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UNAnED

n1snadsuauldlavedinaasuniviuiansiilueivisdad drewmaida Inductively
Coupled Plasma Optical Emission Spectrometer (ICP-OES) iﬁﬁmmaqmﬂiﬁmmgm AOAC
984.27 (2016) ngtinegrandesdensaluninuaznsaodnasin unseriaiaaTuduiuazld
asazandla UsudSumssetudalesey nseswarihluinseidenies ICP-OES

NaNSANEIMUIT a1sazaneaInsgIuayia Aseduanududy 0.01-1.00 fadniudedns 19
nsmassIdudunss fiAn Regression coefficient (R) wifu 1 @eegluinasiniseensu
Unausgaiianansansaanuld (Limit of Detection) Tuemmsdnd wirfu 0.20 fiadnsusedlansu
warUTanaanfimUTanadls (Limit of Quantitation) Tuensdmivindu 0.70 fadn3udedlansy
Uszifluauudy nuinveidudnnsnduiuiadovesnsieglutisiesas 88.84-94.93% si1nns
Uszidiumnuiissannnismaaeusisneunuin 1éA RSDy agluyiefosay 4.29-8.33 Fatuanunsoth
Bl lumsasnainssinstaluomsdniseaios ICP-OES
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AmdAey : sz Msvadeuallels 91msdnd ICP-OES
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Method Validation for Determination of Lead in Feed by ICP-OES

Sunee Kanapipat Charunan Ajjutamanus Phongpipat Suwapat Sukanya Puangsiang

Prapaporn Wunnakhieo Phonchanit Prommakun

Abstract

Method validation of lead analytical in feed by using Inductively Coupled Plasma
Optical Emission Spectrometry (ICP-OES) has been developed by modifying from standard
method AOAC 984.27 (2016). Samples were digested with nitric acid and perchloric acid until
white fumes and clear solution, made volume with deionised water, filtered and analysed
by ICP-OES.

The study showed that the regression correlation (RZ) of the lead standard solution
at level 0.01-1.00 mg/L was 1. Limit of Detection in feed was 0.20 mg/kg and Limit of
Quantitation in feed was 0.70 mg/kg. Accuracy was evaluated by the mean of percent
recovery of lead was 88.84-94.93%. Precision by Reproducibility precision (RSDg) was 4.29-

8.33%. The method can be used for determination of lead in feed.

Keywords : Lead, Method validation, Feed, ICP-OES

Feed Quality Control Laboratory Division, Bureau of Quality Control of Livestock Products.
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umin

Tang (metal) Ao s19uIomsTeagluguuigns (element) WuvesudwIondn o gagiivios
gniiulseniiduveanar anunsaieuieunaziiliinlg lusvansusznevesiduuszquanvie
wanlaaau (cation) wuslulavzueanila (lkali metal) wsesiomy 1 sniiulelasiau laneuea
Alatlid3y (alkaline earth metal) 3o mwy 2 Tavigunsuddu (transition metaluazlansdu ans
vwiaduelansuaiiantivisedandnelanziiondn arsadnelans (metalloid) 19w Fdnau
(silicon) a13vy (arsenic) lavgrafiwdrumnidulanguiin (heavy metal) fuwinannndth 5 i
Pl wdedidrarudaesumizannndt 5 nfusiognuiadisuiuns Wy Usen wandlen Tasndeu
Tavoad fnifa wan uwwsnila uazmeds Wudu msmelaomdanzidluiensiuivlen Tavy
degnemfeusziinlodauiivienafumels visauenalinailugiu vendn fausiiivingin
lavig 1y aeuling ases uniu arsusenaulanseliuvsgviaindeiiamuaiuisoasargluludula
fosiuihuingsrsneléifes sniuidsutuusiafididuvessranmedrgdomsivey wu aeiadu
PO VBIMARTEN (calcium channelydusiu arsusenaulangdunidazaisluluiulafdagnen
Fuingsumeld WeiingsneasazailudoideluiunaseToneiiiilusuun wu aves visdugoy
aanedulanzelunidavanlunszgnuazilu uasunsnszanglumunseuaidendefivlnoiamzile
wazuwlsandulanedunsdnsurhlnnnauduiiviisusnge G5asses, 2558)

