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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.
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msngulasanduideiiionGendu vinsfnguas 2 ndu ldud msngulwdnaasiuainalatuy
Tgwi51leeandu (polychlorinated dibenzo para dioxins; PCDDs) wazehsngulwanaasiuaina lawuly
Wusu (polychlorinated dibenzo furans; PCDFs) asnguigivanatvensnaulndaassiuanaluiliia
(polychlorinated biphenyls; PCBs) LL‘U‘QaaﬂLﬂuﬂﬁiﬂéuﬁ%ﬁﬂﬁlﬂﬂlﬂaaﬂ%u (dioxin-like polychlorinated
biphenyls; DL-PCBs) LLa:minzjuﬁ%ﬁlﬂﬂa"whaan%u (non dioxin-like polychlorinated biphenyls;
NDL-PCBs) #iilaseasramaail (mwil 1) 159 4 AU 75, 135, 12 Uaz 197 00 (congeners)
UG NIV 419 1) dwSumsanaiensidasnaluemaiismuauliiulumungraneg
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Mud 1 Tassasmaedi 0. srsngulndaaaiiuawalowulawnlosandy 2. asngulnanasiuainn
lowulayusu was a. srsngulnanassiuaealuilila (AFT)

asngulesandu (PCDDs/Fs) Lﬁﬂ%‘uﬁ]’lﬂm‘jﬂ‘wﬁWﬁlﬂIﬁ’éjﬂﬁmmquﬁ ASINUTINAUFIS
nguiEdl (PCBs = DL/NDL-PCBs) fhriauil a.q. 1985 aslandaiuiiteldlugammnssy msnsaasngy
finaanianamu Senuiufivdaddizie thatiufetunnmansshilildaslavesysduasunngmsal
NMN53INNE U Uaeeaaninnnlsnugaaunssundaidaunatuazdagiy T5snundananna
TsanudlTasiail msduainauadaseud gunlwszde Tuth wasmswnussitlimanzay dudy sl
iadetunzanmauazazaludunaday hegaidhdiiiauasdimadaaummn Mamsdnsnmefivine
Tudorinassswuh msngulasenduriliiiammzdaylnsiagniasaiiod (endometriosis) uiivdaszuy
ARANAY dHaNIENUdaMINMINTEUUYTEANY Seuuduiug Wannmsuazaddayan Tundiananssivlig
anwiiaUnduesmsn® widslifitegdnmandulasenunndinaliifalsanziiluay udiindnguilEate
lenase, 3, 7, 8- TCDD L?Jumsﬁfiamﬁﬂumgm? U @.6. 1997 Me1IeN3911NH (International
Agency for Research on Cancer; IARC) 3014 2, 3, 7, 8 - TCDD L‘Tjua’liﬁﬁd’lﬁaiﬁ'l,ﬁﬂmﬁq Aand 1
(known human carcinogen) LLasz‘lmmnmwLﬂuﬁmlaqmsﬂq'ulﬂaaﬂ%uuaxﬁ%ﬁﬂﬁml@aan%u
wAneafy asdmsawnsielan (WHO) limseansumsiSaudisuenudlufivmesansdanu °1una;m'71'ﬂah'sm
iU 2, 3, 7, 8- TCDD laai3and unneasanyaanuiuiiy (Toxic Equivalency Factor, TEF)™
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1 o s o Y v a a 1 a Y a dy d' v 1 J o v q' J Y
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galunhuuueigdanduiivieszuugiduiuuasszuulssam (immunotoxin and neurotoxin) d§3u

lunywdidumsenningszyhaimsiieduannmslasuasnauigimnnnmsnguidiamelasanguvie
aanguivdiliaaeloasndu WawnnlagUnfissngumailuanagaanu®

=

m319# 1 @) WHO-TEF 2005 zavansngulasanduuasiidiamelosaniy

soansngnlnaaniu TEF value Fomsnquidiindelasandu 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, 8, 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, 3, 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

wysdldsududamanguilinnnh 90% Mnmssulssmuams® luadeiigidmsaimaudiou
Tuewns wu U a.a. 1998 Uszinawesuiiasawuuniuidouddiamannasdafudoun® U a.a.
1999 ﬂs::mmuaLﬁzmLﬁﬂ%ﬂqmnwsmﬂmaaﬂ%uﬂuﬁjaummsﬁ’m’ﬁdamﬂlumfiﬂqiiﬂﬁmwatﬁﬂmaumma
daLAsugin® wasll a.a. 2011 MmMsenTiensilunulsshwuhluliinaudeumandulasaniy
genhnguanemuue Fehlivhsundesldldnu 4,700 vy gnila ldgnshmarawuduaslignihme
wanauaunas™ (udu

Biensimsluiiaumsngulessniunssmsnguiidduaiuy 2 33 da 1) Basadansas
(screening method) {hiddaseaauiiipaduiininsannaldnadissiimldhec iadansadaehaiiil
matudlouiuszduggaisoniuld Fee1aiuis bioassay wia GC/MS dayaiildnnisillimansdmiy
lulFfudayaiuguwssmstsaiiumsldsumanguilidigheme uas 2) F3a51afudu (confirmatory
method) (fuiEfannsannatigumwuaziinald dayaildashliihiemaudoumsudasdily
Wnawh lusussnasmasanannaficuhlus waildmansoh luudundafinamngmane saumsl#iiiy
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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.

