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Method validation for migration testing of metals from plastic
food contact materials to support Thai export

Sar1es nadade’ | Tuimal nesda’

Nitchaon Pakawatchai' , Chinawat Tongchat1

UNARERA

muﬁﬁﬂﬁ’fﬁﬁmqﬂ@xmﬁLﬁ@mq@mumwﬁﬂﬁmﬁ%wmafm_lm3LLWi'ﬂsm’mﬁnm‘i@mmnwmmﬁﬂﬁ'ﬁlﬂuﬁmﬁur:Tzq
awnsluansazanennezinniesas 3 InanaasetFuinsnungssilouiandudaamslssnmnaiaAnueaunn
gl Ineinszisunoulany 9 afinlaun axgiifian (A) wuGEas (Ba) Tauaast (Co) naduas (Cu) Wén (Fe) Aiax
(Li) wannila (Mn) Bnia (Ni) waz anz@ (Zn) faawmaiiadusnina Astillanatani-eellfnea aRadu dulninsum
3 (ICP-OES) annsdnswudngaaaauiiludumsy (Linear range) 189n13naaauazgiliian WUEHN N9IUAS LGN
AdeN uNand way dang@ winfdu 0.0-1.0 Raansuseilaniy dusulaveasiasiinifadidasnanaududunseanng
NAAALIWINAL 0-0.5 WAy 0-0.1 HaANFNFRRIANTNANAAL ANTAATANITAIANT (LOD) 984 Brqiilen wiFes
TALeA NaaLAT WAan AaMay wuaniila dnifia waz denzd wihdu 0.027, 0.026, 0.014, 0.024, 0.025, 0.024, 0.035,
0.004 uaz 0.022 FaaniuseAlanFuANAIIY ANTAR1TANIIIAENLENNM (LOQ) T89asgRideN LUEHN NaILA
WAN AN wuan1ia waz danzd winiu 0.05 Raansusenlaniu z%mi‘“ufimumﬁumﬁnlﬁ@ﬁm LOQ winfiu 0.02 Way
0.01 Ha@nFusenlaniu Aua AL HAuLNY (Accuracy) WAz AMNLEN (Precision) NszAuanuidudi LOQ atflu
mmﬁmiﬂ@m”u‘llmﬁﬁiﬁfaﬂ@mmﬂ?mmnﬁuﬁu (% recovery) LmzﬁiﬁfammﬁmLuummgmﬁuﬁwﬁ (% RSD) 284
Taneiia 9 iinet] lutasiasas 97.0-103 waziesay 1.57-7.73 AINAAL

