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Analysis of Dioxins, Dioxin-like PCBs

and Non Dioxin-like PCBs in Milk Powder by HRGC/HRMS Supat Sangsuay et al.

UNU

mangulasanduihdeiiionGendu insfnguas 2 ndu ldud msngulwdnaadiuainalotuy
Tgw151leeandu (polychlorinated dibenzo para dioxins; PCDDs) uazehsngulwdnaaiiuainalawuly
Wusu (polychlorinated dibenzo furans; PCDFs) arsnguidivanafvensngulndaassiuanaluiiliia
(polychlorinated biphenyls; PCBs) wu'qaaﬂLﬂumsﬂajuﬁ%ﬁﬂ%mlﬂaaﬂ%u (dioxin-like polychlorinated
biphenyls; DL-PCBs) u,as'miﬂa:uﬁ%ﬁhiﬂﬁwl@aan%u (non dioxin-like polychlorinated biphenyls;
NDL-PCBs) #iilaseasramaail (mwil 1) a5 4 AENANUIN 75, 135, 12 Uaz 197 00 (congeners)
UG NIV 419 ) dwdumsanaiensidasnaluemaiamuauliiulumungrneg
pavannnglsy azdasasaluudasngs 7, 10, 12 uaz 6 61 MNAGU TINTIU 35

1 9 D
2{_{{:;? D HS 1 9
W e N T

3
N f’\'f’) ' el Ta
al O = n e — n
a. 4 6 7
3 2 2’ 3’
4 4’
Cl, Cl,
5 6 6 5

Mud 1 Tassasmaedi 0. srsngulndaasiiuawalowulawnlosandy 2. esngulnanasiuann
lowulayusu uas a. srsngulnanassiuaealuilila (AFT)

ssngwlaaandu (PCDDs/Fs) iintuanmsnszvnilulaaslasasuyud asstudafumns
nquiEdl (PCBs = DL/NDL-PCBs) fhriauil a.q. 1985 aslandauiiveldlugammnssy msnsaasngy
finaantianamu Senuilufivdaddiiie thatiudetunnmansshilildadlavesysduasunngmsol
NMN53INNE U Uaaeaaninnnlssnugaamnssundamdaunasuazdagiy Tssnundananna
TsenudlTasiail msdumizauadaseud gunlwszde Tuth wasmswnussitlimanzay dudu sl
daieuinazanmauasazanlufunadey egafidhgiidiouasdumadaguamm Mnmsdnsnmefivine
Tudormassswuh msngulasenduriliifamzdaylnsimagniadaiiod (endometriosis) ufivdaszuy
ARANAY dHaNIENUdaMINMINTzUUYTEaNY Seuuduiug Wannmsuazaddyan Tundananssavlag
anwiaUnfiuesmsn® widslifitegdnmsndulasanunndinaliifalsansiiluay udiindnguildate
lenase, 3, 7, 8- TCDD L?Jumsﬁﬁaml%ﬂumgm? U @.6. 1997 Me1deN3911NH (International
Agency for Research on Cancer; IARC) 3014 2, 3, 7, 8 - TCDD Lﬂumiﬁﬁ'j’lﬁa°lﬁtﬁﬂml§q Aad 1
(known human carcinogen) LLamfimmnmmLﬂuﬁwaqmiﬂq'ulﬂaan%uuaxﬁ%ﬁﬂﬁwlmaan%u
uanenefu asdmsanaialan (WHO) lumssaniumsilSsuiisuemudiuiivaasansdiau °luna;u‘v“inz~ham
iU 2, 3, 7, 8- TCDD laai3and unneasanyaanuiuiiy (Toxic Equivalency Factor, TEF)™
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Zansugazeidian (m3199 1) luduanuiduivessnsnguidilieaalasanduiisnvazmmnzideanly
Wy ludainesssinisurenamiinUnduazdasuliiiaiiinsaniau dearamsyiwinivesdanlive

Balunhuuueigdaniduiviaszuugiduiuuasszuulssam (immunotoxin and neurotoxin) &u

Tunywedidumsenniazszyhanmsiiieduannmsilasuasnguidiinannasnguidiearalasandunie
aanguivdiliaseleasndu WawnnlasUnfssnguwailuanageaaiu®

=

m319# 1 @) WHO-TEF 2005 2avansngulasanduuasiidiamelosaniy

ﬁaﬂwnq’nlmaanﬁu TEF value %aaﬂinéuﬁ%ﬁﬂﬁwﬂlﬂaaﬂ%u TEF value
2, 3, 7, 8 - TCDD 1

1, 2, 3, 7, 8- PeCDD 1 non-ortho PCBs

1, 2, 3, 4, 7, 8 - HxCDD 0.1 PCB 77 0.0001
1, 2, 3, 6, 7, 8 - HxCDD 0.1 PCB 81 0.0003
1, 2, 3, 7, 8, 9 - HxCDD 0.1 PCB 126 0.1
1, 2, 3, 4, 6, 7, 8 - HpCDD 0.01 PCB 169 0.03
OCDD 0.0003 mono-ortho PCBs

2, 3, 7, 8- TCDF 0.1 PCB 105 0.00003
1, 2, 38, 7, 8 - PeCDF 0.03 PCB 114 0.00003
2, 3, 4, 7, 8 - PeCDF 0.3 PCB 118 0.00003
1, 2, 3, 4, 7, 8 - HXCDF 0.1 PCB 123 0.00003
1, 2, 3, 6, 7, 8 - HxCDF 0.1 PCB 156 0.00003
1, 2, 3, 7, 8, 9 - HxCDF 0.1 PCB 157 0.00003
2, 3, 4, 6, 7, 8 - HxCDF 0.1 PCB 167 0.00003
1, 2, 3, 4, 6, 7, 8 - HpCDF 0.01 PCB 189 0.00003
1, 2, 3, 4, 7, 8, 9 - HpCDF 0.01

OCDF 0.0003

wysdldsududananguilinnnh 90% Mnmssutssmuams® luadeiigidmsaimaudiou
Tuowns wiu ¥ a.a. 1998 Yssmawasuiiomamuuniudeuiiamanoamsdaiiudau® ¥ a.a.
1999 ﬂs::mmuaLﬁzmLﬁﬂ%ﬂqmmsm%aaﬂ%uﬂuLﬁaummsﬁ’miﬁdﬂmﬂiumfiﬂqiiﬂs’f;mwatﬁﬂmﬂumma
daLAsugAin® wasll a.a. 2011 MmsanTiensilunulsshwuhluliinaudeumandulasaniy
FNNNYWINENNUA Fonliwhsudsdldldsnu 4,700 whiu gnia lngnahvanewuduazlignimaie
wanauaunas” Wudu

Biensimsluidiaumsngulessniunssmsnguiidduaiy 2 33 da 1) Basnedansas
(screening method) Hhiiiasnaautiasduiaansansialenaiaziiamldhen iadansediathaiiil
matudlouiuszduggaieoniuld Fee1aiiuis bioassay wia GC/MS dayaiilannisillimansdmiy

Y 1

il dudayaiuguuazmsdsziiumsilasuasnguiingsame way 2) 385amadiudu (confirmatory

method) (HhisHminsaanadigamuusziinald dayanlaasilizhietnludavmsudazeily
Usinauhnsuazrasingasansnnfianai g wenldannsah lugudundafinanangvang saumeldidu

;4 H
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Analysis of Dioxins, Dioxin-like PCBs

and Non Dioxin-like PCBs in Milk Powder by HRGC/HRMS Supat Sangsuay et al.

