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fawaldfiduunaspasnsaimsisniudeseme gawludraouluiiidisduaduuaznzdu
Ujnsenediene  melusiema milvdszuudasamsiivszandmn 'i'Nmslmmaagm%umsmmsﬁlﬁhL?Juleﬁm
ﬁnﬁqé’hLﬂuLmziwaqmsm”ma%aﬁas: dradrefiviiondumealusemeldadisnd dasanszau
AaLRALABTaalEDn dethamem Fnfiuiussd heliiwssaddsdsaalaagiaue mlissuy
Futhend uazilasiulsausdeunasiio © dmduauibizauiulssmuinwalilosnse fonansoduaiasdiy
dandnualiunuld luthgtunssuamastmbinualimasldfuamuismniuagmnniligmueimg
Tnznmsliuandnnmsdutssmudinualyl anuinasasfuilaafedasiuananisaasalumsuiloa
fdnualian da maananzasnaaiimiadagity duluiadudayadmiuguslnauazadnanudula
Jnadesduiiiandnualdtdu fanulasadsdaguain driinauniwuazanulasadsains
nsWinenenaasmaunng nssnyassoigy Tuged w.e. 2549 Seldnenuramsmiiumssamissiu
fnnenuazkald Manue 54 date Wudadaaude 38 dath wasdludaisiitunssumsude
wazussalumuuzAlaain 16 fet iipasvlnniUinamsandmasnaeiimiadagiia nquaasmiu
Aaa3u nguaasmMiunaanasa nguasdaaNzRlnENIaed wazNgNAITUILNG KAWUENIANAN 17 DL
Slum'%'mﬁuﬁguam léun &5 endosulfan, chlorpyrifos, parathion-methyl, ethion, cypermethrin,
carbaryl uaz carbofuran udlinumsandaluaiasduiiiunszuumsndouazussylumaustlaain
winnnuluilidedy dinnueaznssunmsaimauaseldifudiagueiasiuiiandnualal
ﬁmuﬂszzmumswamLLazussﬂumﬁuzﬂmaﬁ‘n a'qm's?ﬁmeﬁﬁ'ﬁwﬁfﬂqmmwuazmmﬂaamﬁ’ammi
10w 21 et wazdaghalum M 9 dathe wanuh lifimsandseasmaedimiadagiialuedosiu
hinealimndags winumsandlulumannu s dag wdsnniuwuhdslifimsnenudayams
andsmasmaaiilastumiadasiigluaiasauihandnwaliias taytumsediilasiumiadagiiedin
funummemaineasaghaninen fiasiauiianudedayatiinamsihiaasnaeiiilesiuiia
FagigiifiunTlingaaunnd 9ndayaua9naainMaNEAT NTENTNINHATLIzIUNTAINUTY 521319
U 2540-2553 Uszinalnaiinsihheassseiilasnumiadagiizannds 120,000 au @ MamsUseiiiv
299 World bank w8z Food and Agriculture Organization of the United Nations (FAO) %%Lﬁlﬁuiw
Usanalneiimslimaniilasiuiiadasiisficngsnhussamaivannuddard wasndmnni 2553 daantiu
ammunedasvaslanidsuuadly wnTiumsldmaeiitlaumiadasiefgdu Usennaiisduathimo
Sdaelimawanndushe el nuaugatuamudaimsansassannsiivisnniu Seiimslaland
fimsldmaefiiemiaunasdagity iamslumsiunandonemsinees imsldms deltamethrin ©
Fudumsiaiimiadosisildwuiiaganaiiatasiulsaldidanssnidudeiniumeduamssnge
aadamsandiluwandammainuasiinuilaald uazanadiuanssnudagumwoiniisuasguslag gise
seldmszmindiuenuadnpastiammani selainmsdnm Uuwesiannizanaiensdaseiilesiumin
Fagirlundasdiumnndnualsl ienaumdsiduiildoues disiduildonsiensiiuy Wuis PAM so2
GC ECD, PAM 302 GC FPD © asiailuazdhazansdunadilalusunaumsanaiiusinaaauienn
amdananssnuaagumwrasiuuanulussezeny ldmadia liquid-liquid partition ﬁaqﬁwiﬁu‘%qw'§
Toamaniuaadul florisil TunauMsaRaEIIL 80119 waste solvent fLAGINMIRATUTIIMIN

wazld chlorinated solvent tilumszlumsman aauuilawannislaamsusuds official method AOAC
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2007.01 BaUMBMIANINANNTATiTasiumdadasinld 20 #iia Tu matrix doualidhe 13
GC/MS wasi5ua9 Anastassiades M. uazaniz Tl 2003 ldainsaasaiwneianssin 49 oiia laun
nauaasmlunaaiu 20 #ia nanaasmlunsanads 21 ¥ila uaznguansdaanzilninsasd 8 #iia lu matrix
wdastniivhaninualilasmsifiunds NaCl asadensiaieinis GC-uECD waz GC-FPD o
wansilaiuguiifiagluaslfiamsuazdriiumamasauanugndaasizaanan Waldisiimansay
Hlhnsiluansiensimasandaasnaeitasiumiadasielueiassuiihandnualinaiadudn
wozsiaussylumaustlaain welinnuanumsaimsandauazdnmuansznudamsldsuansaaly
Tagrhmsguinuaaensluangunwumuasuasyduama Tull w.e. 2558

msmﬁuasmsmmgm

#13L@H : acetonitrile PR, glacial acetic acid AR, n-hexane PR, ethyl acetate AR, magnesium
sulfate anhydrous (MgSO4) AR, sodium acetate (NaOAc) AR, sodium chloride (NaCl) AR,
1119y, Dispersive SPE 2 ml; %1ia# 1 Pigment sample AOAC Agilent Part Number: 5982-5222
(MgSO4 150 mg, PSA 50 mg, bulk carbograph 50 mg) ﬁﬁﬂ‘ﬁ 2 Fat + Pigments AOAC Agilent Part
Number: 5982-5421 (MgSO4 150 mg, PSA 50 mg, bulk carbograph 50 mg, C18EC 50 mg)

133053 ¢ msmmgmﬁ%wmLﬂuwﬁmﬁmsﬁwaq Dr. EhrenStorfer fuiluziiaiien

ﬂduﬂﬂ‘fﬂﬂuﬂﬁﬂ%u (organochlorine compounds) OCs MU 20 13 lawn aldrin, 0L-BHC,
Ol-chlordane, Y-chlordane, oxy-chlordane, pp’-DDE, pp’'-TDE, pp’-DDT, dicofol, dieldrin,
endrin, Ol-endosulfan, B—endosulfan, endosulfan sulfate, heptachlor, heptachlor epoxide,
hexachlorobenzene, lindane, methoxychlor tae tetradifon

najuaasfm‘[uvslaaﬂa%’a (organophosphorus compounds) OPs auu 21 &9 loun acephate,
azinphos-methyl, chlorpyrifos, dichlorvos, diazinon, dicrotophos, dimethoate, EPN, ethion,
methamidophos, methidathion, mevinphos, monocrotophos, omethoate, parathion, parathion-methyl,
phosalone, pirimiphos-methyl, profenofos, prothiophos w8z triazophos

NaNaNIFUATILV IWINIed (synthetic pyretroids) SPs 413w 8 a3 laun bifenthrin,
cyfluthrin, lambda-cyhalothrin, cypermethrin, deltamethrin, fenpropathrin, fenvalerate

oz permethrin

tﬂ%‘mﬁauazgﬂmiﬁ

LAFDIHIANINALLEE 0.001 N3N FMSUFIFIREN ASpRIANaBEe 0.01 HaansN dwiu
%anﬁmmg’m iadasilunnaznau (centrifuge) AMNNEITA 3,500-4,000 SBUADUNT LAZBITLMEETAZANY
wUU heating block wazldusalulasaulumssewmeaansana méawquﬁuwaumiazmﬂ Vertex-2 Genie,
micropipette 2119 2-20 ul, micropipette 2119 20-200 pl, micropipette 2UI® 1-10 ml, amber vial
219 8 ml, centrifuge tube 2110 50 ml tae 15 ml, volumetric flask U1 500 ml, 25 ml ttade 10 ml

wae pasteur pipette
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Method Development of Pesticides in Juice Rattiyakorn Srikote and Weerawut Wittayanan

h3asiiannaiariiouasSanm

ta3aeuialasaninns v : GC-uECD Agilent Technologies 6890N #ii@ column: DB-5MS,
30 m, 0.25 mm id, 0.25 um film thickness ‘ﬁ' temperature: inlet 1'7; 200°C, splitless mode oven
17; initial 80°C hold 1 min, rate 15°C/min to 180°C, rate 3°C/min to 205°C hold 5 min, rate 40°C/min
to final 260°C hold 20 min, detector 17'1' 300°C, flow rate: helium, constant column flow 1.5 ml/min,
nitrogen (make up) 60 ml/min, injection volume: 1 pl

ww3naudalasanInnsu : GC-FPD Agilent Technologies 6890N %il@ column: DB-1701,
30 m, 0.25 mm id, 0.25 pm film thickness, temperature inlet “7; 200°C, pulsed splitless mode: pressure
30 psi, purge flow 60 ml/min, purge time 0.8 min oven i initial 80°C hold 1 min, rate 15°C/min to
180°C, rate 3°C/min to 205°C hold 5 min, rate 40°C/min to final 260°C hold 20 min, detector
220°C, flow rate: helium constant column flow 1.5 ml/min, nitrogen (make up) 60 ml/min, hydrogen

75 ml/min, air 100 ml/min injection volume: 2 pul

a1

Tumsnagauanuldlavads ldfedrahdSeiiliiniasuniuniaiaiilndfumaanasgu
(blank sample) Lﬂué’hLmuﬁaatima;uﬁwﬁﬂwalﬁ (representative matrix) a1 Uszann 2 805
%ﬁuﬂﬁ'sazh\flu centrifuge tube MagNaz 10 NSN (analytical portion)

Tumsdmalsinamsandasmsiaiilesiuiiadagity Juiudagaeiasduauaaiiy
nnhudBuouunieamatia alinas 2 Mathe waze3asduiiiunssumMskaauazusIumBusTaain
Lﬁué‘sashamﬂ‘gﬂLﬂﬂ%ﬂﬂ%Lﬂﬁﬂ%ﬂ%’ﬂuazmaﬂ%a ¥laaz 2 619619 NNANTINN wazdnama wiveaniily
5 ntcjuﬁyuﬁ ﬂ&juﬁuﬁaz 20 BEN n&juﬁuﬁﬂisnauﬁmmdw 7 il

nan 1 Yanunudagwis duiusid wszuas ade wanln Guues 91Em3 Unaiy wewine Janun

ARBILAY FINT EIUUI UNIN UNABUNAN UaTADBITY
gy 2 UNWAe suy3 unnantes unnenlval Tryse Mieiy edsdu F8unes iag
UNZUTEY UNUBY UNUA BUBILTN UaENIRNN

naN 3 aawd Teny uanst denuge SauneR wislows v wazlsena

naw 4 e lvn AaBIENY MUBRen Huy3 Aunen aensela wazunuell (wwzdinatlis

=

)

NaN 5 UNU NANE 303n3 AauLiles uunys (emzannatiias nnde vy wasuetime)

AN N u,azﬁ’tyq

MoeaAIpIaNd 5 ¥iie lown 159 1&dN 1uessan MUhn waznenualy a1 (hWnin
Wnzidama ey wazinlutiun) INTINNG 100 IBEN MpENasUszINM 500 HadaN3

MINRNISuazmsnadauanalilauasis
35Aev (Extraction)

Faghathahniin 10 ndu aslu centrifuge tube UM 50 §addNT LAn NaCl 1 nsu LG
acetonitrile + 1% acetic acid 10 183805 WEAEIUS 1 1T PTG MgSO, 4 N34 waz NaOAc
1 0¥ wdrweh 1 it hldiuanaznaudsanudilszina 3,500-4,000 saURBINT WY 5 WF N
whissanadnlafilalszana 6-7 dasans 1dlu centrifuge tube 2110 15 Faaans udnily clean up
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Teansi@n Dispersive SPE Pigment sample AOAC Agilent Part Number: 5982-5222 (MgSO4
150 mg, PSA 50 mg, bulk carbograph 50 mg) (dwiudethainuasseauazinluihun clean up
Taagmsiiu Dispersive SPE Fat + Pigments AOAC Agilent Part Number: 5982-5421 (MgSO4
150 mg, PSA 50 mg, bulk carbograph 50 mg, C18EC 50 mg) mnﬂ?umsh 117 LLa”iJ‘tiﬂﬂf']umﬂmﬂau
FeanuEIUsTann 3,500-4,000 SAUABINT WY 5 Wt Huasanadla (srsazansguun) 5 Taaans
1611 amber vial 210 8 Fadans WluszeanUSnasauwiauwie ualsuUsinasaeasazmanau
n-hexane: ethyl acetate (3:1) AUASU 1 U980 laANNINTUMIBEN 5 NTNABNAFINT wadhlU
AinnsiriiouasUiinanaeiitlastumiadagizandedainios GC Tagasngy OCs wazans SPs
dathiedaudalasninnny : GC-puECD dumangs OPs dadhiaiasudalasininany : GC-FPD

1385190535371 (Calibration curve)
a133A33UnaN OCs uaz SPs WenfianuENdy 0.025, 0.05, 0.2, 0.8 waz 2.0 lulasniu
daiiadansly n-hexane thansazagluiadh GC-pUECD adenmvanasgussuhsanudaguiuiiui
Idia snamedulssansandunugyaiosau (Pearson correlation coefficient: r)
f3NAIzIUNEN OPs wisafianudaty 0.025, 0.05, 0.2, 0.8 war 2.0 Lulasnurefinddns
Ty matrix 1e3s thasazmeludadh GC-FPD adnnnvinaspussnivanududusuiuiilaia

AMUIUA T

M53tA312H Method blank was Matrix blank

Method blank: @faadsinaunlaeldinngy 10 n§y unudiage uaz matrix blank:
afaeIAEAW AN (7 651) ToghineSeiiliiinnsanasussansiaula @5199051:% method blank
w8z matrix blank LiansradausssUMUTiRINNNTseinsafsthiaadinansEnudamsIaEH

watlasnuanuiawaaniazulumsnuunstiouazUsinaas

MIWANNAVBINIINTIANY (Limit of detection, LOD)

naaaulagmsinasnnsgiungs OCs, OPs uaz SPs fiemuuinguen q asly matrix blank
MU Signal-to-noise (S/N) 2a9a5uAaznUa @hmmﬂ%mmmimmigmﬁﬁﬂﬁﬁﬂﬁmmgmmniw
3 whaae S/N wazAnaeNENTudathuindag

MIWANNAVRINITINBIUINIA (Limit of quantitation, LOQ)

noaaulagnsdnasnnsgungy OCs, OPs uas SPs Aenududulszana 3 whaese LOD
alumeee blank sample ¥N5ane wazdeNeaiauazUSuaauiu 7 7 mwamlinaniiay
AUENININIFIUUEIANUIN % Recovery, % RSD waz HORRAT

MInasauNANMTuFUnTILazTIaNITIAI Iz (Linearity and working range)

WnasazeasgU Ngn OCs, OPs uaz SPs lueiadne blank sample flssduanudutu
0.01, 0.03, 0.08, 0.15 WAz 0.2 HaaniudaAlansy Msana uazienviniouazUSinassiua: 3 o
a'i”wnstmmsgmswdwmmL?TuﬁuwaqmimmgmﬁLauaﬂuﬁ'sashqﬁ’ummLﬁuﬁuwaqmsmmgm
fiasanu awamen r
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Method Development of Pesticides in Juice Rattiyakorn Srikote and Weerawut Wittayanan

AINAFAUANNUNUUAZANNT B (Accuracy and precision)

maaumwml,aiuuaxmmL‘ﬁ'mwaﬁ%‘[ﬂamsLaumsagammmgm nqu OCs, OPs was SPs
Tusaghe blank sample fiszduanugusuwiiy LOQ, 3 whass LOQ waz 5 whaae LOQ leud
Aenusugy 0.03, 0.09 WAL 0.15 NAFNTNABDNLANTN MNUMAU MMFIATELKILAUIL 7  mnalSaina
WaUAUATWETNATTIULEINUIN % recovery, % RSD uaz HORRAT Usztlunamsnaday anuuaiil
(accuracy) LLa::ﬂ’J’lJJL‘ﬁ'EN (precision) (HgununusIgaNsy Ghmzfi'smm recovery Turresaear 60-120 ©
wae HORRAT (Horwitz ratio) Wagni 2

mMsUszanam A liwiLauYaInIn IRz (Uncertainty) @
anuliuiuaurasmsiadasailsdawnasanaliwivaunnunasiinansznuaamsite sy
Wathinsunuua mMamanu lduilauzenaiseauanNNgasu 95% minausinaasig legldmeanu

wNT (Co) Nulaan calibration curve NESNNNANNTFNWUSILHIN concentration NU peak area

ﬂ'l‘iﬂ')‘UFgNﬂ‘ﬂlﬂ']WNﬂﬂ'l‘ﬁlﬂ'i']gﬁ

Internal quality control 3t@512% method blank, duplicate analysis waz spiked sample
lussnimsiensinn 20 degn leamvuanasisansu method blank dasasalaiwuarsiiu LOD,
duplicate analysis MuIue relative percent difference (RPD) aavilaani 25% waz spiked sample

fiszeu 0.15 HadnIuaailaniu dald % recovery agludnamizansu (60-120%)

We

wamanasauanuldlduasiimsanaiensinsaimiadasislueiasauihanndnualsd
Toglsesuilu representative matrix AsauAguaIINgN OCs 1 20 #iia M3ngu OPs
21 %il0 wazensnan SPs 1w 8 ¥l WuIMIIATIZY method blank sz matrix blank 533 liny
nssumuiiiielndsumsinasyu Jehlilidedeienmalumsiensd asaiensimeeie GC meld
anmeimuue wuhanan 3 ngu Mansaadenavinasyuesmsluganududu 0.025-2.0 lulasndy
GaNaAaNST NA) r LAY 0.990-1.000 @ LOD tvnu 0.01 Tadnsuaanlansy @ LOQ AU 0.03 Jadnsu
dadlansu manadauAMuUALLazANNITiBwadITInniludataiidnmsunasgu (spiked sample)
TushashahilSefissauanudusu 0.03, 0.09 waz 0.15 Jaaniudanlaniy sedUas 7 %1 HaMINATOU
nnngnasigranuluduasiwaznsldnulugi 0.03-0.2 fisdnsudadlansu asngn OCs e r
T84 0.991-0.999 AMUUNUIIN % recovery LARETA 3 Teeupgluz 84.0-123.3% ANwAiBaszifiudhe
@ HORRAT Tuz9 0.2-1.3 (mswﬁ 1) &9ngu OPs wuh den r Tuzdae 0.990-1.000 ANNUaUAIN
% recovery IRABTN 3 seeuagluing 84.0-116.79% amaniisalssifiudied HORRAT Tugn 0.1-1.5
(a3 2) wamanagauanIngs SPs fien r Tuzng 0.993-1.000 ANWLAUIN % recovery WAET 3 SEAU

g luz9 81.1-116.7% anuasdssiiiugiaa HORRAT luga 0.3-1.4 (05199 3)
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STOURL 7 U