Abstract

This research aimed to validate test method for specific migration of metals into 3% (w/v) acetic acid from plastics
intended to come into contact with food according to EU regulations on plastic food contact materials. The test
method was developed using inductively coupled plasma-optical emission spectrometry (ICP-OES) to analyze the
quantity of nine metals, i.e., aluminium (Al), barium (Ba), cobalt (Co), copper (Cu), iron (Fe), lithium (Li), manganese
(Mn), nickel (Ni), and zinc (Zn) The results showed that the linear ranges of Al, Ba, Cu, Fe, Li, Mn, and Zn were 0-1.0
mg/kg while Co and Ni were 0-0.5 mg/kg and 0-0.1 mg/kg, respectively. The limits of detection (LOD) of Al, Ba, Co,
Cu, Fe, Li, Mn, Ni, and Zn were 0.027, 0.026, 0.014, 0.024, 0.025, 0.024, 0.035, 0.004 and 0.022 mg/kg, respectively.
The limits of quantification (LOQ) of Al, Ba, Cu, Fe, Li, Mn, and Zn were 0.05 mg/kg while Co and Ni were 0.02 and
0.01 mg/kg, respectively. The accuracy and precision at LOQ concentrations were acceptable corresponding with
satisfactory percentage recovery (% recovery) and relative standard deviation (% RSD) of all elements in ranges of
between 97.0-103% and 1.57-7.73%, respectively.
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Keywords: Specific migration, Food contact materials (FCM), Commission regulation (EU) No.10/2011, Inductively
coupled plasma-optical emission spectrophotometer (ICP-OES)
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1. unu (Introduction) . .
ussqAtusiansiumumddtyfegranssunanaisuilapluazdenan iasanninuihntlasiuemisainnis
duifeuuay \danan nauilas)aIndnIndan uananil miﬂ@mmumi@ﬂmmmmmmmmmmmwmu%mmw
wslnal¥idenTenaniustanei 118 mmnmmmLﬂuﬂ@wﬁwmﬂivﬂ@ummumm”lﬂnmwmmLLmﬂmqm‘mwu
AR T LAWAN ﬂ@@;uuma@nmfmmmimmgﬂmﬂummmmnwmmn esannanunsadiuusaanTRsng 7 284
Wmfaﬁnsl,ﬁmmvmuﬁ‘umﬂ%mu”lﬁdmimﬂmﬂ'dma‘lﬁmLwiar;mj Additives) inlannsnnauauasgLuuunisldmin
1913 lnAlug AlliitiunnazanaLneuazIandy Aag mu"l,mmmisn@mmawmmuﬂivmu (Ready to eat) AW
SuaznINTRANg | MALNNY mtmmmsmmmimmumu’lummiﬂuﬂamwm'mﬁmLu_m Take away box FRHK
mﬂmmwm@mnmmuLm@muﬂiwm‘wmq 7 aeinglafinnm il Luﬂuaﬁﬂmmmmummmm‘mi%mmmm@@umwm
mwlLﬂummﬂ?m@mmmmimmwmmmmwﬂ@@mﬂmmmuﬂmim Fatiu ‘wmmmmmwmmﬁn@\ﬂmmv
ﬂivw]ﬂ@\'i’a’aﬂﬂ{]‘iyn_lﬂllLL@yﬂﬂ‘!ﬂumﬂ?‘ﬁ\l’]EHﬂ’]i‘LLWiﬂiy@’]ﬂﬂ’ﬂ\‘m’li‘ﬁ]’]\‘i i LW@@Nmmm’mﬂ@famnﬂ‘lungm‘@m
avnmglanadunguilszmaniingsuideudiuanuaenisresiasgdudaduisenivluszduaina uazinetlasiu
fungeaInnIsLlnAeusninIsunInszateedlanzsig o andandniaanmsdszinnnaiafnasléiouninnet
FUUNITNINIZAN (Spepiﬁc migration limited; SML) In9lans 9 mﬁmiﬂuﬂgixlﬂﬂu Commission regulation (EV)
No. 10/2011 wazafuwA LAy Commission regulation (EU) 2016/1416 Waz 2017/752 &Tﬁmﬂ@mummﬁ 11[1-3]

A9 1 st ruelERIUNNsLNsNITAaNEa iz aeslany 9 1lia Andandndaenstssinnnanainanungszidauresanning sy

6] U INUUAMSTUNSNTEANLIILNIE (SML)
(RAANSNABNLANSNAIUITUIRRITREALIIRDILNURINNSG)
=
WiLFEIN (Ba) 1
TALaas (Co) 0.05
NAILLAY (Cu) 5
wian (Fe) 48
a a .
A (Li) 0.6
wian3la (Mn) 0.6
fanzd (zn) 5
a a
azgilan (Al) 1
UnLAa (Ni) 0.02

flagriuiuanampiianainsodnsziBunnlangls 1w ICP, AAS, ICP-MS, ICP-OES U@z XRF FIUNALAUAN
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dunianuazldiuatnaunivans IﬂﬂLLﬁl@”LV]ﬂuﬁN“lI@ﬁLL@""lI’l’]L'&EILL[ﬂﬂ[?]’Nﬂu AUNLAIMHNAZAANLATAIMNABINITUR
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ENN3LAIZY nATia |CP OES LﬂummmmmmLm%ﬂ@muuﬂimfmm waugin LL@WNWNWiﬂQLﬂ?’]vMﬁWMVLﬂ
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waamuummmmqLﬂumuﬁﬂmmqLwama faatinens\dnaiia ICP-OES lunsmaaeutBundansiiazaiaann
f’a”m@mmmmmmu Feng He wazAne [4] Anwnisunsnszansseslans 7 48n 1Hun azqiillon wuBen upaides
wan waanila Inmilen wazdanz® aanaunanadnaiin Polylactic acid (PLA) arinlngldaisazaiadnaaunuais
luarsazanansneriiffenas 3 Ngnmgi 40 avrizadea unar 10 Ju way 70 ayansadeaa uaan 2 Falug
LL%@ﬂﬂ@ﬁiazaﬂﬂiﬂf‘immzﬁﬂ?mm‘ﬂ@mﬁmm’%q ICP-OES WLNNTWNINIzaeaslaneiy 7 siaannaiunaiasn PLA
waldifiunouaiinuuaFunnanunsni3inalésedu (Estimated daily intake, EDI)
mejfmmﬂiyﬂﬂumim@mmmummmmﬂmimmm@mu AauANANINAAnendseenlliedelszmalungs
Wm‘w'ﬂiiﬂ AREMAALIAAANNADNWNITBIDTYY NINTNELIANARTLTNNG sn\'u,ﬂwmﬂgummiwwmmumm@uim
Linmasaudagdudaanmungseidey nnsgrunelulszmanazaeslszmagdn Aaldimuianaseunisung

