*x) BET 7/ VY —F

R T 7= )c—5)b

Pentabromodiphenylether
(314 PeBDE)

[ RWE O]
Br Br

Br Br

Br

CAS %5 : 32534-81-9 (Pentabromodiphenyl ether

Pentabromodiphenyl oxide, 1,1'-oxybis-pentabromo-benzene)

éj\%it . C12H5BI'50
*RFTREEVT 2= VT IVZIIRFBOBEWRAIREIC LV BMEKD 46 EEEET L0,

22Tk 2,2',4,4', 5-pentabromodiphenyl ether (BDE-99)?D N7 % 5Bl L 7=,

1.
[#EZROPEIR]
PTFE #E (C) RRE (kPa) | KIAMRE (mg/L) log Pow
564.75 >300%! 124 (22 Cy*' | 9x107 (20 C)*! 6.64-6.97*!

*1: Brominated diphenylethers EHC 162, 1994
Great Lakes Chemical Corporation (undated a); Kalk (1982);Kopp (1990); US EPA (1989); Hallenbeck (1993);

US Testing Comp.(1985).
[Tk, AR]
# 13 Z v bk A LDs : 7400 mg/kg (male) 5800 mg/kg (female)
H w® ABS s, RU D L& 74— A7 EOEERA
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§1 o T &

(1) HTEBIE
« FEALEURH
B aENc s o B U U AKER, Vo FL—T VB LT S0% Y ) —)V
J~NFFUERMNZ. BEOHMHETS Gr2E, BEL2EBIEIA~FYY), ~F )M
HiE % 5%HE(LT b U & ARSI CARBER, BKABETV, n—F ) =R L —
B —ERWCERET 2, BHEEORER., —ERICER L., AifiHEKE 75,
TR O— I E SR L CEBLY WS NI T LG DITEV 7 V=0T v 72T
v\, GC/HRMS-SIM % AW T &1T 9,

- Mk () e (s K OWEER )

B LIS & OV fn 3EH AN FREE 7 o F = 7 LK KUY 25% = & ) — Vi~
W UEME. BEOIMHETS FH3E, AL 2, 3EBEAFY ), ~FY U
HHE %~ 3B L PRI K TR . BAKAIBEITV, n—F% J— RV —F —ZHn
CTENET 5, BFERORER, —ERICEARL., AlH® LT 5,

M DO — B E SR LUCEBY I WA NI T A DICKV 27 V=0T v 7217
V. GC/HRMS-SIM Z AW Tt 21T 5,

2o g BB OBARVMCB LTI Te MEEERE O Bl T BT D fEE S (BERR) |
(PR 18 48 11 A BEAREREIRELZEH) BILO Tb MEARBORHENIC
BI 5986t CERL 18 4R 11 B BRARGREBREZEH) ICHELL THRET 5.

(2) AE - &R
(]
2,2' 4 4'-Tetrabromodiphenylether (#47) : Wellington Laboratories 50 ug/mL
2,2'4.4' 5-Pentabromodiphenylether (#99) : Wellington Laboratories e 50 pg/mL
2,2' 4 &' 6-Penabromodiphenylether (#100) : Wellington Laboratories 50 pg/mL
2,2'.4 4'5.5'-Hexabromodiphenylether (#153) : Wellington Laboratories 50 pg/mL
2,2' 4.4'5,6'-Hexabromodiphenylether (#154) : Wellington Laboratories 4 50 pg/mL
Yo s — NE
2.2 4 4-Tetrabromo[>Cy]diphenylether (#47) : Wellington Laboratories & 50 pg/mL
2,2’,4,4‘,5-Pentrabrom0[13C12] diphenylether (#99) : Wellington Laboratories 50 pg/mL
2,2',4,4',5,5'—Hexabromo[13 C12]diphenylether(#153) : Wellington Laboratories B 50 pg/mL
2,2',4,4',5,6'-Hexabromo[13C12]diphenylether(#154) : Wellington Laboratories # 50 pg/mL
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PARYEME

2,2'3.4,4' 5'-Hexabromo[>C)2]diphenylether (#138) : Wellington Laboratories £ 50 pg/mL

FOMEEEMEOZEE LS, BREFHE M Wellington Laboratories R ¥ 72 1
Cambridge Isotope Laboratories 54, AccuStandard $ TFI| /A r[HE TH 2 (I 2),

HERO TERMB DR ¥ 7T 0E YT = =)Lt —7F L (PeBDE)iL 3 RFE(IK 4 RFE/L
K, 5 REEK, 6 RRIEDORFNT 7 = =N T —F W(PBDE)DREMTH D, L
#H0 D DE-71™ (Great Lakes Chemical 1) Tl Penabromodiphenylether (PeBDEs) :
50-62 % . Tetrabromodiphenylether (TeBDEs) : 24-38% . Hexabromodiphenylether
(HxBDESs) : 4-12%, Tribromodiphenylether (TrBDEs) : 0-1%% & A TV %, F72fERIE
PR CIX 2,2',4,4'-Tetrabromodiphenylether (#47), 2,2',4,4',5-Pentabromodiphenylether (#99),
2,2'.4,4' 6-Penabromodiphenylether (#100) 28 £ 72 i 7> T &H ¥ . 2,2',3,4,4'-Penabromo
diphenylether (#85), 2,2',4,4',5,5'-Hexabromodiphenylether (#153), 2,2',4,4',5,6'-Hexabromo
diphenylether (#154) b D BE TN TWDH(E3), > T, KOFEOR L F T nED 7
=)z —F & L ToOHEXNSRRKSD L. Tetrabromodiphenylether .
Pentabromodiphenylether, Hexabromodiphenylether D [FIfEE % %5 & 3%,

TERr, mEZ ), ~FY, Vran Ay IR AU
Sy E T X B LR TR BRI A (5000 fERHR)

TxFox—F0 T b= UV ERFR REREIGABRM (5000 fFHRH)

WMEET v E=0 b, a VB U U s IR

Fhy, PAFNANVEF TR, KEMEA Y 7 A AERHR

AT P U A, EARREET R Y A R EIERRH

A% ) —)L :HPLC A

B . BB

EMALT Y AL Merck 81U 1 471 60 (63~200 um)% A ¥ J — /LG L TR

JEREM% . 130°C T 4 FFEVEHE(L LIz b D,

22%(WwW)H 804 2 —F 4 > T U BTV IEHEALT Y BV 234 g IZIETRER 66 ¢ &
Mz, W40 pfilRES> L, 2—FT 17
Lz D,

44%(wWiwW)Ha SOy 2 —F 4 > T U BTV {EMALT Y B SV 224 g (T IREREE 176 g
Mz, 40 5fERES L, 2—F 1~
JTLI=b o,

2%(WWKOH =t —F 7 YU sy 1 AR ) — )L Tl L CRERREZ DY
HTN196 gz F ) — )80 mL &l Z.
YA TNVOEEY BRI RDHETRE
5L, KEEIE S U 7 A 4 g B4 vkl
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KK 20 mL W2 LT iRk & S BTz
REHIth, n—F V) —x "KL —F—%
FVWTHK 3 BFfRBIERR L 72 b D,
71 Y ) PR : 150~250 um(60~100 mesh) 130 “C T 5 FFfEiEMAL L7z b D,
ANV UBREIK  FEEAK 2L L ~F P 100mL & 3L e — M2 AR 15 iR
EOMTIRE O L, —BRERERDKE,

[REOLEM - Fit]

BEENBENZD, B2EINZVE S BIHRWVITERT 2,

—RICH R R R AT BN Z v Wiz, EERB JUREHIR e
FRAERND, TAIRANVETENXT D, DITEAGIEIRT v S OEOET 2 A
WAL L OB iENREX VWIS ICHEET 5,

[3E]

KFE : 0.1 mg DREEDEFRIEEX AV D,

B« T AR R OGRS 2 VLT 5,

n—& ) —xNRL—F— ([ERMETE)  fIRRORMICHN S,

REH8  pie— roRE SHHIZHAWDS,
<A z7u Yy (25ul, 250 uL) : Vrrs— N RONEEDE ORIV 5,

Ho 7w bE (AR 15mm &S 35cm, AR 13mm & X 35cm)

A X —T RS —~ (100mL, 300mL), 7 AM7Z 2= (10mL, 300mL), X
CORBE (10mL. 25mL), A AV ¥ — (20mL, 50mL, 100mL), A7
R, NRAY—)LERy N, BEASAL TV

T— b EEOmm Y7 AW FHAKARICHND,

HS ABRAFIIERINC T B RO CHlREL, BRLTHWD, TR
SREFE TN EE LU,

(3) s

[ OBREUKR ORFF]

BAEEZ T RARHI O 21T 5 £ T, BERET 5,

HEOBRIICBEI L TIE Te MAEREBIOBRWICET 2 mEfES (BER) 1 (F
A 18 4 11 A BERREAETERELZ SR BLO e MR ORR I
Bia¢t) (Frk 184E 11 B BEAREREIRELZESR) CHERL TERET 5, €O
IBES b WERERAECB T 2RI H T - TOBESEHE] 11D,

[3kF D ATLHR K ORRBHE D B K]
(Rl O R H)
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KA AR BT X3, YARBICET) %, EFRRIIHOR—F2REDE (7
SAF v 7BOKORSE 7 ) VILDERBRREEFIA) L 100 mL A% —T7 5
Ko— FE2RY, BAKEIE LK, SAY—A Xy FEAWTRHIHEE 5 g 22
473, 100 mL A¥F—T7ESKe— Mo r s — B {2,2'4,4-Tetrabromo[ °C)z]
diphenylether(#47) (10 ng/mL), 2,2',4,4',5-Pentrabromo[ *Ci,]diphenylether (#99) (10 ng/mL),
2,2'.4,4' 5,5'-Hexabromo[Cy]diphenylether (#153) (20 ng/mL), 2,2',.4,4',5,6'-Hexabromo
[1*Cy;]diphenylether (#154) (20ng/mL)} % 100 pL (1 ng R U2 ng)#RINL, H#T 5, ¥
A — NEOTINER, FLEMOEBORE L DEIIZE 5D, HON T DM
BELBZHERLTEL,

BTN o wEEH Y U AKEE 2mL, Y FA=—F ) 10mL . BLK50%=F /
—)Uf~FH 20 mL 2N A 21 30 R, WARIR & S AT 5, FRER. TREOK
BEROSER— MIB L, Fic~% 3220 mL X T, BE 30 5HEIRE 5 HhH
21795, BB%, 3 2 BoHMicLs~THrBEADE, S%ET MU T AKE
WA 20 mL N KBET B, KBEEE L%, EARERT MY U LAZRONTHAKAIB
(EHEITV, 0—F Y —T R L—F—2 AT 2mL E TREZ, BEIZISTT
IEHEERNEZIT Y.