Spiked level 0.03 mg/kg

Spiked level 0.09 mg/kg

Spiked level 0.15 mg/kg

Compoun ds mean mean mean mean mean mean
result recovery HORRAT result recovery HORRAT result recovery HORRAT
(mg/kg) (%) (mg/kg) (%) (mgrkg) (%)
1. 0.-BHC 0.034  113.3 0.5 0.105 116.7 0.9 0.157 104.7 0.5
2. hexachlorobenzene 0.027 90.0 0.5 0.090 100.0 0.6 0.143 95.3 0.5
3.Y-BHC 0.031  103.3 0.5 0.103 114.4 0.6 0.158 105.3 0.4
4. heptachlor 0.031 103.3 0.3 0.106 117.8 0.7 0.150 100.0 0.7
5. aldrin 0.029 96.7 0.8 0.101 112.2 1.2 0.158 105.3 0.5
6. dicofol 0.028 93.3 0.4 0.083 92.2 1.2 0.140 93.3 1.0
7. oxy-chlordane 0.032  106.7 0.3 0.097 107.8 1.0 0.149 99.3 0.5
8. t-heptachlor-epoxide 0.028 93.3 0.3 0.108 120.0 0.8 0.154 102.7 0.4
9. Y-chlordane 0.035  116.7 0.4 0.102  113.3 1.1 0.150  100.0 0.5
10. Ol-chlordane 0.031  103.3 0.6 0.097 107.8 0.8 0.153 102.0 0.4
11. Ol-cndosulfan 0.031 103.3 0.6 0.092 102.2 0.8 0.153 102.0 0.4
12. pp’-DDE 0.031  103.3 0.4 0.090 100.0 1.2 0.143 95.3 0.6
13. dieldrin 0.031 103.3 0.4 0.086 95.6 1.0 0.151 100.7 0.4
14. endrin 0.032  106.7 0.8 0.076 84.4 0.6 0.126 84.0 0.4
15. 3-endosulfan 0.037  123.3 0.4 0.123 82.6 1.0 0.147 98.0 0.4
16. pp’-DDD 0.032  106.7 0.6 0.099 110.0 1.1 0.155 103.3 0.2
17. endosulfan sulfate  0.036 120.0 0.5 0.102 113.3 1.3 0.158 105.3 0.3
18. pp’-DDT 0.035  116.7 0.5 0.095 105.6 0.9 0.164 109.3 0.5
19. methoxychlor 0.035 116.7 0.3 0.092 102.2 0.9 0.166 110.7 0.5
20. tetradifon 0.034  113.3 0.5 0.089 98.9 0.8 0.166 110.7 0.5
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#3972 ANNUNULAzANNINENBIT I s seimIadagiiznauaasnluneds 21 sliadwnei
SEOURE 7

Spiked level 0.03 mg/kg Spiked level 0.09 mg/kg Spiked level 0.15 mg/kg

mean mean mean mean mean mean
Compounds
result recovery pORRAT Tesult recovery fORRAT Tesult recovery ORRAT
(mg/kg) (%) (mg/kg) (%) (mgrkg) (%)
1. dichlorvos 0.032  106.7 0.6 0.105 116.7 0.8 0.148 98.7 0.2
2. methamidophos 0.033 110.0 0.6 0.096 106.7 1.4 0.139 92.7 0.3
3. mevinphos -E 87 0.035  116.7 0.1 0.097 107.8 1.5 0.151 100.7 0.2
4. acephate 0.034  113.3 0.5 0.100 111.1 1.2 0.144 96.0 0.4
5. omethoate 0.034  113.3 0.6 0.101 112.2 1.0 0.152 101.3 0.2
6. diazinon 0.028 93.3 0.4 0.089 98.9 1.4 0.147 98.0 0.2
7. dicrotophos 0.032 106.7 0.3 0.097 107.8 1.1 0.144 96.0 0.2
8. monocrotophos 0.032  106.7 0.3 0.104 115.6 0.8 0.149 99.3 0.3
9. dimethoate 0.035  116.7 0.4 0.101 112.2 1.1 0.144 96.0 0.3
10. pirimiphos- methyl 0.033 110.0 0.5 0.098 108.9 1.0 0.147 98.0 0.2
11. chlorpyrifos 0.032 106.7 0.5 0.100 111.1 1.1 0.148 98.7 0.2
12. parathion-methyl  0.033  110.0 0.4 0.102 113.3 0.8 0.140 93.3 0.2
13. parathion 0.030  100.0 0.3 0.094 104.4 1.1 0.148 98.7 0.3
14. prothiophos 0.033  110.0 0.8 0.094 104.4 1.1 0.126 84.0 0.4
15. methidathion 0.033 110.0 0.4 0.093 103.3 1.3 0.145 96.7 0.2
16. profenofos 0.033  110.0 0.6 0.096 106.7 1.0 0.153 102.0 0.2
17. ethion 0.033  110.0 0.5 0.095 105.6 1.1 0.156 104.0 0.3
18. triazophos 0.032  106.7 0.5 0.100 111.1 1.2 0.164 109.3 0.5
19. EPN 0.030  100.0 0.3 0.101 112.2 0.9 0.165 110.0 0.5
20. phosalone 0.033  110.0 0.5 0.105 116.7 0.8 0.164 109.3 0.2
21. azinphos-methyl 0.032 106.7 0.3 0.105 116.7 0.8 0.148 98.7 0.9
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MR 3 ANduNLazANNNEweNITIeNzmseiniadagignguasduansilninseed 8 #ila
WATIEY SEAUAE 7 %

Spiked level 0.03 mg/kg Spiked level 0.09 mg/kg Spiked level 0.15 mg/kg

mean mean mean mean mean mean
Compounds
result recovery pORRAT Tesult recovery fyORRAT Tesult recovery HORRAT
(mg/kg) (%) (mg/kg) (%) (mgrkg) (%)
1. bifenthrin 0.034  113.3 0.3 0.099 110.0 0.7 0.124 82.7 1.1
2. fenpropathrin 0.031 103.3 0.4 0.096 106.7 0.5 0.142 94.7 0.4
3. lambda-cyhalothrin  0.032 106.7 0.5 0.098 108.9 0.7 0.148 98.7 0.6
4. permethrin 0.026 86.7 0.4 0.094 104.4 1.0 0.145 96.7 1.0
5. cyfluthrin 0.025 83.3 1.3 0.073 81.1 1.3 0.163 108.7 1.4
6. cypermethrin 0.035  116.7 1.1 0.102 113.3 0.8 0.152 101.3 0.8
7. fenvalerate 0.033 110.0 1.0 0.075 83.3 1.0 0.123 82.0 0.7
8. deltamethrin 0.032  106.7 0.3 0.098 108.9 1.1 0.130 86.7 0.7

msuszanamenubiwiveureimsanaieneyd usasliifivissneldmsaaundulduasmsiaiiu
T sanunasenuliuivauiasiinansznudamsanadenzd loun ansliuwiusunnaanududu
yaedagafigwlaann calibration curve AINAIFIU anutissaadiiilares nuludessansam
28937 1AA bias aUszanameanuliwiveurasmsnenulsnaiasanuas chlorpyrifos TuhelSe
USanes 0.45 Faaniudanlaniu azlgmemulaiwiuauuensfissauanuidasiu 959% (k=2) whiv 0.11 fiadn3y
dadlansn daduzesunasenuliuiveuiddaifinadamsasadened (mwi 1)

Total 100.00
Recovery
Method precision
Standard conc.
Co

Final volume

Sample weight

0.00 20.00 40.00 60.00 80.00 100.00 120.00

Relative uncertainty (%)

v
[

P d v | P o v a o . H & 2 PN
M 1 wrasenuliuiueuna e ninanamsasIaeey @35 chlorpyrifos TuthiSauSinanasianu
0.45 NadnSNGDNLANSN
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HansedlTInamIanangssastaimiadagiisiiuiu 49 oila lueIasdnineneuald

U 100 d0e [uriiaauan 50 Modn wazsiaussylumauslasiin 50 draege luwangaunnumuas
a d A ' o v o 4 4 & @ '

wazUSuamadenmulssnnaiaady wuhiimsenmeasasnimiadagiizlunissanauan o ot

‘J 4" a = o | e = ‘J
(18%) WazlAIRNANMZIULUTIIUAEHEN 3 BN (6%) auneasiBaalumni 2

vHaAuaA yialumyuzussgiaatin

10%

b B :
W sedaiaze hiny

g hinwaliBug ahliniun)

[ =~

Mwil 2 dadiunsasranumsanansesasiainmiadasizlumiesaninanua liluwangann,

U

a o ° a a4 A
wazUanama U w.6. 2558 UUNMNBUALATINAN

ﬁl’lﬁuﬁﬁﬂﬁguﬁﬂ WUMSANANYBNES chlorpyrifos, pirimiphos-methyl, profenofos taz ethion
#il0ae 1 §eehe USinas 0.05, Uasndh 0.03, 0.08 uaztiaani 0.03 Haaniuaanlansy mumey whdy
lumrusussallaaiinnuas ethion 1aend) 0.03 fadniudailaniy fm%"wﬁﬂﬁguaﬂLLaﬂum%uzmiq
Yaatinwunsanaezaeans chlorpyrifos #linas 1 M10e19 USunaniaand 0.03 was 0.05 Nadnsuaan lansuy
muaeu thuadsaauaziuiy liwumsandsluedaduns 2 Ussan ludwwsuhinualininay q
wumsaneslhluthunsiinaude Wiuas chlorpyrifos Gaud 0.03 8 0.18 faansudanlandy 1 fraghs
Wuds chlorpyrifos 0.34 waz profenofos 1.22 Naansuaailansy 1 @IvE19 Wuas chlorpyrifos 0.05,
profenofos 1agni 0.03 uaz cypermethrin 0.04 Faansudanlansy 1 dage wazthluthunlumzus

u539Uaailin wuas chlorpyrifos 0.06 Hadnsnedanlandy 1 G181 (19199 4)
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3199 4 MInuunsliouasUinamsieimiadagisnasanulumegudazaiio

wiiaAUda #iiaussylumzuztoain
#iaMeeN  dunu Huu nHauasUIum MMHY N glauazlFanm
ﬁgmm fiasany (mg/kg) ﬁywuﬂ finsany (mg/kg)
‘L},WE%J 10 1 chlorpyrifos 0.05 10 1 ethion < 0.03
1 ethion < 0.03
1 pirimiphos-methyl < 0.03
1 profenofos 0.08
1?10]'%"@ 10 1 chlorpyrifos < 0.03 10 1 chlorpyrifos 0.05
Wuadsan 10 Tdwy - 10 Tdwy -
Whetuiiag 10 Tdwu - 10 Tdwu -
Winwalaau g -
~ thilngm 1 Tdwy - 1 Tdwu -
Cthuzdema 2 Tiwu - 2 Tiwu -
- hagu 2 Taiwu - 2 Taiwu -
- stl,uﬁ'mﬂ 5 3 chlorpyrifos 0.03-0.18 5 1 chlorpyrifos 0.06
1 chlorpyrifos 0.34 ez profenofos 1.22
1 chlorpyrifos 0.05 profenofos < 0.03

wae cypermethrin 0.04

vanene : LOD winfu 0.01 mg/kg waz LOQ wiAU 0.03 mg/kg

a 4
AU

NNMIFANNATITWUTAE AOAC official method 2007.01 %30 QuEChERS (Quick, Easy,
Effective, Rugged and Safe) ® flwautheusamsanaiwnzdasaiimiadagiizle 29 #iia Tu matrix
dnualsl Idud dnmaven adu wesdn wazanlensideniswuialasninnn uuaanlasiiwas
(GC/MS) Feanadiadais acetonitrile wazn13v liquid-liquid partition 14 MgSO, 4 n3u
Fuvanzdu matrix dowald uaisinannauillduiuigdasls 35009 Anastassiades M. uazani ©
WNMSEHY NaCl 1 n3y Bamsnzansy matrix te3ssdudivhandnuald Togldnanms salting out
nzhanludueaumsih liquid-liquid partition 118991 matrix (Hutedasdndivhansinualsl Fsiivhann
iluan co-extraction wmmimﬁﬁﬁmﬁmgﬁﬁﬁﬁﬂy’a (polar pesticides) ¥hl¥msusnsznnagush
wawdu pesticides aau Aousnanaznauaanainliiinszansmnmsana (% recovery) geiiu wos
USunlasuanldfueias GC-pECD detector uaz GC-FPD detector Fufluiadpsilaiugiuiidogluvias
Uiiams Taeflzeutherssmsnmaiwnsidueiasdunndnwalsl TagldhdSuiudunwesdad
wazilathinzenamaanaiensiludeiaaiasdn Taud 13 hdw huadsen iviuiia uashiin

vl v v a a @ P o ' ' T a P
Navl,uau ) L7 ajujiﬂalﬂﬂ‘jga‘ﬂﬁﬂ'w\lﬂjiaﬂﬂagﬂhﬂﬂm“ﬂﬂ’]ﬁﬂa“su VLNLL(ﬂﬂ(ﬂ'NS\nﬂU’]Niﬁ MNINFIANILAINICW
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LﬂéaaﬁuﬁqﬁﬁmﬁuaﬂLLasUiiﬂumwuzﬂmaﬁw Tagvhmsguinuimegluwangaumnamuasuazsuama
Tt w.@ 2558 mmmmm‘im‘nsﬁmsmﬁi’]mﬁuﬁﬁ@ﬁ’mgﬁﬁ’lm%«ﬁmﬁu (multiresidue method)
5 49 ¥ila leun OCs 20 #fla ngn OPs 21 #iia wazngy SPs 8 #ila ldarsnfiuazanazmedunid
Tugusaumsadauiinaias aansoasaldmuudeiunnnisiduds 4 whiihisined he sewda
aldae fussansam ey wazasadsdainmsiwns dadsufumsataouuuidy Tasdsada
wuutdn 1% n- hexane, acetone waz dichloromethane flughvhazanedunidluiunaumsane aa 1 daaeha
THludsinounn TFamenunu waste solvent Miannmsadamiimiamn Tasisivsulilidadiia
apsmansranuasAiimiadasiiant 3 ngu Sauhiu 0.01 fadniudenlanu dahdasasmsiadalina
fiehnu 0.0 fiadnsuaanlansu Taangs OCs, OPs uazngy SPs fidnanududuasiuazgimsldonu
AIMTAANGIUA 0.03-0.2 TadnFudadlansu lumsiamsadadatainualiaa Tasundanuidudu
gavheiidaunieias GC fa 1 n3udaiindans udilesnnasaaisanihandnualifianudannth
Fatumsanssananianudidy 1 niudefiaaans azhliiiuduanoweeans pesticides linsunnuiie
391M3 concentrated ssafalilianududu 5 niudafisddasneuda Wuanudutuiivminsauiiasiiiu
doyano mmmmﬁm ﬁmimuqu Qmmwmsﬂu (IQC) ﬁ”'a method blank, duplicate (82 spiked sample
Tunnziiadatainiasin Tas recovery fissdu 0.2 findniudanlandu agludne 85.5-110.20 lunsdi
fimsananumsandsfimsasaiufurnemsanaienzidenias GC-MS/MS liuamsienei
Tumsszyziiomstienugndas dulaluaamnwemsiensiieiu uannniuiaguszasduaimansa
Aeneilipndauiug fiensididasinsanuazmisaasmanyliuivaunnunasiidnansznuda
mAensies Wy madfininuhaamsienzy desaanulivivaunnmsnn Tumsasnvieansd
demaiia GC fdania Ao lumsiamamatiiiadameisinanduil awniiuis multiresidue
fimssatunaumsana ssuuiafiiasuniuge desdsuanndhazmeiiagluzlues acetonitrile
sy sazmerani Lifiuasiiinssnie n-hexane : ethyl acetate (3:1) faudawhia3as GC asan
acetonitrile §Ha@d analytical phase column ﬂaQLﬂ%‘lm GC M1¥ resolution 284 column A4
deldluflunannu dashmathgesinmieiasiiaagiiasnss Tasvhamnuazmauiaias syringe, inlet liner
Wox septum @NLANBYN 100-150 BBITLAUM AN TINBIMIFAUTBIUALY column tWhzazRiomsantan
ladevlvdenadamsinasd lusmaaazaenszavinemsanainnziveassiioasaiiainuaie
Fagilinnumaiiuanniy wassuiunldsunldtueiasiia GC-MS/MS via LC-MS/MS iy
indasiindemeiiiiussanimuwgs fianugndasuuigs mnmsshnatiinamaandeassaeiimniadogi
TushetaeIasduihandnualiluwansanns wezlsumma wuhiimsandanniigalunguaasaiu
Woawada sevasmnAanguansdaanzilninsesd wazlinumsandnlunguaasmluaasiu nndszme
NIENTNISINGY (BasamsiiiaEane e atfuil 387 w.a. 2560 0 FsfimsmuuaGinumsandagege
(Maximum Residue Limits, MRLs) luing@vuduammemsineas laun dn Toaans cypermethrin,
profenofos Waz ethion HAMWuAAY 0.3, 0.1 waz 2 Haansuaanlansy muady Feazrauliiiiun
fimsasrawunsandranamsldlumaduuaziudousnTuhduld sdnlsfmuimsasawumsilild
53y MRLs (4 chlorpyrifos uas pirimiphos-methyl lu & i31 wazluthun udasranumsanena
ansaaiimiadagialudaihuhduuashliluuinam sndudemuhlutundsiinasdulssmudy