nszaneaalanyiia 9 alaannwangRAnsaeALlA ICP-OES [5-7] hazaibiunisnsaadauminnlglauadianagatsa
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2. 9amMsaas (Experimental methods)
2.1 patg
ﬁqraﬂ'ﬁqﬁsl,%‘l,ummmwaumm‘Lfﬂﬁm@ﬁ%mmu dwelidunanafnduiudndaavnsianedlanananns
WA (Low density polyethylene) inaauazanaialaensidinin o faadnl¥uu (Lint free cloth) wiatinlysn’le
TFauna N9 x 8179 WINAL 6 x 10 LEUALNAT AU 40 Faatina [8]
2.2 \nsasiauazginsol
2.2.1 A8 Inductively coupled plasma-optical emission spectrometer (ICP-OES) UFEN Perkin Elmer ‘:;'u
OPTIMA 8300

RF Power 1500 W
Plasma/Auxiliary/Nebulizer Flow 8/0.2/0.7 L/min
Plasma Viewing Axial view
nebulizer Concentric

2.2.2 gaulni
2.2.3 ldfussin Auaziden 0.1 Aafiums UTEY Binder $u FP 115
2.2.4 Tuladawn 1, 2, 3, 5 uay 10 Haamns duannImw A
2.2.5 NITUANANIWIA 100 AaAART TuAUNIN A
2.2.6 190 JAUTNIMT 2UIA 100 HAAART TuADUNIN A
2.2.7 naaanaaeanFanenlln 1 aduRIuANtnana x g9 Uszanns 2.5 x 25 uRwNAg
2.3 @15LAN
2.3.1 mmmmmmﬁm‘iwmzﬁué’wﬁq (Reference solution) 9 §16) THwn
1) A190ZANENINTTIURZQRIEN 2) A1TazANENINTTIULLEFEN 3) a19azaneInsgulaLeas 4) a1sazans
NIATFIUNDILAN 5) AITAZANLNIATIIUNAN 6) ANTATAILNIATIIUANEN 7) A19AZAENIATTIUUNINTTA 8) A19AZANE
NIRIFIUTNAR waT 9) ansazataN1nIgIudeInsd Ananidndu 1,000 Hadniusiedns Uy Perkin Elmer
2.3.2 ansaranaNnsgulanzazAud1ees 9 an audie 2.3.1 annuudindu 1,000 Jadniufedns 138 SPC
Science
233 m&mwﬁmnmmu TUAAUNINTLATIZN (AR grade) ALdndwFasas 100 138N Merck
2.34 mﬂmﬁmn"l@@@u Deionized water)
2.3.5 wiga1ineu wila High purity (HP) AaNLFgniiesay 99.995
2.3.6 whalulmsiau 9l Ultra high purity (UHP) A u13gnssanay 99.999
2.4 M niunu
2.4.1 mimﬁhmﬂuﬁuﬁuﬁ’ﬁuﬁum\i (Linearity)
ﬂ’]iﬂm:ﬂu"%vﬂﬁ‘umu’%ﬂmﬂ\iﬂfl’mL‘JJ‘LALZ%‘L&[}’IN‘?J@QH?WWNWﬁli‘ﬁ’]ui‘yWJ’Nﬂ’]ﬁ'ﬂm"ﬂmm\‘i (Intensity) fUAN
Anudindumedanzusazaiinanaianislfenae s eies wmm«mmﬁuﬂimmwﬁuwmﬁ (Correlation coefficient, R?)
189n91WNM3g11 Ineidn R fiaslalifeendn 0.995 IﬁmLmﬂummmwmmgm‘tammmmw 2 InesTanansazane
W n3gluaadnffuinsaunn 100 dadns NENUNTRIANEZRA WAz TaTazanenIAlumINToEaT 10 LATANa
paeinlsAannlesy
2.4.2 MIIMNANTASIAANITATIAUILAZTASAANITTALBNL
ANIMIANTAIAANITAIIAU (Limit of detection, LOD) LLm%ﬁﬁmmﬁmﬁmm (Limit of quantitation,
LOQ) ﬁ’w’faﬂﬂmemagmmu Technical guideline 184 EU [9] ﬁﬁ"l,é’lmm%\msmmmgm (g'ﬂﬁ 1) fingl Spiked sample
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dl 1 ¥ o dl o ¥ v 91; o o/
blank NATALANTINITIENN 5 T2 (AINA1999 2) seAtANdduaY 3 41 AMUIAAFALNY (Intercept) AN
ANN1TY = ax + b LAMNAT b mﬁmqmmulﬁmmummgm (S,