Ui iR O Hh )

P ZMRE @TE X, YARBRIICRET) %, BEFRFCORe—r2REDLE (7
FGAF o IBOEARE: V)W FNVDERBRREEFIA) L 300 mL 2 F—T7 S
To— M EEE, AR & L%, SRV =Ry PRV TRELEEE 20 g (FF
B o 30g) AHET D, 300 mL AFXF—TEGKe— Yol — MOH

(2,2 4,4-Tetrabromo['*Cy,]diphenylether (#47) (10 ng/mL), 2,2',4,4',5-Pentrabromo[*C12]
diphenylether (#99) (10 ng/mL), 2,2',4,4'5,5'-Hexabromo[°C},] diphenylether (#153) (20
ng/mL), 2,2',4,4',5,6'-Hexabromo[*C,]diphenylether (#154) (20ng/mL)} % 100 pL (1 ng &
V2 ngiEML., ##E+ 5, Yo — MPEOTRMEL, SMLEaMDOEBDRE L4
Eltlz L B2, HONLONELREZHERL T,

BFIFEE 7 = A 12 mL (JE#Mm : 18 mL). BX 25 %Td ) —/b/~FH
48 mL (WEHEIM : 72 mL) ZMN% 721 30 oM. WAKIRE ST Z1T 5, #ER., T
DOKEZBDLSE R — ML, FHilc~F ¥ 40 mL (M : 60 mL) Nz T,
BEE 30 SRR LS S EITY, ZOBRELEYVIRL, &3 EOMBICE 2~ TY
Br &b, ~FY %K 40 mL (M : 60 mL) MRKET D, KEZEREL
721% . WAKREEET R Y U AZRAWTHRASEGE HEITV, a—F ) —x2 AR —F
—ZAWVTH 2 mL £ TEMEER. VEISCTENEERAEZTT .,

EFEERIE) (MBI LT)
HoHMNU®D 105 °CT 3 ERREMEL, KB L., 0.1 mg OHEALE CEHEXRIE L7 10mL
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FRET S5 A A EEREDEOAFY L THRWI A, o—F Y = NRL—F —%
FAWTHEBEAEEICEET S, KEROBERERIZRWI EZMEREL, TART T2
aOMUE L SN2, 0.1mg DR E CEEZRIET S, AiEOEEZEDLFR
POEHEZHENT 5, RFIIAMAESICRET D,

(IR O RY)

BEEAEES., ~F VBRI ERVORBREICENZ A, 10mL IZER L2,
KB FRERICHET S, 2B, DELITEBOREIZLI Y BR27D, HO0EDH
DENERHER L TEBL,

ZEBUVININIT I V=0T 9T

10 mL ICERL-fH#EE 1| mL YRLTCEBEL U 75 NVT T L0 DITARTL,
10 %Y 7un A Fr/~FHY 60 mL TIEHIE D, BHEEze—4 ) -2 K L—
H—TH 5 mL FTEFEL, ~FH U 2HVTERREICRVIALE, ERKK T
B CIEMET 5, GC/MS HIEH OB G A 7z, FIZHEYIHE(2,2',3,4,4',5'-Hexabromo
[1*C1,]diphenylether #138) 50 ng/mL % 10 puL (0.5ng)#M L. 84 L 72 3B 2 EEICH
LEZ S LICRBREZDBOAF T TN B, @D RERRI TR L T~
XY UERRELEE, THUEMAT20pL & LREREHK &35,

RE, UEor V=07 v P CHRERBHEOE NN DR G2 E U I AT
NHTILED 7 )= T v T EToIRIT, VAT IVANLERFE Y FOMSO)/~F Y
VAT XD AFRABINEE S)L. LR R NAREM E &2 N L CRIE BN &
T 5,

DA F VAKX Y F(DMSOYA~FH o 4olid (BRERE TO¥MESR)

DMSO lE~F % Tfn L CTHEATAG L i e — hZ, DMSO 1000 mL KT~ F
+2 100 mL Z AN, IREHSHTI5 KRS 5 Lok, #EL. DMSO B~V
EF1DMSO & LCEAT D),

250 mL BEDT = 7 UHREIZRET Y YA T5 g & F Y UWEHIK 150 mL 2 AT
LRV B, fufnti k) vV v LK EER T 5, HARICITEITERY Ok
N D LRHDINERER L THERT S,

LBV IHTND T ANLOERKET—F ) —T KL — 4 —TH) 5 mL £ TR
MELT-%., 10mL XY ORBEICBL, EFIJMT I mLBEIZRDIETRMEC 7 2
BAZUERSE)L, AFHUEMAT2ml &35,
~F YU DMSO % 25 mL x5, R VARBREIZHREZ L, FIRY TR 10 7/
BL O T3, BER. BSOS THE RAY— Ly M EANWTTED DMSO
#25mL X P ORBEICHT(RUE T REY T 2= —T LT IO DMSO BIZE
FThTW3), ZOERELZEE 4 BTV, ¥ 7uEY7 x=)L=—7F /L% DMSO
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IZoBld B, \

DMSO (&3 10 mL)% % LIAA T 25 mL % O ORBREIT, ~F ¥ ¥k 10
mL & faFn T ~ U U AKIRE | mL #0012 5(DMSO & KITIRE D),
EHlEA~FYy 2 ml ZMATHREREICERZ L, FIRY TH 10 BEIKRE 5795
(DMSO L ANRBEDZ LICL VR F T aE VT 2 =V — T WEA~F T o~
Eh3), BEBEZ. _BXOMNLTHrDL, NRAY—LEXy FEHAWTEBOA~FY
VEEHLICABELE 10 mL XVARBREBEICB TRV T REY T 2= —T0id
TONFHUBIZEENTWD), ZOBEEZEE 3 EATVA~F Y BT D,
AFHF RO A-TZ 10 mL XY ORBEIC, ~F P WEEK2mL M2 5, |
B icter L, FRY THI0REIRE 5 T5(F ) R PICEE LT\ 5 DMSO
FRAHET D), BER. ZBICorTrbL, EBOA~F Y R T KRS T
MY D ATHAKT S, SEHIBMER. NEEDEZHMNLT- GC/MS HIE M DA
ATNTAFH TR LEZ, ERRMTEHEL AV U 2RELE®R, T00%
Mz T20pL & LAERBHE & 42,

TJul)ONHT LI V=T w7 (BE POPs L ORKEZTOSE)

B oL HEM (130 C, HSEMEER) L-Tor I8 ga~Fi IIE
L. A5 h7u< s (MR 13mm £&35m FT7AR; A by TavrfitE) o
FTFIZEmARREET N DA ZIIEATZ ) ULEBRAFEET D, 20 /nn i ¥
VINFY L 80mL TH T AEEEH L%, 300mL OFRABT7 S 2arxty L, A&
B Z T DA T D, 7a~v NMEORE Z BB ) O LAEO ERETTT
T, PED20%-T 7 au A F o /~FY U THRBERRBLOD 7 AR %
BEWER OB A IS MMIART D, 20 %Y 7 a2 H /~FY 2 80 mL THAIK
SEEHTS (@Y 1), FTART7SRazR0EL, Sbicyr7om X Z 80 mL
TR ZEET 5 (F45Y2), Bl i2r—% ) — KL —%—TH 5SmL % CRiiE
L. AT V2RO TRBEICEWIATLR, ERSRTOEE TEET 5, GC/MS
HER OB NNA T IVIZ, I*Jt%@%E(2,2',3,4,4‘,5'-Hexabromo[13C12]diphenylether #138)
50 ng/mL % 10 pL (0.5 ng)#M L, I LR 2 HBEICB LEX I b ICRBREL V&
DANFY TRV, LN RBRIICTEMRL T ZRELEE,. T
VEMAZ T2 pL & LAERBHE &3 5,

TOEEIZEY, RUFTOET T 2o —FT )T 20 %Y ma R E T
v (B4 1) TERHTS, 2BLLT, T4V RIvezv Rl ven7sdranc
REFA FIZES 2 ICEH L, 2650 POPs ITE4 1 IZEEHT 5,

ek, 7ulProay MZEODEEAY—VRERD -0, 207 FRNE R
THERE{To - ETCHERT 5,

[ZZRBR K DOFHM]
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St AN T, [ ORTLE R USUEHR O T ] DIEICHE- THREL, Bbh
T BN % ZERBRIR L T D,

[ExEROFHR]

NRBR T T o V— T VAL BM(KR{2,2,4,4'-Tetrabromodiphenylether (#47),
2,2'.4.4' 5-Pentabromodiphenylether (#99) . 2.2' 4,4' 6-Penabromodiphenylether (#100) .
2,2'.4.4',5,5'-Hexabromodiphenylether (#153). KN 2,2'.4.4'5,6'-Hexabromodiphenylether
(H154)} DIEYEYSIR &7 1 o THAR-IBA L. 2 ng/mL 55 1000 ng/mL OIRGTRAERK
RS D,

Y1 F— N {2,2',4,4-Tetrabromo[ °C;]diphenylether (#47), 2,2',4,4',5-Pentrabromo
[3Cy,] diphenylether (#99). 2,24,4',5,5'-Hexabromo[’Cia] diphenylether (#153) & Of
2,2'.4.4'5.6'-Hexabromo[ >Cy,] diphenylether (#154)} 1. 7 4 > TR L T 1000 ng/mL O
oAbl —  YWEEEBRBREERT 5, NEZEEYHEQ2,2,3,44,5-Hexabromo
[3Cy,]diphenylether #138)13F 4 > TR L T 50 ng/mL D & 1T D,

Ll owHE & RA L 0.5~200 ng/mL @ 5 BRFEORERAEERKR(Y 0/ — M E
R ONWEAEME 134 2 50 & OY 100 ng/mL) 2 AERT 5.