Usuagegaisanliudiould (maximum level, ML) thgiusnmwglsummualiizasauuududums
nqulasenduuazansnguitiiindslasandudosldinias HRGC/HRMS wip GC-MS/MS uazansnguitail
Tiagalasanduldiadas GC-MS fisnsaasradnaldaduszauulaniy (upper femtogram,
10"°g) 5zauilnn3y (low picogram, 10"°g) 32aUWLUNTY (nanogram, 10°g) HANNIUWILAILAIG
waziienugndasge Wudu dadesnasiasawuuiuiudaiionldhagadueiosiio maed ussnuuas
ANINENEN mgaislsznaude 5 {lgumauﬁﬁwﬁ’mu Taun 1) masndmagauazmsvnliduiiaidendu
2) MIane Msseenaznsmusnalasiy 3) msﬁﬁ’ﬂm‘ss‘umuw‘%amsﬁﬂﬁﬁqwéﬁuu,a:ms'i::mzl
sudamsusnaseanilungy 4) msladeaniasiie uaz 5) MamuaEENENLNE
dinaamuuazanulanadsnms nawinmmandmaunng lavacsianljiamslaaandu
Hhuuisusnsanlssmalngludl w.a. 2551 Tasfamsfanandumsanadamuuasihssaimsuuilausasans
dananlusmaiiamaduasesguilnasasaulng Tagiulszmalnedalufimsdnnmauiiaueasans
Fananluunuaskdadnd daiudidasiisiensiiminsauuasnasauanalilddauissihligmanaa
matudlaumsnduillussdumnadall mnfindnamhhgidhminesesmideiife iemswannuasnagoy
ANNGNABIITIANzRIInaNlasanfudu 17 ¢ Addearalasanduininu 12 @ wazidiliade

laaanduiruiu 6 @3 (WFUBUY, marker PCBs %38 indicator PCBs) luawsuneeeis HRGC/HRMS

d150IHIFIU WATNITLHIYN

- @snesyungulesanfurindu (EPA-1613CVS, US. EPA Method 1613 Calibration and
Verification Solution, Wellington laboratories) naul#daameluuulianudniuanas 40 i azla
msazmslmmgmna;ulﬂaaﬂ%wﬁazm 5 520U (Working Standard Calibration Solution; CS1dil-CS5dil)
%ﬂﬁwﬂ%mmwaqmsl,wia:éfﬂumsaxmﬂmmgmﬂ%mm 2 lulasdns uambiluidemsnagauanuilu
WHUASI IUKENTNABBY

- @snesgpunguidieareleaandudnduy (WP-CVS, WHO/EPA PCB Calibration
Solutions for HRGC/HRMS, Wellington laboratories) taaanmalutuuléanuidnduanas 10 i
wldamsazasnaspunguidiadiglassndudonsaunan 5 s¢du (Intermediate Standard
Calibration Solution, WPCS4I-WPCS5I)

- @sazasinaspunauidilieaalosanfududu (P4s-M-CVS BS EN 1948-4:2010,
HRGC/HRMS Calibration Solutions for the marker PCBs, Wellington laboratories) @anamaluuuly
amnandudiuanas 10 wh azldmsasmenespunduiailiedelasandudaasdunan 5 5wy (Intermediate
Standard Calibration Solution, MCS1I-MCS51)

- msedsnansaramnesuRaNnguRgadeuazlindelasanduidons 5 sy ilaa
AnWINAsgIu (Working Standard Calibration Solution, DL/NDL-PCBdil1-5) laathiaasazas
mmgmmju DL-PCBs L?\iamﬁv'uﬂaw DL-PCBs CS1I, CS2I, CS3I, CS4I, CS5I waunuasazals
mmgmmju NDL-PCBs Lﬁamq%guﬂmq NDL-PCBs CS1I, CS2I, CSsI, CS4I, CS5I emuaau
Tusasan 1:1 uazidnluwudn 1 du %ﬂﬁaqﬂ‘%mmwmaﬁu@iasé’ﬂumiazmﬂmmgmﬂ%mm 2 lulasdas
uaasBlushdamsnasauanuiuiduasilunanmsnaass
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- miaxmﬂmmgmnzﬁu native PCDDs/Fs 17 (EPA-1613PAR, US EPA Method 1613B
Native PCDD/PCDF Solution/Mixture, Wellington laboratories) naul#iiaansmaazdlau o lwle
39:AN8IATTIUNGN native PCDDs/Fs 139aN Failsznaudeans native TCDD/F, native OCDD/F
wazdn 13 Safivdaienudusurhiy 0.008, 0.08 U8z 0.04 pg/ul MNTIHU

- @199sNENINIFIUNGN native DL-PCBs wndu (WP-STK, Native PCB Solution WHO/
EPA PCBs, Stock Standard, Wellington laboratories) naul#idanssisazdlou wialilamsazans
MNNIFIUNGN native DL-PCBs (399 F9an5UAazeuee native DL-PCBs (12 #) flanudusuwhiu
0.448 pg/ul

- @sezaemnaspulelalnungu °C, -PCDDs/Fs uiuti (EPA-1613ISS, Internal Standard
Spiking Solution, Wellington laboratories) @aanmalutuulianudauduanas 40 1 azlaansazae
nasgulalalml ”C,,-PCDDs/Fs Faa19 Falsznauae "C,-1, 2, 38, 4-TCDD uaz °C ,-1, 2, 3, 17,
8, 9 - HxCDD nwiaaeiianudndudias 2.5 pg/ul