Uuagegaisanliudiould (maximum level, ML) thgiusnmwglammualiizasauuududums
nqulasenduuazansnguitiiindslasandudosldinias HRGC/HRMS wip GC-MS/MS uazansnguiail
Tiagalasanduldiadas GC-MS fisnsansnadalnaldaduszaumulaniy (upper femtogram,
10°g) 5zauUlnn3Y (low picogram, 10"°g) 32aUNLUNTY (nanogram, 107°g) HANNIUWILILAIG
waziienugndasge Wudu dadasnasiasauwuuiuiudaiionldhagedueiosiio maed ussnuuas
ANINENENN wgaislsznaude 5 {?umauﬁﬁwﬁty Tqun 1) maFnmegauazmsvnliduiiaidendu
2) M3afa MmassmewasmamuFnalaiu 3) msmiamssumuriamailiuianizuussmsssve
swdamsugnaseandiungy 1) msiadiseiasiie uaz 5) MIMIALAENBNUNG
drinaamuuazanulasadsnms nawinsmandmaunng lavacsianljiamsleaandu
Hhuususnaanlszmalngludl w.a. 2551 Tasfamsfanandumsanadamuuasthssaimsuuilausasans
dananlusmaiiamsduasesguiloasasaulng Tagiudszmalnedalufimsdnmnmauiiaueasans
Fananluusuaskdadn daiuidasiisiensiiminsauuasnasauanaliladauissiligmaaaa
matudlaumsnguillussdumnadall mnfindnamhihgdhminesesmideiife iemewannuasnagoy
ANNGNABIITIANzdINInaNlasanfudiiy 17 ¢ Wddearalasanduinnu 12 @ wazidiliade

laaanduiruiu 6 @3 (WaUBUY, marker PCBs %38 indicator PCBs) Tuawsuneesis HRGC/HRMS

13003 WATNITLHIYN

- @snesyungulesanfurindu (EPA-1613CVS, US. EPA Method 1613 Calibration and
Verification Solution, Wellington laboratories) naul#idaameluuulianudniuanas 40 i azla
aﬁazmﬂmmgmﬂa;ulﬂaan%wﬁamq 5 520U (Working Standard Calibration Solution; CS1dil-CS5dil)
%ﬂﬁwﬂ%mmwmmsLwiazc?fﬂumﬁaxa”uﬂmmgmﬂ%mm 2 lulasdns uambiluidemsnagauanuilu
UASI IUKBNTNABBY

- @snespunguidieareleaandudndu (WP-CVS, WHO/EPA PCB Calibration
Solutions for HRGC/HRMS, Wellington laboratories) tiaanmalutuuldanuidnduanas 10 i
wldamsazasnaspunguidiadiglassnduionsaunan 5 s¢du (Intermediate Standard
Calibration Solution, WPCS4I-WPCS5I1)

- @sazarsinaspunauidilieaslosanfududu (P4s-M-CVS BS EN 1948-4:2010,
HRGC/HRMS Calibration Solutions for the marker PCBs, Wellington laboratories) @anamaluuuld
anadudianas 10 h azldmsasmenasgunauiddliadelaaandudaasdunan 5 sy (Intermediate
Standard Calibration Solution, MCS1I-MCS5I)

- msedsnansazamnesuRaNnguRgiadeuwazlindglaaanduiFons 5 sy iiaae
AWNAsgIU (Working Standard Calibration Solution, DL/NDL-PCBdil1-5) laatlilassazas
mmgmmﬁu DL-PCBs L?\iamqi'?uﬂmq DL-PCBs CS1I, CS2I, CS3I, CS4I, CS5I waunuasazals
mmgmmju NDL-PCBs L%'amqﬁguﬂmq NDL-PCBs CS1I, CS2I, CSsI, CS4I, CS5I muaau
Tusasan 1:1 uazdnluwudn 1 du %ﬂﬁwﬂ%mmwmmil,wiasé’ﬂumiazawmmgmﬂ%mm 2 lulasdns
waasBlusdamsnasauanuduiduasilunanmsnaass
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- miaxmﬂmmgmnzﬂu native PCDDs/Fs wn7y (EPA-1613PAR, US EPA Method 1613B
Native PCDD/PCDF Solution/Mixture, Wellington laboratories) naul#iiaansmaazdlau Lﬁa"lﬁlﬁl
a139:AN8IATFIUNGN native PCDDs/Fs 139aN Falsznaudiems native TCDD/F, native OCDD/F
wardn 13 SrfivaaieuEuuINAY 0.008, 0.08 WAL 0.04 pg/ul MNTIFU

- @159zNNINIFIUNGN native DL-PCBs wndu (WP-STK, Native PCB Solution WHO/
EPA PCBs, Stock Standard, Wellington laboratories) nouldidaameasdlouy Lﬁ'aiw”lﬁmsazmﬂ
NNIFIUNGN native DL-PCBs (399 F9an5UAaLeuee native DL-PCBs (12 #7) flanudusuwhiu
0.448 pg/ul

- @sazaemnaspulelalnungu °C, -PCDDs/Fs uiuti (EPA-1613ISS, Internal Standard
Spiking Solution, Wellington laboratories) @aanmaluiuulianudauduanas 40 1w azleansazae
N1ﬂ5§1u181‘21‘[1/1ﬂ ”C,,-PCDDs/Fs Fa919 FaUsznauae "C,-1, 2, 38, 4-TCDD uaz °C ,-1, 2, 3, 7,
8, 9 - HxCDD waaediianudnsudias 2.5 pg/ul

- azaemnasyulalalningu °C-PCBs wintu (WP-ISS, *C, -PCB internal Standard
Solution WHO/EPA PCBs, Stock Syringe Standard, Wellington laboratories) @aa1aa3eluuul
anuiutuaaas 200 wh azldmsasasmnasgulelalnings °C  -PCBs @ensinlsznausis PCB 7oL,
PCB 111L, PCB 13sL uaz PCB 170L mdeaiienusadudias 5 pg/ul

- @saznenaspulalylningn °C -PCDDs/DFs 1@ngu (EPA-1613LCS, Labeled
compound Stock solution, Wellington laboratories), Eﬂ‘iaza’liluﬂ(il‘jgiulai“ﬂﬂﬂﬂa:u C,,-DL-PCBs
wWudu (WP-LCS, “Dioxin-Like” PCBs "*C ,-Surrogate Spiking Solution, Wellington laboratories)
LLazmiazmﬂmmgmla‘[‘ﬂwﬂmju 1‘”’CIZ—NDL—PCBs AN (P48-M-ES, BS EN 1948-4:2010,
Mass-labeled Marker PCB extraction standard, Wellington laboratories) IﬁamﬂLl,asmaus[,ﬁ'tﬂul,ﬁ’alﬁm
ududafiuld GC vial dwsuriily Clean-up Standard w3e Extraction Standard Fausiasenaasil
a3 35 o1 Usenaudeanslalslnings °C, -PCDDs/Fs nndasiiileaniiinm so Alnndu/na
gnciy *C_-OCDD il 100 Winnsu/2a uazaslalalnings °C -DL-PCBs/NDL-PCBs nnenil
{iasnsusanm 100 W3 /10