7236, TELE DR B SRRV v F— N EIRSIEERR bR HTRETH
5 (HE 2).

SKBHZ RN 5 v & — MEERIKIZT 7 b THER LT 10 K120 ng/mL DOIEE
ZERLT o

[RBHR OPRTE - RENE]
— IR EREA IR Z W T\ e B E L UREHIR R
5 2BEAFANDI, T IRANETENRT D, SFENGEINRY vt OEEAT
ERWDE L TAESBREE RVESICERET D,
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[#IE]

(GC/MS Z:14)
fiF FBEER Autospec Ultima  (Waters/Micromass)
HP 6890 (Agilent)
5T A ENV-5MS 15 m x 0.25 mm LD. (0.1 um) (B5{L 2 5)
(5% Phenyl Polysilphenylene-siloxane)
iR 120 C (1 min) — 20 ‘C/min — 200 °C (0 min) — 10 °C/min —
300 C (10 min)
HEAFIE AT N
H—FKHhT A RNEHEXF YTV —HF A 0.5mx0.53 mmLD.
BN R E 120 °C (0.1 min) - 100 °C/min—-300 °C (15 min)
BEAE 2pL
¥ )P —AHA ~ 1 7 A(1.0 mL/min)
A F o AkIE EI
A A ALEE 30~40 eV
kT v 7 EH 500 pA
INiEEE 8kV
A B —T7x2—RIRE 300 C
A U PRIRE 300°C
BHE—F SIM
53 HE M/ A M > 10000 (10% Valley)

E=H—A F 2 (6)

EEH R

XEYME Tetrabromodiphenylether 485.7112  483.7132
*EME Pentabromodiphenylether 565.6197  563.6216
Y — MYE Tetrabromo[*Ciy]diphenylether 497.7513  495.7534
0y 7 A Perfluorokerosene 492.9697

XtRWE Pentabromodiphenylether 565.6197  563.6216
XHRYE Hexabromodiphenylether (M-2Br) 483.6955  481.6975
Y rl— NE Pentabromo[*Cy]diphenylether 577.6598  575.6618

Y — MIE Hexabromo[’Cyy]diphenylether(M-2Br)  495.7357  493.7377
NiEEME Hexabromo[*Cy,]diphenylether(M-2Br) ~ 495.7357  493.7377

0y J< A Perfluorokerosene 530.9664

(R E#R]

BRERAEEREOY 0 — MYEORZEMUTZREE 7 5 7 2 ul % GC/MS 12
EALTHOWT 2, BIET 7 7RENLITHEHEO Y — 7 N SN2 WEE T

AR

/ONDHFI7 < M7 HIRVWT, FEHEOY—JEREZY RS — MEOY
—JEBECE-> THONLIEBELLEHAE L, REROWMEIE T2, 2 LI2RERH
BEERRICEENDBENEOREZ Y 0/ — MIEORETE > THLONDIRE
EFREL, REROBE L 75, EATITRLT, S/h REICKY, FALZER
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TH—ROBREREER L, BRERROEFSLSE () 2HET L, F5FP 0995 LA
ETHDHZ L EHERET D,

(E&E

SUBE 2 uL % GO/MS IZEA L THOWT 5, LUTFICRTRE R THATERELREK
(RRE)ZEH U, HEHFEEROREHAICIT 5 RRF OV Z2RD, EEFHHIC
b,

_ AsxCrs
As X Cs

RRF  : FARTECEEGREL

As EYET R O R E O Y — 7 EE

Als ERER OV u sy — NEO Y — 7 EH

Cs KB T DK RWE DORE (pg/pL) E Iz iTEAE(pg)

Cis EERT OV S — NWEORE (pg/pl) FIZITEAE(p)

AOBETHE., Ry ¥ 7 aE Y7 x =Lz —7 V& RMEEEh O PBDE RIEED A
I MEEIC KX RENRRONLBENH D, FEHESIT ST D B GRAERDAF
T RMEE) ItV Tk B ok 7 fE 2 OMRxHEREAE (RRF) 2 MV, %
OO B T TS T = =N —F NVAEEIZ WL, #EEORER L A E O
WO VS, o RRF 2 AW CHRMBEIREEZ T T L 7.

r

(EREEDEH)
RRF # AT, UTOXNSLEEMEEZRD D,

A x Cis >
Ars x RRF W

—

RE (pg/e)

A  RAEWE O Y — 7 TfE

Als oS — NYEOY— 7 ER
Cis Yl — NEORNE (pg)
RRF  : FHHERELFREL

\\Y : REHE ()

fEffEERE R ENLERSEE, FROR (BEREY Y OfFR) 2B E (%)
TEIRELTREYT D,
WEEHVIRE

JERFEH -V BE (pg/g (lipid) = T 5 %) x 100
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(EE R TRRAIDL))
A3 V- GC/HRMS @ IDL % AT IZR9(EE 8),

(L]
i IDL FAktE  IDL BUBHAEE
(rg) (8) (pg/g)
2,2' 4.4'-Tetrabromodiphenylether (#47) 0.024 5 . 0.47
2,2',4,5'-Tetrabromodiphenylether (#49) 0022 5 . 0.45
2,3',4,4'-Tetrabromodiphenylether (#66) 0.041 - 0.81
2,3',4' 6-Tetrabromodiphenylether (#71) 10.040 Shom. 0.79
3.3'.4,4'-Tetrabromodiphenylether (#77) 0.027 5 0.53
2,2',3,4,4'-Pentabromodiphenylether (#85) ~ 0.052 5 . 1.0
2,2'.4,4',5-Pentabromodiphenylether (#99) 0.043 5 0.85
2,2',4.4',6-Pentabromodiphenylether (#100) 0.042 5 0.84
2,3'.4.4',6-Pentabromodiphenylether (#119) 0.043 5 0.85
3,3'.4,4',5-Pentabromodiphenylether (#126) 0.069 5 1.4
2,2',3,4,4',5'-Hexabromodiphenylether (#138) 0.067 5 1.3
2,2',4.4,5,5'-Hexabromodiphenylether (#153)  0.051 5 1.0
2,2',4,4',5,6'-Hexabromodiphenylether (#154) 0.087 5 1.7
2,3,3'.4,4',5-Hexabromodiphenylether (#156) 0.061 5 1.2
(i)
W IDL AEtE  IDL RARHARE
: (g) €9) (pg/g)
2,2'.4,4'-Tetrabromodiphenylether (#47) ~0.024 20 0.12
2.,2',4.5'-Tetrabromodiphenylether (#49) 0022 20, 0.11
2,3',4,4'-Tetrabromodiphenylether (#66) 0041 20 0.20
2,3'4',6-Tetrabromodiphenylether (#71) 0.040 20 0.20
3,3',4,4'-Tetrabromodiphenylether (#77) 0.027 20 0.13
2.2'.3,4.4'-Pentabromodiphenylether (#85) 0052 20 0.26
2.2',4,4',5-Pentabromodiphenylether (#99) 0043 20 0.21
2,2',4,4',6-Pentabromodiphenylether (#100) 0042 20 0.21
2,3',4,4',6-Pentabromodiphenylether (#119) 0043 20 0.21
3,3'.4,4',5-Pentabromodiphenylether (#126) 0.069 20 0.35
2,2'.3.4.4',5'-Hexabromodiphenylether (#138) 0.067 20 0.33
2,2',4,4'5,5'-Hexabromodiphenylether (#153)  0.051 20 0.25
2,2'.4.4',5,6'-Hexabromodiphenylether (#154) 0087 20 0.44
2,3,3',4,4',5-Hexabromodiphenylether (#156) 0.061 20 0.31
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(BlEFH L0 FRMDL), & FRMQL))
A E ST 81T D MDL R OYMQL % LT ISR (HE 9)s

(B3]
Wi HEE RHTRE EETRME
(2) (pg/g) (pe/g)
2,2 4.4'-Tetrabromodiphenylether (#47) 5 44 , 12
2.2' 4.5'-Tetrabromodiphenylether (#49) 5 0.44 1.2
2.2'.4.4' 5-Pentabromodiphenylether (#99) 5 0.97 2.6
2,2'.4,4' 6-Pentabromodiphenylether (#100) 5 1.0 2.8
2,2' 4 4'5,6'-Hexabromodiphenylether (#154) 5 1.1 2.9
(%]
W HEHE  RIETRE EETRE
(8 (pg/g) (pg/g)
2,2'4,4'-Tetrabromodiphenylether (#47) 20 0.20 0.53
2,2'.4,5"-Tetrabromodiphenylether (#49) 20 0.095 0.25
2,2' 4.4 5-Pentabromodiphenylether (#99) 20 0.20 0.55
2.2'.4.4' 6-Pentabromodiphenylether (#100) 20 0.33 0.88

2.2'4.4'5,6'-Hexabromodiphenylether (#154) 20 0.36 0.96
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T &
(E 1)