td' v v dl v al
ANTNN 2 ANNLTNTUABRNANTHN ﬁ]iﬁﬂuiﬂﬂ:ﬁﬂi‘ﬂLﬁ]i‘EINﬂi’WWN’W]Tﬁ’]u

FTALANNITNIY (NAANSNARART)
WIAN o = -
azafiflan wuBaN Nasumg . o a
Ve oa o TAuaas Anna
WUAN AlEN wazdans®
ANIRTAELLAIA (A1FATAENTABLTAN
v v v 1 - - -
AN duTesas 3 unafatFuImg)
arsazataNInsgulanzaIni 1 0.05 0.02 0.01
arsazaraNnsgulanzeand 2 0.10 0.03 0.02
a1sazrataNInsgulanzaIni 3 0.30 0.05 0.03
arsazaraNInsgulanzeand 4 0.50 0.10 0.05
a1sazaraNInsgulanzeanad 5 1.00 0.50 0.10
intensity
L ]
: y=ax+b
:
35 !
b
Lo Conc.

771 1 mamdadnianismsaannlneldnsmlunmsgau

TPAAANIATIAUIAUIIANGAS
LoD = padindu ey = 3,
\le 8, = Standard deviation 784 b .
b = Intercept = Intensity LUWLNW Y WaXx=0
IAINAAN1TTALBNDL ANatann LOD M1 Guidelines for performance criteria and validation procedures of analytical
methods used in controls of food contact materials 489 EU [9] a1ngm?
LOQ = 2LOD
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2.4.3 mﬁ‘mmmmmmu@ mmLmummq'ﬁmm@ummmnmﬂ’mmﬂ?mmmmaﬁmmu
wmummmmLL@vmquLmummmﬂmmmm‘iﬁmmmmm@wmmu (LOQ) mm@mvmmmmummmu
ANWNS (% RSD) uariasaznIsAUNAL (% recovery) AMNANAL ALATUIDIANERS

SD
%RSD = —— x 100
Mean
Cc-C,
WAy % recovery =
Cspwke
y v o o v .
e o, = Anududuineasuléves spiked sample
c, = anudnduresitetnaEusiy
Core = AMHTINTUTRIANTHIRITIUTRN