' : & o ¥y o , ¥ L
agunsrMansiagauazinauanlutiun LWT]SfIﬂiiWQNﬂTNTiﬂﬁ?ﬂLLﬁﬁTlu NONBFNIULNDLLAZANNIT
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aniauehe g O Wudy wamsfnmnasil wuans profenofos imsanagegaluihluthun fa 1.22 fedndu
danlansy wmhluusziivenudsweimsuslaahluthunganan Tasmsu/Seuiieu Acceptable Daily
Intake (ADI) AoUSmnaigegaiisumeminsaiulddaiu @5 profenofos fien ADI whfiu 0.03 fisdnu
@anlansu body weight azwudwﬁnﬂupﬂwaﬁﬁmﬁnﬁawﬁﬁ’u 60 Alan3u azdasduhluthunInnnh 6 uih
warsFhudinhuiing 20 Alandu azdasanannnt 3 uf (dada 1 uf whiy 250 Gadans) Jeacladu
@13 profenofos aANTIA ADI Mnmaasaiensiuinamsananasiaiimiadagigluhinualsl
wuhiadasdufirunssuumandauazusslumsusussatlaainlasdiulngwudanmsandaiaand
\3ashuAuaaiiimhamaueseme Tdadunaiiaiasfuiitunsziumawdouasussalumsusussy
Yaadinaanlazunsssyd “mif\gﬁ‘mi:uuﬂaamﬁa” 49 (aseptic packages) unAMg Ultra High
Temperature (UHT) fAaznidelasldanuiouiigamgiigs enadwwarlimsaiimiadagiisuiio
INEIITINUMSANANM UARTINUNTNISANAYBIENS ethion waz chlorpyrifos ag Tl w.a. 2557
Hinmsunans chlorpyrifos annd 2 Mudlansn “ uazeawunas chlorpyrifos ﬂgmﬂumimﬁﬁﬁﬂﬁmgﬁﬁ
Afsnldfuunsnasiigalulszmalng S ssngu OPs Tasdaulugjazannsoamadldiasm
amninedaniisrasnatszanas 24 Flasde 1 o @ wddlFluriinasnnuazdadetuiiunan
pansaanduasasanlunandale nndayamsdnmmsiaiilasnumiadasiisanslunaduaasdnin
aamwuazaNlanadsans laimafudeidy miilgnmelulsamauazdnidannedslssma
sutanag 203 fassludaiouamen 2555 dudiouiumen 2557 fishuan msandwasans ethion
i 82 ¢adN (40.4%) wazdns chlorpyrifos 94 AvE1N (46.3%) *© ‘?%\‘lﬁmmaamﬂé'mﬁ'uﬁ'aganﬁmnﬁ'w
Twadasduiivhandnualsd asduiieiesdunbinualizfioausanudonmsandaunnniieissd
Tumzusussyloaiin nilluweissdusianuaalasdiuluginasaunadan dfuilaalinsui
fnualsifhinduienmbeldiunssuiumsdahemuazmaudiviali daumssudssmudnualal
wuunmnvmeyudsy iSudssmugiiadadadetuiunannu Wumsaamsazanyealnumsiad

mMindagianasdngsmela

asu
9

1 2
adaoa v =

BNWaIUIN AOAC official method 2007.01 tazI5289 Anastassiades M. waz@e
aansaldlumsanaienziasieiillasiumiadagivy 49 gilale luesssdnimannuall Usznauds
asnguaasmlumaaiu 20 ¥ia nguessmlunaawada 21 #ila waznguarsduaNlninsaad 8 #ila

[ v

aa & aca [ v v v I3 [ o v v o v
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km/?p=471.

navgy eztunid, 3aun duiesy, Ine widnawn, seens ailaas, 3@ Inentiud. Msdnwarsei

q

Yasrumindagiiganaralunadu. 2 n53Ing w 2558; 57(4): 391-400.

NI INININENFNSNTUNWNE
U 60 atfun 3 nIngIaN - NuenBu 2561



@

mananIsanienzdashiadagiialuihineua sl $aenns @3lans waz 3@ Ineuv

Development of An Analytical Method for

Pesticide Residues in Fruit or Vegetable Juices

Rattiyakorn Srikote and Weerawut Wittayanan
Bureau of quality and safety of Food, Department of Medical Sciences, Tiwanond, Road, Nonthaburi 11000
Thailand

Abstract The method for analysis of 49 pesticides including Organochlorine compounds (OCs),
Organophosphorus compounds (OPs) and Synthetic Pyrethroids (SPs) in fruit or vegetable juices was
developed. The AOAC Official Method 2007.01 and the method of Anastassiades M. et al have been
modified by using salting out technique in extraction step to improve the efficiency of extraction.
Pesticide residues were detected and quantified by GC-pECD and GC-FPD. Guava juice was used as
representative matrix for method validation. Performance characteristics of a developed method defined
by Limit of detection was 0.01 mg/kg and Limit of quantitation was 0.03 mg/kg. The method showed
linearity of working range for all pesticides between 0.03-0.2 mg/kg. The accuracy expressed as percentage
of recovery and the precision expressed as HORRAT were 64.2-118.6% and 0.1-1.3, respectively.
The validation data showed that the developed method was fit for purpose and can be used in routine work.
To monitor pesticide residues in beverages made from fruits and vegetables sold in Bangkok and vicinity
area, 100 samples of orange juice, guava juice, pomegranate juice, carrot juice and other vegetable juices
were collected and analyzed. Among those pesticides analyzed, the OPs was most frequently detected
which were chlorpyrifos, ethion, pirimiphos-methyl and profenofos were found in the range of less
than 0.03-1.22 mg/kg. Only cypermethrin in SPs was found with the residual level of 0.04 mg/kg.

OCs residue was, however, not detected.

Keywords: pesticide residues, multi-residue analysis, juices, gas chromatography
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ANAUMNUAEANNYABAAEBINT NTNINENMFNTMIUNNE UUANIUUY UUNYS 11000

undnga ldhmsAnmiilanasauanugndasadidiiansiiiuiunnisends US. EPA Method 1613B uas
1668C Mawnaila isotope dilution A LR IGELY, High Resolution Gas Chromatograph/High
Resolution Mass Spectrometer Wu ediainazaamsiaUsinamsngulosanguielugii 1.6-16 Alansueadns
asnguigieaalasanduumnnu 27 Wlansuaades waznguigiliaaaleasndunhiu o.16 wlunsudadns
anuuduazaniissaglunaniianaseniy Jeldiniziwnsildlumsanaiensidmagahauuss
nanaaanimassufulilusesudaaamauaaiiiunm 1 Ju wes 7 Su Sunu 18 daegn wamsdnmlainums
naulaeanduuasiidiindalasandulunndads imliguslnadulalénlifimsngulasanduludauluhinuss

newmadnnaausuandaguaw
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unin

lasandu (dioxins) Wudanguansiilastasnuazantamuailnadesny Ysznaumeasngy
Twaeaaswuaen owuly W lesandy (polychlorinated dibenzo para dioxins, PCDDs) (mW# 1n)
miﬂa;u‘[wﬁﬂaa%mmmw Tawwuls ‘I[\J‘Ll,'iu (polychlorinated dibenzo furans, PCDFs) (mwh 1) msﬂﬁju

1 A

WEteanelaaandu (dioxin-like polychlorinated biphenyls, DL-PCBs) wasahsnaniidd binae laaandu

9
A

(non-dioxin-like polychlorinated biphenyls, NDL-PCBs) w%al,%aﬂ’jwmsnajuw%ﬁﬁa%i’m (indicator
PCB (1) d‘ = o o = G| = J = o o o I v =

$) ™ (MWN 1) NAUIU 75, 135, 12 LhaE 197 AU (¥IDLIUNMADUALUDI) MINDIAU LANFINNNLAN
yavansudaznguuaaslumwi 1 Fuiuhazaanyasnaasummnsaiilanaud 1 - 8 azaay uazaninsoduluans
OGN U6 1 - 4 Uz 6 - 9 §MFUAIINGN PCDDs uaz PCDFs uazaue 2 — 6 as 2’ - 6’
dmsuasnguindd Junlitieeeuduaslanning asudazsiiefimenuiuiviuandenu lasiivang
MANNMENsNNGedan a5 2,3,7,8—tetrachlorodibenzo-para-dioxin (2,3,7,8-TCDD) tJuas
e g, A (2) A a ¢ s (a sl sl ﬂlwd 1
nianauuiivgege @ iaanensidinaluamslumsmuauaaumwlvidulumunguune
e3anAnglsy azaasasaamslundasnanau 7, 10, 12 waz 6 ¥ila muaey @

f Y
1 50 /‘ O 9\
2 8 2 8
ClZ | | xS, C'n/,;\ 3.
I S o ol & 3 4 6 1
q 6
f 3 2 2 3
4 4
(Chn 4 —. (b

Muil 1 gaslasaamaad n) ssnaulndaasiuaen lawuls manlesandu o) ssngulndaasiuaen
lowuls usu waz @) srsngulwdaaasiuaen luilfia (WaT)

T
= a

' a & a P vam v ool a & v '
aangulasanduiluwandamaaiinnmsun luin liauysaliiedulesiilandlangaumniigen
450 avenwaded @ uarasgnynanalioguu)il 850 avrnwadeatull @ unssndiadAyuasarsnguil
o a N gda o g 7 ' a o & v
Av nIELIUMIHAAPRAMNNNF TR TUTUBIAUTENDU WY BAENYNTTNNEMEDNTEMY WUAN NTEUIUMS
wn llgamn g W nenaeznly wwnzazanlsanenua wenaw Msen lvizeadsings uazmslyd
1 a I & a < 4 [ Yy 1 & v [ J a v Py I
anuiutudamds Wudu mbitinsdantass Yudlauuasasanvasansnguaananludaninaan sadady
ssnaieianA ey (Persistent Organic Pollutants, POPs) ssngwleaanguwiluarsiazanslead
Tulesiu fianuasdamuaiigs amedilaenn masadia (half-life) lusmenysdussanm 7 - 10U waz

sansodudlowdhgvinldenmsvesuyudla
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R A = oA = ¥4 oA a
AauarNaul w.a. 2557 dnszuaimiadlasenduazmeaaninannnausspinauiianelilugoun
P a vt 1 v 4 o ¢ = ' '
nigaumniige uazlaiimsdwdadayanidedianaaulatadunaFiwasunsnangludszinalng Taglimanso
szyurastayasNdsndauuasdaiala S liguilaaiaenuivassvunuazunaenaiiuadien
a ¥ A a J A4 g P2 U o o A Y a < £
lumsuslamnanussynennulilusesudanuas lasdanidunilutadeadgine IiinalsanzGelunywed
wihwbesnuinedaldnenenutuatuazinaunstayamainmsiinulssnsulesagdh liwainanu
msaanussngslasandussmesaninanmanmainniluanmzaumgigeanisanzmsuguafion
uslszmgusnluadiasionunaionfeisdueseainan amy HilnaumwuazaNNlasaisaIms
nsuAnnEndasmsunng lugruznihsnundmstavan lumsanaiensiaimsuazsianiasd fjudns
iemsaiuayunszuumsanasasguilae dludssiigaiuazdasstaiinaaseiaguuiiugiumeiznms
a A v av Saw s % aca P ' a pepep- ¥ d
ngedele NuITeliTngUszavdanasauanuldlareniditenzarsngulasanduuasiddluinau
0 ad v 1 v a v A v a d‘ ﬁy ?” d:
wazihIsaanananammngulasandu wasasnaundinaelasanguionvssaaludouluindnussg
nawaradninulusosudmnuae

GREINGEY

Methanol, Dichloromethane (Pesticide grade), Acetone (Pesticide grade), n-Hexane 95%
(AR grade oz Pesticide grade), Ethanol absolute (AR grade), Potassium oxalate (ACS),
Sulfuric acid (AR grade), Potassium hydroxide (AR grade), Sodium sulfate (NaZSO4) anhydrous
(Ultra-resi analyses), Silica gel 60 (for column chromatography), 40% HZSO4—SiO2 (w/w),
KOH—SiO2 a2 Alumina B Super I (for Dioxin Analysis, MP Biomedical)

15010531

asazanasgulglumsasenavinesgu laun asazaraninsgiungu PCDDs/Fs
(EPA-1613CVS, U.S. EPA Method 1613 Calibration and Verification Solution plus Supplemental
Calibration Solution EPA-1613CSL, Wellington laboratories) &3asmeunasgIungy DL-PCBs
(WP-CVS, WHO/EPA PCB Calibration Solutions for HRGC/HRMS, Wellington laboratories)
udzaNIaLMeNNN55IUNGN NDL-PCBs (P48-M-CVS BS EN 1948-4: 2010, HRGC/HRMS Calibration
Solutions for the Marker PCBs, Wellington laboratories)

msazmﬂmmgmlaiﬂwﬂslﬁtaNfiauﬁy'um aumsane (clean-up standards) laua asavareanasgiu
lai‘diﬂﬂﬂziu 13ClZ—PCDDs/Fs (EPA-1613LCS, Labeled Compound Stock Solution, Wellington
laboratories) shsazazmiasgiulalylniungu “C_-DL-PCBs (WP-LCS, “Dioxin-Like” PCBs
*°C_-Surrogate Spiking Solution, Wellington laboratories) wazansazaamasgulalylningw
13CIZ—NDL—PCBS (P48-M-ES, BS EN 1948-4: 2010, Mass-labeled Marker PCB Extraction
Standard, Wellington laboratories)

ssazneinaspulelslnuldify internal standards Fudinnaumsinfeerudiinies
HRGC/HRMS laun srsazaeanasgiv 13CIZ—PCDDs/Fs (EPA-1613ISS, Internal Standard Spiking
Solution, Wellington laboratories) %ﬂuawsaxammmgmﬁﬂs:na‘uéﬁﬂ 13012—1,2,3,4—TCDD H
13C12—1,2,3,7,8,9—HXCDD UazEIATLINATIIUNGY ”’CH—PCBs (WP-1ISS, 13CIZ—PCB Internal
Standard Solution WHO/EPA PCBs, Stock Syringe Standard, Wellington laboratories)
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miazmﬂmmgmﬂdu native PCDDs/Fs (EPA-1613PAR, US EPA Method 1613B Native
PCDD/PCDF Solution/Mixture, Wellington laboratories) mﬁasmﬂmm@umju native DL-PCBs
(WP-STK, Native PCB Solution WHO/EPA PCBs, Stock Standard, Wellington laboratories) was
miazmﬂmmgmnéu native NDL-PCBs (Cambridge Isotope Laboratories, Inc.)

m‘%‘mﬁmmzqﬂﬂstﬁ

Lﬂ%‘lm High Resolution Gas Chromatograph/High Resolution Mass Spectrometer
(HRGC/HRMS, Agilent, GC7890A/Waters, AutoSpec Premier), GC capillary column (BPX-DXN
60 m x ID 0.25 mm, SGE ttaz HT8 60 m x ID 0.25 mm, SGE), Lﬂéaqizmaqufywmﬂ (Vacuum rotary
evaporator, Buchi, R-215), Lﬂ%"amsi’nmwuqudm (Shaker orbital, IKA, KS 501 digital), mémizma
LUUNRILVRDDALLN? (Multiple tube evaporator, Zymark, Turbo Vap LV), Lﬂ%m‘fi"\i 2 AT 4 NUWUS
(Mettler Toledo) Tulastue lewndy GC vials ANNY 1.2 183803 glass insert with spring ANNY
300 lulAsans

wiasuid Tdun meufadunanaug 500 fiaddns maudizlzuyanuy 1,000 H0dans
NTBUENANNY 1 das eaanduidurhugudnamely 5 Tadwes 81 23 wufiwaes vesaumiuuay

AN 30 NBDAAT

ez

FFensiansngulasendunaziidtludemnhldusunnisenas U.S. EPA 1613B © il
iensinangulaaandu uaz U.S. EPA 1668C © fuihiisiinnsimanguitailnhiiieymenasuds
TaiiAudasar 1 laaUsznaudaiunaumsane (extraction) m'iﬁﬂﬁu%qw?f (clean-up) MIUeNa5
(fractionation) msuenaziaUnameniss HRGC/HRMS Wazmseinmug

nsann Fasathan 0.75 dlansu ldlunsisusnane 1 das 1w 2 %0 AN TAZNNINTFIU
TolglnU@ansvaengu °C_ -PCDDs/DFs U3 50 ALANSN (8nIU °C_-OCDD U5 100 ALANSN)
ngu °C_-DL-PCBs U3 100 #lanin uazngu “C_-NDL-PCBs Usina 1,000 #laniu wehunu
o il faineliUszanas 1-2 $alue wiannawehdeiiafluasinsn in hexane USinas 50 fadans
e eeLAaeEN@I8ANNEITEY 100 rpm Hunm 5 it seineliluensy @eesuh (Fus)
Aul3lutininasuasiiusu hexane (Fuuw) lumaumdunanenuy 500 Jadans daanthsunhluasash
50 2 A3%9678 hexane USMNA5 50 §9aaA5 54 hexane N5NAulS nsavy Na SO, anhydrous
liafdaih u,ﬁ'niﬂﬂizmﬂﬁaﬂLﬂ%}mizmﬂqtytywmﬂslﬁ'mﬁaﬂ%mm 1-2 Hadans

n75ﬁ177§’u§qn§é’m multi-layer silica column Ta#ussq silica 0.3 N KOH-SiO_ 0.3 n3u
silica 0.1 NN 40% H SO -Si0_ (w/w) 0.6 N5% silica 0.1 NN Wz Na SO, anhydrous 0.3 n5u
muaeu luesaniumiduriududnanaely 5 Jadwas euasazare hexane Usinas 5 §adans
{{ip526u hexane agiitu Na SO, anhydrous Tdmsanaildnniunauiishuanzzds hexane 13103
10 §9ddns s995uMsanaaIBIAnUNaNTIIG 100 Haddns Uaeeld hexane luaaunaagarieaudd
luszwaliwaausines 0.5-1.0 §adans
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Msusna1sngu PCDDs/Fs, DL-PCBs uaz NDL-PCBs ¢t alumina B column lagussq
silica 0.3 N34, Alumina B Super I 1.8 N34, silica 0.2 NSN Uz Na SO, anhydrous 0.3 ASNONSINU
lupaniudiduchugudnanmeluzing 5 §adwns ruasazang hexane UsiNes 5 fadans ldarsana
Aldnndunaumailiuignd oede hexane Usinas 5 fiadans sae3umshevaaauiiuuauaNNg
50 §88ans (fraction 1) %@y hexane/dichloromethane (49:1) Usaas 10 §adans savsuasany
NaRALMINULAUANNG 50 H8aaAT (fraction 2) UargnTNEYzeI8 hexane/dichloromethane (1:1) U310
25 AFANT T9ITUMNIILNIDAUMNUULAUANINY 50 adan5 (fraction 3) e AT AN NEALM
feta3asszmsuuunmsvaaaui bimdaUsines 100 lulasans weslialdlu glass insert anwg
300 lulasdas vlifpamgiveuiialidinasaassmeluaunue iy nonane, internal standards
§wu “C_-DL-PCBs uaz °C_-PCDDs/PCDFs U515 20, 20 uaz 20 lulasdns aslu glass insert
28N fraction 1, 2 W8z 3 MUAAU weherse3aaweh 30 it nntuluwassanadiaths fraction as