KOSWEDLEL ) B Z T T KT 2%wWwWKOH | 22% K% T8 44%(w/w)H,S04 =
—F 4TI ATV ERWD, EBRAINO)I—T 4 TV Y AT NVERWEZE
4. PCB O{EEHE(ARL—%? PBDEs ZOEINME T+ 2ERHDA D FAIL L
THVZRY, D LAV EICITERNCREREZIT o ETHEAT S (KriZ PeBDE #116

OHEREITH L D, F7-, FROZBL I BTN D T IR — ) v OH T A%
FERTHEAITIE, A= —u vy MIEDVBEHARY—VRBR 52D, BRNICEH
HERCHEREITo - L THEAT 5,

vty hTCAFHUEREREEES Y. w§A7vaM(Wﬁdhmeé%
cm WA A by FayrfFE) | )\%LV*K RO D, WIEZm LI L EI
TIZRABASLRNE S ICEHE%ETHED

ﬁ?A&mth’&T@ﬁﬁ?T#B@K%ﬁﬁﬂ%%ﬁﬁﬁféo

- HEOKAREETT U U A lem (BX) Tl
- EE LY BT 05¢g
. 2%WWKOH 2 —F 41 7L U AFL 05g
- EHAETU BT 05g

« A% WIWH SOy 2 —T 4 TV SN 50¢
2%WW)H, SO, 1 —F 4 7V U BTN 3.0g
-« TEHEE YIS 05g J
o EKAEEET N U DA lem (BEX) o]
ZOB, SHREMO FENFEmICES LD FREL TN, FEK, 10%Y7mm
B ~NFH 2 60 mL TEHEHEZITV, 7 o< NMEDOKEZ BTN vaABo
METTIF THhLREOBRTREIT I,
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(£2)

R DIARLE Y 1 F— M EIRAIEHEAR(MBDE-MXE, Wellington Laboratories
87 L)t B RIS YR IR(BDE-CVS-E, Wellington Laboratories 72 £)(& )%
THLMETHD,

£ 1 RAUFHLRESEERROG]

BDE-CVS-E ng/mL, in nonane
IUPAC#|BDE-MXE CS1 | CS2 | CS3 | CS4 | CS5
3|4-Bromodiphenyl ether 1.0 5 20, 100/ 400
7|24-Dibromodipheny] ether 1.0| 5| 20 100| 400
15{44'-Dibromodiphenyl ether 1.0 5 20, 100/ 400
17{22'4-Tribromodiphenyl ether 1.0 5( 20| 100| 400
28|244'-Tribromodipheny] ether 1.0 5 20, 100, 400
. 1/ 22'44'-Tetrabromodipheny! ether 1.0 5/ 20| 100| 400
49|22'45'-Tetrabromodipheny] ether 1.0 5 20| 100/ 400
6623'44'-Tetrabromodiphenyl ether 1.0 5 200 100, 400
71|23'4'6-Tetrabromodiphenyl ether 1.0 5 20, 100/ 400
77(33'44"-Tetrabromodiphenyl ether 1.0 5 20{ 100] 400
85(22'344'-Pentabromodiphenyl ether 1.0| 5 20| 100| 400
99|22'44'5-Pentabromodiphenyl ether 1.0_1 5 20| 100/ 400
100{22'44'6-Pentabromodiphenyl ether N 1.0| 5 20/ 100, 400
119|23'44'6-Pentabromodiphenyl ether 1.0| 5 20| 100/ 400
126 33'44'5-Pentabromodipheny] ether | L0 5 20| 100/ 400
138|22'344'5"-Hexabromodipheny! ether | 20 10 40| 200/ 800
153]22'44'55'-Hexabromodiphenyl ether | 20 10 40, 200, 800
154 22'44'56'-Hexabromodiphenyl ether 2.05_ 10 40/ 200 800
156 233'44'5-Hexabromodiphenyl ether 2.0 10 40| 200 800
18322'344'5'6-Heptabromodipheny! ether 200 10 40/ 200 800
184 22'344'66::ngtabromodiphergy}_ether 2_0] 10 40| 200 800
191/233'44'5'6-Heptabromodiphenyl ether 2.0| 10 40/ 200/ 800
196{22'33'44'56'-Octabromodipheny] ether 20 10| 40| 200/ 800
197|2233'44'66'-Octabromodipheny! ether 2.0| 10 40| 200, 800
206 22'33'44'55'6-Nonabromodipheny! ether 5.0/ 25| 100 500/ 2000
207|22'33'44'566'-Nonabromodiphenyl ether 5.0/ 25| 100 500]_ 2000
209|Decabromodiphenyl ether 5.0 25| 100/ 500| 2000
MBDE-MXE . |
3L|4-Bromo['*Ci2]diphenyl ether 100, 100| 100/ 100 100
15L|44"-Dibromo[ *C12]dipheny! ether 100, 100, 100 100/ 100
~ 28L 244'-Tribromo[13CE]diphenyl_ether B | 100| 100 100/ 100, 100
47L 22'44'-_Tetrabromo[_13C12]dip_llg1yl ether 100/ 100| 100 100/ 100
99L 22‘44'5-Pentabromo_[fc12]diphﬂyl_ethg 100/ 100{ 100/ 100/ 100
153L 22‘44'55'-Hexabromo[13C12]£iipheny1 ether 200, 200 200 200 200
1541.|22'44'56'-Hexabromo[ °C12]diphenyl ether 200/ 200/ 200, 200/ 200
183L 22'3114'5'6-Heptabromo[_l3C12]dipheny1 ether 200/ 200{ 200| 200 200
197L|22'33'44'66'-Octabromo[ *C12]diphenyl ether 200/ 200 200, 200 200
207L|22'33'44'566'-Nonabromo[ *Ci12]dipheny! ether 500, 500/ 500, 500, 500
209L Decabromo[”Cu]diphenyl ether 500/ 500/ 500, 500/ 500
BDE-CVS-EISS | |
138L 22'344'5'-Hexabromo[13C12]dipheny1 ether 200/ 200/ 200, 200/ 200
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(& 3)

HIRD LB DR Z T kYT = =)L —F )L Penta-BDE (DE-71™, Great
Lakes Chemical 1) F B2 BMAK & 2 DFEEIG ZFEIMT TR LZ SIM < b
FAEMIIRT, TERRBCTRONDEMEME AT — & b MEATHERIS S
F—E R - TRY (K8-1,K9-1), TERGIZOEE END 2,2',3,4,4'-PeBDE (#85)
e MMAEKRERBRTIIZEA EBRH IR, LEDOZ Lk, ROHiEIZBT 28
TERT G D BRI 2,2',4,4'-TeBDE (#47), 2,2',4,4',5-PeBDE (#99), 2,2',4,4',6-PeBDE(#100),
2,2'4.4,5,5'-HxBDE (#153), 2,2',4,4,5,6'-HxBDE (#154) & L7z,

(E 4

2— MIDEDOA~F VPR EFROEKGREE T Y A% 50 g Ahu—1o
MEVRNEE ST XA~V NS mL 2 3B LEEHT 5, ZOBOTKILE
ET D,

B R OEKREET U U ACHHEZE T L CHAKA8E% 3 5, HENA A>T
W27 5 AaDNEEE ~F 8 5mL T3 [EPEV, HEiRb K AT 5,

XHIZ, B— hOEEVRNEZ D=9 KO IZA~FH 8 5 mL T 3 BBV,
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080120XW1023 4: Voltage SiR 8 Channels El+
100 113 49;:.1’2;
{ C12-TeBDE #47
% -
[M+4] ) \\
oBoIzOXWIT ' 4 Voliage SIR 8 Cr-mn:sﬂs??s;
100 5.3506
% + |
[M+2] /\ k
|
0561120X\;V102'3 ; : 5 ,O 4: Voltage SIR 8 Ghannals Ei+
10, #47\ (32%) 4s7i14
“ [M+4]" /'
JJ 'k
oeb’120x0v1 023 4: Voltage SIR 8 Channals Els
100 O aser
#49 (0.6%) f\ #66 (0.5%)
"% [M +2]+ I’ \
Y
I 720 730 740 e ) S Y T Y P P T T T A I
0BO120XW1023 5: Voltage SIR 12 Chal15|17e7lselélo+2
100 41866
]f\ :
¥ [M+6]" '\ °C1,-PeBDE #99
; 2N SN
un;[uoxrwmzs 5: Vollage SIR 12 omn;;slja%lz.z
100 i 42408
M4 \
‘| j_ \ . |
080120XW1023 5 'Vollage SIR 12 Channels Et+
o #99 (44%) 0 e
#100 (10% i #85 (2.6%)
M gt HO000% )
05;.11120)(\&'1023 . ) 5: Voltage SIR 12 Chan;eegﬁl;-
100 A 1,887
u% 4 + /
[M+ ] ;'-\ | !
o 9.00 9.20 ' 9?40 260 n.so‘ 10,00 10.20 10.40 10.60 10.80 11,00 1 zTolm
018;:20)(W1023 13C12'HXB DE # 1 54 5: Voltage SIR 12 Chan“nge%??;g
il » ol
\ f 13
. ' / C12-HxBDE #138
% [M+4]+ f . J \ 12
S J A\ / \
0861120XW1(I)23 5: Voltage SIR 12 Channels El+
13 483.73
100 i C12-HXB_DE #153 7.9566
\ \
“ o IMH2I A \ .
/ \\ - :"I A
o ) . . Voltage 4 nnels El+
e #154 (3.8%) #153 (4.0%) e S e ot
2.0306
+
¥ [M+4] J | #138 (0.5%)
05;31120XW1 6;3 i ; ; \5: Voitage SIR 12 Channels El+
481.6077
100 1.3366
+ ﬂn gll ll
"% [M+2] \ | ll.
A = ‘j \— - Wi I". T - — Timo
10.20 10.40 10.80 10.80 11,00 11.20 11,40 11.80 11.80 12.00 1220 12,40
1 RUFATREDT7 2= —F )V TEMEOETI™0 s u~ 7T A
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(£ 5)