244 mi‘mm'f]mmmmLﬁmu,@vmmLuiummﬁﬁqamﬂ%\mu (Working range)
memm”mmmmﬁm‘l‘,@wmmu 3 s¥ALAD A1 NANS WATABITINITIHY FNANTAZAUNIATFIY
9907 1 1907 3 1907 5 V0IANINT 2 svsuAudnduaz 10 sm ”mem”mﬂmmmu‘lawmmumqmm 30 mm)
Lmummv@wmmﬁmiawu,mvmmmiumammm@@wum@mqwmmmn 210 6 x 10 LIUALIAT AWATUALI 30
vaan 111N 60 asAmalTes Wuan 10 u wdathlAwazvivniBunndanzaiingng o foaieses ICP-OES
ANKNANNTALATIZHARELATES ICP-OES @an1saulasusagannfaaniuseansiiulaaniuseilaniu
mmmwrmLmummﬂmmugﬁmmgm EN 13130-1 [8] IAEIATUALAINATAINNTINA N (Specific gravity) 284N
sPzTRNFREAY 3 WAL 1 A9t 1 ART A9WinfL 1 DlanFuanTazanefaunuenis
2.4.5 nsiszannianAanslainiiuuey 3
natlszanniinaulaiuiuenaeinimmaaaunisuninszataredlanzia 9 1in andandudantvslsznm
nangRnAag ICP—OESII%'E Bottom-up approach AN GUM [10] Iagisq LN unasninuaas1mins llniuauldnasng
wNunRAelan Asgin 2

Sample  oah standard
pram— Ll
flask

cylinder cal. curve
Ppet Al, Ba, Co,
Cu, Fe, LI,
> MI‘I,]‘FI Zn
{markg)

repeatability termp

cal

precision oven

UM 2 unaanunzesAAnliLinen
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3. NAWAZIANTDE (Results and discussion)
3.1 HAMSMIAIANNANNUS LT LA URTS
HANNINAABLANMNANALST A URTNTasasgliuN LUGFaN Naewn AN A waenda uay &inzd Tudos
audindi 0-1.0 Hadniusienianiu InawdunansnIngIUnANTRRZ e LLBHN NBILAT AN REN wian1Ta
waz danzd Willsunm 0, 0.05, 0.10, 0.30, 0.50 waz 1.0 Hadniusenlaniu wirenaisazarsumsgulaueas lu

dogmannidndy 0-0.5 RAadanFusenlansu 15w 0, 0.02, 0.03, 0.10 waz 0.50 Radaniusenlaniy LaziAzew
a17azanaN1ngguiniaa Tudasanudndu 0-0.1 Nadniusenlaniu 15110 0, 0.01, 0.02, 0.03, 0.05 k@ 0.10
ummumrﬂ@mu wdnbldafwnsmuansaauduiugszndedianuduuasiuliinndanenud A dusedng
avduinsansynanneglugee 0.9994-1.0000 F911nNNI1 0.995 fwmminL@anmqmﬂmmwmmmmummumvmm

FAAN9799 3

S P , o
A1399 3 deanNidudulas N IEeu

a1 daapNLT NI daepuidndumsldau AdNUseANBausNANS
(RaANTUABNLANTH) (RaANTUABNLANTH) (R?)

pzgiilan 0-1.0 0.05-1.0 0.9999
WU Fe 0-1.0 0.05-1.0 1.0000
TALARE 0-05 0.02-0.5 1.0000
NAILA 0-1.0 0.05-1.0 0.9998
&N 0-1.0 0.05-1.0 0.9998
Afien 0-1.0 0.05-1.0 0.9994
waanilg 0-1.0 0.05-1.0 0.9997
Aniia 0-0.1 0.01-0.1 0.9998
Fanzd 0-1.0 0.05-1.0 0.9996

3.2 N@m?ﬁﬁ‘ﬂﬂ‘?'}ﬂﬂm?ﬂﬁ‘%‘a%ﬁLL@u‘HﬂQﬁﬂﬂm‘a"Jﬂﬂ%N'}m

mnmmmmmﬂmmmuma Spiked sample blank wmmmwmmﬁﬂnmu 5 9¥mu mumm‘w 2 9¥FUAINH
sz 39 aN19I0@3L AN LOD wazen LOQ mnmammm”l,mmmmw 4 Tp8An LOD 284lavizi 9 niina Lo
0.004-0.035 m@mmmn‘ﬂ@mu wazAn LOQ atfludae 0.008-0.070 Haaninseilani
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A3 4 NANIINAGALINTAINTANIIMNTIANT (LOD) wazdndnfinni1sdmnnnm (LOQ) NlFannnisAiuans

gt} o op L ee
(RNaanFNADNLaNTN) (RaansumAaniansy)
prgiity 0.027 0.054
RGN 0.026 0.052
TALaAE 0.014 0.028
NBILAN 0.024 0.048
WAn 0.025 0.050
Aufen 0.024 0.048
waannila 0.035 0.070
Hnina 0.004 0.008
fanza 0.022 0.044

