥e1m3in Femsmeanaliutueuresnsin telidenadestuinsgiu ISO/IEC 17025

AnAnssuUsENIA

YavaUAMNEEMLIE RN Weduns soseBuinTulednd wiedmunmddsins Bunsay
{811r8n15EITNATI9deUA M NAUAIUAdRT T IWnsaduayulunisaiduau
U19a12I0eN AFaunnds JiFsangiumsiessiaunnduiuadnd wedaiumng
fiws nuand Futhnduanaasuaunmiodniuasnandnaindnd uazuneasms gnaetu
swiimnuedonns asndaueransutlou Al nvuaeiuus wsanes g Feuius
wENdng Junsduns usanedygl 511 waruAaINTULALTEINITY NUATIFEEY
A lodn iwasnananandn Adelinsinuadildnsalased
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