pzi (Lead, Pb) lugtansuiavsidulavewiinfiidnuariy dmudufuin fqavaouivan
327.46 psmwaldua 1 Jutan3 (solder) islavzilousourevidesosiigunsallany 19U WHi993
ot walfasighdnes WWudu venandddldneduudunaunos 3 dwdn wumeed Wudu $1ne
aansnsunzild 3 ma fie manismela meilandla wazmsunn Felagdrmuanndnddinldsums Mt
diumenisUinannisiuesnieiiivudlouns il wagenldtungiaainasugldonms
wionwurldiifiadevieansiifingfmauey entsidufivanaefrdulngiideatussuy
yadneskarszuulsvam lunsdldsunsfseduinifunauudniinenmsfiwiess fannu
AAUnAvesTTUUMNLAUDMIT Yoy uuUszaniimusnnludn inldsufiude undy
p1msfnuld fe eTou viesira lisgnewns Uanvies veenidesarnuasneimisliviien nsgau
nsEIne 4N auen (WITe, 2559; 353530, 2558)

doRunzmidnluazgneaduriudemaunaden TasanuannsalunisgaduszMlasuniay
tosniuaadon udlunnzviauaaion win viedangd islutiiianudeansunaidenyiua
110 Mafue M TIzgatunziaignsruaienlfinntu wWeneidngnssuadonay avaufinazgn
wagilu AeliAnidungi (ead line, Burton line)mnluiiloitunaznszgn msazaunsilunssgnay



yhaneionszgnauinermsuinnszgn dnngnszanngu azfazarslululifidslvavauuas
yhanwauewlvnsuesiiuuazliBuiinund manssiuazindeulnRaund wagoraidedinannng
fiwnziluaues (lead encephalopathy) wonaninzindufivresyuulszamdinas vhane
WduUsyamdsany (axon degeneratlon) wazlduUsEamIuAINIANn (sensory nerve degeneration)
LarsUMUMTMUTesansdeUssamituealusnisideneliiAnonsu lisudduda (9assa,
2558)

nifufviunniead Tnglusudaouleafenlnmadeueiifiea (Na-k-ATPase) luidoy
wad Faoulesiiauaunisivavesafouuasiningisad delhAnwaduauthauunn fusoszuy
Maiuens avianelminen1suinuIusies (stomach cramp, lead colic) WuraszUULADN
relMAnnTafina (lead induced anemia) Tnglugudanisvinnuvesieulsiaaelulnadu e
AgiuneMiiln (lead  nephropathy) Mateiwadyvienrelndiudu innisgadensneziily
natea wasusswluiulaanis (3595304, 2558)

nseuguAunnemsdniidudsniuusuusalunsudnduiuadnialdnisuslaaie
Josrulailinz Mfivsuaindusunsiodenyudtadufuslansufugaienamasldomsle ngu
annmglsuldinisnuaiinaunesmivesliludeuluomsdnililussidey  Commision
Regulation (EU) lﬁéﬁ’ﬂﬁiui’mqawmﬁé’mﬁmﬁu 10 me/kg AaugaudlailAin 100 me/ke answa
arantlaiiAiu 200 mezkg estasudmsudailiiAiu 10 me/ke omnsdnsagudmiudniliiiu 5
mg/kg (European Commission, 2017)

lunszuiumsiavissuuRun niosuURNsIuansgIL ISO/IEC 17025:2005 U8 5.4.5.2
VLmmwumiwaqﬂQummimammaaaummi%’lmamﬁwlmLﬂummmu FiviesfuRnsiau/
PoNIULTUIRs Fnnsgruiignlduonveutnefidimunly uaznisveneuazmsfnudasisinsgiuile
Suduiidumsiunstauiidilaly mamwaaumwﬂ%’lmmqmauLsummmmL‘LJuLW'JLMLiJth
muAIFoINsYeInslF e ienuavesnslinu Wesjiinisdesuiinaas 4 il
¥ Sumeuildlunismeaeumnuldld wasteruszyiniy 4 mungtumslimuinguszasdviels)
eviesUfiRn1sdeadonisimmnzan uazkunsnsasumalilivesiinnaeuiionisiigatiinis
finnaeuiivesufinndenldiufiaumneaunuingUszasdvesnisldan o dssnm
fhogsiinagou liianmadeuiienuidefiondludunugnies anudiss auaeunduls
wazduiiwonsulusysvanna (Suf uazay, 2560; d1inuesgIunaninananaIngsy, 2548)