atidlsfiniu A LoQ AikuanilldmmnzaniunstfiFeness Asimund L0Q lnidieliazaanluniswien
mm:mﬂmmiju‘ﬂwmﬁm&m *| (Metal standard solution) LL@:mﬂaﬂmmmﬂLﬂmﬁ(\{olumetric pipet) ATzAUAINN
dinduniumnsed 5 wasinnisigaianuiasuazanuuiunandudusngs Inenszduanudndu 1 Saani
Alaniu (1 ppm) Amualsidn % recovery agflutneiaaaz 80-110 Lag % RSD 134'1,?]14%’@%3 11 [1] mnigaduaony
1/ LOQ Nfvuadananadeldiimnuiiesuaranuuivasiinssiuanududuiennaadianisinliunnignsies
sialy wazvinnisigailludaundiagldammunzanuazegluinusfaaniy

R399 5 TARNTANIIM9939 (LOD) WazlndianadaLsunas (LOQ) Annuualud

816 a _a VLO.DA @ a a VLO.QQ @
s (Raansusaniansy) (RaansuAaniansy)

azgiit 0.027 0.05
RITELLY 0.026 0.05
TALDAK 0.014 0.02
NAIUA 0.024 0.05
Wan 0.025 0.05
RIS 0.024 0.05
waannila 0.035 0.05
Hunina 0.004 0.01
danza 0.022 0.05
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3.3 Namimmmwmmua“mwLmum'amﬁwm'auwmmmﬂmmeqmﬂ?mmmmqﬁwmau (LOQ)

A1NA1 LOQ wﬂiﬂuﬂummw 5 mmiwmummmmLL@vmwLLuummfsﬁTmmawmau Spike sample '1/1
FAranudnduwinty LOQ [7wan 10 €1 Wmmﬁmmui@m 9 mtnlAun azgiillun uuizen Tauaas nouns Lmﬂ
AdeN wuanila Anna wazdans@ § %RSD Lﬂua‘@mw 3.4,8.7,1.6,27,26,75,6.1,7.7 LAz 5.9 AnuaNGEL Flal
WnNnInFeaas 11 ANNATNNTHANTL LasAeatFatav FunnnduAlans o fﬁumﬂumamamuimmmfamv
80-110 fauanslunisned 6

R399 6 SesaziBunanduAulansasanimagaey Spike Sample A3vdu LOQ

.4 sasazaaslSununauAuaaslans
ASIN
Al Ba Co Cu Fe Li Mn Ni Zn
1 102.0 100.0 100.0 106.0 108.0 102.0 96.0 110.0 98.0
2 106.0 96.0 100.0 104.0 104.0 110.0 94.0 100.0 98.0
3 98.0 96.0 105.0 104.0 104.0 110.0 92.0 90.0 94.0
4 98.0 94.0 100.0 102.0 102.0 110.0 104.0 100.0 90.0
5 98.0 96.0 100.0 104.0 104.0 110.0 90.0 100.0 94.0
6 104.0 96.0 100.0 102.0 104.0 94.0 106.0 110.0 108.0
7 102.0 94.0 100.0 98.0 102.0 94.0 102.0 110.0 94.0
8 96.0 104.0 100.0 100.0 98.0 96.0 102.0 110.0 106.0
9 104.0 102.0 100.0 98.0 100.0 96.0 104.0 90.0 94.0
10 98.0 94.0 100.0 100.0 104.0 94.0 106.0 100.0 94.0
Mean + SD | 100.6+3.41 | 97.2+3.55 | 100.5+0.10 | 101.8+2.74 | 103.0+2.71 | 101.6+7.59 | 99.6+6.02 | 102.0£7.89 | 97.0+£5.75

3.4 HAMSUIAIANNAMNLTEILAZAMN LN UTBIE29mMS ldanu
nsAnEANAInIzzeisnMImaasLianyuietenaasn Ineinansazateinsgulane liun azqfies
LuFEN Taueas neeund wdn Aan waeniila dnifa uardaingd S1uau 3 swmummmmﬂumamawmmmn An
ITAUAI FTAUNANY 9TALEY 223T99n s FunsnNImsgIL wodd FunadiAundureslanyia o PN E I
lusnagnananamn umfagiummmﬂ@mu ﬂ@@giumqﬁfam: 80-110 [11] Tneiaunsnagyl Aamnanem 6