5ued Laun wimuea loraslsimutazasdlon (Pesticide grade, Labscan) tantzu (n-Hexane
95%, Residue & Pesticide grade, Fisher Scientific) lotafiadmnas (Pesticide grade, Fisher Scientific)
1@muaa (Absolute AR grade, Merck) lutuu (nonane, GC grade, Sigma) luaa@euaantian (ACS,
Merck) nsagani3nansu (AR grade, J.T.Baker) Tnuwnadanlansanlae (AR grade, Merck) JCTGREY
Faauaulansad (Ultra-resi analyses, J.T.Baker) #antaa (Silica gel 60 for column chromatography,
Merck) Famiadaumensasaihiniasar 30 Taathmiin (30% H, SO, - Si0,) @anadaumensagaiiin
Zouay 40 laauniin (40% H, SO, - Si0,) lwunaidey-lansenlyd-3dn (KOH-Si0)) uay
Luaﬂ—azgﬁlﬁﬂuaaﬂl‘m{ (Alumina B-Super I for Dioxin Analysis, MP Biomedical) amﬂﬁnnﬁﬁm

d‘ 1 J 619/9’ = o o ° kg a (9’10’11)
NNANNINDU LI DNLOIYNAINAILULUIYILDNFITD NN

Lﬂémﬁauazqﬂnmf
TN High Resolution Gas Chromatograph/High Resolution Mass Spectrometer, (HRGC/
HRMS, Agilent, GC7890A/Waters, Auto Spec Premier) GC capillary Columns (BPX-DXN 60 m x ID
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and Non Dioxin-like PCBs in Milk Powder by HRGC/HRMS Supat Sangsuay et al.

0.25 mm, SGE sz HT8 60 m x ID 0.25 mm, SGE) Lﬂ%’ﬂﬁzmﬂ'qmuiyﬂmﬂ (Vacuum rotary evaporator,
Buchi, R-215) Lﬂ%}awaahu,uumgudw (Shaker orbital, IKA, KS 501 digital) LAZLATDITELIY
wuuvaavaaaund (Multiple tube evaporator, Zymark, Turbo Vap LV)

i3asudh Idud matasinasenan 2, 25, 50 fiadans MaufgUruaNNg 250 fiaddns nTIewen
AINY 500 WAz 1,000 Hadans ARaNuAEURIUgUananmaly 20 Hades waz 10 Nadwns Vaaaum

AULAUANNY 30 Hadans lau GC vials A7 1.2 198305 Glass insert with spring @13 300 lulasaas

MaEN
v o 1 ‘s' o LY < < & v = = = < LY [l o L
Iﬁuﬂ\lN\'KﬂﬂLLﬂaﬁg@li@li’JL‘L!?J\iﬂ']‘Vi‘SU‘VI']‘SﬂLLazLﬂﬂLﬂﬂa']t’!@NLL@l 6 LOBUDN 3 ‘1J L‘lJ‘L!Gl'J'rJ‘c’I'Nﬂ”I'ViTUﬂ']i

NS

MINEMUNIT

TumsnsiasaasiefiBulsinadeiniadis (instrumental chemical analysis) ¥adNTAMN HART
USuadasiialindandmiuldnu uazaalusunsudmsuanadamuasiiaula wdamasasdamsmnasyu
iemanuduiuiasiigaiiteisssinsaiauinaldgndas wiadasiiaulafidarmualungrangliiis
Annsidasmansamiinaniasiigamuiimimue faansaEunnaaild

manaulasandu nquiidtadalasandy wenduiidiliadalasanduiiumsilifiduazazme
Tealuladiu sseuuilougegaluunuassdasosasanmmels) (EU commission regulation No 1259/2011)®
mmualimnnuazanadayUsnaleiv 1 03y duie 2.5 pg TEQ/g fat, 5.5 pg TEQ/g fat ttaz 40 ng/g fat
MUSIAU warmMrue i lginaila Isotope dilution mass spectrometry (IDMS) lumsiaanaiadie

£

#atladenaeresnaiiaiifadssmndsinaamsilalalnnwinzaundaudulumauazUsunamasns

MIFNG

FadhashaunrUsnm 35.0 038 wazlluasFonsanmiaatdna 1.5 n3y NEITATAENINIFIY
lalylnunanzesansngy °C  -PCDDs/DFs, nau “C _-DL-PCBs uazngn *C_-NDL-PCBs (§23
1 270 L@Nﬁ’]ﬁjuﬂ%mm 100 #addns inldnsIeusnzie 1000 Fadaas WnEMUBAUTINIGS 100 Jadans
wehaeeisagesanuEisau 150 rpm Wunm 5 nf  Wnasazmeuaanay/lawiadmes
(3:1) U335 200 T83303 wehereAIpathesaNNEIsOU 150 rpm Hunm 5 Wit aenslilvusnsu
(Lﬁanmmulﬂ 10 witlduendu Widuemusalsines 25 Tasans CEILUN 9 LLa:ﬂéaﬂTﬁ'Lmn%gu)
asazanesuuuatluafunaNINg 1,000 83803 FAaTEN 2 Aimemsazananaunizy/ laweiiasmes
(3:1) Y5165 200 Haaan T Fuansazmesuuusiniull mintheannnmsatademsnseshulndsusama
1i111J'szma|ﬁ'mLﬂ%"mszLwﬂqmumu1ﬂ1ﬂ"lﬁ'mﬁaﬂ%mmﬂasmm 35 - 40 18daN5 NldNIzUDNANIUIG
50 Haaans Usudsunasareaniau

msmdsanalusiv
YlaasanalSunns 5 183805 18 lUNapaLMFLaALAsLINNTINEA LY ssvaaImMazais
v VIS @ a o
Tvvnalduazrainvdnmusunalunu
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Msman ludumensadatsndadu

asanadilenaualalunsiouanaung 500 195803 uEnEU3NGs 160 Tadans wehliiflu
ilaideniu unsedaihinuduiulines 20 faddes Wethnneusnuasaehdemamudeiionluibe
Ufjnsen Usasliuantu fasunse (Fuan) wazdunseadaiihinduiulsines 40 1adans wehaeilanau
nldwehaaniasehfisnuEisay 150 rpm WY 15 W7 Usasliusnsu fadunse (%guéw) Fuvudy
Ssaranelnfennanls@seas 5 (m/v) USiNas 40 adans weh UseslWuenduuasieruans suuudanh
Uagnagnl3anes 40 iadans weuddesliuentuussiiviuane msafasuuuldeslilvamulndendauma
wazihlUseweldiudatseana 1 Tadans

msﬁﬂﬁ'u‘%qw‘%‘fﬁﬁm Multi-layer silica column

Fi3am TnunaFonlansanlad-3am danmiadaudiansadaihinianas 30 Famaasumense
#aih3nsazas 40 Famuazlahendae USinm 1.0, 3.0, 0.5, 4.0, 2.0, 0.5 LA 3.0 NSN MNMIAU Ldas
Turadniufidushugudnanamelu 20 fadiues igalmemelawdimslvrewudgadudadiiussdou
MUENTUUSIN®S 20 195805 (52398eN 1iABaNTLI) Lﬁ'aszﬁuL‘aﬂLﬁﬁuagiﬁ%”'uimﬁﬂwﬁamlmieimsaﬁ’mﬁl@i”
NnIuAUTIHIN TEaEEnEUUSINAS 60 Taaans S9TUMIERATINARLABNIINA 100 Hadans Tuas
afailUsznauds ssngu PCDDs/Fs, DL-PCBs waz NDL-PCBs saglhianusulnaauveagaiaud
ihlUsemelimdayssana 0.5 H0dans

fl"l‘il,l,ilﬂm‘iﬂi;jm PCDDs/Fs, DL-PCBs ttag NDL-PCBs (Fractionation)