BV ATV T DX D T V=0T v TORTRENEZRIE LIZFIZ, BRES
NP O T EEEDEETE— I N T 0 — RIZRDEORBNEEX-HBE. DAF L
AR F Y R(DMSOY~F % ERIC K DB BNt 5, £/, 7T = UL/
~NEFUHRERGPCIZ LB 2 V=7 v LRI TH S Y,

2R, EOWECHRNEIT o BRI OWTIREB L VSN DT AT LB Y
V=27 v 7OHBTRERMRE TH -2, MK (&if) FEHz>W\»Tix, BV X
FNHITRZED T V=0T v 7 D% DMSO/~F Y U HERIZ L DN LETH -
= (K2),

TEbr=b IV ~FYHE (BF)

T br=FINVEAFYCRAMLTHERT 2L OEe— M, 72 =01
1000 mL R OMNFH 2100 mL Z AN, IRE SHTI1S DRHEE S L%, HEL. 7
Erh=rIVBE~AFH AT =) VE LTHERTS),

FREKEIAFV U THRELIZL DTV UK EFERTRGEEAK 2L &~
> 100mL Z 3L e — MI AR 15 iR E S TIRE 5 L. —BEER OKBE),

ZRE ) ITNDT AL OEBEE—F ) —= AR L —F—TH 5 mL £ T
ML, Do — hrOIZBLAFY 22 T10mL &35,

~FH U7 E b= MU AESE— PO 10mL NX, 10 5ERE 995, &
B, 2B THL, HBr—FOICTEDTE M=) VEBEET (¥
TREVTZ 2=V —TEIOTE M= NI AVBIZEENTVD), ZOBRELZA
F2EITVWT B =R IV EET D,

TE =M EFH20mL)ZB Lo — FOIZA~F Y 3R KEM 2 5(T
T h= MU AEKITIBED),

SIHIAFH L 20mL ZMATI05MIRE 5 TB(T =R IALEANRISEZ
LIZEO RV TOETD T 22 V=T )EIANFTH U~DEREND), FEBER. B
PN THrD, DEe— MO TBOKEEZET,

KBDOAS T — b@IZA~FH 2 20mL M2 T L045RIRE 59 %, BB,
TR ThE, TEBOXKEEZERT. LEEBO~AXY VBEHKe— OB T,
S — rQ@DNEEZ /D BOA~FTY T2 ETV., IR b SR — FNOICHET,

ANFY DAL T2 — FOITA~FH U EKEMAZ T 10 HRHRE 54 5(~F
P UBIEPICEZB L TWA T2 b= N LZK~DET D), B#ER. ZBIcyrh
THb, TBOKEBEZER T, EBOA~XV U2 EAREET ) U ATHAKTS, 36
IXBRER ., PUZEMHE 2RI LT GC/MS BIFERA OB B/ A TIVZA~F T TH LE
Z., BRRECEBL ATV U ZBRELER, THUZMAT20uL & LAER S
RET 5,
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080201XW1008

5: Voltage SIR 12 Channels El+
495.7360

100, 1 3C12- HxBDEs \ i 4.60e6
% A
» 1 LN
080201XW1008 5 Vollags SR 12 Channele £t
o HxBDEs ] i
[ B3
4 J— = — I.A'\d‘s_,l_-l-\’_ - — T — = =
080201XW1008 T ; & Volage iR 12 Channale Ele
't' A C,;-PeBDEs LA 1185
L p Al A
080201XW1008 5: Valtage SIR 12 Chunnels £l
100, o
N J\ PeBDEs e
; % I
080201XW1008 ’ ' ) ' ) 5: Voltage SIR 12 Channels EI+
: = v 7 - A ESO.QGM
100 ” : o 08,1385
(T8 M’W\‘WMJ AW‘ MM;W\’"\;_M\" Why 'rN WWW‘W
|
0802011008 'l " ' ' ' ' ’ 4 Valtago SIR 8 Channols £t
100 5.87¢5
" f\ Ci2-TeBDEs ‘
oa-o"zmxﬁnooe ' ' ' 4 Voltags SIR 8 cm*n:sl}ell‘:
100 3.54e4
. | TeBDEs
q o i i =
080201XW1008 ' X ' 4: Voltage SIR 8 Channels El+
2w <A 402.9607
100 {AN“WN\(JW 1.84¢6
[y
" d N/ \Wﬁ
! 7.50 8.00 850 800 950 10.00 05 100 11.50 won izm
~ = e N H A & —
DMSO/~F 3 ELALIRET CERINA+272R5BE) Oor/7r~ b7 7 A
080307XW1009 5: Voltage SIR 12 Channels El+
495.7360
100 13 C[Q-HXBDES A | 98408
% Il f l[ J \
4 A J\ ll - S— L. :
080307XW1008 5: Voltage SR 12 Chanis £l
100 HxBDEs f 11208
% ||',
R, VA"
0BOSTTXWI00 13 5: Voltago SIR 12 Charnals
w:_ J\ C1>-PeBDEs | 15060
A an i “_ if\
Ak — . ; "
05:1‘:07xw1 009 & Vollage SIR 12 Gllmat;lg %ll:
4/
‘ f‘ PeBDEs
n% 1
4 R | I | N e ===
080307XW1003 sy 7 A 5: Vallage SIR 12 Channels Ele
100 AN A AR P e B A a i A T Y L e A4
%
& ' / age ! 2] |+
080307XW1009 N 4:Votsge SIR § Channe 'I’s}?le
100 3
" 'I'L C12-TeBDEs
I\
0861307XW1 008 , 4: Voltage SIR 8 chun::éz’ilr;
100 12e
A | TeBDEs
. J , ,
0501307XV‘\I1009 - Ej \y 7 -7 Z 4: Voltage SIRB(:hlin;\oezl’ulg%g»7
100 B e e T il 6.99e6
uv
-1 T T - T T T T Time
7.50 8.00 8.50 9.00 950 10.00 1050 11,00 1150 1200 12.50

DMSO/~F % 4B

2 DMSO/~%Y i3tk ok (£210) 3
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(£ 6)
NRUFTEY T 2=V —T )0, ud— NPERONEBERE O FA A F
TolEBREA A0 D M-2Br DR EEE L At A 4V MELF 2 1ITRT,
BOWETIEDFA 2 F721EBRA 42 D M-2Br OF T FHREA A L 3R EE DR
[M+2]" [MHT R MH]'D 5 5 2 0% F =5 —F U ICHOTHIEZRTV., [M+H4]'%
ERERICIMA2] U [M+6] 2 fEsBH & LTERT 5,

K2 BOTA AL FEIIREA 4 M2Br) DIERE B ARt A A B

M M+2]" | [M+4]" | [M+6]" | [M+8]" | [M+10]"
Tetrabromodiphenylether 481.7153 | 483.7132 | 485.7112 | 487.7092 | 489.7075
18% 68% 100% 65% 16%
Tetrabromo[**Cp]diphenylether 493.7555 | 495.7534 | 497.7513 | 499.7493 | 501.7474
18% 68% 100% 16% 16%
. 559.6257 | 561.6237 | 563.6216 | 565.6197 | 567.6177 | 569.6159
Pentabromodiphenylether
1% 51% 100% 98% 48% 10%
Pentabromo[Cs]diphenylether | 371:6659 | 573.6639 | 575.6618 | 577.6598 | 579.6578 | 581.6558
11% 51% 100% 97% 47% 9%
Hexabromodiphenylether 479.6697 | 481.6975 | 483.6955 | 485.6935 | 487.6918
(BAZA 4> M-2Br) 17% 68% 100% 65% 16%
Hexabromo[ “Cy,]diphenylether |491.7398 | 493.7377 | 495.7357 | 497.7336 | 499.7317
(BA%A > M-2Br) 18% 68% 100% 65% 16%

(HET)

RFTOEDT 2 =)z —FT )VEED GC B T L TOWHIEIL., Cambridee Isotope
Laboratories #, Wellington Laboratories 5 U} Accu Standard B ¥ 5 % FIH L A
HA i3 JF 2 753 2 (Window defining solution/mixture, Wellington Laboratories $lZ 1 % »
TeBDE C{d#54 D3Iz, #60 2412 ¥AH L, PeBDE Cid#104 DS EAIT, #82 H3 5
%12, HxBDE Ti3#155 B3EHNC, #128 NEBICTIRHT D), Z OEHEFEPN TR
SN =7 DANT, 2ODF=F —A F L OHBLENERF(LEY DO RIKENLIAL
DEFHEIIRI L CEIS%URND DR EFTaEY 7= L2 —F VEE LCH
EL, EBZITY, BB, BRBIENOCD T T T AT -V a AN X HFHBICESE
THZL,

NRUFTREY T 22 VE—TNVEEBREEROL T UBBEICRERENAONS
BENH D, BEERIZHIGT DEEEIZOWTIIE»~ OFEREE (RRF) 2., #
DOHDRZTBEY T 2 =NV T— T )VRIZ DWW MBS N EET 2 BREEEDE
%O RRF ZHWT, MRMEREZEET S,
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(£ 8)
B TIRADL)IZ., [MEFEMEREREREOFIIE) (FRI1TEIA) Ko
T, F3-1~43DEBVEHLT,

1

#3-1 BRLOEERHTRADL)DHEH (TeBDEs)

B E A 2,2'4.4'- 2,2' 4.5 2,3'.4.4'- 2,3'.4',6- 3,3'.4.4'-
TeBDE (#47) TeBDE (#49) TeBDE (#66) TeBDE (#71) TeBDE (#77)