5 lulasansuannuld glass insert (fraction 1+2+3) W weN@I8L@IBIEN 30 JWH

msusmuaw”mman’w PCDDs/Fs, DL-PCBs #8z NDL-PCBs MeAsad HRGC/HRMS
AaumsiamaehanieindaelSunaamn e asee q (instrument tuning) Tudu HRMS wazsauidisu
Lﬂ%'EN (instrument calibration) Gi”aﬂmalaaauﬁl.ﬁﬂmﬂmil,l,mnéf'm aNa15 perfluorokerosene (PFK)
TWiien resolution #i 10% FunminzAumslensimsluudazngu nandammsuanaaamsianzias
ngu PCDDs/Fs eiaslaitioaniy 10,000 uaz@nsugnueamsitaiziansngs DL-PCBs waz NDL-PCBs
aasliasandy 8,000 ' easaszaznalumsiamedn lesasiagiauazUnaarsngy PCDDs/Fs
U 17 ApUAUS LY fraction 3, ngu DL-PCBs 111U 12 audiues uaz NDL-PCBs 143U 6 AdUAMDT

Tu fraction 1+2+3 MINFNILAIDINMNUA

113A 1IN

asnnnuinasgulealdinadia Isotope Dilution waz Internal Standard emuidawds U.S.
EPA 1613B® uaz U.S. EPA 1668C " uazanwiaenuudulussana laglalusunsy Masslynx™ v 4.1
dedasmsmnamnunauasmanyarnuilufivsesnsudazaauduesluhlosldlusunsy Microsoft
Excel 2007 si’;ﬂﬂz?wé’ﬂmiwaqmﬁmsamﬁﬂ‘[aﬂumsﬁwmmmﬂ'mugammLﬂuﬁu (toxic equivalent
quotient, TEQ) 2a3a15uaasng ﬁﬁhwhﬁ’uwa'ﬂmlaammLﬁ'uﬁ'uwaamiuﬁiazﬂauﬁma{@mﬁwc&hmﬁ
amgammLﬂuﬁmmmstwiasﬂauﬁmﬁ (toxic equivalency factor, TEF) © (Lfimmﬂizﬁummtﬂuﬁw

PYDILABLADUIUBITHAILANANNY)

mMsnagauaNnulileiziesiey (Method validation)
MInAdavZIYaINITIATIELazANMidunss (Working range and linearity)
W3ENATAEANENINITIUNGN PCDDs/Fs, DL-PCBs was NDL-PCBs lvfianuwdnguy 6 sz0u

i neiTenias HRGC/HRMS szduas 3 71 aynnvanaspiuuaznagauananiudunse samen

Lﬁmmummgmﬁuﬁwﬁ (% RSD) 2@ response factor (RF) 52%14 native isotope waz labeled isotope

Togldlusunsn Masslynx™ v 4.1 Mudu@) % RSD

NsEINININENENFNSITUWNE
71U 60 RUUN 3 NINYIAN - NUENBU 2561



MINAFBUANNYNADWBITIATNZRUAzaTIEa U INgN laaanTFy 3t dee wozgWanl waeas

IETATCATISTURLGEY

22

MINATaUAIININNIZLDIEAN (Specificity/Selectivity)

¥Ms@n® Method blank daafamudsiesnsinusuld Taldmsiaiinamue waliddota

¥MsAn® matrix blank esafamothemadainusuly 1w 6 $laglsih deionised pure
water (18.2 MQ.cm) Lilan51980UM5TUMUTDIRNNNE5LAT w%aqﬂﬂitﬁﬁw Wasmneageianadl

2
=

NANIENUADNMIIAEY MTiiiatasnuanuiawaa lunmsuunsie viamialSnaas

msnmﬂauﬁwfvgmﬁmmwu (Limit of detection, LOD)

naaaulasmMsianicathai deionised pure water (18.2 MQ.cm) 311U 6 2 udn 18 TuUsunsu
Masslynx™ v 4.1 (TargetLynx, Waters) snnauusalugaen LOD (Swhedluilansa) mneudaauy
NINIFIUTNFYQYINUINNITIO matrix blank 1w LOD femsmseslsnnasinildneasy
(Gimhedudns)

mﬁnmaauw'wqu@ﬁﬁ‘zmww’ﬂ?mmlm" (Limit of quantitation, LOQ)

nasaulasmsiiussnaspuasludiade matrix blank Jwsed 6 1 fiszdu LOQ A
1J%mmﬁ%’mlﬁﬁauﬁ’umsmmgm UAIAUIUTDEAEMINAUAY (% recovery) LLawhLﬁmmummgm&’uﬁmﬁ’
(% RSD)

MINAdauAIINUNY (Accuracy) UaANINTIEN (Precision)

U.S. EPA Tdimuadmanudutugagaiioyanaliudiould (maximum limit, ML) #89a3
2,3,7,8-TCDD lwihanwidu 30 @lansudedns @ Fuflumsmuuassiiassiodeasini datuy
msmwnalSnalumsiduasuassu laldusuaas 2,3,7,8-TCDD funanlumseunadvsu
aangulasanduy uanniilenasauanulFlduasmsiengyians 2,3,7,8—-TCDD wazanswiiaauiung
ludamuuarasannmelsilusmseie laamsidnansinasgiu 2,3,7,8-TCDD luaade matrix blank
flszdu LOQ, 1 thwes ML uaz 1.5 1heed ML wezidinasinasyiusiiadulungu PCDDs/Fs
é’maﬂﬂumiwﬁ 2 LLazLaumimmgmsluﬂaju DL-PCBs wag NDL-PCBs ﬁssé’u LOQ, 40 tmM2a9 LOQ
uaz 60 Whrae LOQ wazihlUieseviseavas 6 2 USIAI % recovery Waz % RSD

fBH1NIULANITABNULUNTNATEY

fhagahdnussamanaadnanumesie wsianiumifunnamedauasglasiniing
ludaniauuny3 frudeuiina w.a. 2557 Ussnauae 1aniiawadaniay (polyethylene, PE) 2110U553
0.8 80TUIU 5 MBEN WaABNIUMITUMLEA (polyethylene terephthalate, PET) 2110U333 0.6 8035
NUIY 2 TIBEN PUIAUTIY 1.5 505 UIY 1 608N UALPUNAUTIT 20 30T MU 2 GIBEN IWalwsiay
(polypropylene, PP) 4110u%539 20 05 DUIU 5 MIBEN WodMSUBLUA (polycarbonate, PC) 2UINUTIY
20 805 MU 2 GadN wazwadhilanaalsd (polyvinyl chloride, PVC) 210U353 1.5 805 19U
1 ¢haes (fhumne PVC ihaindliazanauazlainiiiiu matrix blank U5 1.5 3as) Sunusiuiava
18 Ghatha Tagd1aae 3 mgmsel leun nguil 1 ngumuaudadamuimnelimeluias fidmsiigumgivas
(25-30 aFLTALTed) ﬂE):N‘Vdi 2 1dl3lusaflaonmaunn 1 Ju u,a::naju'?i 3 1dl3lusafiaenmaunn 7 Su
waziihnguee 4 aiessansngs PCDDs/Fs wasngu DL-PCBs uazldmsiiassvidiadn
nauil 3 NnfataWATITIANINGNT 1 uar 2 T 2 Methasudazaiamanmain Mwuas

ngu PCDDs/Fs uaz DL-PCBs ludatanguii 3 MmMInsiacdiagweengui 1 uaz 2 nnesen
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AIMIUANADNIN

vgnﬂ%gwaqmsmaauﬁwmﬁmswﬁ method blank 3tas1zvichasen (duplicate) Taginas
MsgaNsSUIIANNLONe N (Relative Percent Difference, RPD) paalaiiusagas 30 (1%”1unstﬁ“7;maawu
NNNA LOQ) uasinisH spiked sample lag@nansngy native PCDD/PCDFs wazaningy native

DL/NDL-PCBs tiagussan5mwuaimsiaisy laginaminsaaniuees % Recovery agil 50-120%

e

mMsnadauaNulElaradisiteszy (Method validation)

PNNMINAFBUENULANNTUEFUNTBIMTIATEY (working range and linearity) 289813
ueazalungn PCDDs/Fs 37114 17 aduias DL-PCBs 91wu 12 Aduiuas way NDL-PCBs
Py 6 paudwes logldineialalslnUlagzu (isotope dilution technique) waziau3mmaas
\a389 HRGC/HRMS melaanmedimvua wuhansasdennwinasgueasssusazeinanudugy
6 5v@U2BIEIINeN PCDDs/Fs aglurv 0.25-25.0 wlansuaalulasdaas (antiu 2,3,7,8-TCDD
ua 2,3,7,8-TCDF agflugi4 0.05-5.0 Wlansuealulasdns uaz OCDD/OCDF atluz 0.50-50.0 WlANSH
aalulasdng) asngy DL-PCBs aglug 0.25-20.0 Wlaninealulasdns uazansngn NDL-PCBs
agluzae 0.25-125 Wlansuaalulasans Tmﬂﬁﬂ'wLaﬁ'ﬂé”aﬁawhuﬁmmummgmé’uﬁ'wﬁ' (% RSD) 289
response factor (RF) 2843101510 3 sfwmmsﬂaq'u PCDDs/Fs agluz 3.4-12.29% sn3ngn DL-PCBs
agluzae 5.4-11.29 uazasngu NDL-PCBs agluzag 8.0-9.9% (09199 1) msfnmenuiazas
20i5LEAAMN FrEmM3iATIEW method blank way matrix blank MeAsiiusuld wuhasalinums
sumuuinafiefioadennnaaiviegunsaiiildviadad tiallasiuanuiiowmalumsiuunyiia
wIaminalsnuEs

HaMINAdaLIaNNaaIMInsIany (LOD) zasarsngy PCDDs/Fs fiawinu 0.6 Wlansu
@aans (8niy 2,3,7,8-TCDD war 2,3,7,8-TCDF #@inu 0.3 Wlansuaaans; OCDD waz OCDF
Ay 1 Wlansudadns) @13ngu DL-PCBs imuhiu 2.5 Wlansndadas wasa1sngy NDL-PCBs
FAWmMnY 0.006 N TUNSNABANS

HamMsnagaUianfeueImsIaUsine (LOQ) Tngiaszih deionised pure water (18.2 MQ.cm)
ﬁLaumimmgmaa;u native PCDDs/Fs, native DL-PCBs ua¢ native NDL-PCBs Aftynnu 8.1 Wlan5H
faans (8niy 2,3,7,8-TCDD war 2,3,7,8-TCDF #@vnu 1.6 WlAnsuaaans; OCDD waz OCDF
fehiu 16.1 WlanSudeans) (MR 2) 27.3 WlANSuABans (517 3) uaz 0.162 WIUNSNADANS
(mswﬁ 4) MUMHU LALINMIINATIEHINIUIU 6 1 AU % recovery Wasiszau LOQ #29a15ngu
PCDDs/Fs agluz 91.7-118.9% asngu DL-PCBs aglug9 87.4-100.1% waza13ngu NDL-PCBs
agfluzing 99.3-109.79% wazaNwLiiBan % RSD ndsnasansngu PCDDs/Fs ogluing 4.1-13.6%
a9 DL-PCBs aglus 3.5-8.3% uazaangy NDL-PCBs agfluzng 2.1-17.2% (039 2, 3 uas 4

MUV
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MINT 1 KM INATBUZNMTIANHUazANNTUFUATI289d50§8 PCDDs/Fs, DL-PCBs uas

NDL-PCBs
FNaNNENTUIBIsSINAsTIULaza NN TUEUAS
Faas FNANNTNIY  RF, % RSD o3 FNANNENTY  RF, % RSD
(pg/uL) (pg/uL)
#13ng% PCDDs/F's #1383 DL-PCBs
2,3,7,8-TCDD 0.05 - 5.0 6.7 PCB 77 0.25 — 20.0 6.4
1,2,3,7,8-PeCDD 0.25 — 25.0 5.5 PCB 81 0.25 — 20.0 7.8
1,2,3,4,7,8-HxCDD 0.25 — 25.0 5.3 PCB 126 0.25 — 20.0 5.4
1,2,3,6,7,8-HxCDD 0.25 — 25.0 5.3 PCB 169 0.25 — 20.0 7.5
1,2,3,7,8,9-HxCDD 0.25 — 25.0 4.4 PCB 105 0.25 — 20.0 6.4
1,2,3,4,6,7,8-HpCDD 0.25 — 25.0 7.8 PCB 114 0.25 — 20.0 5.9
OCDD 0.50 — 50.0 8.5 PCB 118 0.25 — 20.0 7.1
2,3,7,8-TCDF 0.05 - 5.0 6.6 PCB 123 0.25 — 20.0 5.5
1,2,3,7,8-PeCDF 0.25 — 25.0 5.8 PCB 156 0.25 — 20.0 7.3
2,3,4,7,8-PeCDF 0.25 — 25.0 5.4 PCB 157 0.25 — 20.0 11.2
1,2,3,4,7,8-HxCDF 0.25 — 25.0 6.7 PCB 167 0.25 — 20.0 7.1
1,2,3,6,7,8-HxCDF 0.25 — 25.0 5.9 PCB 189 0.25 — 20.0 6.3
1,2,3,7,8,9-HxCDF 0.25 — 25.0 5.4 Em'nq'u NDL-PCBs
2,3,4,6,7,8-HxCDF 0.25 — 25.0 3.4 PCB 28 0.25 — 125 9.7
1,2,3,4,6,7,8-HpCDF 0.25 — 25.0 8.3 PCB 52 0.25 — 125 8.5
1,2,3,4,7,8,9-HpCDF 0.25 — 25.0 7.3 PCB 101 0.25 — 125 8.0
OCDF 0.50 — 50.0 12.2 PCB 138 0.25 — 125 8.0
PCB 153 0.25 — 125 9.9
PCB 180 0.25 — 125 8.7
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= ' = PN ¢ ¥ A o ' .
AIINN 2 NANMINATDUANNUNULBSANUVENYBNIDIANTHINLNDLONTITNINTIIUN]Y native PCDDs/F's

NUIY 17 BU

Spiked n==a6 Spiked n==6
%am‘s level 9% Recovery %'ams level 9 Recovery
% RSD % RSD

(pg/L) mean + SD (pg/L) mean + SD
2,3,7,8-TCDD 1.6 91.7 £ 3.7 4.1 2,3,4,7,8-PeCDF 8.1 110.0 £ 6.8 6.2
30.4 104.0 + 5.7 5.4 152.1 112.9 £ 1.8 1.6
45.4 104.5 + 3.3 3.2 227.1 109.8 £ 3.7 3.4
1,2,3,7,8-PeCDD 8.1 92.2 £5.5 6.0 1,2,3,4,7,8-HxCDF 8.1 118.9£8.1 6.8
152.1 103.7 + 4.1 4.0 152.1 105.9 £ 2.9 2.7
227.1 107.8 £ 5.3 4.9 227.1 108.0 + 4.6 4.3

1,2,3,4,7,8-HxCDD 8.1 101.8 + 6.9 6.8 1,2,3,6,7,8-HxCDF 8.1 111.0 + 6.9 6.3
152.1  99.9 + 4.4 4.4 152.1 103.7 + 3.4 3.3
227.1 108.9 + 6.3 5.8 227.1 110.0 + 2.4 2.2
1,2,3,6,7,8-HxCDD 8.1 101.5 £ 7.2 7.1 1,2,3,7,8,9-HxCDF 8.1 109.0 + 6.4 5.9
152.1 104.8 + 4.5 4.3 152.1 103.6 + 2.6 2.5
227.1 107.5+ 6.2 5.8 227.1 108.9 + 6.8 6.3
1,2,3,7,8,9-HxCDD 8.1 116.9 + 8.8 7.5 2,3,4,6,7,8-HxCDF 8.1 118.5 £ 7.5 6.6
152.1 100.1 + 4.9 4.3 152.1 105.4 + 6.4 6.1
227.1 106.9 + 3.7 3.4 227.1 106.0 £ 5.9 5.6

1,2,3,4,6,7,8-HpCDD 8.1 96.3 + 5.1 5.3 1,2,3,4,6,7,8-HpCDF 8.1  117.1 £9.5 8.1

152.1 98.4 + 7.4 7.5 152.1 105.6 + 6.0 5.6

227.1 102.7 + 5.7 5.5 227.1 104.8 £ 7.1 6.7
OCDD 16.1 103.6 + 13.7 13.2 1,2,3,4,7,8,9-HpCDF 8.1 94.3 £ 12.8 13.6

304.2  95.2 + 6.3 6.6 152.1 101.8 + 5.8 5.7

454.2 105.0 + 4.8 4.6 227.1 103.8 £ 6.5 6.3
2,3,7,8-TCDF 1.6 109.0 £ 10.0 9.2 OCDF 16.1  102.1 £ 7.6 7.5

30.4 106.4 + 4.6 4.3 304.2  99.0 + 4.2 4.3

45.4 105.5 £ 5.2 5.0 454.2 100.6 £ 3.9 3.9
1,2,3,7,8-PeCDF 8.1 108.5 + 5.3 4.9

152.1 110.5 + 4.5 4.1
227.1 108.1 £ 3.7 3.4

Ha5IN lABDNTY (WHO - PCDDs/Fs, pg TEQ/L) ﬁizé’ﬂ LOQ 18.5 100.6 + 4.4 4.4

BHYLHO Nasm@haugammtﬂuﬁwmmsnéu PCDDs/Fs (WHO - PCDDs/Fs, pg TEQ/L) 2839 lower bound,

medium bound wag upper bound H@WNNU
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o , 4 e PP I : ,
AN 3 HANTNATDUANNUIUUAZANNNIBNITIA NN BLANFIT3NATTIUNGY native DL-PCBs
DUIU 12 70 N5zau LOQ, 40 e LOQ waz 60 vwes LOQ