WPAM win-svgiiieneanlad-gam Fanedeumensadaihiniesas 40 Fam uasludendaa
U31nm0.3, 1.8, 0.2, 0.6, 0.2 uas 1.0 nFumuaeu ldaslumaduiumidushugudnanmeluzing 1o aduns
dl v v v < v o LY = [ a aa [ U v [ S YV
ngaUmemelauiumzlvizawuigatuSadidusuiou shuanaulsnes s 1adans (szlah linaduiu)
ldanrsananlannzunauitium geimeanigudianes s 1a8anT 5895UMImenasauiiaINg 30 19aans

< o . 1 ¥ = a a aa (% v
szyilunanad 1 (fraction 1) zzdameanigu/laaaalsiiny (49:1) Usanas 10 §addas seeiumses
o a aa I o . ¥ ¥ ~
¥apauiIANNY 30 1adans szulluviasail 2 (fraction 2) wasgamezzaaanwu/ lanaalsiimu (1:1)
U305 25 fiadans sassumsmiavasauiinnng 30 dadans szyillunaaadl 3 (fraction 3) sztvae
MazmeNaINaanmIaIAIasziaLuuaeraaa liindayszaina 100 lulasdas wazllaudasvasa
1dlu Glass insert with spring anuy 300 lulasans 9 1, 2 uaz 3 uaau Nlinaamgivisanald
dhasmeszmellaunue Waluuuasssarsnasgulalalnngu °C -PCBs @2 uazasasae
waspulalslnl °C-PCDDs/Fs da319 Y3105 20 lulasdns aslu Glass insert with spring 1
1, 2 Udz 3 NNAGU  WENMELAIBIREN 30 INT Tegazestuaauiitilans 3 dw diuaz 5 lulasdas
uaniuld Glass insert with spring lmiszyllu vial 91 4 waziwehmezn3aaeh 30 Wil (agUdagn

U 1 MedN foelaansanaly Glass insert with spring 314U 4 vial)

M7I0Uuasnan PCDDs/Fs, DL-PCBs uaz NDL-PCBs m#ta3as HRGC/HRMS
ABUMSRAAMBENNTILATBIABIUSUNITINABS6e ) (instrument tuning) Tudiuzas HRMS 14
figmsuan (resolution at 10% valley) Tinmnzanlumsiansiarsluudazngy  HuAammsuanes

MAIANaNINgy PCDDs/Fs siaslivaaniy 10,000° uazenmsuanzasmsieszviarsngn DL-PCBs
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waz NDL-PCBs aadluiaani 8,000"” aaaaszezda lUnsanmag ¥aimsusuwainsdauisy
\A389 (instrument calibration) §Ed153NATFI wWasgealsAlsdu (perfluorokerosene, PFK) lwiu
Toaemsusndasldmudingrian

Gaanmzrenades HRGC/HRMS tamsiamsdanans 2 ngu (nand 2) uasmsiniausu
framsdamanaspuanududumge udasagiailddasnsunniiouase signal/noise vadudaziia
daslivion 2.5 Warhumudaulaiifasudemanaspuwssmsasadat nsdiiamangulasanduld
msafamaensiaduiioglu Glass insert with spring 7 3 uaznsdiinmanauiiilimsadailldnnmsnauiu

PNIMNFNEIUAD Glass insert with spring 9 4

NN 2 udaNENIEEeNA3ey HRGC/HRMS nlflumsiwnsarsngy PCDDs/Fs wazaningy
DL/NDL-PCBs

80172 (conditions)
a13ngn PCDDs/Fs a3ngu DL/NDL-PCBs

W78 (subjects)

HRGC:
Column BPX-DXN, 60 m HTS8, 60 m
Injection mode splitless splitless
Injector temp ('C) 280 280

Oven temp program ('C)

He flow (constant flow)(ml/min)

Injection volume (ul)

HRMS :
Transfer line temp ('C)
Ton source temp ('C)
Tonization mode
Electron Energy (eV)
Trap (LA)
Scanning technique

Dwell time (ms)

VSIR1 (M, M+2 and lock mass)
(RT range, min)

VSIR2 (M+2, M+4 and lock mass)
(RT range, min)

VSIR3 (M, M+2, M+4 and

lock mass) (RT range, min)
VSIR4 (M, M+2, M+4 and

lock mass) (RT range, min)
VSIR5 (M+2, M+4 and lock mass)
(RT range, min)

initial temp. 150°C (hold 1 min),
ramp 15°C/min to 210°C, ramp
3°C/min to 310°C, ramp 5 C/min
to 320°C, ramp 10 C/min to 330°C
(hold 7 min)

1.0

250
280
EI+
634
4.20
VSIR (voltage single ion recording)

Native compounds 100 ms, labeled

”C, , “C,,-TCDD/F and 330.9792
(18.00-22.50)
“C ,, °C ,-PeCDD/Fs and 342.9792
(22.50-26.50)

12012, 13Clz—HxCDDs/Fs and
380.9760 (26.50-31.00)

“C ,, °C -HpCDDs/Fs and
416.9760 (31.00-35.50)
12012’ 13Clz—OCDDs/Fs and
454.9728 (35.50—-42.50)

initial temp. 150°C (hold 1 min),
ramp 20 C/min to 210°C, ramp
2°C/min to 250°C, ramp 10 C/min to
330°C, hold 22 10°C/min to 330°C
(hold 7 min)

1.0

4.20
VSIR (voltage single ion recording)
Native compounds 100 ms, labeled
compounds 25 ms
12012, 13C12—PCB28, 52 and 292.9824
(14.00-19.00)
12Clz, 13012—P0B77, 81, 101, 105, 114,
118, 123, 126, 138, 153, 156 and
318.9792 (19.00-30.80)
2012, 1E'Cm—PCB157, 167, 169, 180, 189
and 380.9760 (30.80-40.00)

236
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e - gl usEe uasane
uazasnauialliaaraloaandu Tuunwe oy HRGC/HRMS

Wiwnziasnauleasndu ssnguiidiemelasandy

N3IAUIN

msaauseandly 2 Fuasuia sussuusniilumsiamsiuiia NN NUINAIFIULBZAIUIN
USinaanslumaezasnmananialisunsy Masslynx™ v 4.1 waztunsuiigaaiiumsinannusna
LLﬁzHNHaﬂ’NNL‘ﬂuﬁ‘tﬁlENEﬁiLLGiﬁ::ﬁ’ﬂHl‘Zlﬁuﬁl@ﬁ’]ﬂﬁ]ﬂﬂ’]ﬂ Sdesmnalinanannanyaenuiuie
wasansuaasngulaaldlusunsy Microsoft Excel 2007

We

MINMUNID

ideuasanzaaUSinaasasnasulelslnungu °C, -PCDDs/DFs fsazazinasyulalylny
gy °C, -DL-PCBs uas ahsazmeanasgulalalnungs *C, -NDL-PCBs awsuviilu Extraction
Standard #idnasludnagdaumsata Fashlilumsatauignizasdadunaumsiaiiaio
HRGC/HRMS fienuinduasinaspulalalnungs °C -PCDDs/Fs nindauniu 2.5 wlnn3u/lulasaas
#ntiu°C -OCDD 1zl 5.0 Wlnn3u/lulasdns uazarsinasyulelslnungu °C  -DL-PCBs/NDL-PCBs
nagiaNNENTuIMiY 5.0 Winnsu/lulasdes FAeiaedeneansnasyudmsumssPennnanasg