B E () 5 5 5 5 5

il HH 9 2 (mL) 10 10 10 10 10

4y BV E(mL) 1 1 | 1 1

B & (uL) 20 20 20 20 20

BN B (pg/pL) 0.1 0.1 0.1 0.1 0.1

HEEFEANEQL) 2 2 2 2 2
TEF1 (pg) 0.201 0.221 0.186 0.190 0.206
FEF2 (p) 0.196 0.213 0.202 0.202 0.218
FEFR3 () 0.205 0.211 0.201 0.183 0.213
#5524 (pe) 0.194 0.209 0.191 0.191 0.214
FERS (pg) 0.215 0.200 0.208 0.190 0.208
FE 6 (p) 0.208 0.218 0.200 0.200 0.224
FEERT (pg) 0.200 0.214 0.201 0.216 0.214
TERS (pg) 0.202 0.216 0.206 0.191 0.213
FE A9 (pg) 0.202 0.212 0.225 0.182 0.229
FEHIE (pg) 0.203 0.213 0.202 0.194 0.215

EERE 0.00634 0.00605 0.0109 0.0107 0.00716
IDL (pg) 0.024 0.022 0.041 0.040 0.027
AR (E (pg/g) 0.47 0.45 0.81 0.79 0.53
S/N 45 35 24 30 40
CV (%) 3.1 2.8 5.4 5.5 3.3

IDL=t (n-1, 0.05) X 0 n-1X2

205



* 32 RHLOLEERH TIRAIDL)DAE LY (PeBDEs)

stemEs, — 22344- 22445 2244%- 23446 33445
PeBDE (#85) PeBDE (#99) PeBDE (#100) PeBDE (#119) PeBDE (#126)

AR E(R) 5 5 5 5 5
fhH R E(mL) 10 10 10 10 10
4y B (mL) 1 1 1 1 1
B SR E(uL) 20 20 20 20 20
AR B (pg/uL) 0.1 0.1 0.1 0.1 0.1
FEBEAE QL) 2 2 2 2 2
FER1 (pg) 0.193 0.192 0.208 0.210 0.215
FEF2 (pR) 0.216 0.212 0.203 0.206 0.229
FEF3 (pe) 0.211 0.193 0.232 0.208 0.251
FE R4 (pg) 0.211 0.195 0.221 0.202 0.203
FEES (pg) 0.207 0.205 0.205 0.182 0.231
FE 6 (p2) 0.232 0.202 0.202 0.193 0.231
FERT (p2) 0.206 0.215 0.209 0.208 0.202
FE RS (pg) 0.185 0.227 0.217 0.203 0.235
29 (pg) 0.195 0.210 0.195 0.223 0.194
SEHIE (pe) 0.206 0.206 0.210 0.204 0.221
EVER 2 0.0140 0.0115 0.0113 0.0114 0.0186
IDL (pg) 0.052 0.043 0.042 0.043 0.069
AR R E(pg/e) 1.0 0.85 0.84 0.85 1.4
S/N 30 42 59 39 46
CV(%) 6.8 5.6 5.4 5.6 8.4

IDL=t (n-1, 0.05) X 0 n1X2
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# 33 BILoEBRHTRADL)OHEL (HxBDEs)

s 223AAS- 204455 0 2044.56- - 233445
; HxBDE (#138) HxBDE (#153) HxBDE (#154) HxBDE (#156)

ABHE(g) 5 5 5 5
h Hi % B (mL) 10 10 10 10
4y & (mL) 1 1 | 1
AR E(UL) 20 20 20 20
AR IRE (pg/pl) 0.2 0.2 0.2 0.2
$EBE AR (L) 2 2 2 2
FER1 (pe) 0.379 0.399 0.388 0.412
FER2 (p2) 0.386 0.394 0374 0.396
FER3 (pe) 0.392 0.378 0.420 0.424
FEHR4 (pg) 0.390 0.390 0.432 0.438
FERS (p2) 0.394 0.371 0.407 0.418
556 (pg) 0.385 0.410 0.425 0.438
FEFRT (p2) 0.373 0.390 0.364 0.393
TSRS (pg) 0.432 0.369 0.388 0.401
#5329 (pg) 0.411 0.399 0.401 0.414
SEEME (pg) 0.394 0.389 0.400 0.415
EERE 0.0179 0.0136 0.0235 0.0164
IDL (pg) 0.067 0.051 0.087 0.061
ARUEHEL L B (pg/g) 1.3 1.0 1.7 1.2
S/N 60 89 88 53
CV(%) 4.5 3.5 5.9 4.0

MIDL=t (n-1, 0.05) X 0 n-1X2
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R 4-1 MROLEBEHRB TRADL)DEH (TeBDEs)

A 2,2'.4.4'- 2,2'4.5' 2,3',4,4'- 2,3'.4'.6- 3,3',4,4'-
s TeBDE (#47) TeBDE (#49) TeBDE (#66) TeBDE (#71) TeBDE (#77)
e E(g) 20 20 20 20 20
R E(mL) 10 10 10 10 10
Sy ERE(mL) 1 1 1 1 1
AR & (uL) 20 20 20 20 20
AR FE (pg/ul) 0.1 0.1 0.1 0.1 0.1
HEEEAEQL) 2 2 ) 2 2
FER1 (pg) 0.201 0.221 0.186 0.190 0.206
FER2 (pg) 0.196 0.213 0.202 0.202 0.218
FER3 (pe) 0.205 0.211 0.201 0.183 0.213
R4 (pg) 0.194 0.209 0.191 0.191 0.214
FES5 (pg) 0.215 0.200 0.208 0.190 0.208
FEE6 (pR) 0.208 0.218 0.200 0.200 0.224
FERT (pr) 0.200 0.214 0.201 0.216 0.214
FERS (pg) 0.202 0.216 0.206 0.191 0.213
#5539 (pg) 0.202 0.212 0.225 0.182 0.229
HME (pg) 0.203 0.213 0.202 0.194 0.215
EERE 0.00634 0.00605 0.0109 0.0107 0.00716
IDL (pg) 0.024 0.022 0.041 0.040 0.027
AR E(pg/e) 0.12 0.11 0.20 0.20 0.13
S/N 45 35 24 30 40
CV(%) 3.1 2.8 5.4 5.5 3.3

MIDL=t (n-1, 0.05) X o n-1X2
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# 42 MROEERHE TRADL)OHE Y (PeBDEs)

cammms 22344 22445

2,2',4,4,6-

2,3'4.4,6-

3,3',4,4',5-

PeBDE (#85) PeBDE (#99) PeBDE (#100) PeBDE (#119) PeBDE (#126)

B E() 20 20 20 20 20

i HH % B (mL) 10 10 10 10 10

4y B E(mL) 1 1 1 | 1

B E (L) 20 20 20 20 20

HENHRIE BE (pg/pL) 0.1 0.1 0.1 0.1 0.1

HEEEAE@L) 2 2 2 2 2
FER1 (pg) 0.193 0.192 0.208 0.210 0.215
fEE2 (pg) 0.216 0.212 0.203 0.206 0.229
FER3 (pg) 0.211 0.193 0.232 0.208 0.251
fE R4 (pR) 0.211 0.195 0.221 0.202 0.203
FERS (pg) 0.207 0.205 0.205 0.182 0.231
#5536 (pg) 0.232 0.202 0.202 0.193 0.231
TERT (pg) 0.206 0.215 0.209 0.208 0.202
518 (pg) 0.185 0.227 0217 0.203 0.235
59 (pg) 0.195 0.210 0.195 0.223 0.194
FEIE (pg) 0.206 0.206 0.210 0.204 0.221

TEVE R 0.0140 0.0115 0.0113 0.0114 0.0186
IDL (pg) 0.052 0.043 0.042 0.043 0.069
BB E(pg/g) 0.26 0.21 0.21 0.21 0.35
S/N 30 42 59 39 46
CV(%) 6.8 5.6 5.4 5.6 8.4

SIDL=t (n-1, 0.05) X 0 n-1X2
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* 4-3 MKOEBERH TIRIDL)YDEE (HxBDEs)

*‘T%%Eg 232'939454'35"' 2,2',4,4'95,5" 2,2',4,4',5,6'- 2,3’3"4,4"5-
N HxBDE (#138) HxBDE (#153) HxBDE (#154) HxBDE (#156)

AL E(g) 20 20 20 20

i HH 7% & (mL) 10 10 10 10

4y B & (mL) 1 1 1 1

B R E (L) 20 20 20 20

AR IR FE (pg/uL) 0.2 0.2 0.2 0.2

HEBEEANEQL) 2 2 2 2
FEFR (pg) 0.379 0.399 0.388 0.412
FEF2 (pg) 0.386 0.394 0.374 0.396
#EE3 (pg) 0.392 0.378 0.420 0.424
ER4 (pe) 0.390 0.390 0.432 0.438
FERS (pe) 0.394 0.371 0.407 0.418
#5536 (pg) 0.385 0.410 0.425 0.438
FEFRT (pg) 0.373 0.390 0.364 0.393
FERS8 (pe) 0.432 0.369 0.388 0.401
#5539 (pr) 0.411 0.399 0.401 0.414
EHE (pg) 0.394 0.389 0.400 0.415

BERERZE 0.0179 0.0136 0.0235 0.0164
IDL (pg) 0.067 0.051 0.087 0.061
AEHA R E(pg/e) 0.33 0.25 0.44 0.31
S/N 60 89 88 53
CV(%) 4.5 3.5 5.9 4.0

MIDL=t (n-1, 0.05) X 0 n-1X2
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(£ 9)
HEFEORH FRMDL)ECEERE TRMQL)IE., MbFEMERREEFTEDF5I
X |CERR17TE3 DIk, BALROMEKE (&) IZHOWTERENRER S RUFE6 O
EBYVREHLE,
b MEARRE CMERR SN D FERMA A VT EER 23T S50 L Ak
BchHb,
#5 BILOREFEOHEH TRMDL)EOER T RMQL)DE H