- azaemnasyulalalningu °C-PCBs wintu (WP-ISS, *C, -PCB internal Standard
Solution WHO/EPA PCBs, Stock Syringe Standard, Wellington laboratories) @aa19a3eluuuly
anuiutuanas 200 wh azldmsazasmnasgulelalnngs °C  -PCBs @ensinlsznausis PCB 7oL,
PCB 111L, PCB 13sL uaz PCB 170L mdeaiienudaududias 5 pg/ul

- @saznemnaspulalylningu °C -PCDDs/DFs 1@nzu (EPA-1613LCS, Labeled
compound Stock solution, Wellington laboratories), zmazmﬂmmgmla‘f,ﬂmﬂmju "C,,~-DL-PCBs
wudy (WP-LCS, “Dioxin-Like” PCBs **C ,-Surrogate Spiking Solution, Wellington laboratories)
u,azmia::mﬂmmsgnulaTﬁTwﬂndu 13012—NDL—PCBS ANTU (P48-M-ES, BS EN 1948-4:2010,
Mass-labeled Marker PCB extraction standard, Wellington laboratories) Iﬁaf\mLl,asmaublﬁ'l,ﬂmﬁ’alﬁm
ududafiuld GC vial dwsuriiy Clean-up Standard w3e Extraction Standard Feusiasenaasil
ashuu 35 o1 Usenaudeanslalslnngy °C -PCDDs/Fs nndasiiilomaiiinm so Alnnsu/na
gnciy *C-OCDD il 100 Winnsu/2a wazaslalalniungs °C -DL-PCBs/NDL-PCBs nnenil
{iaansUsanm 100 Wl 10

5eei Lown wimuea laeaslsimutazasdlon (Pesticide grade, Labscan) tantzu (n-Hexane
95%, Residue & Pesticide grade, Fisher Scientific) latafiadinas (Pesticide grade, Fisher Scientific)
1@muaa (Absolute AR grade, Merck) Tutuu (nonane, GC grade, Sigma) luaa@euaanzian (ACS,
Merck) n50%aiI5ndugu (AR grade, J.T.Baker) Inunadeulansanlyd (AR grade, Merck) lotde
Faauaulansad (Ultra-resi analyses, J.T.Baker) #antaa (Silica gel 60 for column chromatography,
Merck) Famiadaumensasaiihiniasar 30 Taathmiin (30% H, SO, - Si0,) @anuadaumensagailiin
Zouar 40 laauniin (40% H SO - Si0,) lwunaidey-lansenlyd-3dn (KOH-Si0)) uay
maﬂ—azgﬁlﬁﬂuaaﬂl‘ﬁﬁ (Alumina B-Super I for Dioxin Analysis, MP Biomedical) msmﬁnnﬁﬁm

Py v v 619/91 = J o o v a (9’10’11)
NNANNINDU LT DO IYNAINAILULUIYDILDNFITD NN

Lﬂémﬁauazqﬂnitﬁ
TR 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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Analysis of Dioxins, Dioxin-like PCBs

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

0.25 mm, SGE tag HT8 60 m x ID 0.25 mm, SGE) Lﬂ%}a\‘i’izmﬂqmm’lﬂ’lﬂ (Vacuum rotary evaporator,
Buchi, R-215) Lﬂ%ﬂ\‘lL‘ZJEI"lLL‘U‘UﬂHuEhEI (Shaker orbital, IKA, KS 501 digital) LAZLATDITELNY
wuuvanaviaanwnd (Multiple tube evaporator, Zymark, Turbo Vap LV)

iw3asuth Idud matesinesenan 2, 25, 50 fiadans MauigUruaNg 250 fiaddns nTIewen
AINY 500 WAz 1,000 HadanT ARaNULAIEURIUgUananmaly 20 1885 waz 10 NadLNAs Vaaaum

AUUAUATNING 30 §8Aans lawiy GC vials AN 1.2 {93805 Glass insert with spring @133 300 lulasans

fMad
THunnsdaudasgasaatiiasdmsumanuazianidnangasue 6 waude 3 U Wudagndmsums

NUID

MINEMUNIE

TumsasainanseiiBuSnueeiasiia (instrumental chemical analysis) Ha3MNTAN faca
USuinsasilalindansmiuldnu uazahlusunsusmduananamuasiayle azdamaassiamsanasg
iemenuduiuiasiigaiitaisssinsaiauinaldgndas wiadasiiaulafidarmualungrangliiis
Annsidasmansamiinaniasiigamuiimimue faansaEunnqaild

manaulasandu nquiidtadalasandy weenduiidiliadalasanduiiumsilifiduazazme
Talulusiu sseuuilougegaluunuassdasosasanmmels (EU commission regulation No 1259/2011)®
mvualimannuazainadayUsinalasiu 1 n5u iuie 2.5 pg TEQ/g fat, 5.5 pg TEQ/g fat wa 40 ng/g fat
MUAIAU wazmMuua lvildinaila Isotope dilution mass spectrometry (IDMS) lumsiasanaiadig