3 e t!l' = J v 4 " v o ' v a 4
4 5 szau e lanudndurasasazmamnaspulalzlninguasnanumiulumsasae s nanauignd

v &, v a
LLaxlﬂVlﬂaaUﬂaﬂutﬂuLaumiﬂ (@l']i']\i‘yl 3)

Y a

1 el g e 3 o Q( ¥ g 1
damnlaUSudunaumsana aunaumsildiusansay wasauaaumsuena1sngn PCDDs/Fs,

]
YU V a a

DL-PCBs uaz NDL-PCBs (Fractionation) #laisasnadunalilunaudu tediuduanugnedauas
WiFatievedidinmmni lanagauanugndewsdisdldnansns Uil

msnadauanNiludunse

quwuﬁé’w’aﬁmsmaﬁme::ﬁl,%qﬂ'%mmﬂmmiﬂéjué’fqn’ch'ﬂﬁmﬂﬁﬂmslﬁamﬂa‘[ﬁ‘[wﬂ (isotope
dilution) %qa'?NﬂiwsImmg’lmmu isotope dilution calibration (EIﬂL’alu 1, 2, 3, 7, 8, 9-HxCDD, OCDF
uaz PCB 138) laam Relative response factor (RRF) :mnmsnadaudassanasgiulsngs 2 lulasans
M 5 sEdumaiinaidamanaspuwesmsieden wuhamsndidamsiensiiien %CV agssuig
2.04 - 12.32% WazMINNIANABIWSuas 1, 2, 3, 7, 8, 9-HxCDD, OCDF uwaz PCB 138 1435
internal standard %ﬂﬁ%ﬂx‘lﬂ'ﬁﬁvﬂmﬂigﬂmmu internal standard calibration Wushsna 3 & leren %CV
BETENIN 4.34 - 7.71% NNTIYAZLDEN (5197 3)

NaMIeNeiiathauumsdmiumsn 7 9 uazldTusunsu Masslynx™ v 4.1 (TargetLynx)
Tasmaedalud@lumam LOD war LOQ uwdnhindnnadelasiiinUinasganesasnsafamatauay
Usanadluiuludhaa (a59@ 4) Feeh LOQ Aladienusdasnnuazih lullumsaunameni3nasy
anuiluivaainguans ague LOQ émsuasnanlaaanduiian 0.06 - 0.32 pg/g fat aniu OCDD/F

v
T

fadafigaldnase uazen LOQ dmsussnguiidiinarslasanduuasidiueiio 1.85 uas 3.50 pg/g fat
MUY
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Analysis of Dioxins, Dioxin-like PCBs

and Non Dioxin-like PCBs in Milk Powder by HRGC/HRMS Supat Sangsuay et al.

15790 3 mwuﬁJuLﬁummmmsl,wia:m”ﬂuminzju PCDDs/Fs uazminaju DL/NDL-PCBs

USinassmnasgrunazenuiludunse

4 Y3 %CV o Y3 %CV
LG RR] : LOGRR] :
Mg0-gage (pg) or %RSD nga-guge (pg) or %RSD

2, 3, 7, 8-TCDD 0.10 - 10.0 8.85 2, 3, 4, 7, 8-PeCDF 0.50- 25.0 5.04
1, 2, 3, 7, 8-PeCDD 0.50 - 25.0 6.14 1, 2, 3, 4, 7, 8-HxCDF 0.50- 25.0 2.76
1, 2, 3, 4, 7, 8-HxCDD 0.50 - 25.0 3.61 1, 2, 3, 6, 7, 8-HxCDF 0.50- 25.0 5.06
1, 2, 3, 6, 7, 8-HxCDD 0.50 - 25.0 3.03 1, 2, 3, 7, 8, 9-HxCDF 0.50- 25.0 4.72
1, 2, 3, 7, 8, 9-HxCDD 0.50 - 25.0 4.34 2, 3, 4, 6, 7, 8-HxCDF 0.50- 25.0 7.21
1, 2, 3, 4, 6, 7, 8-HpCDD 0.50 - 25.0 2.04 1, 2, 3, 4, 6, 7, 8-HpCDF 0.50- 25.0 7.69
OCDD 1.00 - 100.0 9.18 1, 2, 3, 4, 7, 8, 9-HpCDF 0.50- 25.0 9.52
2, 3, 7, 8-TCDF 0.10 - 0.0 11.45 OCDF 1.00-100.0 7.71
1, 2, 3, 7, 8-PeCDF 0.50 - 25.0 7.88
PCB 77 0.67 - 53.33 5.89 PCB 157 0.67-53.33 12.32
PCB 81 0.67 - 53.33 6.49 PCB 167 0.67-53.33 6.95
PCB 126 0.67 - 53.33 4.37 PCB 189 0.67-53.33 7.01
PCB 169 0.67 - 53.33 6.73 PCB 28 0.33-166.67 7.30
PCB 105 0.67 - 53.33 6.78 PCB 52 0.33-166.67 7.88
PCB 114 0.67 - 53.33 7.18 PCB 101 0.33-166.67 7.15
PCB 118 0.67 - 53.33 4.94 PCB 138 0.33-166.67 5.14
PCB 123 0.67 - 53.33 6.30 PCB 153 0.33-166.67 3.79
PCB 156 0.67 - 53.33 7.41 PCB 180 0.33-166.67 3.34