22'44'- 22'45- 22.445- 22'44,6- 2,2',4,45,5'-

StRME 4 TeBDE TeBDE PeBDE PeBDE  HxBDE
(H4T) (#49) (#99) (#100) (#153)
HEE (o) 5 5 5 5 5
EERNE (pg) 0 0 0 0 0
REHAEIRE (pg/g) 10.7 1.06 1.90 2.94 5.24
fHEE (mL) 10 10 10 10 10
& (mL) 1 1 1 1 1
RIS E (uL) 20 20 20 20 20
HEANRRE (pg/ul) 0.27 0.03 0.05 0.07 0.13
EEEAR (L) 2 2 2 2 2
BIET 5 o 7 O (pg/g)  3.54 0 1.04 0.45 0
FEFRINFEE® (pgle) 10.7 1.06 1.90 2.94 5.24
fER1 (pg/e) 11.8 1.08 2.14 3.26 5.26
FER2 (pe/g) 9.44 1.01 1.70 2.81 5.62
TER3 (pg/e) 12.2 1.06 2.29 3.13 4.94
15324 (pe/e) 12.4 1.34 1.99 3.07 4.85
FERS (pgle) 10.4 0.966 2.05 2.81 5.02
556 (pg/g) 10.3 0.927 1.90 2.59 5.07
TERT (pg/g) 10.2 1.04 1.89 2.51 5.44
1518 (pg/e) 10.0 1.12 1.66 3.25 5.38
#5539 (pgle) 9.24 1.00 1.44 3.08 5.60
SEHIE (pg/g) 10.7 1.06 1.90 2.94 5.24
Rz 1.17 0.118 0.262 0.276 0.288
MDL (pg/g) 4.4 0.44 0.97 1.0 1.1
MQL (pg/g) 12 1.2 2.6 2.8 2.9
SN 152 11 19 29 37
CV (%) 11 11 14 9.4 5.5

¥MDL=t (n-1, 0.05) X 0 n-1X2
HMQL=0n1X10
O BETZ ¥
bl MU v 7 ROBRDRVREE CRUIRROBIEZ TV, BIE L7ZfED
EEE
@ EHRMEY .
MDL & HARBHIAEER Z RN L TWRWRECTEEN D REOFHE
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£6 MK (£) OREGEDHEE TRMDL)EUER T RMQL)DHEH

2244 22'45- 2,2'.44'5- 2,2',4,4,6- 2,2',4,4'5,5'-

XTERME TeBDE TeBDE PeBDE PeBDE  HxBDE
(#47) (#49) (#99) (#100) (#153)
HEE () 20 20 20 20 20
BEHERNE (pg) 0 0 0 0 0
HEHAERE (pg/e) 2.96 0.196  0.491 0.986 2.74
fHHKE (mL) 10 10 10 10 10
PEE (mL) 1 1 1 1 1
REIRE (uL) 20 20 20 20 20
HEANBIRE (pg/ul) 0.30 0.020  0.049 0.099 0.27
LEBEFEAE (uL) 2 2 2 2 2
BIE7 T 7 B (pglg)  0.132 0 0 0 0
ERINTEH® (pg/g) 2.96 0.196  0.491 0.986 2.74
FER1 (pg/e) 2.88 0.189  0.456 0.974 2.78
FER2 (pg/g) 3.00 0220  0.424 0.915 2.63
FER3 (pg/e) 2.92 0.173  0.494 0.969 2.68
fE R4 (pe/e) 2.88 0216  0.506 0.968 2.73
TEERS (pg/e) 2.95 0.194  0.434 1.066 2.79
56 (pg/e) 3.01 0.169  0.595 1.183 2.58
ERT (pg/e) 3.02 0.198  0.554 0.937 2.89
#5528 (pg/g) 2.95 0.164 0477 0.970 2.80
A9 (pg/g) 2.99 0239  0.480 0.897 2.77
SEHME (pg/g) 2.96 0.196  0.491 0.986 2.74
RYERZE 0.0530  0.0255  0.0551 0.0878  0.0958
MDL (pg/g) 0.20 0.095  0.20 0.33 0.36
MQL (pg/g) 0.53 0.25 0.55 0.88 0.96
S/N 131 6.6 14 31 40
CV (%) 1.8 13 11.2 8.9 3.5

HMDL=t (n-1, 0.05) X ¢ n1 X2
HMQL=0n1X10
O BIET T 71y
A= Y v 7 ZADBDRVIKREE THUITREROBIEZ TV, BIE L72{ED
FHE
©@ WEEINEE]
MDL EHAREHIZER ZHRM L TWRVIRETE SN2 EE O EYE
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§2 #& B

[s4rE:]
(Zer—Fv—})
ST —F v — FEH 3 ITRT,

S TR/ R K Bk -I=HE P
A 5¢ BTN 2B R AYRIE 2 mL 5% NaCl 20 mL #E/KHERE TR A
YoF—hE PxFm—7)L 10 mL RS2 SR —

50% =& )— L/ ~FH> 20 mL
[2[E B : ~%FH 20mL]

#£&9 30min
i R A R/ A 7K BE oK - 2HE P
A 20 g BATIRREE T B LR 40 mL (BHAIf)  #EKFEEET RD L

JfES I 30 g 12 mL (IR dn), 18mL (Ff4rm) 60 mL () B2—F)—o R —HF—
Yo —hEIN 25% X =)L/ ~F

48 mL (FEAIM), 72ml. (H M)

2. 3@ H: ~FH

40 mL (BHAIfm), 60mL (BHr )]

L5 30min
e [ P N BIE NI NHT
~FH2 10 mL 10% ruanaAF s /~F P 60 mL
i g RAF VANV F R/ w Vg e GC/HRMS-SIM
n—A&) — R —F— a—HY—T/RL—F—
~F P 1 mL PR ERIN
FH 20 pl

3 NRUATREY T 2 )VT—T )OS T a—
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BE.:5mL
il 30mL
Bk :20mL

Lot )

(@)
BCAS ALY (Y=L FyTRIMT)

q—‘!‘}!s RBAD (PN =V Py TRAI4Y)

BH ML 2mL

t—— BB 7 E=2h Bikm:12mL, W 18mL

(LN TR/—LINFH2 20mL:

[ (1:3) TH/— AR S Bk 46mL . WKl T2mL

SIFLI—TNA 10mL

AU

A
I0min

E ]
BIL:AFYL 20mL

J#F i Ax4 somL

MR s alnl

B 5% ML F MO AKER 20mL
P A SRR 60mL
Bk A SU®BAK 40mL

Lo

MERW
(R=Ff-In'd |~§=)

I FENGAZLIATES I — '
T

Pebzbig 2l 20 I
L e m P
l HEAR J l RERR | Fe TR —_ 1
(B-9Y-1n'E L=3-) [l T T LU NS OT T 50—
‘_ﬂc ABANAT W& {1 slf'mwm»ﬂ' -
(LA LRIA D) RAEH kibxz,
[E8asuL) ] nr:i‘"jj;’-::?x i i m-n-mn;—f—? rn-aw-rnt u—!—:l |(u-w-m'a b~$—:|
Amin 5o | TE-IsR4 UCBR Y asRst19
oo o] I m_:—‘lm_l = (z uyx:wm (LB RAD) AR 4 2)
(PR —] - = S EE(i6nl) ® nauu TR0
i RGC-HRMS L ey
PCBs, HCHs, HCBZ, HAOGHRMS FRMeE,
Adrie, Chioedane, EWGmL) A8/—1 n:.niam [mang-ortha PCE) PCOD,FCOF,
frans Hoptachiampoido, x| | LOME-HSHIE
Cxychiordans, ODT, AUl | [Chiordnesns)
DOE, DDD, Taxaphone, B
Mirox, (FE8, PEDE) |__xE ]
8254y
(YYD RRAD)
EW(E5uL)
HRGC-HAMSINE
pors)
> ~ 8 e Ay H_/\ AN —
M4 FAFTXRLVHELTZORBEORT 7 0

(U NI EHAR O 45 EItL)

REBE O~ R RARY L)

REBRE N~ R RRT MR ZRITTRT,
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2,2'.4,4'-Tetrabromodiphenylether (#47)

P HF— NYE - 2,2',4,4'-Tetrabromo[>Cy;]diphenylether (#47)
5 |

&
S, || y=10802x-00152 | | A
| -
.  =0.9997
jn 3 Sy I— —
EN
~
5
&2 o / RRF: 1.022 -
1’3
) 1 |—= N R 11 | I L
=
1]

0

0 1 2 3 4
o

R 0.5~200pg/ 1 L, Yo" — MR EE: 50pg/ 1 L)
2,2',4,5'-Tetrabromodiphenylether (#49)
o — NE : 2,2',4,4'-Tetrabromo[ °Cy,]diphenylether (#47)

| T

' t
y=0.7016x - 0.0108 /
1 =0.9995 |l _

W

[\

:

miRE CHRME/ Ve S — MR

[=)

RS
(St B R EE: 0.5~200pg/ 1 L, o4 — ME e : S0pg/ 1 L)

2,3',4,4'-Tetrabromodiphenylether (#66)
Yo s — NGE : 2,2'4,4'-Tetrabromo[ > Cyz]diphenylether (#47)

= | :
T, y=0.5698x — 0.0119 I |
e 2 = 0.9996
B :
- 1
|8 1} | — - __|
& ‘! RRF: 0.524
® i
R
=
i
0
0 1 2 3 4

WEELE
(et SR BT S 0.5~200pg/ 1 L, $ro /" — MBI BE: 50pg/ 1 L)

5.1 Ry 2T eV 7 ==Lt —5 )V (TeBDEs, PeBDEs, HxBDEs) fRE#
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2,3',4',6-Tetrabromodiphenylether (#71)
o s — NE : 2,2'4,4'-Tetrabromo[ °Cy,]diphenylether (#47)

3 H y=07125x-00030 [ ;
P =0.9997 /

miiE HRBE/ s — MR

)
T
|

\
[
|
|
|

REHK
R B 1B AE: 0.5~200pg/ 1 L, Yras — MY B8 E: 50pg/ 1 L)

3,3',4,4'-Tetrabromodiphenylether (#77)
s — NPE ;2,2 ,4,4'-Tetrabromo[ *C),]diphenylether (#47)

I [

|
|
y=1.0332x—0.0256 | | ! |
|
5 | =0.9993 ! : ‘|
|

&
b
|
EN
1
£ :
® o, | -
s | RRF: 0.931
R ‘ .
T 1 |
m |
1= | | |
0
0 1 2 3 4

RALL
Gt R 0.5~200pg/ 1 L, Yo & — MO E R E: S0pg/ 11 L)

2,2',3,4,4'-Pentabromodiphenylether (#85)
YK — NPE : 2,2',4,4',5-Pentabromo] *Cy,]diphenylether (#99)

. _

£ 3 y=0.7888x - 0.0217

| .