1. dnguszena
enageunuldldvesiinaaaunyiluomsdnidenios ICP-OES Jfianuuidu Ay
Wies pnaindede Tddanisldnuvesiinaasy TnednsdauuasainiFuinsgiu AOAC 984.27
(2016)
2. YBUUY
mufiunsnaaeuandldliveiinageunsiiluemsdnisewnias ICP-OES
3. Usglewiifimadnasldsu
3.1 l#iEmnaounziluemsdniseinies ICP-OES wesdiinasIvdeunun LA UAde
3.2 teuandliiiuiiSnaaeusnanianuindede uaynseiuinguszasdnisldam
4. 3anduns
4.1 feEs
\HushedemsdniuazingAvemisdnd (ewnsla drlwatu wagnndamdos) iy
NISUALAD
4.2 a3.pil
4.2.1 nsalum3n (Nitric acid, HNOs) AR grade anstudulsitiosnin 68%
4.2.2 a1sazansnsalunsn 1% (v/v)
4.2.3 @15azanensalunsn 2% (v/v)
4.2.4 nsawlesaaesn (Perchloric acid, HClO,) AR grade aansauduliitasnin 69%
4.2.5 vdalesau amnugumuldtesnin 18 Mo/cm
4.3 #1388 UINIZUY
4.3.1 Stock Lead standard solution AMMLUNUW 1000 mg/L
4.3.2 n3e3e Intermediate Lead standard solution A21uLWNTW 10 me/L Ui
Stock Lead standard solution @11 u9U 1000 me/L USues 1 mL ldaslu Volumetric flask
P9 100 mL wausuUsunsaensalunsn 1%
4.3.3 NSLHTeY Working Lead standard solution AULNUY 0.01, 0.05, 0.10, 0.50,
weE 1.00 me/L wiusulsumseonsaluninanududu 1% il
4.3.3.1 Working Lead standard solution @23LUu4u 1.00 mg/L

YtUn Intermediate Lead standard solution 19 10 me/L USums 10
mL Taaslu Volumetric flask 4u1m 100 mL wazUsudsnnsmensalunsnaududy 1%
4.3.3.2 Working Lead standard solution @231LUuu 0.50 mg/L

Uis Intermediate Lead standard solution 1u9u 10 mg/L Usuns 5
mL Taaslu Volumetric flask aunm 100 mL wazUsudsunssensalunsnanuitudy 1%
4.3.3.3 Working Lead standard solution A23tUu9u 0.10 mg/L
Uis Intermediate Lead standard solution udu 10 mg/L Usuas 1
mL Taaslu Volumetric flask au1n 100 mL wazUsudsnnssmensalunsnanuitudy 1%



4.3.3.4 Working Lead standard solution A1 Uueu 0.05 mg/L
Yws Working Lead standard solution AMutwsT 1.00 mg/L UTung 5
mL Tdaslu Volumetric flask vum 100 mL wazUsulsamnsmensaluninaududu 1%
4.3.3.5 Working Lead standard solution A1 Uaeu 0.01 mg/L
Yis Working Lead standard solution A0 wLUW 1.00 me/L U3uas 1
mL Tdaslu Volumetric flask vum 100 mL uazUsulsumsmensaluninaududu 1%

4.4 gunsaluaziadesile

4.4.1 Lﬂ%ﬁLﬂi’lzﬁLLﬁﬁm (Inductively Coupled Plasma - Optical Emission
Spectrometer; ICP-OES) S Perkin Elmer ﬁu Optima 2100DV Flow gas: Plasma 15 L/min
Auxiliary 0.2 L/min Nebulizer 0.80 L/min, Power 1300 watts, Plasma view: Axial, Sample flow
rate 0.85 ml/min