g3 4 @ LOD waz LOQ wesansusiazdluasngs PCCDs/Fs uazansngy DL/NDL-PCBs

4 LOD LOQ 4 LOD LOQ
LRGRR] LEGAR]

(pg/g) (pg/g)  SD %R* (pg/g) (pg/g) SD  %R*
2, 3, 7, 8-TCDD 0.05 0.06 0.02 121.4 2, 3, 4, 7, 8-PeCDF 0.05 0.32 0.06 108.9
1, 2, 8, 7, 8-PeCDD 0.05 0.32 0.06 94.4 1, 2, 38, 4, 7, 8-HxCDF 0.05 0.32 0.08 106.4
1, 2, 3, 4, 7, 8-HxCDD 0.07 0.32 0.06 89.4 1, 2, 3, 6, 7, 8-HxCDF 0.05 0.32 0.06 102.3
1, 2, 3, 6, 7, 8-HxCDD 0.07 0.32 0.10 104.7 1, 2, 3, 7, 8, 9-HxCDF 0.08 0.32 0.05 94.9
1, 2, 3, 7, 8, 9-HxCDD 0.07 0.32 0.17 74.7 2, 3, 4, 6, 7, 8-HxCDF 0.07 0.32 0.11 83.6
1, 2, 3, 4, 6, 7, 8-HpCDD 0.06 0.32 0.08 127.7 1, 2, 3, 4, 6, 7, 8-HpCDF 0.06 0.32 0.08 113.6
OCDD 1.33 0.64 0.65 211.1 1, 2, 3, 4, 7, 8, 9-HpCDF 0.08 0.32 0.09 131.1
2, 3, 7, 8-TCDF 0.04 0.06 0.02 75.7  OCDF 1.47 0.64 0.70 271.6
1, 2, 3, 7, 8-PeCDF 0.05 0.32 0.05 132.0
LOQ fiuasiulnaansy (WHO-PCDDs/Fs, pg TEQ/g fat) : lower bound 0.732 0.14 100.3
LOQ fuasinlnaandu (WHO-PCDDs/Fs, pg TEQ/g fat): medium bound 0.732 0.14 100.3
LOQ iiuasinlnaandu (WHO-PCDDs/Fs, pg TEQ/g fat) : upper bound 0.732 0.14 100.3
PCB 77 0.35 1.85 0.48 103.2 PCB 118 0.28 1.85 1.29 105.4
PCB 81 0.38 1.85 0.38 89.3 PCB 123 0.32 1.85 0.68 88.9
PCB 126 0.56 1.85 0.85 98.2 PCB 156 0.72 1.85 1.16 104.6
PCB 169 0.34 1.85 0.94 99.4 PCB 157 0.26 1.85 2.99 397.4
PCB 105 0.35 1.85 0.80 116.1 PCB 167 0.22 1.85 1.04 98.1
PCB 114 0.30 1.85 0.45 90.4 PCB 189 1.66 1.85 0.71 111.2
LOQ finasiniidinaralaaantyu (WHO-DL-PCBs, pg TEQ/g fat) : lower bound 0.671  0.10 98.5
LOQ fnasinizinarelnaanty (WHO-DL-PCBs, pg TEQ/g fat) : medium bound 0.671 0.10 98.5
LOQ finasinizinarelnsansy (WHO-DL-PCBs, pg TEQ/g fat) : upper bound 0.671  0.10 98.5
LOQ #iuasin WHO-PCDDs/Fs-DL-PCBs, pg TEQ/g fat:lower bound 1.396 0.21 99.2
LOQ #uasin WHO-PCDDs/Fs-DL-PCBs, pg TEQ/g fat: medium bound 1.396 0.21 99.2
LOQ jisasin WHO-PCDDs/Fs-DL-PCBs, pg TEQ/g fat : upper bound 1.396 0.21 99.2
PCB 28 0.96 3.50 0.14 73.4 PCB 138 0.33 3.50 0.13 121.1
PCB 52 0.83 3.50 0.14 116.6 PCB 153 0.30 3.50 0.11 100.1
PCB 101 0.61 3.50 0.10 95.1 PCB 180 0.86 3.50 0.16 114.8
LOQ fuasiniidiiliinaralnaandu (NDL-PCBs, pg/g fat) :lower bound 245 070 115.2
LOQ diuasiniidilsmaralnaandu (NDL-PCBs, pg/g fat) : medium bound 24.5 0.70 115.2
LOQ fuasiuiidiilsinaralnaansiy (NDL-PCBs, pg/g fat) : upper bound 24.5 070 115.2

* %R: Sp8aLMSNAUAY (%recovery)
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uazasnauialliaaraloaandu Tuunwe oy HRGC/HRMS

ANMUNUUIZANIMTIYY
NNMINaFaUlagMENNINAIPIUNGNAINAINUMBENUNKINTEAU LOQ (5197 4) 56U
geganzanliasanula (a9 5) madenezilumeiniggandausiaassnngylaaandunnainien
1 o L a a Yy v A ¥ 1 d‘ Y v
nnnhdanfamsiadausinalasesasmanauiuaglugn 87.9 - 120.6 (N3N 6) wazlahsunegay
ANNTNNY I IR JURNMINU Bipea UseneaelSuaalumsnsiainssiarsngu NDL-PCBs ludiadng

UNEN WUNANNNENUEA LU Z-score agluzag -1.60 69 +1.35 (5NN 7)

MINT 5 ANUUAULIEANNNENZBIM SN TNNNTFIUNGY PCDDs/Fs waz PCBs szau ML

y spiked n==6 y spiked n==6
goans level %R %RSD god level %R %RSD
(pg/g) mean + SD (pg/g) mean + SD
2, 3,7,8-TCDD 0.20 121.4 £8.7 8.37 2, 3, 4,7, 8-PeCDF 0.98 104.3 + 8.4 5.48
1,2,3,7,8-PeCDD 0.98 108.4 £6.3 7.06 1,2,3,4,7,8-HxCDF 0.98 104.6 + 3.6 6.27
1,2,3,4,7,8-HxCDD 0.98 108.6 +5.8 6.67 1,2,3,6,7,8-HxCDF 0.98 102.1 + 5.3 4.90
1,2,3,6,7,83~-HxCDD 0.98 109.3 £7.2 8.54 1,2,3,17,8,9-HxCDF 0.98 104.1 £ 6.1 6.43
1,2,3,17,8,9-HxCDD 0.98 101.3 £11.4 13.35 2, 3,4, 6,7, 8-HxCDF 0.98 103.6 + 4.6 5.29
1,2,3,4,6,7,8-HpCDD  0.98 107.9 £7.3 6.95 1,2,3,4,6,7,8-HpCDF  0.98 109.3 + 4.7 6.43
OCDD 1.96 200.2 +16.3 9.97 1,2,3,4,7,8,9-HpCDF  0.98 101.8 + 3.0 5.29
2,3,17,8-TCDF 0.20 112.1 £10.9 8.57 OCDF 1.96 228.8 + 56.4 24.41
1,2,3,7,8-PeCDF 0.98 108.6 +4.2 4.53
uasInlaaandu (WHO-PCDDs/Fs, pg TEQ/g fat): lower bound 2.420 108.0 £ 5.2 6.77
uaNlaaandy (WHO-PCDDs/Fs, pg TEQ/g fat): medium bound 2.420 108.0 £ 5.2 6.77
uasilnaandu (WHO-PCDDs/Fs, pg TEQ/g fat): upper bound 2.420 108.0 £ 5.2 6.77
PCB 77 22.03 104.9 £5.3 5.96 PCB 118 22.03 124.1 + 5.2 6.20
PCB 81 22.03 104.6 £ 4.9 5.63 PCB 123 22.03 112.3 + 2.5 3.33
PCB 126 22.03 114.0 £8.2 7.08 PCB 156 22.03 114.5 + 4.5 3.82
PCB 169 22.03 98.3 £ 6.0 5.28 PCB 157 22.03 154.9 + 4.6 4.34
PCB 105 22.03 132.8 £3.5 5.10 PCB 167 22.03 109.1 + 3.4 3.37
PCB 114 22.03 117.5 £ 4.3 5.14 PCB 189 22.03 107.4 + 3.0 4.14
nasINNTUAee loaandu (WHO-DL-PCBs, pg TEQ/g fat): lower bound 3.175 110.4 + 6.5 5.60
nasnidtamelaaandu (WHO-DL-PCBs, pg TEQ/g fat): medium bound 3.175  110.4 £ 6.5 5.60
nasnidtemelaaandu (WHO-DL-PCBs, pg TEQ/g fat): upper bound 3.175  110.4 £ 6.5 5.60
#8974 WHO-PCDDs/Fs-DL-PCBs, pg TEQ/g fat: lower bound 5.595 109.3 £ 4.9 5.02
#8394 WHO-PCDDs/Fs-DL-PCBs, pg TEQ/g fat: medium bound 5.595 109.3 £ 4.9 5.02
#8333 WHO-PCDDs/Fs-DL-PCBs, pg TEQ/g fat: upper bound 5.595 109.3 + 4.9 5.02
PCB 28 0.61 101.11+0.7 10.58 PCB 138 0.61 100.5 + 5.1 6.54
PCB 52 0.61 119.6+ 10.0 9.00 PCB 153 0.61 103.6 + 4.8 4.89
PCB 101 0.61 119.9+ 6.0 6.06 PCB 180 0.61 161.3 + 26.0 17.98
uasuiidtliraraleaandy (NDL-PCBs, pg/g fat): lower bound 42.30 115.2 £ 3.7  3.54
uasndidd linarelnaandy (NDL-PCBs, pg/g fat): medium bound 42.30 115.2 £ 3.7  3.54
uasndiddlindrglasandu (NDL-PCBs, pg/g fat): upper bound 42.30 115.2 £ 3.7  3.54

* 9%R: $pEaMSNAUAY (%recovery)
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Analysis of Dioxins, Dioxin-like PCBs

and Non Dioxin-like PCBs in Milk Powder by HRGC/HRMS Supat Sangsuay et al.