Spiked n==6 Spiked n=6
%'Ela‘li level % Recovery %'azm level % Recovery
% RSD % RSD
(pg/L) mean + SD (pg/L)  mean + SD
PCB 77 27.3 93.7 £ 6.6 7.0 PCB 118 27.3 87.4 + 6.3 7.3
1067.9 94.6 + 4.3 4.5 1067.9 85.5 + 6.0 7.0
1619.9 87.9 + 5.2 6.0 1619.9 85.6 + 8.4 9.8
PCB 81 27.3 92.6 £ 3.2 3.5 PCB 123 27.3 100.1 + 4.2 4.2
1067.9 96.3 + 2.8 2.9 1067.9 99.3 + 2.2 2.2
1619.9 91.5 + 14.4 15.7 1619.9 97.5 + 5.6 5.7
PCB 126 27.3 89.9 £ 7.5 8.3 PCB 156 27.3 91.2 £ 4.7 5.1
1067.9 101.5 + 8.6 8.5 1067.9 96.3 £ 5.1 5.3
1619.9 89.8 £ 5.8 6.4 1619.9 92.5 £ 8.3 8.9
PCB 169 27.3 95.3 £ 5.7 5.9 PCB 157 27.3 88.5 £ 6.7 7.6
1067.9 97.9 + 6.7 6.9 1067.9 91.1 + 5.2 5.7
1619.9 91.8 + 6.9 7.5 1619.9 90.1 £ 5.3 5.9
PCB 105 217.3 98.9 £ 6.0 6.0 PCB 167 217.3 94.3 £ 5.9 6.2
1067.9 100.8 + 2.8 2.8 1067.9 89.8 + 3.5 3.9
1619.9 99.5 £ 11.5 11.5 1619.9 93.8 £ 6.6 7.0
PCB 114 27.3 96.4 £ 5.1 5.3 PCB 189 217.3 93.8 £ 5.1 5.4
1067.9 100.1 + 3.6 3.6 1067.9 93.3 + 4.3 4.6
1619.9 92.8 + 10.6 11.5 1619.9 87.4 £ 6.1 6.9
nasINiaUnae laaandu (WHO - DL-PCBs, pg TEQ/L) 3.6 91.1 + 6.5 7.1

520U spiked LOQ

nasINzUnae laaandu (WHO - DL-PCBs, pg TEQ/L) 139.5 100.6 + 7.1 7.1
520U spiked 40xLOQ

naunwsinmeleeandyu (WHO - DL-PCBs, pg TEQ/L) 211.6 90.3 + 5.6 6.2
520U spiked 60xLOQ

BINYLHE wasmﬂ'mmgammLﬂuﬁwaqman'u DL-PCBs (WHO - DL-PCBs, pg TEQ/L) 284 lower bound,
medium bound az upper bound HeLVAU
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a 1 ] acia I'd S d' a ' .
MINT 4 KANINAFTDUANNUAIULBEANNLNENYDNTUATILINIBLANINTINATTIUNGN native NDL-PCBs
DUIU 6 FUANIEAU LOQ, 40 tas LOQ uaz 60 tMed LOQ

Spiked n=:6 Spiked n=6
Haans level % Recovery Haans level % Recovery
% RSD % RSD
(pg/L) mean + SD (pg/L)  mean + SD
PCB 28 0.162 103.0 + 6.6 6.4 PCB 138 0.162  103.4 + 17.7  17.2
6.758 107.1 + 3.8 3.6 6.758 95.7 £ 29.1  30.5
10.126 110.6 + 2.7 2.4 10.126  100.5 £ 17.3  17.2
PCB 52 0.162 102.6 + 3.2 3.2 PCB 153 0.162 109.7 + 4.3 3.9
6.758 103.4 £ 4.0 3.9 6.758 119.5 £ 6.3 5.3
10.126 99.8 + 2.7 2.7 10.126  114.4 + 3.5 3.1
PCB 101 0.162 99.3 + 2.0 2.1 PCB 180 0.162 101.2 + 2.3 2.3
6.758 101.9 + 4.1 4.0 6.758 109.9 + 3.8 3.5
10.126 102.3 + 3.2 3.1 10.126  116.4 + 3.4 2.9
nasInial linaelaaandu (NDL-PCBs, ng /L) 586U spiked LOQ 0.97 100.5 + 6.8 6.7
wasIialliamelaaaniu (NDL-PCBs, ng /L) 5¢aU spiked 40xLOQ ~ 40.55 97.3 £ 9.9 10.1
wasINiaUliamelaaaniu (NDL-PCBs, ng /L) 5¢0U spiked 60xLOQ  60.76 101.3 + 9.6 9.5

QLT WasINND U binaalaeandu (NDL-PCBs, ng/L) 2849 lower bound, medium bound ta¢ upper bound fimunm

mamswﬂaa‘ummuﬁuua:mmLﬁﬂmaq’i’ﬁﬁtﬂswﬁawsﬂa;u PCDDs/Fs lushathai deionised
pure water ‘?‘Lﬁumimmgm 3 52U AeNWszduar 6 o laud Henudusuuesans 2,3,7,8-TCDD
uazds 2,3,7,6-TCDF T@anuvnnu 1.6, 30.4 uaz 45.4 WIANSNABAAT SeAUANNINTULBNENS OCDD
waz OCDF #ia v 16.1, 304.2 Uay 454.2 WIANTNEDAAT F2AUANNENIUYEIENINGN PCDDs/Fs
Fmaafiahiu 8.1, 152.1 uaz 227.1 WlANSNABANS MuAIRU WuheNuusuUszfiuaIn % recovery
Lﬂ'gﬂﬂzﬁ 3 SLAUNES 2,3,7,8-TCDD wazas 2,3,7,8-TCDF agﬂu'ﬁ'w 91.7-109.0% @15 OCDD
woz OCDF agluzi9 95.2-105.0% uazasngy PCDDs/Fs fivdaagluin 92.2-118.9% ananiies
fUseifiughe % RSD 18009815 2,3,7,8-TCDD uazas 2,3,7,8-TCDF aglugn 3.2-9.2% a15 OCDD

waz OCDF agluza 3.9-13.2% wazensngy PCDDs/Fs Managlugig 1.6-13.6% (91497 2)
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HAMINATIUANNUNULAEANNTIBIBYITIAT Y a3ngn DL-PCBs waz NDL-PCBs lu
ﬁaasiwfwﬁuﬁumsmmgm (spiked samples) 526U LOQ, 40xLOQ, 60xLOQ (u@azszeuiazv 6 )
loun ﬁizﬁumwmﬁuﬁuwmmiﬂﬁju DL-PCBs Hehiu 27.3, 1067.9 Lae 1619.9 NLANSNADANST MNIAU
wazansngn NDL-PCBs @iy 0.162, 6.758 uas 10.126 WILUNSNEDANIINNGIOU WUNANNUNY
Aszduan o recovery W@aana 3 5¢0UPeIaINgy DL-PCBs agludn 85.5-101.5% (minﬁ 3)
waransngu NDL-PCBs agluzng 95.7-119.5% (031971 4) wasananiieniilsziiiudhe % RSD ndenasans
ngu DL-PCBs agflunng 2.2-15.79% (0597 3) wazansngu NDL-PCBs agflunag 2.1-30.5% (01597 4)

inaIingazesMsuenasnay PCDDs/Fs 1lag#ia15a03n % relative abundance 284 valley
sewieiieYed 1,2,3,4,7,8-HxCDF way 1,2,3,6,7,8-HxCDF lashanudutuishiigauasansanasgiu
Tumsasnswaasgiuandsziiy wuin % relative abundance 299 valley 2899zWINNAYD

1,2,3,4,7,8-HxCDF uaz 1,2,3,6,7,8-HxCDF {euiiu 13% Fagluinasivansula @ (i 2)

100 1,2,3,4,7.8-HxCDF 1.2.3.6.7.8-HxCDF

Relative abundance (%)
£
o

il WU N 1 T, SR nuAGONTY

20

10

0 LI N D R N N NN DN D NN DN NN BN NN N NN DUN RN DN RN RN BN BN NN NN BN
282 283 284 28.5 28.6 28.7 288

Retention time (min)

AINN 2 % Relative abundance 284 valley S¢¥iNNaveN 1,2,3,4,7,8-HxCDF waz 1,2,3,6,7,8-HxCDF

HANTIATILHNANUITIA UENIZIUNE
nM9iansiUSinuasngn PCDDs/Fs waz DL-PCBs ludiagraihauiiuainaainae
I3 3 N a oA v oA v P L oA
wazzlasansinaiussalumiawara@inngud 1 ngumuan naud 2 ldlilusofaamnuen 1 34 wasngui 3
ldlilusonaeamnuan 7 Ju waasialainuusinuasngu PCDDs/Fs uas DL-PCBs lunndiags

YNNNYAMIANE (MW7 5)
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Method Validation and Determination of Dioxins & PCBs of Drinking Water Sirichai Sunya and Supat Sangsuay

#3597 5 HaMTIANUTINUENINGH PCDDs/Fs waz DL-PCBs ianussamawanadinlugnnisanimie

nq'uﬁ 1 nqui 2 mim?i 3
doso Ysnasn  Usnasy dsnamiy Yinasin dPoasns Ysnas
PCDDs/Fs DL-PCBs PCDDs/Fs DL-PCBs PCDDs/Fs DL-PCBs

(pg/L) (pg/L) (pg/L) (pg/L) (pg/L) (pg/L)
1h@uas 1 PE (0.5L) Taiwu Taiwu Taiwu Taiwu Taiwu Taiwu
1hdua 2 PE (0.5L) Taiwu Taiwu Taiwu Taiwu Taiwu Taiwu
1h@uac 3 PE (0.5L) - - - - Taiwu Taiwu
1h@Aua 4 PE (0.5L) - - - - Taiwu Taiwu
1h@AuaT 5 PE (0.8L) - - - - Tiwu Taiwu
1hdues 6 PET (20L) Taiwu Taiwu Taiwu Taiwu Taiwu Taiwu
1haues 7 PET (20L) Taiwu Taiwu Taiwu Taiwu Taiwu Taiwu
1haNeT 8 PET (0.6L) - - - - Taiwu Taiwu
1hauas 9 PET (0.6L) - - - - Taiwu Taiwu
Wauas 10 PET (1.5L) - - - - Taiwu Taiwu
Wauas 11 PP (20L) Taiwu Taiwu Taiwu Taiwu Taiwu Taiwu
1hauas 12 PP (20L) Taiwu Taiwu Taiwu Taiwu Taiwu Taiwu
1hauas 13 PP (20L) - - - - Taiwu Taiwu
1hauaT 14 PP (20L) - - - - Taiwu Taiwu
1hauas 15 PP (20L) - - - - Taiwu Taiwu
1h@ANaT 16 PC (20L) Taiwu Taiwu Taiwu Taiwu Tiwu Taiwu
1@ANaT 17 PC (20L) Taiwu Taiwu Taiwu Taiwu Taiwu Taiwu
1haNeT 18 PVC (1.5L) Taiwu Taiwu Taiwu Taiwu Taiwu Taiwu

el

35305129 NnUSUld (modified method) Tagd19d9muIdues U.S. EPA Method 1613B ©
uwaz U.S. EPA Method 1668C " éznaiialalylnilagzu (isotope dilution technique) JoUanaein
1399 HRGC/HRMS maldannziiimvue Fuiudsuuy multiresidue method lumsdsziansnga
PCDDs/Fs 992U 17 aaudiuas DL-PCBs 112U 12 Aauiuas uaz NDL-PCBs 112U 6 aaudiuas
g lﬂl ol ac U | U ] l!' 3 e o a l{
FunaunUsunnidues U.S. EPA laun Usinadednild aunaumsana msmliuignduazmsuanans

1 J ~ q o = [ dy a LY ] A9 v A a I a d' PN
udaznan (mINd 6) ineazdeaasil 1) Usinamegnnldnann 1.0 d05 WUy 1.5 05 ey
detection limit ozl umunueIiiaeanaiagy 2) Aunaumsana 358198917 dichloromethane iy
v o a o @ v o = = P a a Yo o a N o ' .
fmmazangdunsg 3 lamnmsanmilSauiaudssansmwmsldammazaedunidsenin dichloromethane

Vv = [ ' a NNANA o . 1y '
uaz hexane wuhagazmsAunauaaasngy lasanduuasidinanaais dichloromethane lufianuuanes
peeiiieda F9laidenld hexane Wumvhazanedundd Wakinsandruanuduiivzasarsaninan

89AM3 International Agency for Research on Cancer (IARC) lausztiiuuazana1s dichloromethane
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Taglunguitoaasiiuansdenselunysd (group 2B: possibly carcinogenic to humans) “” Tunausil
hexane laisafluansionziZe uananil e Agency for Toxic Substances and Disease Registry
(ATSDR) lasanumenulaanns (minimal risk levels, MRLs) #a @ MRL 284 dichloromethane
‘[ﬂﬂnﬁgﬂmuﬁ%ﬁf’lﬁlﬁﬂmmLﬂuﬁmmuL’%ﬂ%’qﬁ@hwhﬁ’u 0.3 flaansudanlansy luyaiien MRL 289 hexane
flenuniv 0.6 Faansudeilansy 2 namdsamaniuivwes dichloromethane fianadesiiasnalwiiauaide
aagumwluszezenannnd) hexane 4 2 1 atiwliﬁmuéhﬁwazmﬂmzh‘fjmiﬁﬂuﬁ'@mﬂi'u (fume hood)
iianutaanderasinnziuazanenuidmmslasududamns 3) tunsumahliviand (denadu
Tasanlanalusey silica, KOH-SiO , silica, 40% H SO -SiO  (w/w), silica uaz Na SO) Taains
anznanaaNdumNaduhuaudnanmely 15 Tadwas © W s Taduwns JananseaatUsnumsldmsiadl
waransazane Aunadleannn s 50 WaL 4) FUABUMSUENENTIG 3 nau latdanld aluminium oxide
(Alumina B Super I) G'E’%qmmsagﬂ%’vaﬁs‘lm'smm 7164 ﬁﬁgﬁﬁiﬂﬂ’lgﬂﬂ’j’l florisil ¥ l¥iUsevgiaan l4ane
uanINil 038 U.S. EPA Method 1613B fitumaumsiliusanisnaiimasnndunaumsuanans
udladaiunauiann MnmsaneAssensdiUsulFmninsaanSnamseiuaransazans anszaznm lums

Aenziinnnhiveas 30 uazidanldeinazmaniianuiuimivanhiiaanulaaadaasdinmaienzd

9199 6 MalSeuisiSinasgunuisienzinusuld

Modified U.S. EPA methods

Tunau U.S. EPA methods 1613B/1668C "
1613B/1668C
USNaeIaea 1809 1.5 803
MIFNG dname dichloromethane #Nne8 n-hexane
msﬁﬂﬁ'u%qwg Multi-layer silica gel column Multi-layer silica gel column

(Fuehugudnanmely 15 fadwes)  (durugudnanamelu 5 Tadwas)
ﬂ'lSLLElﬂnEjNa’li 1% florisil, carbopak/celite 1% alumina column

%58 alumina column
mi‘ﬁﬂﬁlu%qw'éﬁﬂﬂ%ﬁ Multi-layer silica gel column 1ol

MU HRGC/HRMS HRGC/HRMS

ilams3suiiisunamanaseuanugndasasidduinasisansulumsussiuamninwans
5L MaASeedewes U.S. EPA 1613B © waz U.S. EPA 1668C @ wunuanadauanuidudunss
FpamsasnNINas NI sudasaiiafienududu 6 szdu famisvasssasandsvumanasu
JNNNS (% RSD) 289 response factor (RF) ;nmsia 3 o aglurdn 8.4-12.29% %mgj“luﬁaqmmsﬁmﬁ
gausuAataen 209 ¢ laadidenneesmaalUsunaesds 2,3,7,8-TCDD Jawnu 1.6 WlANSN
dedns Aafulsainamihdnduularnuasmenulaands fdeheglunasisaniuldilaSsuiay
funasizas U.S. EPA 1613B © fitwua vaaniwilslugahaaseh ML w3s Codex Committee on
Methods and Sampling (CCMAS) fimmue tasnhuiavhiuniludirhease ML (Lﬁ'aﬁh ML < 0.1

v
actaa

fadnsuaanlansy) Fuaaslitiiundsiia LOQ Amainamigansuinn JmaNansunIInTIIMans
aanam L
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HAMIVATBUANNLN LKA ANNTIBNIT Il NE Rt sngy PCDDs/Fs wuth anausiuiisudiu
29N % recovery WABDHlUFN 92.2-118.9% Haglumanasimssaniufe sz 70-140% © uazaNaiie
filsziiiudhe % RSD wdsagluzig 1.6-13.6% 31 U.S. EPA 1613B lildmwuainasimssaniuus
usazaauiuesliy sthlsionuanmwglsulamuuanasinmssansuzaswaninmanyaanuiuiiy (toxic
equivalents, TEQ) waqmsmju PCDDs/Fs 15"‘7; % RSD < 15 waz@ % RSD YNMSLANTITNINITFIU
w3 izé’uaﬂiutﬂm%ﬁaau%’uw nanAoadluni 1.7-4.4% (52197 2)

HAMINATOUANNUNULIZANNLTIENY8935AA N W2a15ngN DL-PCBs waz NDL-PCBs
WU aNuuNUsHEUIIN % recovery 1ndswasaIngy DL-PCBs agflus 85.5-101.5% H4ag
Tughanamimssaniufie 60-135% @ wavaangu NDL-PCBs agluzhg 95.7-119.5% #eagluganasi
msganiude 70-1209% 0 wazanuiiiesiiuszidiudis % RSD ndsuasansngy DL-PCBs agluzi
2.2-15.7% *’z’;qagﬂuﬁauﬂmsﬁnﬁﬂan%’uﬁa Yaanh 250 (5197 3) uaz % RSD vaenaTnwas NDL-PCBs
aglug9 6.7-10.1% G'E’;qagﬂummsﬁmiﬂau%'uﬁa Yagnd 20% 9 (m5wi 4) nmsnagauanulile
se9isiensilundasiunay agladh idmunsaiausinamsngy PCDDs/Fs 91wy 17 aaudiuad
DL-PCBs 113U 12 AdudLa3 waz NDL-PCBs 91104 6 AdUAUDT lAGUAztMINzam5uUMInsIam
mamaanunguluhiy

KamMsnNTIANINGNUTTInaNmaininmheluamasauasgilafinginaludouinau
W.A. 2557 NIUIN 18 G liwuasngulasandunasiidiemelasandulunndiate uaaslvtiun
lifimsasmszasanangulasanduaaninmnmaussynauiafulilusosudmnuan nillasundas
nawlaaanduiiannmaunluaditlisuyseirasasieihwnesdandniifasslsdifluasdisznay Fuiu
mswnlnaifigamgigin 450 ssmnualdea uazanasasniiaddauiagamniigany ss0 ssmimaides >
FuiugampimelusosudligaweiiasildiRamsneduasmangulasantu eflsdmsandgaummwina
driinnuamznsIIMIaIMILas nssnanmssaguivualihudlaalumyusussyiiteatn duewns
MUANIRINE MNUTEMANTENTHAOTIT0GE 20T 61 (W.A. 2524) uazudlatiiandnatiuil 284 (.6 2547)
Fugudodasmaayanande vatunsiaudivamsuesseayanaldamnligndas Taaszynsnismanaa
hawlifaammnenunasyu lunsdifimaudewsasmsnguilluuadsnusssumn@ihanlflumsuaomhi
willuguaauiiivssdnsmwlumamiaomanguil Aakumsnsasiifinamsuau (granular activated
carbon) ** FufutunsundnuesnszuIumsmManaanoy

uannil amwzasnaUsTTInaNTmsmuaN dudmseiitldlumsuaanaadn Taaussmads 1
fimsmuaumenguansdsiidammuaiiuandafuly udfaammneitlndideeiu damugumsldasiad
Tunssuumsudn ussnagaumsazaeaaninasaainnmazusiituglaiaud aglussduihloansds
dammhlulFou Ussnalneiilszmansensnansisagy aiuil 205 (w.a. 2548) (3oe MuuaauMNIIo
NATPIUIDIMBULUTIAINNANMEAN (UseMANTENTNISIToNGY RUUT 295 W.61. 2548) TlFUTT901M3
uamnﬂfré'qﬁmmsgmwamﬁmﬁﬁqmmwﬂssu (W8N.) 998-2553 Mauzwaddndmiuihuslae auhlviula
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Method Validation and Determination
of Dioxins and PCBs in Plastic Bottled
Water at A Specific Condition

Sirichai Sunya and Supat Sangsuay
Bureau of Quality and Safety of Food, Department of Medical Sciences, Tiwanon Road, Nonthaburi
11000, Thailand

Abstract The objective of this study was to validate a modified method, based on the U.S. EPA Methods
1613B and 1668C, using isotope dilution technique and High Resolution Gas Chromatograph/High
Resolution Mass Spectrometer. As a result of the method validation, limits of quantitation were 1.6-16
picogram/Litre (pg/L) for polychlorinated dibenzo para dioxins/furans (PCDDs/Fs), 27 pg/L for
dioxin-like polychlorinated biphenyls (DL-PCBs) and 0.16 nanogram/Litre (ng/L) for non-dioxin-like
polychlorinated biphenyls (NDL-PCBs). Its accuracy and precision has been shown within acceptable
ranges. Consequently, the validated method was used for analyzing 18 samples of plastic bottled water,
which had been left in cars exposed to sunlight for 1 day and 7 days. The obtained results revealed
that PCDDs/Fs and DL-PCBs were not found in all samples. Therefore, consumers could be ensured that

there is no dioxin contamination in plastic-bottled water that might affect human health.