£

#atladenaeresmaiiaiifadssmnusinaamsilolalnnwinzaundaudulumauazUsunamasns

MIFNG

FadhashausrUsnm 35.0 030 wazlluasFonsanmiantdna 1.5 n3u NEITATAENINIFIY
lalylnunanzesansngy °C  -PCDDs/DFs, ngu °C _-DL-PCBs uazngu *C_-NDL-PCBs ({23
1 270 L@Nﬁ’]ﬁjuﬂ%mm 100 #addns inldnsieusnzia 1000 Fadaas WNLEMUBAUTIINT 100 JadanT
wehaeeisagesanuEisau 150 rpm Wunm 5 nf  Wnasazmeuaanay/lawiadmes
(3:1) US3n@5 200 §83303 wehereAIathesaNNEIsOU 150 rpm Hunm 5 wiit aenslilvusnsu
Gifenmeuly 10 withivensu Thduemuaal3nes 25 §193sns w9 wazUsasliuensu)
ehsazanesuuLatluafuNaNINg 1,000 8aans FAATEN 2 AicemsazananaNanzy/ laweiiasmed
(3:1) U511615 200 Haaan T Fuansazmesuuusniull mintheanmnmsatademsnseshulndauiama
ﬁﬂﬂszmaﬁ'mLﬂ%"mszLwﬂqmumu1ﬂ1ﬂiﬁ'mﬁaﬂ%mmﬂizmm 35 - 40 Uaaans wldnszuanmizum
50 Haaans Usudsunasareaniau

mswidsanaslusiv
YlaasanalSunns 5 183805 18 lUNapaLMFzaALALINNTINEA LY ssvgamMazais
v VIS @ a o
Tvvnalduazgrainvdnmusunalunu
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MM Lusiumansadaili s ndu
o A v & [l a aa a a a aa ] Y @
MasanaN lananue ldlunsieuenaune 500 Jadans uanEuUsNIAST 160 Nadans weh iy
Wadenny wnnsadaihinundudngs 20 iaddes Warkhnnausnuazweaimeamvyumeiaauliia
Uinsen Uaeelvuenau Hegunse (Fuan) wastinnsadaiisnuiulSnes 40 Jaddes wehmelionau

PN 3 ~

nldwehaanisehienuisay 150 rpm WU 15 N Usasliusnsu fasunse (%y'uéw) Fuvuidn
Fsaranelnfenran l5@se8as 5 (m/v) USNNas 40 Hadans weh Usasliusnfunasiiuss suuuduh
Uagnagnl3nes 40 fiadans weuddesliuentuussiivtuan msafasuuulseslilvamulndeudawma
wazihlUseweliudatszann 1 Tadans

nwsﬁ1°lﬁ'u%qw§°fi”uﬁm Multi-layer silica column

Fi3am TnunaFonlansanlad-3am daniadaudiansadaihinisnaz 30 Famaasumense
#aih3nsaeaz 40 Famuaszluhendaea USinm 1.0, 3.0, 0.5, 4.0, 2.0, 0.5 LA 3.0 NSN MNUIIAU Ldas
Turedniudidushugudnanamelu 20 fadiwes igalmemelaudimslvseaudgadudsdiiusadou
MUENEUUSNNIAS 20 185805 (52390eN liABaNTLI) Lﬁ'aszé’uLaﬂLﬁuaﬁiﬁgﬂmﬁﬂwﬁaLWmidmsaﬁmﬁlﬁ
NnuAUTIHIN TEaBLEnEUUSINAS 60 Hadans SeUMTERATIENARLABNYINA 100 Haddns Tuas
afaiilsznaudas ssngu PCDDs/Fs, DL-PCBs was NDL-PCBs gaglhianusulnaauvsagaiaud
ihlUsemelimdayseana 0.5 H0dans

m'iu,t’lﬂm'iﬂiju PCDDs/Fs, DL-PCBs waz NDL-PCBs (Fractionation)

WFAM wan-sgiiieveanlad-am Fanedsumensedaihiniasas 40 Fam wazlndendaia
Y3nmu0.3, 1.8, 0.2, 0.6, 0.2 uaz 1.0 nTumnaau ldasluraaniududurugudnanmeluzing 10 adwas
A v v v < A v o = v a aa [ U v v Y
ngalansmelaudumzlisadhgedudaditieadsu thuanulanes s 1adans (sxiveen liraaniui)
ldansananlanntunsuiihuin gzimeanizul3nes s 188303 3995UM0EHAALNIA1ING 30 NaFANT

I P . Vv ~ a A aa @ v

szytluvanai 1 (fraction 1) Bedameanizu/lanaslsiny (49:1) Usas 10 §9ddns s8a5uamses
1Y A aa I a . ¥ 1Y ~
¥aaauiIAINg 30 Haaans szyiluvasail 2 (fraction 2) wasgavheszmaanau/laaaslsfiny (1:1)
U305 25 fiadans sassumamiavasauiinnng 30 Jadans szyillunaaadl 3 (fraction 3) szivad
MazaIETNENaAAILLAIBNs T UURaIEWaaa Liuaadszana 100 lulasdes warllaudazvane
1dlu Glass insert with spring @183 300 lulasans 9 1, 2 uaz 3 waeu Nlinaamgivisaneld
dhasmeszmellaunue Wnluuuasssarsnasyiulalalndngu °C -PCBs @2 uazasasa
waspulalslnl °C-PCDDs/Fs d2a19 Y3105 20 lulasdns aslu Glass insert with spring 1
1, 2 U8y 3 MUAOU WEIMBAIDIEN 30 FT Megazavuasuitlans 3 diu dwaz 5 lulasdas
uaniuld Glass insert with spring lmiszyilly vial 91 4 wazwehmeza3aae) 30 il (FgUdag
U 1 MedN faelaasanaly Glass insert with spring 39U 4 vial)

ms’i’mﬂ%mmmsmju PCDDs/Fs, DL-PCBs ttaz NDL-PCBs Matsas HRGC/HRMS
AauMsaneiathasneiasnalSumniineseeq (instrument tuning) Tuduzas HRMS 19

fimmasuan (resolution at 10% valley) Tninzanlumsiwnziansluudasngu TuRaemmsuenuas

MIIANaNINgy PCDDs/Fs aiaslivaaniy 10,000° uazamsuanzasmsieszviarsngu DL-PCBs
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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.