Py o ' o ' P v a ¢ " w Y a
MIINN 6 ﬂ’nuL‘VlElxi“llmmiLLGlax@lﬂum‘iﬂqu PCDDs/Fs “?Nv[,mnﬂm’i’.]Lﬂ’iw‘l/i(il’.latﬂﬂﬁ(?] BNDNUNKN

(Reference material No 607 Natural spray-dried milk powder)

USuannmsIeszy (pg/g fat)

%'aem certified value
(pg/g fat) ﬂ%ﬁﬁ 1 (%Recovery) ﬂ%ﬁﬁ 2 (%Recovery) ﬂ%ﬁﬁ 3 (%Recovery)
2,3,7,8-TCDD 0.25 0.24 (96.0) 0.26 (104.0) 0.26 (104.0)
2,3,7,8-TCDF 0.05 0.035 (70.0) 0.045 (90.0) 0.045 (90.0)
1,2,3,7,8-PeCDD 0.79 0.91 (115.2) 0.80 (101.3) 0.84 (106.3)
1,2,3,7,8-PeCDF 0.054 0.06 (111.1) 0.04 (74.1) 0.04 (74.1)
2,3,4,7,8-PeCDF 1.81 1.77 (97.8) 1.79 (98.9) 1.83 (101.1)
1,2,3,4,7,8-HxCDD 0.42 0.39 (92.9) 0.38 (90.5) 0.39 (92.9)
1,2,3,6,7,8-HxCDD 0.98 0.97 (99.0) 0.97 (99.0) 0.88 (89.8)
1,2,3,7,8,9-HxCDD 0.34 0.39 (114.7) 0.37 (108.8) 0.41 (120.6)
1,2,3,4,7,8-HxCDF 0.94 0.98 (104.3) 0.90 (95.7) 1.01 (107.4)
1,2,3,6,7,8-HxCDF 1.01 1.07 (109.9) 1.15 (113.9) 0.98 (97.0)
2,3,4,6,7,8-HxCDF 1.07 1.12 (104.7) 1.07 (100.0) 0.94 (87.9)

NN 7 AN NG NDL-PCBs ludiaunmg :nmMsinsinnaaaunusingssnin
WU uienmsnu Bipea Ussinalaea

Fomsngu Assigned value  USmaanmsiensi 1 Z-score eI seaNiu
NDL-PCBs (pg/g fat) (pg/g fat) Z-score + 2

PCB 28 0.80 0.40 -1.60 satisfied
PCB 52 0.80 0.60 -0.80 satisfied
PCB 101 3.5 3.0 -0.48 satisfied
PCB 138 1.6 2.1 1.00 satisfied
PCB 153 4.1 2.7 -1.12 satisfied
PCB 180 5.7 8.0 1.35 satisfied

sum of the NDL-PCBs 16.2 16.9 0.14 satisfied

90l

Faiinaanuamsiensinangulasenfuuasnguiaiilsznaude 5 tunaundn §ivuszans
TdiannuazSuiunaume q fe

1) asenyEniussazmanasgulalylnings °C,,-PCDDs/Fs #uflu Extraction Standard
uwaz Internal Standard Spiking Solution (Ju 2.5 @lnnSudalulasans Fuipenidisues US-EPA
1613 revision B uazdiiilannmsilnausuidawfitmsiivasufiamanidaunadan NMINeNaegLied
(Ume# university) Uszinaaiioudladl w.a. 2553 wazdsiilannmsilneusndelfiamsinasficns
3% IDEA Consultants, Inc. Stwiadulozns (Shizuoka) Ussmadituiilal w.a. 2554 uasanideuns
Joseph Ferrario uazaniz® aelalugis 5-100 wlnnSudelulasans waliminzdmdumsasinieney
Tuunwidedadinnzilussaudnlududuan (part per trillion, ppt)
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gianl usEs wazane

q

uazasnauialliaaraloaandu Tuunwe oy HRGC/HRMS

2) aaanududumsasazmnasgulelalniungy “C -DL-PCBs uazngn °C -NDL-PCBs
dlu 5 WlnnSudalalasins Faiaeniiizues US-EPA 1668 revision B wazdsdildmnmstinausa
Baufiamsiveslflidmaeiidanadan umninedogilier (Umea university) Ussinaaiiouiiiadl
.. 2553 WardsAldnnmitinausuidelfiamsivac fiiimsu3th IDEA Consultants, Inc. Savingulasny
(Shizuoka) Ussmeadituiiel w.a. 2554 #ldluge s5-500 WlnnFudelulasdas mgualumsnssiil

wutdenunnan N ludafeuan

v
Yot al o

3) ndiinadmaiandlumsadamandulassnfuuazAdiieliizii LoQ Wyl
damuuauasanmwglsy Fedanaliienssunmunniulasdiuldamunnmsmsseasmanduiuze OCDD,
OCDF uaz PCB 157 fisnwailaluzaedasas 211.1-397.4 (miw?'i 4) Fansing 3 ﬁaﬁﬁmaugamm
Lﬂuﬁw‘iwmﬂﬁﬂﬂdqma@iamsﬁmam%aﬂazm‘sﬂﬁuﬁuwamaim@hﬂm&ammLﬂuﬁwwmmiﬁy’wm

1) antusaumsnldmsaiadaieuiansiu Undmengudsnanasgnadiaaaninwiaufulasiu
ez IIUMUBY 1 FeiiUSnanninesmmaiiafeutuasiaula  lumaseiidanldnsesdaihsndumu
wazld multilayer silica column iemanlasuiiasalduszana 15 03y WawSeusuruiesficms
LATFWNNRDN AzLAd wiMingnagauied Ussinaaiau? AlFnanmsunsthuiiadansin (dialysis)
iamdalusiuiilidiu 20 ndu Wiidadevandadasldnaadaias 3 fu uazdadldgunsaiawsianzg
w39 1% multilayer silica column vareeadny FazdaslddamuazdvhazmaUsnesinn wazthaany
Unaafenasans aninsuazannslaanss nssnanassaey Ussnadiu®® @onld 335 tlamdaladiu
Teun ms1% Acetonitrile partition msl#nsadaihsnudady uazmsld multilayer silica column #4azap
Tnauazdarazansanngudiaiautunidded

5) USurunaumsuana1sngy PCDDs,Fs, DL-PCBs uas NDL-PCBs lususauiifisauasams
(&80 lFLNee mixed mode solid phase extraction Na17@ 8U399 multilayer silica agiuu%gu basic alumina

FazhgaanmuazUSinamssransdunad WalSsuiisunuaueaunldeaauiussyueiuiegedu (solid

(12) (12,13)

phase extraction) #iie basic alumina”® %38 activated carbon KAEVAININUENENTINEINNFY
LY v t4 o 3 1 . o Y a t:‘ft;’ v . oy
2ANMNAULDD ANUIVNEINFIU (3 fractions) lﬂsxmaLLa:wﬂwusqwﬁwmﬂ multilayer silica column