4.4.2 \w3ostalnil FsldazBen 0.0001 ¢

4.4.3 Lﬂ%aa@méwaaﬂiazaﬂa (Dispenser) 9u1a 10 mL ke 50 mL

4.4.4 uiuaNseu (Hot plate)

4.4.5 Micropipette 9u1n 10-100 plL wag 100-1000 pL

4.4.6 Erlenmeyer flask ¥U1m 50 mL

4.4.7 Volumetric flask class A 9u1m 50, 100,1000 way 2,000 mL

4.4.8 Volumetric pipette Class A 9u1a 1, 5 ag 10 mL

4.4.9 Beaker

4.4.10 N38UDNAI

4.4.11 Dropper

4.4.12 WRWAIAUATT

4.4.13 aanldfioee (Tube) BUIR 50 mL wWiou1Un

4.4.14 NTEAYNTOUUDS 5

4.5 Sumsun1sufoAay

4.5.1 Haegne 1-2 ¢ ldaslu Erlenmeyer flask aw1m 50 mL

4.5.2 @unsaluasndudy Usuins 10 mL wagiiunsalesaassn Usuns 4 mL

4.5.3 11 lUgogunuuANsa ULt TUELAY LaUANATUEYY BNDBNIINLVIUAIM
Zouudnelslndu

4.5.4 gheld Volumetric flask 2un 50 mlL UuuSinaseetiadnlesou waulmdni
LAINTBINIUNTLAUNTOUUBS 5

4.5.5 axvUsinaneiiluansazaiedemeadn Inductively Coupled Plasma -
Optical Emission Spectrometry; ICP-OES fiannuenimdy 220.353 wilulins



4.6 nneaeualdldveiinadeumusinameluemnsde’
4.6.1 mavadeunyseaduduilinsiinessududunss (Linearity ranges)
4.6.1.1 m’%wmsmmgmmﬁ"a 5 sEAUANUINTY tawA 0.01, 0.05, 0.10, 0.50
hae 1.00 mg/L
4.6.1.2 a9 iaansazaemsgIuayFeeIos ICP-OES fimnusmadu 220,353
UILULUAT
4.6.1.3 a$answasazaneunsgiungMaialdiiion Linearity
4.6.2 N15%1 Limit of Detection (LOD) wag Limit of Quantitation (LOQ)
vIN193tAT1E9 sample blank @nlnaty,nndndes,onmsln) Tnedadegnsas
1 N33 $1uIY 10 91 uarUFoRnude 4.5.2-4.5.5 uduinmn x, SD iileUszanaal LOD wagen
LOQ

TngFuIuINgns D' =
LOD = 35D
LOQ = 10SD'
o SD = ALJguuUNINATEIUAINNNTVAGRY sample blank 10 1
n = 2 Weeniin1svneaauiieg1eeImvisdnd 2 siluaunagaau

ne = 2 ilesniinsmegeu blank 2 s1lusunegey
4.7 N38udu LOQ 194Nsnada
4.7.1 Yefeeemnsdnd 1 nfu wdnduansinessiunsmilanududuwindy LoQ 1
Aulalute 4.6.2
4.7.2 devuarinszifiegiemsdnimude 4.5.2-4.5.5 Tnenadouiuas 1 51 auasy
10 %1
4.7.3 fudgim X, SD, %RSDy Wae %Recovery Tunsdil LOQ #iruanilél %Recovery
Liegluinamifsoniu Thiumududuasazarsannsgiunzia aud1 LOQ  eglulnasifivensy
Mnilvinagouiuas 1 81 auAsU 10 91
4.8 NMSVAaUANNLLLIL (Accuracy) wavAINLLTiEs (Precision)
4.8.1 Hadhegsensdniniude 4.5.1 udnAuasnsgiunsiliianududulugg
Linear range maumjmﬁ’]ﬁ’] ﬂaNLLazgaﬁumﬁd’Nmsmaau
4.8.2 dosuazinswiiiegomsdninude 4.5.2-4.5.5 Tneneaeuiuay 1 91 auAsy
10 41
4.8.3 AR X, SD, %RSDg, %PRSD, Wae %Recovery
g %PRSDy, = 2(1-0.5 log C)