waz NDL-PCBs aadluiaani 8,000"” aapaszecla lUnsanmag ¥aimsusuwainsagauiey
P304 (instrument calibration) ﬁ?ﬂﬂ‘liﬂ‘l@l‘ig’lu Lﬂﬁfﬂgﬂﬂiﬁﬁiﬁ%u (perfluorokerosene, PFK) lviunu
Toaemsusndasldmudingrin

élzqam'wwmm'%'m HRGC/HRMS Lﬁaﬂ’lﬁm’i’lxﬁa‘]’iﬁgﬂ 2 ﬂeju (Gl’]’i’N‘ﬁ' 2) LLazmﬁﬂﬁ'uﬁu
framsdamanaspuanududumge udasagiailddasnsunniiauase signal/noise vadudaziia
daslivion 2.5 Warhumudaulaiifasudemanaspuwssamsasadate nsdiiamangulasanduld
msafamaensaduiioglu Glass insert with spring 7 3 uaznsdiinananauiiiliasadailldnnmsnaudu

PNIMNFNEIUAD Glass insert with spring 9 4

NN 2 udaNENIEENA3ey HRGC/HRMS nlflumsiwnsarsngy PCDDs/Fs wazaingy
DL/NDL-PCBs

a0 (conditions)
a13ngn PCDDs/Fs a3ngu DL/NDL-PCBs

W7a (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)

12Clz, 13Clz—HxCDDs/Fs and
380.9760 (26.50-31.00)
12C12’ 13C12—HpCDDs/FS and
416.9760 (31.00-35.50)
12Clz, 13CIZ—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

250

280

EI+

634

4.20
VSIR (voltage single ion recording)
Native compounds 100 ms, labeled
compounds 25 ms
12012’ 1SCM‘—PCst, 52 and 292.9824
(14.00-19.00)
12Clz, 13CIZ—PCB77, 81, 101, 105, 114,
118, 123, 126, 138, 153, 156 and
318.9792 (19.00-30.80)
2012’ 1BCIZ—PCB157, 167, 169, 180, 189
and 380.9760 (30.80-40.00)
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13AUIN
o [l < & = & I o v o v o
M3muLNaantiy 2 7ueauAa 2ueaULINUUMIIOMINUNA d9NNNUNINIFIULETAIUIN
USinadsludethaauvamanamalusunsy Masslynx™v 4.1 uaztuaaunaasdlumsanamusna
uazanyanMuiuivyasasudaza luladuilanniiein Nuimwalinansnnauyaenuuiyg
yavansuaasnguloaldlusunsy Microsoft Excel 2007

We

MINMUID

ideuasanzaaUSinaasasnaspulelslnungy °C, -PCDDs/DFs sazaainasyulalylny
ngy °C, -DL-PCBs uas ahsazmeanasgulalalniungs *C, -NDL-PCBs awsuriilu Extraction
Standard #idinaslusnagdaumsata Fashlilumsatauignizasdadunaumsiaiiaio
HRGC/HRMS fienutinduasinaspiulalalnungs °C  -PCDDs/Fs nndauniu 2.5 wlnn3u/lulasaas
#nLiu°C -OCDD axidl 5.0 Wlnn3u/lulasans uazarsinasyulelslnungu °C  -DL-PCBs/NDL-PCBs
nagdeNNENTuINAY 5.0 Alnnsu/lulasans FAeiasdeneansnasyusmsumssPennnanasg
1 5 3z e liTenauduturesmsasmsmnasulelsiningudnanundulumsasaedageadouians
wazlgnagauanuiudunse (M9 3)

danldusurunaumsana duasumsinliudansiu uastunaumsusnasngy PCDDs/Fs,

DL-PCBs uaz NDL-PCBs (Fractionation) #alaisasnadunalilunaudu iediuduanugneauas
WFatievedidinmmni lanagauanugndewediszldnansns Uil

mMsnadauanMiludunse

Tunmadeiimsenaiensiidinamesnsngudinanlfimaiinmsidandlelalny (isotope
dilution) %ﬁa’%”lﬁﬂ’i’l‘l/\lm(ﬂ’ig’lmmu isotope dilution calibration (EIﬂL’Slu 1, 2, 3, 7, 8, 9-HxCDD, OCDF
waz PCB 138) Taan Relative response factor (RRF) mﬂmsmaauﬁﬂmammgmﬂ%mm 2 lulasans
M 5 sedumuiinaidamanasuwesmsieien wuhamandidamsiensiiie %CV agssuie
2.04 - 12.32% WazMINNIANABIWUSnuas 1, 2, 3, 7, 8, 9-HxCDD, OCDF uaz PCB 138 1435
internal standard %ﬁﬁ’%lwﬂ’iﬁ‘vdmﬂigﬂmmu internal standard calibration Wushsna 3 ¢ leren %CV
BETENIN 4.34 - 7.71% NNTIYAZLDEN (5197 3)