%138 activated carbon NENTAMBNATI BV DN a9 LADANANTUENNTDE 6 213 wazsaaa ldasazans

v
a

tNFuce vﬁabjLﬁuﬁy'uﬁﬁaﬂif‘lwgﬁumsmﬁtﬂwém%'umimaﬁmeﬁmiﬂejulmaaﬂ%mmﬁy’u Fagruily
Fadanilaieuiasineasclumiasei

NRaMINaFauANNgnAasatitluudanide milldiisutumslssiuammwisensuluds
US-EPA 1613 revision B® uaz US-EPA 1668 revision B®® wui enufludunss (linearity) 2e9
eila isotope dilution AasNTANIINAY %CV 29 relative response YDIEITNINTFIU 5 T=OU RN
Tihu 20% Fudadsusuilalumadeiiamszuig 2.04-12.320 sohATeNeiisamnzgwiushll
Tnunaziiansinedildineiia internal standard laud 1, 2, 3,7, 8, 9-HxCDD, OCDF uaz PCB 138
msnsanenuiuduassdasiarsanannm %CV 289 response factor 289815NINTFIU 5 TAHU DI
Ty 35% udadisutuilalunmaseiansi 3 ¢ Smsewing 4.34-7.719%  SuNATIRNERTWINE
dnsuih U ldnu
GRMNHNTNHAN INATIUANNYNGHBIYBTIE ludaliadnazesmyiadausina w35 US-EPA

1613 revision B was US-EPA 1668 revision B"” Lifidayadhmiua LOQ lusagnususdmsu
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anmnglsl™ sz @ LOQ sedisarsiimuniuiawilsduiaesd ML fsludateunmuuad ML
289d135ngN PCDDs/Fs 1y 2.5 pg TEQ/g fat Hasiuwadansnagu PCDDs/Fs fuansngu DL-PCBs
WAy 5.5 pg TEQ/g fat uazansnay NDL-PCBs tinu 40 ng/g fat Fatiuem LOQ YN TUADENGY
asfienUszana 0.50 pg TEQ/g fat, 1.1 pg TEQ/g fat uaz 8 ng/g fat mwseu Fuiawdsuiiou
Fuaiimldannmiseiuhiv 0.732 pg TEQ/g fat, 1.396 pg TEQ/g fat uaz 0.0245 ng/g fat MuaGU
ﬁ'ﬁﬁmimmﬂmﬁaqﬂdﬁ'ﬁﬁLﬂiwzﬁﬁﬁmLﬁuﬂ%mmﬁmﬂnmﬂﬁu Lﬁaslw”lﬂ”lwﬁ'mﬁuﬁw'%aaﬂﬂ%mmqﬂﬁw
?JENmsaﬁ'mu'%qw%stmm%aaaz 25 Lﬁﬂﬁ”@h LOQ ?Iaﬂﬂ’lﬁﬂq'll PCDDs/Fs waz LOQ Wa35IW
p4a3ngu PCDDs/Fs fuasngy DL-PCBs finlifuiianmwglsulimssansy
mmu,siul,l,asmmLﬁmwaﬁ%mnwamswmaaummgﬂﬁaqwaﬁ%mimaﬁLﬂiﬁzﬁmimju PCDDs/
Fs uaz DL-PCBs "z‘;mwqu‘[ﬁﬂ““ ﬁwwumlﬁ'ﬁﬁaﬁawﬁﬂqﬁ (Analytical criteria) 28953LATIERNEIIN
uamINUIanaenuiuivanyavesansngy PCDDs/Fs a13ngn DL-PCBs uaswa‘nmaqmsﬁg\aamﬂéu i
530U ML %38561U action level MANNUNU (trueness) 2a335msianaglugg -20% 69 +20% wWuiu

aAav Aaa o

MYUNA £ 5.2 £ 6.5 UZ £ 4.9 MUNAU LLaxmmLﬁmwm within-laboratory reproducibility (RSDR)

2aEmIiietpani 15% museu Fanadldnnnudsaiiim 6.77, 5.60 Wat 5.02 MUY WisRTAN

nnewanil nanleaminzamdunihlulFnu
mmu,u'uuazmmLﬁﬂma\ﬁ%'mﬂwamimaaummgnd’awaﬁ%mamm’immzvi'man’u

o

NDL-PCBs Zanmweglsd™” mvualiniidayningfiveidieszd (analytical criteria) fissdu ML

[

%3832V action level MANNUNY (trueness) 2aIaMITHAIBYIUTN -30% B9 +30% WUTNIUI aililen
+3.7 WAZANNLABIEY intermediate precision (RSD) 2a9iaasiian < 20% Feniseiiiian 3.54
laRnsananamanil nanlamanzdmiuilulny
vanilonnmaduasnaspuiisulaasludaiedauada fideussamssaldusafiuamuuiy
2BIIBMINTINIANLYa3naN PCDDs/Fs luunniad (reference material No 607 Natural spray-dried
milk powder) wafilaiiaidauiiisuiu certified value wuhlndidsaniaiiasnaniudasazmsnauiu
ez 70.0-120.6 Failuemiansuldamsumsanaiwnsdarslusseu ppt wasdalaussfivanausiv
2BIIBMINTINIATNHININGH NDL-PCBs Tuunenloaidnsanlusunsumsnagauanusnngmsnuaians

lulsznanuaa namsusziiulaa Z-score agszning +2 Fdahanala

a3

9
wamsdnm ldussgmuinguasasdiionalise 18l nsimandulasandu #at-adealanendu
warivailindelasanduludeteunnsdis HRGC/HRMS Fumhelviszudanauasdunudaming uay
lanagauanugnasswssiswuhuminzanamiuvih luldou ensaiblulddudeyasivayunsaaiuses
SEUVNATTIUEING ISO/IEC17025:2005 uazldlunuliuimaviacidadedmamaluiauussms
manunguluun uaskdosasiiudalulszmaviaihianndlssmadell udiitomssz aiilaiimanaa

Wua3 OCDD, OCDF waz PCB 157 YuitlauludiadaunmiuFanageaanansenuaamuasinanyanu

]
acd
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Method Development and Validation for
analysis of Dioxins, Dioxin-like PCBs

and Non Dioxin-like PCBs in Milk Powder
by HRGC/HRMS

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

ABSTRACT Broad toxic and biochemical effects for PCDDs/Fs, DL-PCBs, and NDL-PCBs have
been reported in laboratory animals. The most sensitive endpoints are developmental neurobehavioral effects,
developmental reproductive effects and immunotoxic effects. More than 90% of human exposure is through
food, mainly meat, fish and shellfish, milk and dairy products. It is widely known that the determination of
PCDDs/Fs and DL/NDL-PCBs requires special expertise, sophisticated instrumentation as well as a lot of
time, manpower and chemical substances. The objective of this study is to develop and to validate a method
of analysis of PCDDs/Fs and DL/NDL-PCBs in milk powder. Based on EPA 1613B and 1668B method,
the method had been modified by increasing sample weight, changing and adjusting some chemical
substances in extraction, cleaning-up procedures and separation of PCDDs/Fs, DL-PCBs and NDL-PCBs
in which the limits of quantitation correspond to 0.06 — 0.64, 1.85 and 3.50 pg/g fat, respectively.

Key words: Dioxins, Dioxin-like PCBs, indicator PCBs, milk powder, extraction, HRGC/HRMS
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