Wi C = Concentration ratio



5. NANITNAADY
HANINAABY Linearity Y8da15aga18ansgunzIfinududy 0.01, 0.05, 0.10, 0.50 wag

1.00 me/L Wui Relative of determination (R) Wiy 1 nasiniseeusufie >0.99

AN 1 HANISNAADU Linearity Y04a158A1881ATTIUREN

al

Han1anaeaau Linearity YDIANTALAWHINTTIUALND
10000

9000 =

y=8992.7x+ 15.165 _
R?=1 e

— 7000 —

A -
-

8000

r_:. IC}J
N
(=]
(=]
(=]
™,
b
1

= 5000 _—

Intens
I
o
o
o
b

3000
7 mg/L

2000 -

1000 > 4

0 01 02 03 04 05 06 07 08 09 1 1.1
Concentration (me/L)

m5197t 1 anudaduresmeiives Sample blank (10 )
Sample (mg/kg)

Corn Poultry feed  Soybean meal
X 0.15 0.23 1.12
SD 0.0210 0.0424 0.0810
35D 0.06 0.13 0.24
10 sp' 0.21 0.42 0.81

@1 Limit of Detection (LOD) 9836108199 M9158@ 318U 0.20 mg/kg
A1 Limit of Quantitation (LOQ) U83f881991958R LMY 0.80 me/ke



A15199 2 N5EUEU LOQ, NMSNAdaUAINLLY (Accuracy) hagaanuifies (Precision) Tusiag1901ms
&7 (10 91 A19iw)

Y o o Andeoauu
a o AANULYNYU ALRAY
YUARIDEY - UM %RSDr  %PRSDg
(mg/kg) (x)
(SD)
0.7 0.63 0.0525 8.33 17.15
Corn 5 4.63 0.3061 6.61 8.38
10 9.49 0.6919 7.29 7.53
0.7 0.62 0.0478 7.71 17.19
Poultry
5 4.56 0.1997 4.38 8.40
feed
10 9.27 0.4292 4.63 7.55
0.7 0.63 0.0467 7.41 17.15
Soybean
5 4.60 0.1973 4.29 8.39
meal
10 9.42 0.6893 7.32 7.53

AT 3 LAASALRAY % recovery 1NN1TNAADY

Mean of %Recovery

Sample
0.7 (mg/kg) 5 (mg/ke) 10 (mg/kg)
Corn 89.76 92.64 94.93
Poultry feed 88.84 91.16 92.68
Soybean meal 89.64 91.91 94.18

6. @3Unan1InNnag

msnaaeualdldvetisnagaunsiiluemsdnidiewndes ICP-OES anudsidawUaun
970 AOAC  984.27(2016) WUNMLARIUALNMNTINNTERNS UM AOAC Guidelines for Single
Laboratory Validation of Chemical Methods for Dietary Supplements and Botanicals lnanis
NAFDU Linearity YasansazansuInsgiunzia Relative of determination (R) Winfy 1 Ay
Yos3BUsEIUlFIN %Recovery nABvaInziIaglurie 88.84-94.93% Tanaminiseniuaglurig
75-120% (AOAC International, 2002) m1utiiesUseifiuain %RSDs 49 %RSDs Mldann1smaansfe
4.29-8.33% S laitAiu %PRSDs MlFa1nnAUI
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8. AinAnITuUITENA
vavauAmuuielnlsad s15alena der1uirenisdrdnasisaeuamnindudiuadnd uas

WNGNENT WU ShwnsiminngunsiaaeuaunInemsan Nlinsaduayun1sinauivinis
waglviduugunly

9. 1BNE191984

9.1 mmiﬁmﬁuﬁ%ﬂuﬁw ReuTl 5 W./.2532 NSIveNmERNITUNNE NIENTIEABITUAY
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9.2 wWashu asuuaney. 2559. RYINeINNNITERIANG. drTinAiuiuiagiansal
UNNINGIRY, NTUNN,

9.3 drifnauunIpIuRanueignannngsy. 2548, Tarmuanaluddiearuamsavas
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