NaMIeNeidnthaunmsdsmiumsn 7 9 uazldTusunsu Masslynx™ v 4.1 (TargetLynx)
Tasaaeaalud@lumamn LOD wer LOQ uwdnhindnnadelasiiinUinasganesasansafamatauay
Usanarlasiuludhache (a519f 4) Beeh LOQ ﬁlﬁ'ﬁmma"wﬁ'ngmﬂLLazﬁwlﬂiﬁ‘lunwsﬁ1uamw1@hﬂ%mm‘nu
anuiluivaainguans dguem LOQ émsuasnanlaaanduiian 0.06 - 0.32 pg/g fat antiu OCDD/F

v
=]

fadaigaldnase uazen LOQ dmsussnaniidiinarelasanduuasiidizueiion 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 mwNLfﬂuLé'ummmmsl,wiam“'ﬂumimju PCDDs/Fs uazmsmju DL/NDL-PCBs

USinasnsmnasgrunazenuiiuduase

4 Y3 %CV o Y3 %CV
LG RR] : LG RR] :
Mg0-g9g0 (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

a3 4 @ LOD waz LOQ wasansudazénlumsngu 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, 3, 7, 8-PeCDD 0.05 0.32 0.06 94.4 1, 2, 3, 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 finasinlnaaniu (WHO-PCDDs/Fs, pg TEQ/g fat):lower bound 0.732 0.14 100.3
LOQ finasinlnaaniu (WHO-PCDDs/Fs, pg TEQ/g fat): medium bound 0.732 0.14 100.3
LOQ iinasinlnaandu (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 finasiniidinaralaaantu (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 fiuasin WHO-PCDDs/Fs-DL-PCBs, pg TEQ/g fat:medium bound 1.396 0.21 99.2
LOQ disasin 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 fiuasiniidilsnaralnaandu (NDL-PCBs, pg/g fat) :lower bound 24.5 070 115.2
LOQ diuasiniidilsmaralnaandu (NDL-PCBs, pg/g fat) : medium bound 24.5 0.70 115.2
LOQ iiuasiniidiilsinaralnaansiu (NDL-PCBs, pg/g fat) : upper bound 24.5 070 115.2

* 9%R: Sp8aLMSNAUAY (%recovery)
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AMNLULAZANNTIEY

mﬂmwmaa‘lﬂmﬂm’nﬁuaﬁmmgmnf;juﬁqndnaﬂué’aaﬁwuum“?;'ﬁgé'u LOQ (015797 4) 5260
g\‘lqﬂﬁﬂaulﬁ'@saawﬂoﬂ” (M5 5) mﬁmswzﬂuéfﬂaahﬁaqé'wSwuNwaqmsﬂq'ul@aan%unﬂﬁaﬁﬁdw
nnnMennamaiadlsnaulasasazmanauduagluri 87.9 - 120.6 (M5 6) wazlahunagau
Anu s eiasl fAm sty Bipea Ussinarsaaalumsnsaiinnsiasngu NDL-PCBs ludaga

UNEN WUNANNNENUaAlua) Z-score agluznig -1.60 69 +1.35 (5NN 7)

MINN 5 ANVLHULIEANNNENPBNMILANTITNINTFIUNGN PCDDs/Fs uaz PCBs fiszau ML

y spiked n==6 y spiked n=26
goans level %R %RSD gaans level %R %RSD
(pg/g) mean + SD (pg/g) mean + SD
2, 3,7,8-TCDD 0.20 121.4 £8.7 8.37 2,3,4,17,8-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
1,2,3,6,7,8-HxCDD 0.98 109.3 £7.2 8.54 1,2,3,7,8,9-HxCDF 0.98 104.1 £ 6.1 6.43
1,2,3,7,8,9-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 +17.3 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 1,2,3,4,17,8,9-HpCDF 0.98 101.8 + 3.0 5.29
2,3,7,8-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
nasIN laaandu (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
uasivleaandu (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
nasnidteaelasandu (WHO-DL-PCBs, pg TEQ/g fat): lower bound 3.175  110.4 £ 6.5 5.60
wasnidtamelasandu (WHO-DL-PCBs, pg TEQ/g fat): medium bound 3.175  110.4 £ 6.5 5.60
wasnidtemalaaandu (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
#8333 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 0.61 119.6410.0 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
uasuiidiliraaleaandy (NDL-PCBs, pg/g fat): lower bound 42.30 115.2 £ 3.7  3.54
uasndiddlinarglnaandy (NDL-PCBs, pg/g fat): medium bound 42.30 115.2 £ 3.7  3.54
uavuiiadlinaraleaandy (NDL-PCBs, pg/g fat): upper bound 42.30 115.2 £ 3.7  3.54

* 9%R: $p8aMINAUAY (%recovery)
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mMINN 6 ANNTEaIEsUAazaluaIng PCDDs/Fs #laannmsiteszriaiagnian s1edaunm

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

USuannmsieszy (pg/g fat)

%'ams certified value — — —
(pg/g fat) AN 1 (%Recovery) AN 2 (%Recovery) AN 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)