Keywords: dioxins and PCBs, method validation, plastic bottles, drinking water
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ToeraeUjiamsiiien uazmethandnfasinsunaunsamnadaniosas 0.5 Taghmiin 1w 1 et wailade
fivasfiamsamndndimanadau 5 wiv lidswanadou 3 uvs Uduidenisiensi 1 us Selidayaildle
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Tdwunanagauilly outlier LLasmiﬂszLﬁummLﬁﬂwaﬁ%’agﬂumm‘ﬁﬁaau%’ﬂﬁ' Taadien repeatability standard
deviation (Sr) WNNU 0.002, repeatability relative standard deviation (RSDr,%) WNAU 0.43, repeatability
limit (r%) (¥NAU 0.006, reproducibility standard deviation (SR) (AU 0.039, reproducibility relative
standard deviation (RSD,, %) NN 7.68, reproducibility limit (R,) WNAU 0.109 WaTsaEaTMINAUAY (% R)
ag3:u39 95.60-101.38 MnuamsAnmIldgnamuaduisiensiiniasdionessandauiio ACM 009
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muei”mLﬂ%'axaa"ﬂawma’lé’ﬂszmﬂuLﬂwgﬁamt%u (ASEAN Economic Community; AEC)
Gueniiiumsaaudt w.a. 2540 TnaaiznssumseIasehoandeu w5 ASEAN Cosmetic Committee; ACC
mﬂ’lﬁﬂmmwmiﬁﬂ%’ﬂméﬁummgmuasqmmwmﬁmﬁm“ﬁwmmvﬁﬂu (ASEAN Consultative Committee
on Standards and Quality; ACCSQ) lam Lﬁumsﬂ%’mgmﬁﬂuﬁmLvﬁ'ma"w 2929UsenAdngn (ASEAN
Member States; AMS) (3807 Uwﬁ'nujmfaLﬂ%'mﬁ”umquﬁmu%ﬂu (ASEAN Cosmetic Directive; ACD)
Tumsuszga ACC assit 9 1iieTl 2550 ldl¥mssusasnsincs ASEAN Cosmetics Reference Laboratories
(ACRL) 1w 4 Uszne laun snsrsausgdulaiids, auwussganawde, issusgaenlus uaznmananinsine
ACC Ié'l,wiaé’?mmsﬂiiumsﬁ'mﬂﬁﬁ'ﬁmsm%’mﬁmamL%ﬂu (ASEAN Cosmetic Testing Laboratory
Committee; ACTLC) diatui 12 N3INYIAN 2555 Tﬂﬂﬁwﬁwﬁmm%’uﬁmauﬁwmﬁ'ﬂﬂmwmqﬁmﬂﬁﬁami
yaslsznagnEnmadanagauiilamuuniiuiziensieissshanendeu (ASEAN Cosmetic Method;
ACM) ACRL vhwihiildanusemdadumaialiudmadgieduianssumsmiuguandseangama
warauiaalfiamsandeu mamegauamuNyMeRasUiifims (proficiency testing) MifieIdes
wazwanmismslual tasasiuanudasmsminagaulusaa @

MssamnIFaeneieiasdanaiiamuuaihAsinneiieisssonsendeu (ASEAN Cosmetic
Method: ACM) ﬁﬁumaumu Guideline on Establishing ASEAN Cosmetic Method (ACM) ® namé@a
ACTLC azdadanansiaulataenaiiumsuld visaglunemsmsmuauitszylilu ACD wasifigiensy
fldnadauanugndeswadisud viseatiummasaumsi ACC $ae nisnniazdsuenasisinney
Tilsemamninnumuusslidedaiuiiaiuaiuniziensd fazdaliiimmasauanugndesuedis
Iﬂﬂﬁ'mﬂﬁﬂ’amiwamLLm“?;ﬁmmL?}mmfy (interlaboratory comparison study) Tﬂﬂﬂs:mﬂﬁlﬂu

e fUAMIENAY (initiating laboratory) azdinNiditeNzimihiaus wisnmatnagaulvivaslfuams

| o

fidsmmmedey wazihuamslenziieniummegaumuseisiensdihsueimagaumead
iieUssiiuanugndasuaziiuizesis Wudayalumsuuls viehwuaidiilu ACM Tnidely

nsamagan (Salicylic Acid) L%‘JuﬂsmSuﬁﬁﬁﬂuaqﬁ’uﬁwmmsﬁuaa W fludunauininsson
wanerie lasuasardudmiuldannin uasndawadin Feazedosveasmndaadinrligio
fiemuaiane hedudauuaiids saamaified uasmagaduuesi mIsangnadmsumssanuaaLEadin
waqnimma%ﬁnLﬁﬂ«’\nnmsaaﬂqwgamﬂawuLﬂunim—mmmﬁa lwRamsumhsasendvlusuiimi
emsudaivestudall vennnisaldlludunanzanherhanuaranailddmiuieme wanily
dulsznavraaaiifurieiasdhanuiiegaiszasdlumaiu wesiiaidauuaiide Hos wozqduniduiio
au laansamasanihliansazaeiiamwdiunse sedadu waziudimsaiydulassuaiideals -

ASEAN Cosmetic Document (Update September 2007) ﬁmuﬂmsmuquﬂ%mm
LLaSLéaulﬂu Annex III Part 1 - List of Substances Which Cosmetic Products Must Not Contain
Except Subject to Restrictions and Conditions Laid Down aeuil a 98 ayanalvildnsanagan
Tundasasiaududunnildudrdeanluusinaluiu 5.0 waasasilszanay 4 18 lulSnalidiv 2.00
ozl lundesamiilddudnegend s T uasmwualFinauazdauluasilfiiuiogfudelu Annex
VI - List of preservatives allowed for use in cosmetic products éié'fuﬁ a3 aigﬂg’lﬁlblm,‘ffﬂiwﬁﬁ‘ﬁaﬂ
wasindezasmsiniuiagiudalueiasdhanldlutnaluibu o.5% (Munnlugnse) aldluwdo s
lFrudnaamnh s 9 snduluwswy wildamuuadinannemaninslnalaihandulszmenssnae
asseuguae ¢
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ASEAN Interlaboratory Comparison Study on Salicylic Acid in Cosmetic Cream Sudthida Meethong et al.

swanandnslnalasdiineiasdoruasingduana naninmeansmaunng nsensnmo g
Lﬂuﬁmﬂﬁﬂ’ﬁmsﬁw5\‘1"11mﬂ‘szmﬂé’mmémﬁwmqléﬁ,auaﬁ%‘imezﬁﬂ%mmnimmaﬂ?iﬁnhlum%mﬁwmqﬂ‘%u
ToeiBioniineadliivisinnsinasandeuasiusnlumsissguansnssumaiadonevas fidnmsendeu
(ASEAN Cosmetic Testing Laboratory Network; ACTLN) 6’?;0Lﬂuﬂmsﬂssumsémi”uﬁauﬁamﬂu
ACTLC "“J%f:lﬁ%nwsmuaau’[mslﬁmﬂﬁﬂ'amiLam (single laboratory validation) 2831intA3edea 19

wazinnduny wazlasumssuseeanasgiu ISO/IEC 17025: 2005 §1W5UMTILANHNIANETAN

ol

Tundnsariie3asdans tilamuauaumMnaasHansasinfidunsusainsamasanmudamwueuasodau
LTINS Ine

ﬂ‘liﬁﬂﬂ’lﬁlﬂum’iﬁ’l Interlaboratory comparison study Aoy multi-laboratory method
validation fifimseniiiumsmuunay (protocol) MNndzansy Lﬁaloﬁ"ﬁaQaaﬁuauuﬂlwﬁﬁﬁmmﬁuﬁlaﬁa

o Y & adda s o =
LLamamﬂmﬂmmmemﬂimmawmmﬂu

nInedauANNgNaataIIteNzilnRasljiinmaben
1. MINAAEUANINGNAaNYaYIEIATIL ® nsamadanlunansaiiaiassharlngisieniiuaad
1.1 adesiiauazguneni
High Performance Liquid Chromatography (HPLC) (Waters, USA) Usznaueig
seuu HPLC (Alliance 2698, Waters, USA) maany (Hypersil gold, 5 Uum, 4.6 mm x 150 mm
(Thermo SCIENTIFIC) waz photodiode array detector (2998, Waters, USA), Hot air incubator
(Thermark, Germany)
1.2 @s5edLazaININTFIU
- &51@d : methyl alcohol (HPLC), glacial acetic acid (AR), ﬁ’WU%Qﬂg (pure water)
- I3N935U : salicylic acid wsanlususes (COA)
1.3 gagNnagau
wanAauiasasdhanlsanaiuEAeNNgRIRINuIUNTNNSamATANANITNTUS B8RS 2.0
Taghwiin $1unu 1 dedn (enududuilmwualildldggaluniasasiiaissdanilidasdeaen
Wy Uszennasn)
1.4 e nzA
ara18@I10819A8 methyl alcohol 10 faddns USuUsuasalraaimazarsluuiae
ﬁﬂmsaxmmtaﬁLﬂswﬁﬂ%mmmsnﬁmma%nﬁ'aﬂLﬂéaQﬂaqtuaaﬂssaw%nwwgﬂ (HPLC) losfiszazidan
Gl’l:ﬁ%‘e.lLﬂiﬂxﬁ‘ﬁ'ﬁﬂiﬁ'ﬁaﬂﬂﬁﬁamﬂumiﬁ’l interlaboratory comparison
1.5 msnagauanuiudunsiuasiremmadau (Linearity and Range)
LO3BNEITAETNANIATFIUNIATIATAN 5 STAUANNANLY 2, 6, 10, 20 Waz 30 lulAInTu
(oliadans IeNLHANTNTUS: 7 9 MudamduUsEANSanduing (correlation coefficient, r)

Vv = v J
(ﬂ?]\‘l&lﬂﬁh\luﬂﬂﬂﬁﬁ 0.995
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1.6 MInagauaNNLies (precision)
1.6.1 AN (repeatability)
SieeiUsinansanasanludiethenin 41 7 A% MinarmanuazSasazadoauy
mmgmé’fuﬁmé (relative standard deviation, % RSD)
1.6.2 Intermediate precision
SieneilSinansamaganludiag ey 1 7 A 5 Su Munadeaguariana:
yasnidissunaspuduing
1.7 MINAFDUANNUNY (accuracy)
LAFEN DI NTIANETINATTIUNTAATANT 3 sxdUANNTNTY ANNTNTUa: 7 % AB
22882 50, 100 WY 150 2B4sEUANNEBNTURNUNTaTaTanludIataTuTiedey AnuaSana:
NN IAUNAU (% recovery)
1.8 MsUsziiuamanuliuiuauuesnsin (measurement uncertainty)
Usziiuaanuliuinaurasmsieneinsannadan loemshnanulsitiueuresmsinssy

[ v oA v A a 2
Lﬂuﬂﬁqmammmawu NansenuaananadaunuEsIN

u.(salicylic acid) B [u(W)] [u(V)] [u(Cx)] [u(Cu) [u(Pre) 2 - [u(Rec)r

content of salicylic acid Pre Rec

2. msnadavamaNin ® saesadheiindaiulneracfianisiauinauatunaunsaniduin
m%smé’hashqﬂ%umﬂamﬁumuwaummmﬁ%ﬁnmmL“Zl'uﬁu%aﬂaz 2 Tagthwiln 1191 40 naan
Naa0az 20 NTN LwamaaummauﬁaﬁﬁmmLﬂul,f'raLﬁmﬁ’uLLasﬁmmm&fwiaamawha 1 laun gaumniivio
RUVNNUNLT wazaNIzBUEN
2.1 manasauanuiuiatiieniy (homogeneity test)

TagMIguaIpeNuuUAa: MNUIU 10 N8N NATDUNEDAIE 2 2 hrade =R laUsziiiung
vmaaaTﬂamaaummtﬁ'mLuumsfluéf'sashq (within sample variation) Lﬁaﬁﬂmmwmﬁm (precision)
vauiionduluudasvannld Cochran’test @ C_ #291aANAANNMI (Cochran’s table: C_) &
C_. LAY 0.602 (C95%, n = 10) waznagauaNNLTBULsENIDE (between-sample variation)
ToaUszidiua between-sample standard deviation; s Aevipend 0.30 fiennan Horwitz’s
equation (G = 0.02 %) uaaedh faghaiienududaidefuiiaame

2.2 NAFAUANNAINT (stability test)

Taggudmpenauuunaz 11 10 vase i nuludnzguugiives (25 £ 5 aam
WaFed : °%) MU 5 MpEN waziiumailugnzaumgIUNIS (42 + 1°%) 110U 5 G 1hamedsy
WABEENIZND 10 TU TINNATDU 5 a3a fhunm 50 Ju Wisuisudemuuanessshemnimasuasuanadau
yn 10 Su Audmdsnnmamesauenuiluiaidendunnda 2.1 dasfidiasnth 0.3 udeNd @t

FANNAIAUNENNDNDDATZIENMAUAIAIANE
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nInadauamamituacmagi @ naudilivanlfiidinsaanin
1. ARENNAFY
HAOANILAIBIENBNYTHANATH HEANNFATATNNUFIUNANNIONFTANHWAINUMITNAFIY
va o v o a va P ' ° V& ac VoA o oA & ada ¢ o ~
Auanlafmaglaeiasljudmsidenamhaus ituisvd tiadadantuisiensitasasaanaday
(ACM) waUSulANaIvnaNyaInInTaTanENIUSBEAL 0.50 ALK NUIU 1 MBS LLBNNNNIATIZTN
o] Yy v @ ' ° V& @ v o o ° o TSN Y o Wy Y o o
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[ = a A ! ' I v
nudenlindu Wy arsngusuy lue
I & = [
2. manaaauaNNuiliafennu
nedaunazlsziuguidatunmsnadauenuduilalfeiiurasmsnadauanugnaeais
Ienzilagvaslfuanmsiden
3. MINAFTDUANINAIG)
NOFaULAzUsTHUNAANINAIRIZBIAIDEN 2 52908 AD nauasdIad N liissd fUamsaundn
uazrasNiaNUHuamssnIndanagau 69l
3.1 Wisuisuamdsrssnainnzimagnaua el juamssansn (¥) nudadgan
= Id & o o _ v ' ' v 1 a
msanmenuihuiia@enu (x) ndes 2. Muanemeaaslihy 0.30
3.2 WisuiisuammasyasnaieNzimatnanniasUjuamssingndinamsnadau @)
[ v a = I & = [ _ v J v 4 T a
nummasnnmsdnmenuduiiadenu () Nnde 2. Muananasslainu 0.30
p
3.3 WSeUBUMANNLANAINYDIAIRAEYDIHAILATILY A BENNN U R IBEN LT aNNEN F)

AUARAEYBINAIATIZHNBENBAIFNNBNFIHANISNAFDU F) aaslaitiu 0.30
P

MadImatNnNadauLaztand e IBIuUBasliRnsaaNgn
usTyhaENAsIKFNNSAAFaNANUENTuTasaz 0.5 Tashniin S1uu 1 naae fiavudeTag
AUNSzUNN IANA LUUABUTUMBEN MUz wuunsnura Nxldraenszanslanin demalusudd
aanzilgueIunLey
Tusuusihszyliviss fiiimafuinmndagiigamgiivies analwmesianadsiinmue dwandy
meluimua Tosnsnuieyamsnasguilld anuduiumesnsarmenasgu 5 swiu uaztayanaansil

Nasguile dannzeissiia nanadauluwuunasuimvuaamenalion 2 GILWLT Sp80UBNIMTAUNAY

v
=]

FBIANLUsENaUMENEaBEAMBIATIE MINAFBUSBEAZMIAUNSUVBINIATIATAN (Il
1. MINATDUMBDENAINNTNNIATIELEN
1.1 MIe3enasazaIaan (sample preparation)
1.1.1 #ahatheady 0.5 n3u wishwiinildnnmsmnalildanududuagluenn
WNAIFIU (ANNBZBEA + 0.0001 N3Y) lumaialianes 2ue 25 ua. 2 2 P59 5EUReIN A ez B
1.1.2 iuufiauaanadad 10 Na. a::mﬂé’hatiwé'aﬂLﬂ%"maaﬁfmﬂaﬁuﬁm,ﬂ%mmshmmﬁ'gq
ﬂ%’uﬂ%mmﬁmﬁ'gmmﬂﬁlauﬁ (mobile phase)
1.1.3 n3aeeBuiunsassie PVDFE 21a 0.45 lalaswas 1dlumedadmiuinias

LOUNLDAT
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1.2 M3 (calculation)

anm Y, €x25x100
NINTIATAN (IDYDLYNUINUN) = ———
Wx100000
Wa ¢ = anundureansemadanilennaumsiaunse (lulasnsuaansy)
w = NNUNINAIENATNNEINNIAAATAN (NTN)