A3W7 6 agUFeraz FuNnNAUNAL (% recovery) TadlansiFinlusinatnaiszduAN (Spike 1) 3vALNAN (Spike 2) LazIzALAS (Spike 3)

Spike 1 Spike 2 Spike 3
msa::az['m ANLT U AN UL AU
RTINS (Ha@nsNeia | % recovery = SD | (Na@ansuma | % recovery = SD | (a@nsuma | % recovery = SD
TLansu) Hansu) lansu)
ﬂzz_}ﬁLﬁﬂN 0.050 100.6£3.41 0.300 100.6£3.17 1.00 99.8+0.73
LLLIG‘F_IJJ 0.050 97.2+3.55 0.300 100.8+0.36 1.00 99.4+0.55
Tauaas 0.020 100.5+1.58 0.100 99.8+0.42 0.50 99.3+0.71
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Spike 1 Spike 2 Spike 3
fnsazand ANLTUTU ANLTUT U AN U
Wssulanz | s a o o a & o 4 a & o 4
- (Naansuma % recovery = SD (Haansuma % recovery = SD | (N@a@ansNma | % recovery = SD
Nansu) Nansu) Aansu)
NBILLAY 0.050 101.8+2.74 0.300 98.9+0.85 1.00 102.9+£0.75
Wan 0.050 103.0£2.71 0.300 98.2+1.10 1.00 100.7+0.83
Adew 0.050 101.6%7.59 0.300 97.8+2.78 1.00 100.940.73
LN 0.050 99.616.02 0.300 98.5+0.96 1.00 101.2+£0.75
{nifa 0.010 102.0£7.89 0.030 100.3+2.92 0.10 100.9+1.20
fan=d 0.050 97.0£5.75 0.300 101.9+1.63 1.00 101.1£0.80

3.5 msuszanuAANliwUuay

AINHAN1INAABIEINNINUsTINAIA N [ LLauIaIN MAdeUNTTUNINITAETasTany avgRifln uuFes
Taueas nesuns win Adien uueniila 3nifa wazdenzgd luansazanensnes@finiesay 3 Imﬂm@mmﬁmm piael
A RUANTIN Aldlananaun-eeifnea aladu ailnlnfimed fiAnAnnalduriuenaenefissfunnudesufonay 95
(k=2) 1&&amnsned 7

M97 7 A nliniveuTeIn mMAaeLMINNTUNINITANEeerglien wuFaN Taueas neswnd wdn AWen uxanntla Tnda uay

Faned luasazanenInesdnniesas 3 (wh)

. Ue oxpand A linuuauraims
. (HaANSuARNIANSN) (RadnsuARNlansN) Naga (NARNFHEaNIANGH)
avgiilen 0.0044 0.0088 0.01
wuiFEw 0.0025 0.0050 0.01
TALDas 0.0014 0.0028 0.005
NBILLAY 0.0031 0.0062 0.01
Wan 0.0030 0.0060 0.01
Adew 0.0048 0.0096 0.01
waanila 0.0034 0.0068 0.01
dniia 0.0009 0.0018 0.005
Fan=? 0.0040 0.0080 0.01

4, 'M‘ﬂ (Conclusion)

annsdnanNlilfredinaaeunisuninszareredanyluansazaransneiin feuas 3 InsunasieiFuimng
Farnasasdusniin Alidananaan-eadfeea BNadu mﬂn‘lﬁmmmmImﬁmm@@@mmmwmvmwvwmemwmmq'ﬁ
nAAay LAWN ANANAUSITLE RS mmmmﬂmmimmmLLawmmﬁnmmmmﬂ?mm NNIUIAIANHANHITIENLAL
Auuaiiaestaenislden woduiulmanoeiiouus Sanuiesuazanuudunaantaenislden uaziidiany
Tdurueurasanmeaaurasusiarang Lifiufanas 20 [12] 8n1mmasauilitunimmageuanuldliteds danu
winnzansianstin U IR faiu Feel fiFinisainnsatiisdainanannldnaaeuinisunsnszaaveslansluans
azanenInayinn feuay 3 lnsusasiaisunasls
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