IR 7 ANNNENYaI NG NDL-PCBs ludiadaunmg :1nmMsnsinnaaaunnusingssnin
WU Uensnu Bipea Ussinaaea

Foansngu Assigned value  USanaanmsiaaei 1 Z-score T 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

50l

Faiinamnuamsiensinangulaseniuuasnguiaisznaude 5 tunaundn §iveussams
TdiannuazUSuiunauma q fe

1) asenuEndussazmanasgulalylnings °C,,-PCDDs/Fs #uflu Extraction Standard
uwaz Internal Standard Spiking Solution (Ju 2.5 @lnn3udalulasans Fuipanidisves US-EPA
1613 revision B uazdiiilannmsilnausuidafitmsiivasufiamanidaunadan NMINENaegLied
(Ume# university) Ussinaaiioudlad w.a. 2553 wazdsiilannmsilneusndelfuiamsivaslfjicnms
U538 IDEA Consultants, Inc. 39%in%7lasns (Shizuoka) ﬂixmﬂf\jﬂmﬁ'aﬂ W.A. 2554 LaZNIUILYDY
Joseph Ferrario uazaniz® #elalugis 5-100 wlnnSudelulasans wialiminzdmsumsasinianey
Tuunwidedadinnzilussaudnlududuaiu (part per trillion, ppt)
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2) aaanududumsasazinasgulalalniungs “C -DL-PCBs uazngu °C_-NDL-PCBs
dlu 5 WlnnSudelalasdns Faiaeniiizues US-EPA 1668 revision B wazdsdildannmstinausa
L%qﬂﬁﬂ’amsﬁﬁmﬂﬁﬂ’amsLﬂﬁﬁmma"au WNINeNaeaLiel (Umed university) Usznaaiaudal
.. 2553 WardsAldnnmitinausuideljiamsivec fiiimsu3t IDEA Consultants, Inc. Saviagulosny
(Shizuoka) Ussmeadituiiel w.a. 2554 #ldlugne 5-500 WlnnFudelulasdas mgualumsnssiil

wutdenunnan N ludafeuan

v
Yot ol

3) islSinasdrunmslumsaraamsngulassndunasiigiie Wizl LoQ Wuldaw
Farmuauasanmwgls Fads waliiianssumunniulaadiuladamunnmensagazmandufivaas OCDD,
OCDF uaz PCB 157 fimunalglugdosas 211.1-397.4 (m'iw‘?i 4) Fansng 3 ﬁaﬁﬁmaugamw
Lﬂuﬁw‘iwmﬂﬁﬂﬂdqNa(ﬂ'amsﬁmam%aaazmsné’uﬁuwmwaimﬁhauy‘ammLﬂuﬁwmmiﬁy’wm

1) antussumsnldmsaiadaguuiansiu Undimangudnanasgnadaaananwiauiulasiu
WAz SIUMUBY 1 FeiUSnasnninesmmaliiafeusuasiaula  lumaseiidanldnsedaihsndusu
wozld multilayer silica column wiamdnlasudlatalavszina 15 03y dawSsuidieuduiosfians
LATIFWNNRDN AzLAd wiMingnagauien Ussinaaiau”” Algnanmsunsshuiiadansin (dialysis)
iamdalusiuiilidu 20 ndu Wiidadavandadasldnaadaias 3 fu uazdasldgunsniawisianzag
w30 1% multilayer silica column nareeadny Fazdaslddamuazdvhazmalsnesinn wazthaany
Unaafenasanns aninsuazannslaanss nssnanasnsoes Ussnadiu®® @onld 335 tlamdaludiu
Teun ms1% Acetonitrile partition msl#nsadaihsnudady uazmsld multilayer silica column #4azaa
Tmuasihazaeannguiiadieuiumiddedd

5) ﬂ%’uﬁgumaum'susmmsnzju PCDDs/Fs, DL-PCBs 8¢ NDL-PCBs 1u°i’?umaufr ﬁﬁ’mtazﬂmx
tdanlFLied mixed mode solid phase extraction Na1A 8U399 multilayer silica a&iuu%gu basic alumina

FazhgaanmuazUdinamsaransdunad WelSsuiisunuaueauildeasuiussyueiuiegedu (solid

(12) (12,13)

phase extraction) #iie basic alumina”® %38 activated carbon KAEVAININUENENTINAINNFY
L% v t4 o 3 1 . o Y a &’g v . oy
2ANINNULDD ANUIVNEINFIU (3 fractions) lﬂssmaLLazwﬂMUiqwﬁwumﬂ multilayer silica column

Gl . aa = g 42! = Vv v Aa' é’ ) Vv QlJ v Y v
198 activated carbon WeNAINIDNAFI EZf\‘I‘Vi?\I']EliN(?lE*J\‘ﬂf‘lil&]iﬂ'll.‘lNN‘ll‘I,ﬁ’_'l’EI']\TLJBEI 6 ?i’J‘[?N wazeaeadldasazas

v
a

iindude vialinuiuidadldngdunsafiaydmsumsanvilensimangulasanuuiiy Fedaudu
fadasiiladisuiuiafinaasdlunuddedl