2. MINAFDUDHBLNSAUNIUVBNNTAEIATAN (% recovery)
2.1 MIATENTTILNLFIBENASHTLHNTNIATFIUNIATETAN
2.1.1 Fahasnedududanfumsieieumsararadiagi ga 1.1.1 Taevh 2 9 szyaan
Cuaz D
2.1.2 nasazanzanaspuiianuduiurhiuusinansanadaninuludegady
ﬁéﬂaﬂﬁlﬁuaﬁmmigmmmmﬁ%ﬁﬂ (Aadudosaz 100 zasUsnansamasaninuludegnia)
2.1.3 YhouIUADY 70 1.1.2 WAy 1.1.3
2.2 MIAUIN

(C -C) x100
% recovery = —1 %

3

th)

C, = USunaunsamadanluaisgnasusinnulsinansemnadaniiiulumetensy
(Seazlaennuiin)

C, = USunansamazaninulumed sy (Sesazlaginuiin)

C = Ysmansenadanndinluaiashensn (Sasaclaaunmin)

mMsUssiiiumanadauzaidinBnalgIdneana > * (statistic evaluation of member results)
1. NedaumMEaUnfisznINvaslianms (interlaboratory outlier test)
1.1 MNOFaUANNUANG NN within-laboratory #a9WasUfudn1sdanNZnaIn Cochran test

ToawSauiisuen C MnmMsanunuamsN Cochran §1%5UM P = 2.5% (1-tail) waz L = nuiasdjuams

1.2 NOFDUANNUANGNYBINEG between-laboratory 2aaaNUfuamsaunnannnsaiaads

e (single Grubbs’ test)
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MUAANRAEHaNINeFaULAaHaIUfUAMITNNTEN (X) MuaadeuuNInggIu
PaananadauINasljuimsaanan (S) amnaaideuwinasyvasayaiis liiimmgazasdaya S)
J Vv

wazAmnaibssunesyurestayaiiin lifisgegauesdoya (S, ) Munamsasazuasmiisauuannigu

fanae aail
GL =100 x [1—(SL/S)] 1GH GH =100 x [1—(SH/S)]

SegazyasmlaauuinesyIunanadila iimamgevasdays

2
o

(&)
1

o
[

segazyasmLlanuuInasyIunanaila ilmggasadays

Wisudeua G uazen G iennalanueing@luasie Grubb’s table M L doyo

e G guanNANNgan P = 2.5% (2-tail) udasd mnasdeuuiumiaund

2. MUIUANNLNEIYDIID (precision)
o v a va a t!} 1T a = v v |} YV
MunaNKanInagauNnvaslfudmsandnimegaumiauniuar arldwulvldmans
NAFDUNNVING UM TN

2.2.1 Reproducibility standard deviation (SR)

S, = V(B +8"

il y, = AmgeIn s 2 ‘gmamwiazﬁ'mﬂﬁﬁ'ﬁmsam%n
p = MNURUHUGMITINETN
gr . PLT S
" pp-) 2
Tl - zPi=1 yl
T =Y vy

2 1=1 1

2.2.2 Reproducibility relative standard deviation (% RSDR)

SRXIOO
%RSD = ———
R X
Wa X = emdsnansnedauaasiasufuanmsannsn

2.2.3 Reproducibility limit, R = 2.SSR
2.2.4 The Horwitz Ratio (HORRAT)

@ HORRAT 1#fluamsaansuanuienaadds euinan

RSDR (Calc.)%
RSDR (Exp.)%

HORRAT =
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% RSD Nennaleannmsnagau

RSDR(Calc.)%

RSD_(Exp.)% 9% RSD fisnunadldann Horwitz’s equation

2.2.5 Repeatability standard deviation (Sr)

T
3
Sr = 2p
Wwa T = Z: w?
w. = @ENIaNMI 2 HuadudaziasUfuamsaann
p = nudaslfuamssunsn

2.2.6 Repeatability relative standard deviation (% RSDr)

S x 100
% RSD = _x
' X
Wa X = ewdsnansnadaugasviasl jUamsangnimagaumiiaunduan

2.2.7 Repeatability limit, r = 2.88r

3. MINAFDUANNUNUYDIID
AMUIUASDEIZMSAUNTUYBINIATIATAN (% recovery) MAMTIATIERMBDENAIUNANES

WNATFIUNTANATAN LUANNENTNAUANNITNTUTRINSaTaTanasIanuluman aoslamsoaazans

mspunaulidasniniasas 90

We

MINATAUANNINGAILENITIANRLazAuaNTGTatmatlaadaslfiGin G

NATOUANNGNG NN TEIIATIVins0mEaRAN lurdn st 3avahanlnegisianiiuaad

wananadauuazUsziliu enuiuduassludnenuaudy 2 89 30 lulasniunaiiadans
sl jiamsduaiasdoramaniizasdrtinedssdioruaziogsuams nadneneansmsunng
nsenananeanay ldmdulssanianduiusiiiy 0.9996 nadauaNuiiBsasisldasazaasaiiauu
WNATFIUTNNUS U 0.04 gl uin iz ansu (% RSD < 3) ANNUAUINMINATDUMBENANNTNNTTIY
Tugsldnu 3 566 seduas 7 9 ldefasazmafunduagssninsosas 96.79 &4 104.57 MNMINATDL
AIAAINAVBINITNTIANULEAaMW (LOD) tnusagas 0.005 UazNAFaUIATINALBINITNTIANY
@eauSua (LOQ) winnusagay 0.01 manuliuivauradidimsiiianuideiudosay 95 iy

Speaz 0.11 loethwin (M5 1)
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dl v aca I's aaa Aﬁ' ° a = )
MINN 1 NENITNNAFBUANNGNANYBINITIIANSUNINTIDYD rﬂ,u LA 219la YADLDANLLD DY

Parameter Results
1. Linearity and range
1.1 System linearity: standard solution 1 - 30 ug/mL
- correlation coefficient (r) 0.9996

1.2 Method linearity: spiked sample at level 50%, 100% and 150%

of salicylic acid in cream sample 0.9988

2. Precision

2.1 Precision (method)

2.1.1 Repeatability: % RSD: n = 7 0.04%
2.1.2 Intermediate precision: % RSD
- between days: 5 days, n = 7 0.08%
- between analysts: n = 2 0.04%
3. % recovery. 97 - 104%

(spiked sample at levels 50%, 100%, and 150% of salicylic acid

in cream sample)

4. Limit of Detection (LOD) 0.005% W/W
5. Limit of Quantitation (LOQ) 0.01% w/w
6. Expanded uncertainty at 95% confidence level, U95 0.11% w/w

= o

ms*nmﬁauqmauﬁaﬂmé’aathﬁnamﬁuu'lfmﬁ'mﬂﬁﬁ’amsﬁauﬁwLaua‘iﬁmtﬁum‘s

anuihuiloideiuasiagnnaaaugasesy

NNNMINAFBUGIBENATHHENNIATETANTNTUTaEar 2.0 Tagntn 1L 10 GapE19
fregheaz 2 9 ihnamsnasaulsaiiumaeade lagsuman Cochran test laeh C. . ...<C.
waeen lufieanuuandrameluaiaga LLasﬁwmmﬂ'ﬂLﬁ'mmummgm (s) lawhnu 0.0001 Wisuieu
fumibssumnaspuihuneiiennumn Horwitz’s equation lam 0.30 whituseeas 0.0217 Tagthmin
le @ s, < 0.30 wdaai lifianuuandesenindiege daty Mednindadulasdaljians
fenuiudladersuiisane

ANINANA YDA 1D NNATDUFATH 1T

NNMINadauiIaENAINHaNNIANATANTNTuSDEa 2.0 Tasumiin Tasdudagauuuasy
PUIU 10 1900 LLU'WT@azhmﬁﬂuamazqmwgﬁﬁ'm (25 £ 5°%) VUIU 5 MDEN WIWINOFDULG DTN
NN 10 W TINNAEBY 5 a%s Wunm 50 Su WisuisuAIANNLaNEsEnINARABYBINaNAED U
nn 10 U fueasnmsnagauanuiuilaiiendy (Jasay 2.0071 Tashwiin) ladanuuaneig
30882 0.0021, 0.0069, 0.0036, 0.0013 UAZ 0.0034 MNMAU UaztiUMIBENTUANITAUNATUNLI (42 £ 1°%)
PUIY 5 MBEN NN INAFRUEULAEINY LAAIANINLANAINSBEAE 0.0026, 0.0072, 0.0036, 0.0048
ez 0.0014 MNAU é‘z’hnnmﬁmﬁ'ﬂﬂniﬂ 0.30 3otz 0.0217 Tagnhwiin) waesd drethalianuasda
LNENWBABENIZNATDUNDATZELMAUANIIANE
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nInadauamamituasmadrnaudilviviasljitinsaantn

anuthuiladeInuyaaiagNnagay

PMANISNAFIUAIDENATNNFINNTAWIATINTNTUSDEDL 0.5 LAUINUN IUIU 10 G288
fadaz 2 T kamsnadaulszilumeadd an Horwitz’s equation l@@1 0.30G (¥AU 0.007

P
Munan Cochran test loa C e <C waean ladanuuanemaludiagie wazmuin
cal = 0. able = 0.

@ s WNU 0.001 HANIBHAI 0.30 UFAII LNHANNUANEINTEVINGIDEIN GIUY A8 NNAFaU
82 o s [d Aﬁ’ = o G o w 9}3 a aca I'd
Fadenuduiiiadennuiisanadmsuldlseiiunanadaudsien sy

ADINANGIYNAIDEINNAFTDY

NNMINAFDUMIDENAINNENNIANATANINTUIDYAZ 0.5 MNUIU 2 6BEN Naudslvivaslfiams
qan@n [y | fchemudadumdesasas 0.5487 uazvdsiasjidimssngndssanagau |y | fehanaudiiu

n:l’ v d{' = =1 [ 1 d' o [ < .:3’ = o Y v

WA8sa8aL 0.5491 WallSauiaunuAmRdeYBIMmIBENANNMSNaFauNNuiaweINe (ANNNTY

[RAYIBEAL 0.5483) WU UBENI 0.30 UFANI AIBENNATFIUNANUAIAIUNENNDADDATEELIAIANEN
P

mMsdszidiunanisnadaumadialaavaalfinnsaandn
sndnadasdhumusauizienzinsamasanlundasariada Sy s wiv udidlaasumvue
NAUBNUHUAMIFNTNEINALNEN 5 LW %ﬁﬁmﬂﬁﬂ’amsam%ﬂﬁ 4 Manmzvauaiasiialumsnasay
dellnnisiensiiimwualimusey Seiidayaildlumsusaiiunaiiios 4 wis Tasnsnuwanadey
USinainsazadanuasiioe A uas B mnwesfianmsaansni 1 whiudesas 0.46 uas 0.46 Tagrhuiin,
nndesliGmssandni 2 whiufesas 0.521 uas 0.527 Taghuin musay, NndasUfidmssangni s
whiufesaz 0.5487 Waz 0.5499 Taerhutin muaey wazeslfidmsaundnii 5 uhdudesas 0.492
uat 0.491 Tagnhwiin anuady uenanimuhemfesasmstundurasiosfiamsauou 4 uvs agluwnausi

gansulanIving (519N 2)

M99 2 wanadaupsiasUfuAmsandniliisieneiiniiaunu 4 u

faaUuANIS USnaunsnnadan (% w/w) S28azNSAUNAY (%)
ii A B c D
1 0.46 0.46 101.38 100.12
2 0.521 0.527 NR NR
3 0.5487 0.5499 96.29 95.60
4 _ _ _ _
5 0.492 0491 98.2 100.2
mean 0.51 98.63

SD 0.04 2.33

RSD (%) 7.84 2.36

vanewe NR vaned viesljuamssundnlailanaanu

U uanmsn 4 Tdaamezussszuuesasiiolumsnagaudnlunnidienzinmvue Sebihwanedau
MUszLiy
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a

ManadaumemiaunfisznieiasUfuams (interlaboratory outlier test) enwnlagldada

=b.

Cochran’s test; P = 2.5% (1-tail) linwumgaene Taaan Cochran statistic c ..<C.__
uBFiins L = 4 wazwanadaunniasujifmssindniienhadeiioadumiaUnd fa ﬂ'wi"”uqﬂ
WY 0.46 AIGNFALINAY 0.5499 (m‘mﬁl 2) wazanmsminalagld Grubb’s test; P = 2.5% (1-tail)
linuedadnduasnanagauanniestjiamssingnlunnuis lase G uhdudasas 28.14 woz G
whitudeeas 9.47 Gatiue G 2asAnhadens 2 denfpenth G . finuiesUfians L = 4 ey
faenr 86.1 Wit Ahasdemgauasainasdogegalaiiuegada
msﬁﬂmmmLﬁmwaﬁ%"ime:ﬁmnﬁmﬂﬁﬂﬁmiam%ﬂ MIAgNSAIUINA S, % RSD, r
WU Repeatability standard deviation (Sr), repeatability relative standard deviation (% RSDr)
ez Repeatability limit (r) (vAU 0.002, 0.43 WAL 0.006 MUNAU Toafien Reproducibility standard
deviation (SR), reproducibility relative standard deviation (% RSDR) a2 Reproducibility limit (R)

WNNU 0.039, 7.68 WAz 0.109 MUMAU M HORRAT tNU 1.73 (MINN 3)

M99 3 d3UKaMIUssiuanaN LR N ZYRNIBIA LN aTan lundn A nrile3asdaeYsznn
AINYBINANAFDUNNNBNUHUANTaMNTN 4 Uszine 533 4 wii

wiamsuseiiiu HAANS

mmLﬁuﬁuwaqmmmﬁ%ﬁﬂmﬁ'ﬂmnwamaawaqﬁaqﬂﬁﬁ’ams 0.5063
308N 4 U (g/100 g)
NuUasUfuanmssanzn (L) 4
Repeatability standard deviation (Sr)(g/ 100 g) 0.002
Reproducibility standard deviation (SR)(g/ 100 g) 0.039
Repeatability standard deviation (RSDr) 0.43
Reproducibility standard deviation (RSDR) 7.68
Repeatability (r) (g/100 g) 0.006
Reproducibility (R) (g/100 g) 0.11
relative reproducibility standard deviation (Horwitz equation) (RSDR) (Exp.) 4.43
HORRAT value 1.73
50l

119" interlaboratory comparison study W multi-laboratory method validation
Fuflumsnasauanugndanasisiensinanysaianhidaie frurauisensulussdumne udmaiaden
LLazmiﬂszLﬁuqmauﬂ'ﬁﬂmé’aathaﬁiﬂumswmﬂau Teun msnasauanuiuiladafurssdiogn
MsUseiiuaNuanae luaaeN mﬂ@hL‘fjmmummgmmﬂ’luéhath (within standard deviation)

meamstlseuiisum C 1 Auen C_,. (Cochcran’s table) Togdaalaan C <C__ wazMIUTLHUANNUO NN
cal able cal aple
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FEWINIDEN mﬂ@hvﬁ"mLuummgmizwiwﬁaaﬂw (between standard deviation) @emsiUsauiiiau
s Auan 0.3 91nM73 predicted standard deviation Togld The Modified Horwitz Equation
leien s < 0.30 wdasdrageiianuduiladerfuiisiwe wazmsnagauanuaIzefiag
ToemsSeuiisuammasUsinaneinsanasanludatnsumsdiiesgnlidas fidmsasndnuaznd
wosUuamssandndenanadaulaiaani 0.30 KEAINAIDENAANNAININENNDADDATLETIN AN
msdnmassillinunanassuresdesljiamsaandniildisinneiaeanniansus s
ﬁmimﬁuwa‘n(ﬂaauﬁlﬁmnﬁ'mﬂﬁﬂ’amiam%ﬂﬁgwm 4 uis lunwunanedaunniasujuamsaanidn
I outlier :InMsnadauaie Cochran’s test waz Grubb’s test ANMLfiwadIsiilouaasaase
Repeatability Relative Standard Deviation; RSDr WNNU 0.43, Reproducibility Relative Standard
Deviation; RSD_ t/hnu 7.68 @1 HORRAT thnu 1.73 Fafiengand 1.5 waaeiFiemneilifianuiies
Tumsiengidaionlflicnsg wihdnnuiesjidmsangniidiwanagaugndasmunaniisnnuas
HUMNINIFIUNVUAAD Faslionnt 6 urs udldudisansulaendnmsliihasinnsivsnansenadan
Tunaafueiniasdranslasisieriueaduazusznmaldiiu ASEAN Cosmetic Method (ACM)
3 ACM 009 “ aglsfomuindudasdnmiiiaduiielvlddoyaiiauysoilasmsidouiisunanma
wasfiamslusiuuumamasauenudingmeianl jiamsilaiziensdimmue
ﬁaqﬂﬁﬁ'ﬁmiam%ﬂﬁga 4 WK NOFDUANMNUNUY BB o8N ITATaUIDEAZMIAUNTUYBINIAANATAN
lundnfaeiadasdantszanain Fudumatadetuiildmuseudziensd Tasmsduamsmnasgu
nsamaganiinludsteaiudraenuEntuhsulSnansaanaganiinulusads (Aaduanuduiu
Jaeraz 100 vavUSINaNsamaTanTnUlufegee3y) nanadsuzasiaslfUamsangnldmmasuassasas
msfundunainannasaniasas 98.63 aglunaminmuune (luzgedasas 97-104 Gauaasluemneed 1) uaash

fimsgadensenddanszninmamssnmeenaliagluzlvasarsazaraaiataiaaanndsligadaias

sdo o

ada Ao S ad aaa a @ s ° v 1
aﬁumnwmmmumtﬂmﬁmmgmium‘smmﬂ‘m‘ma%aﬂ“luwam,ﬂm%Lﬂsaqmaw vL(ﬂl,l,ﬂ
oGL'alw v v v Y AAAVLIA v <[ H C4 (5,6) v a L4
m mauwuaauqu (ANNLANAUYDINIOT DTN LNLDUIDYDE 3.0 LOBUIVIUN) 90IDYVEIUNIIUYDNNININ