NARaMINaauANNgNAasatiFluudaniide milldiisuiumslssiuamumwitseniuluds
US-EPA 1613 revision B® uaz US-EPA 1668 revision B®” wui eanufludunss (linearity) 289
waila isotope dilution HasNTANIINAY %CV 29 relative response YDIENITNINTFIU 5 F=OU RN
Ty 209 edladisuiuiildlumBieiifiensznin 2.04-12.320 GaiAeNeiisamnzamiuihll
Tnunaziiansinadildinaiia internal standard laud 1, 2, 3,7, 8, 9-HxCDD, OCDF uaz PCB 138
msnnsanenuiiuduasnasiarsanang %CV 28967 response factor ¥9IESNINTFIU 5 AU Ao
Taiiin 359 udlaisuiuilalumiBieiasm s @ fasenie 4.54-7.71% GanATeneiiEamn:
dnsuihluldou
gaMRNINHANMINATBUANNYNGBIYETIE ludaliannaresmyiadusina w35 US-EPA

1613 revision B was US-EPA 1668 revision B"” lLifidayadmiua LOQ ludagnususdnsu
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anmnglsl szyh @ LOQ sedisarsiiamuniuiawilsduinesd) ML fsludateunmuuad ML
289d13ngN PCDDs/Fs 1y 2.5 pg TEQ/g fat Hasiuzadansnau PCDDs/Fs fuansngu DL-PCBs
WU 5.5 pg TEQ/g fat uazansnay NDL-PCBs iy 40 ng/g fat Fatiue LOQ YA TUADENGY
msiienUszana 0.50 pg TEQ/g fat, 1.1 pg TEQ/g fat uas 8 ng/g fat mwseu Fuiawdsudiou
Fuaiimldannmiseiuhiv 0.732 pg TEQ/g fat, 1.396 pg TEQ/g fat uaz 0.0245 ng/g fat MuaGU
ﬁ'ﬁﬁmimmﬂmifaqﬂﬂﬁ‘ﬁ'iLﬂswzﬁﬁﬁmLﬁ'uﬂ‘%mmﬁmsinmﬂﬁu Lﬁaiﬁ’lm”lwﬁ'mﬁu%w'%aaﬂﬂ%mmqﬂﬁw
?JENmaaﬁ'mu'%qw%Msxmm%aaax 25 Lﬁﬂﬁ'@h LOQ waqmina:u PCDDs/Fs waz LOQ WasIN
¥p9a3ngu PCDDs/Fs Aumsngy DL-PCBs fienlifuiianmwglslimssansy
ANALULATANNLTIENYDIIENINAM INATELANNNABBNIEMIA TR NN TGN PCDDs/
Fs uaz DL-PCBs Hanmwglsl"® mvualiivhdegaingd (Analytical criteria) 289383012inand
wannUFnaenuiluivauyazasansngu PCDDs/Fs 130y DL-PCBs uaskaTINuadasiasaenga i

550U ML %38561U action level M@ (trueness) 2a335msiaaglugg -20% 69 +20% wuinu

v
av Ao o

MYUNA) £ 5.2 £ 6.5 UZ £ 4.9 MUNAU LLaxmmLﬁmwm within-laboratory reproducibility (RSDR)
2aEmMIiietpant 15% museu Fanalannnudsaiiim 6.77, 5.60 Wt 5.02 MUY WisRTAN
nnewanil namleminzauiunihlulFnu
mmLm'uuasmmLﬁﬂqwaﬁ%mﬂwamimaaumwgn@i”awaﬁ%mimaﬁmiwvi‘miﬂq'u
NDL-PCBs %qawqu‘[iﬂ(“) ﬁwwumlﬁ'ﬁﬁ'ﬁa@ﬂﬁﬂqawaﬁ%‘%mswﬁ (analytical criteria) fiszfu ML

@

%3832V action level MANNUNY (trueness) 2aI5MITHAIBYLUTN -30% B9 +30% WUTNIUI aililen
+3.7 WAZANNABIEY intermediate precision (RSD) 2a9iaasiian < 20% Fenuiseiliian 3.54
damansananamanil nanlenmanzdmiuhllFnu
vanuilonnmaduasnaspuiisulaasludeisdausda fideussamsdaldusafiuamuuiy
PDNBMINTNTILATLTEINGH PCDDs/Fs Tunnnasde (reference material No 607 Natural spray-dried
milk powder) wafilaiiaiiauifisuiu certified value wuhlndidsaniaiissnaniudosazmsnauiu
TerenTuzng 70.0-120.6 Fudluaiigansuldausumsanadenzdasluseau ppt wazdaldUszinanusiy
2BIIBMINTINIANHININGH NDL-PCBs Tuunenlognsanlusunsumsnagauanusnngmsnuaians

lulsznanuas namsusziiiulaa Z-score agszning +2 Fdahanwala

GRNL

9
wamsfnnldussgmuinguszadinalide 16 lensinsngulasandu #5d-adelasandu
warivailindelasanduludeeunndis HRGC/HRMS Fumelviszudanauasdunudaming uay
lanagauanugnaaswasiswuuminzanamsuih luldou snsaibluldidudeyasivayunsaaiuses
SEUVNATTIUEING ISO/IEC17025:2005 uazldlunuliuimaviaciidadedmamaluiauussas
manunguluun uaskdosasiiudalulszmaviaihiiannalssmadell udiitomssz iaiilafimanaa

Wua3 OCDD, OCDF waz PCB 157 Yuitauludiagaunmiusanageiaanan ssnuaamuasinanyanu

]
ac s

WUNENINNINTD88Z 10 MITNAANMIBIULANIANINDMAINFNTTUMULAzLEB LamNwa laaeanuns
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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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