(enuiNTuEINInaZan lliusasaz 2.0 lasmin) ©° wazilingiudalumsdugsmsiiadagaunid

(ANNTNTUYRINTAIATAN laitiusaEas 0.5 Taginwin) &

a'gﬂ

M3UsENANNYNA B92BNIEIANZWLA8NSTN Interlaboratory comparison study Tunaii
RleIEsendnsamadan wisdnludadeni welseseniuadelundasausmeisssan Tagideyi
LLaa‘?iLLaslﬁ'%'uuaLﬁmia‘umﬂﬂmzﬂﬁumimémﬁwEmmL%'ﬂu (ASEAN Cosmetic Testing Laboratory
Committee; ACTLC) l,l,azmnﬂmxﬂﬁumim'%aqéwmqmLe'ffsm (ASEAN Cosmetic Committee; ACC)
TfluaEensiiadasdraneandou 558 ACM 009 wiannalwuszmalneflumihsnusanmsnasau

aNNHINMNE U UAMIMNeNziIEIsaIna e
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Aeanssndsena

sonaunavasUfiamsmninandeuilienunuiislumsthhalsudivenugndewesisieme
nsamazanlundasauimeisssonlosisesiiuead denedanalusl Cosmetic Laboratory National,
Quality Control Laboratory of Drug and Food Indonesia §151% m’%’gﬁﬂmﬁrﬁ 8, Cosmetic Testing Unit,
Center of Quality Control, National Pharmaceutical Regulatory Agency, Ministry of Health
anWusSgInLaLs, s fiimaeiasdensduad dnineiesdhanuaringsuans nsdnenmaasmsuwng
NITNTNAIFT1INHY 'iwmtuﬁﬂﬂﬂﬂ, Laboratory for Testing of Cosmetics (NIDQC) ehziiiasanuas
mﬁﬁtu%'gﬁmuﬁﬂuﬁﬂmumu,a:: Cosmetics Analysis Department-Institute of Drug Quality control

(IDQC-HCMC) shaniiiasladiiuvids ansrsasgaanntianiaauns
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Multi-laboratory Method Validation on
Determination of Salicylic Acid in
Cosmetic Cream by ASEAN Cosmetic
Testing Laboratory Network

Sudthida Meethong Chungrida Kao-ian and Jumrern Duangamying
Bureau of Cosmetics and Hazardous Substances. Department of Medical Sciences. Tiwanond Road,

Nonthaburi 11000, Thailand

Abstract Thailand proposed a testing for determination of salicylic acid in cosmetic cream using High
Performance Liquid Chromatography (HPLC) method. There were 8 ASEAN laboratories participating
in validation of the test. A sample of skincare cream containing 0.5% w/w salicylic acid and a protocol
to perform the test were distributed to each laboratory. A total of five laboratories submitted their results
while no results were obtained from the rest. However, only results from 4 participating laboratories could
be analyzed due to the fact that one laboratory did not conduct the test according to the protocol provided.
Cochran’s test and Grubb’s test were used for statistical analysis. We found no outliers of the results
and precision of the method was within acceptable criteria: repeatability standard deviation (Sr) was 0.002,
repeatability relative standard deviation (RSDr, %) was 0.43, repeatability limit (r%) was 0.006, reproducibility
standard deviation (SR) was 0.039, reproducibility relative deviation (RSDR, %) was 7.68, reproducibility
limit (R%) was 0.109 and a mean percentage of recovery was in a range of 95.60-101.38. Taken together,
the proposed testing method “Determination of Salicylic Acid (Beta Hydroxy Acid) in Cosmetic Products
by High Performance Liquid Chromatography (HPLC)” is approved to be used as a new ASEAN Cosmetic
Method (ACM) entitled ACM 009. In addition, Thailand has been assigned as the Proficiency Testing
Provider (PTP) for the ASEAN cosmetic laboratories on determining BHA using the ACM 009.

Keywords: BHA analysis, salicylic acid analysis, ASEAN cosmetic method, ACM 009
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GAP: Good Agricultural Practices; GMP: Good Manufacturing Practices;
MRL: Maximum Residue Limit
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Multiple Criteria Analysis for Pesticides Control Measures in Fruits and Vegetables

Tipvon Parinyasiri and Chaniphun Butryee

MINN 4 WaMIUSLHUNBNIENUBNNN LaBﬂN']GIiﬂ'IS'YI'Nﬂ{]ﬁ&l']ﬂll!ﬂ']‘if]a'lﬁ’u@ LLanﬂWWLLazﬂ’nﬂJﬂaﬂﬂﬁﬂ

HnLazia Lol
azunumsUsuiudianwin *
e mMadani mMadani mMadani mMadani
1 2 3 4
1. wansznuaauslan
1.1 5 10 15 15
1.2 0 10 15 5
1.3 3 6 6 9
1.4 3 6 9 6
1.5 8 4 0 8
2. HANFENUGBLUIENBUMS ﬁqﬁmﬁmttaz@'ﬁuﬁﬁ
2.1 10 5 10 10
2.2 5 10 10 10
2.3 5 10 10 10
2.4 0 18 18 18
2.5 0 12 12 6
2.6 0 12 12 6
2.7 6 12 12 12
3. WANIENULALATHFNANITA
3.1 0 3 4.5 3
3.2 1.5 3 3 3
3.3 0.5 1.5 1 1.5
3.4 0 3 2 2
3.5 0.5 1.5 0.5 0.5
4. WHANSENUBEIAN FadaN WaZFUMN
4.1 0 6 4 4
4.2 0 3 1 1
4.3 1 2 1 1
4.4 1 3 2 2
5. mmw%"aﬂumsﬂ;jﬂ'ﬁmummmiﬁﬁmuﬂ
5.1 3 2 24 24
5.2 3 2 30 30
5.3 3 1 6 9
AZULUUTINNANTENUNNAY 146.5 200 210 198

* NARMUBINUINUADZAIZTR (09197 1) Auasuuuile (a15191 2)

NI INININENFNSNTUNWNE
U 60 atfun 3 nIngIaN - NuenBu 2561



MIUATANNANNUTIMTUINOIMINMIMIUANINQIUATE ndhss USands wasatingso yasd
MaMsinEes lurnuezea

aoadszndlng Toagriuuulszdulimauainnmstieduldmadeni s drelvdusloeianuiulalums
Uslnadnuazwaliaainniy mstvauudasmandnuazia ldgamvdusloaideyalumsaaduladanie
wazuilna Mlvgusznaumsenszaumnespumuaamniazannlasassuaiinuazia il uaziluusiuanau
v v o Y 2 & & ! ! a ! 0 v v
Tdsimsdamszuu GAP sansalfilludaulalumstens nunazheduaiumsdisaninuazua linedes
asnnmsiiszuudsziuqamndrsasnanuiulaliudgar agelsiony anadinansznudeaurilvein
wazka LN dengey asnngusznaumsdesasulumsvannaouindauazaseszuudssiuganmn

LAZMATIADNLAIBNANNWIDHAININT MINUUTZANUUBZIZUUNULNDINTUNINTNITOHINE

a 4
AU

m‘sﬁnmﬁﬁwmiﬁ'@ummqLﬁaﬂmmawmﬂdwLﬁumﬂmaﬁﬂumgwmﬂLLazmmmiﬁwfﬁJ@ua
apamaigaasanassmalnguazaalsame Fanuhlssmalnedinguaneitliannalosass Sunu
2 aUU laln W.a.uanaspududnees w.a. 2551 anmasgaueinmnssnsnneasuazavnsallumsmmue
nasmamaugualuzisduih (Matwnzlgn) fananaih (MassamawaaMaAURED) Wos W.5.0.0093 W.A. 2522
Tiennasguuedhmanssnsnmmsagalumamvuainesmsmiuguatinanah (msdamsvamatfudien
naﬁﬁnt.t.amalﬁﬁu:wmmﬁaL‘ﬂummswwﬁ) Samenh (Msutsguuazanmie) agnlsnany dafiansan
mstedulgngranaasnanlutagtunuihinasmsmeld wavanaspuduainees w.a. 2551 dalng
Wusnasmamaeaiaslaleglifianmwdaulimsmzdgndasiimsmuaninaspumsudauazanasgu
ANNUBDANEYDINAKAN %ﬁLﬁmmsmuqummﬂaaﬂﬁ'ﬂﬁﬂmﬂwaqmq‘[ﬁqﬂmu 108nIzNTNEITN TG
Uszmamvuamasgumsanageganasanaaiitlasiunasiiadasirludnuasualdidunasyu
taaumeld w.a.u.09ms w.a. 2552 uaasliniuhiagiussuumsmnuguasnuiasassaasinuazua b
mungrsnamelutsamalutiagiu dfudhunasmadssuiilmevinldgumu Senndnuesualifimsanda
apsanaaficauddumensliminsamuauniamialiaglunariivasadald dewalidanusanui
finsanawasanseiilasnuuazmiadagiinluinuazualiag

namsAnmanasmsmiuquannuazualizasandsane wulahlszmananuardiulve
fanaspumatiduamuaunszuIumsnae o gelaganisesinldgumu wu inessiu GAP msiwnzign
(an3gauEm) vipanasmIu GMP aouiinunu dauazussainuazkalsl (pamasds gy anmmwgla
uwane) diaifisussuumauguarmaniaaadednuasualizasussmalng wuh Ussmalnglifimsmvua
inasprumakdaiiunasmutiduluhduwssnaseaaialdgumu sndunsdifnuassaliusgidosdu
whiluiidesufiamundninas GMP Fawamnmsanminuhesmvuainasyudedusunaninad
GMP zasaonuiine dauduazussginuaznalian Sumaidumswaaman waslssuumudaudaundy
Fudluszuvmaaszmadiy somasids wozanmmwglsy e lithdu GAP wadsduld GMP Tsada ussy
wazulsguiiiosdu fufumsadnanutuulweunasmssiuayulumsmiugua wu mafissuumudou
dounau 1Uudu

Fausinasmasanan denuiululdidefnsonmeldusunuassamalng Fsanadayadaslu
MsINEAT 2556 NENUT NBATNS INETIVING 5.9 e uazahulna) (Uszanaudaeas 96.4) msuneUgniiy
Fuszdulanmstiauld GAP Tegassunineasnsnnenuiicaudululssmaansgamin ihasduinasms
fthduldldennluszaznmaudu iosmninuasnsiununadesedenalumsuiud mdussdanusivs
msasulumsuuasussuumsnzign Huiimsedsumssssmesylumsmiugua sowiigusznaums

NI INININENFNTNTUNWNE
U 60 atfun 3 NN - NUNBU 2561




Multiple Criteria Analysis for Pesticides Control Measures in Fruits and Vegetables Tipvon Parinyasiri and Chaniphun Butryee

Sudauasutstiiiasdu (henuazan fa Fauduazusay) wihesdilifimsdadununuglsznaums
fiau udsmnsoduilepuldnihunniseniineasninedes duiy Seilemandululdlumsteduld
ANAIMIMUANIATIIUNIHAN GMP Tiganasvinldaumu Fuiluaaidendessuiheguasduazgumu

wannil wanamsdnmwuhhuuudssdvlumsdnmillianudiui nasmsdenan
wihliiiauansznudaiasugiawasdiaunudannuezay Fwanssnuidauniavsiliinuasualal
fienuasadsnnaaaiiands Tasinasmsmuan GMP finawzawinldgumudanam aufumsasa
usspslauazusndnliinsasnsEuianninaspumsndaiidiuduesinldgumu mil wanssnuduau
apnnasmaalinesasinuasualiingsdu sdnlsfion Fudinvendududinhdeld daly
msiaguudassen (ﬁy'mﬁml,axaﬂ) asiinadamsdsunlassnumsaaliinn msgenmaudinyas
Hliminsaaeneiigunnld wasfimsdnmnmwuhmsmvuenauasinuaswalivasamsiviigeni
seinuazualimllluiasemessniunsuaasiigumwessdnuazualsl Wil guslaadnisuiiou
AMAY (Value) 289duA1iusIA (Price) 2095 UMY LLamzéfﬂﬁuhﬁﬁaLﬁ'aqmmgmdﬁwm ® Fariy
iileaAHANTENUAMUALAING FemsTinasmssesiumansenunnmsnlsunlasnmaudlosmsaii
masufuesiuslaaimiuanmuasinussualilaaadalinngu

Tudruzasinasmsuaasamnuazmasmuaaugounduiy wihasliinalosassdanann
wazanuiaaassuesinuazuall uafiinamssanliiiamewannszuumsuaaiielilduandaiidaummn
wozanulaaasds lasdeandasfumsAnmues Buurma uaz Saranark © finunmsiiguinn douds
wazussainuazkaldlussdugiime (nadidnmnimianyd) Wudnaedufawaudalasasmnninuaans
wazhmihivamsdamsudamafuigaudimsnmhe sunahmhiduddussuenuidunmswia
Tuaneasnsillutdatedenensnaulitneasnsiiamsnanninassiumsuaaszaunhsy Mnlauanae
fiflaumnuasasasauazaeemudaiumuemutsanssasmendaliungTudanonda wardaandasiy
M3ANIYBY Zhao and Zhou *” WuUHMIETNsEUUMNTBUEDUNTUAMMWYBNFUAINEAT (Quality tracing
system) Lildfualosnssdanamuuazanulaanssseswanda udduilaisiiteivsduamniooads
u9FUAINENT wastheaadunuMIMuaTIadaunaumaulsgU (ex-ante inspection) uanaMil szuy
musaudaundudsiivalemilumimnsinmauastamiliendasiuaammnuazanalaanssldusiue
wazih lugmsudlatamlaagansege 0

a'gﬂ

masAneEdnluduntyafoes w.s.u.01ms w.d. 2522 tiedensienuiululalumsldsnna
NN W.3.U.81915 W.A. 2522 HIMTUMNUANNTMINNAYWINBUALINNIMIFTUSUMIMNUUAANNUIDANY
sosfinuazwalifaafisvinglulssma uaznnmalssiiunanssnuidannnnmamwuenasmamiugua
analasassasinuazaaliaiimmhelulssma Tasldmsienziwynaninasi (Multiple-criteria
analysis) wu:hmifi’muﬂslﬁ'wé’nan@vﬁ%miﬂﬁﬁamqm‘mﬁmﬁﬁ (GMP) #asdoufine AAUFNUDTUTIT
Tnuazualian maudaeamn wazsruumsaudaunauiiunasputiduiiinamenguang Husnasms
fifinanssnuidsnndagiidulddudsluinldgumuinuazualinniige wasiamaiulldlumstadu
TEmelduiunsassznalnglutiagiu msdnmilisualviimsteduld GMP aowilda daudauazuss
finuazwalyl Tagmsaantszmansznsnmssugailand@inamuanas 6(7) 184 W.5.U.81W3 W.A. 2522
mugnudanszuumadaudaunaunnurasnviheluiuvaidn waznmsuaasnain

15E15ASNINENEFASNSUNNE

BB ) 9141 60 avuii 3 NINMAN - NUENBY 2561



MIUATANNANNUTIMTUINOIMINMIMIUANINQIUATE ndhss USands wasatingso yasd
MaMsinEes lurnuezea

o

10.

11.

L@NENTA N

. Diet, nutrition and the prevention of chronic disease: Report of a joint WHO/FAO expert consultation;

2002 Jan 28 — Feb 1. (WHO technical report series 916). Geneva: World Health Organization; 2003.

- dows Tamanuud. msdedulanuvuiansanvatanadt (2). 1 U3N53309. 2556; 36(140): 5-9.

856 a53g03. maaaaulanvuranevaninme: lWisuieuunAouazidnsszning SAW AHP uas TOPSIS.

7 NMNENFYUNTNFNTUASUNS 2559; 8(2): 180-92.

. LAY Duunwa. MaENEUTEUEINEMIMUANSNUNHEALATEIEDNAIVAN. I DIMITUALEN 2559; 23(2):

54-62.

. olgwa Junsuda, gnegs 352asna. MAeNImthunlasunansznunnmIzEsdaANNLRILEIsZAUENID

v v
A o o

dheszuugiiansaume dvdumsdadulawuuwninarilumeiiuiiguhs. 2 Snmmaasusmalulod 2552;
17(1): 31-9.

OECD Legal Instruments. Recommendation of the council on improving the quality of government
regulation. [online]. 1995; [cited 2016 Jun 10]; [13 screens]. Available from: URL: https://legalinstru-

ments.oecd.org/en/instruments/128.

. UNNUEDILNTE. SnzluMSINENT W.A.2556 NITITDIANANS. AFUANW: finadewennsal HHITINNUFDH

WANTIR; 2557.

AUNNT AT, wqaﬂﬁums%yaﬁ'ﬂLLazwavlﬁ'ﬂaaﬂmiﬁw nnHulnanwaszaguslanlungunnumuns
[NsHWUS]. 2INMINNG, AMUITNTTING. DTN UAaInNeas WIneasasuasunsilaa; 2554.
Buurma J, Saranark J. Supply-chain development for fresh fruits and vegetables in Thailand.
In: Ruben R, Slingerland M, Nijhoff H, editors. Agro-food chains and networks for development.
Netherlands: Springer; 2006. p. 119-127.

Zhao J, Zhou B. The effect of quality tracing system on safety of agricultural product. Economics
Research International. vol. 2015, Article ID 895842. [online] 2015; [cited 2018 Feb 21]; [7 screens].

Available from: URL: https://www.hindawi.com/journals/ecri/2015/895842/.

Aung MM, Chang YS. Traceability in food supply chain: safety and quality perspective. Food Control

2014; 39: 172-84.

NI INININENFNTNTUNWNE
U 60 atfun 3 NN - NUNBU 2561




Multiple Criteria Analysis for Pesticides Control Measures in Fruits and Vegetables Tipvon Parinyasiri and Chaniphun Butryee

Multiple Criteria Analysis for Pesticides
Control Measures in Fruits and Vegetables

Tipvon Parinyasiri* and Chaniphun Butryee**
* Food and Drug Administration, Tiwanond Road, Nonthaburi 11000
** Institute of Nutrition, Mahidol University, Salaya, Phutthamonthon, Nakhonpathom 73170, Thailand

Abstract The study was aimed to develop regulatory measures for improvement of safety of fresh fruits
and vegetables sold in domestic markets based on the Food Act of 1979 and the principle of Good Regulatory
Practices (GRP). Potential regulatory measures were developed by analysis of the existing national
and international laws and regulations related to quality and safety control of fresh fruits and vegetables
and information obtained from documents as well as meeting minutes of target groups. To prioritise
any proposed measures, regulatory impact assessment (RIA) was performed by multi-criteria analysis
using an assessment checklist that was developed based on the OECD Reference Checklist for Regulatory
Decision-making. The RIA checklist, containing 24 key indicators with impacts on consumers, producers,
economics, society, environment and health, and readiness to comply with the measures, was assessed
by 20 individuals, including government officers, academic staffs and consumers. According to the highest
RIA score (210 poits), implementation of Good Manufacturing Practices (GMP) for the premise of sorting,
cutting and packing of fresh fruits and vegetables as a mandatory standard along with having mandatory
requirements on labeling and traceability of fresh fruits and vegetables at a retail level could be the most
effective measures to be considered for setting up legal control measures under the Food Act of 1979 to

ensure safety of fresh fruits and vegetables sold in Thailand.

Keywords: Vegetables, Fruits, Good Regulatory Practices, Multi-criteria analysis
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