& 7 =0.9995

[nt

2

&

8

& |

Y E— S ! RRF: 0.698

N

=

& |
. |

0 1 2 3 4

BEL
M ERE: 0.5~200py 1 L, ¥4 — My iR E: S0pg/ 1 L)

50 Ry FTuEVT x=/)Lt—F )L (TeBDEs, PeBDEs, HxBDEs) &
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2.2'4.4' 5-Pentabromodiphenylether (#99)
Fa s — NE : 2,2',4,4',5-Pentabromo[ *Cy]diphenylether (#99)

y = 1.0047x - 0.009
53 | r* = 0.9996

B CIgpHE/Y ey — MR
I
|
|

REL
(B EaBE: 0.5~200pg/ 1 L, w1 — My E iR B : 50pg/ 1 L)

2,2' 4 4',6-Pentabromodiphenylether (#100)
W H— MY 2,2',4,4' 5-Pentabromo[ *Cy;]diphenylether (#99)

=)}

w

~

[+

migt (RHEME/Y =S — MR

<

Yo — Y 2,2',4,4',5-Pentabromo[13C12]diphenylether (#99)

&
.
Y 2 =0.9997
a
:E 2 F T .1_ = S S—
g | |
& |
£ 1 = === = | RRF:0.767
ey
- | |

O | i |

1 2 3 4

y =1.3087x — 0.004
? =0.9999

+

3

RRF: 1.261

=

2

3 4

(R R R EE: 0.5~200pg/ u L, s’ — M R E: 50pg/ u L)
2.,3'.4,4'6-Pentabromodiphenylether (#119)

y =0.8074x — 0.0066

RE

REH
G E R 0.5~200pg 1 L, $ru s —MaE#REL: 50pg/ 1 L)
5.3 ~N_yATnEY 7 x=)x—7 )V (TeBDEs, PeBDEs, HxBDEs) BER
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3,3',4,4',5-Pentabromodiphenylether (#126)
oA — Y : 2,2',4,4',5-Pentabromo[ *Ci,]diphenylether (#99)

w

= b
£, || y=11603x-0.0417 /
o P =0.9992
jul = _ N g
i\ /
=
EN) . e | _—
& / RRF: 0.989
; 1 »—
=
&
0
0 1 2 3 4

RECH
(R M. 0.5~200pg/ u L, " — M E R 50pg/ 1 L)

2,2'.3,4,4',5'-Hexabromodiphenylether (#138)
s — NE : 2,2',4,4',5,5-Hexabromo[ *Cy;]diphenylether (#153)

'S

|
y=0.8312x—0.0117
 =0.9993

/ | RRF: 0.766

1 2 3 4
3424

(R R EIREE: 1~400pg u L, Yo & — M) BIRAL: 100pg/ 1 L)

2,2',.4,4'5,5'-Hexabromodiphenylether (#153)

oA — NYE : 2,2',4,4',5,5'-Hexabromo['*C,]diphenylether (#153)

l
\

—_
|
|

ik (HEBR/ e S — MR
»
|
|
\ |
|

[

[=)

l - T
“11 y=1.0209x-0.002 /‘

3 |- £ =0.9998 , ]
] H— Zp | RRF:0.991 |

0 1 2 3 4

IREH
(R ERIE: 1~400pg un L, 15" — M E R 100pg/ 12 L)

X 5-4 RVFTaEYT =)t —5)VIE (TeBDEs, PeBDEs, HxBDEs) R &

m (REWE/ Y 05— )
[ 5
\
| ‘
|
|
|
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2,2',4,4',5,6'-Hexabromodiphenylether.(#154)
Y — NE : 2,2',4,4',5,6'-Hexabromo[*Cy,]diphenylether (#154)

| y=0.9707x - 0.0071 | 4
5 | #=0.9998 . S

B GHEIE/ S 05— M)
(3%
|
|
|

| \

| |

- [
|

REL
Gt 2B 1~400pg/ 1 L, 2 — Mo E R EE: 100py/ 2 L)

2,3,3',4,4',5-Hexabromodiphenylether (#156)
P F— NE : 2,2',4,4,5,5'-Hexabromo[ > Cj,]diphenylether (#153)

| | |
3 y =0.8138x — 0.0293 -
?=0.9982

miE R/ e/ — MaR)

I
GRS R TR 1~400pg/ 1 L, Y/ — M- R 100pg/ 1 L)

5.5 Ny FTaEVT x=)Lx—F )L (TeBDEs, PeBDEs, HxBDEs). 1 &
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M

2,2',4,4'-Tetrabromodiphenylether (#47)

080118XM1003 432 (8.088) Cm (430:434-(410:426+444:448))

1048

83 78

Magnal Ef»
aze (LI
4o8
|
404 Ty

3341320

1 ny

11
sl i 2 402 lfl4p0
L L] . 164 163,490 228 30 408 e
Vel e n7iae ]{Lﬁin‘ﬁ!o: 254207 297 3AN0 565347370 a0a_ || 410431443458 481 517 531543

y iy gy e
L1 L] 100 %20 Y40 180 VA0 00 IR0 X400 260 2D 300 330 M0 260 380 400 430 440 400 480 800 620 84D

2,2'.4,5'-Tetrabromodiphenylether (#49)

030118XM1002
100

03 75

413 (7.852) Cm (411:414{423:427+3008:402)) Magnnl Els
1374

488

484|508

7

8
,4 137] yaq 108 2 20 sy M a:a
184
I viAGRIEELFITCL MR I (e AL | O LIPS mui 343385377 an2 [, 410431443455 487 daossiTeze Bk
L1 " 100 1310 40 t60 10 J00 230 249 200 200 3 330 340 380 30 400 420 440 480 4 830 840

2,3'4,4'-Tetrabromodiphenylether (#66)

G8011BXMI00Y 480 (B.281) Com (435400 (40488 452 :484))

0o

Magnn Els
320 1.07ed
324
by A8
“‘{r 488
76
83 138 2187
137| 184 ¢ 482
50 |oslue ‘ Preo s R 408 490
I ; 2 ”!-. i A0 17s 208 o AL sy 28 zgy 308 (a0 ’?5-30?’?.23_5‘ ([ A10431 4q9 467 481][1] 483508 o saa’f”“
[l 40 100 30 140 160 T80 3200 ZF0 R40 280 240 300 330 040 300 380 o ‘

400 €30 440 460 40D 500 530 S40

2,3',4',6-Tetrabromodiphenylether (#71)

000118XM 1002 418 (7.008) Cm (416:410-(421:425+405:408))

6-1

Magnal Eis
a8 14Ted
324 (328
480
484 488
138 219
29 482 {1400

408
; %7a00 | 330 355307378 402 ) 410431 443407 "";] &" 817520 643340
100 136 140 180 10 $00 330 0 280 J80 300 3 MO @ 380 400 4Y0 440 480 480 800 liﬂw 840

RyET7aE®Y 7 x=)L=—7 )VSE (TeBDEs, PeBDEs, HxBDEs)
TRARANRYT RV
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3,3',4,4'-Tetrabromodiphenylether (#77)

080118XM1002 407 (8.768) Cm (498:400-(503:505+480:402))

Magnsel El+
100 488 1803
484 | 40n
- 1
™
83 nr 4682 ||l 4no
i |as 163 v
183 378
,‘T #0291 mm \iklrln 101218 mm “3" ‘}LE ] apuasiss U 808817 gy
€0 80 100 130 140 100 180 200 ﬂo 240 m 30 30 430 440 480 480 m sio =dn
' 1 H 3
2,2'.3,4,4'-Pentabromodiphenylether (#85)
080118XM 1002 848 (10.310) Cm (847:050-(8 38:843+854:658)) Mugnet Elv
100 404 0.053
560
»
402 408 502 5a5
a7
E'W“ ;s 155 l n sa0|llisro
80,82 201 248 sm 482|488
J gs 118 '”“,Jr 11 ‘l 241 a?s;rn qzs 455 ik‘“m 529543 571 592 gy
€1 &0 100 u‘u 140 uh uinm: 246 360 m 320 Mo 0 80 a0 440 400 460 900 920 840 S80. 580 600 820

2,2'.4,4',5-Pentabromodiphenylether (#99)

080118XM1003 562 (0,755) Cm (580:564-(587:5014573:577)) Magnai Eje
100, 04 n.41e3
se4
[
-
402|408 502 5ga
L ] |
|:n
248
sao| 570
|°f] WL Yo7 m:“ i o ”\l AJ.I ﬂjk m“’k %" Wm,m  on_ass l“’“ 517 543 558 | 71 571_gos. 817
9 80 100 130 14D 160 180 200 20 240 360 mmmdommmmmmuasenem"&‘
' ' g
2,2'4,4' 6-Pentabromodiphenylether (#100)
080118XM1002 348 (§.350) Cm (344:548-(340:554+530:542)) Magnat Els
100 404 884 54503
%
137 4021400
207 1
5375 205|200 v
143 233 301
o 240 2 A
..l H il (118 u’ il 204l sosff "~ 355 3778y wds‘ 455 “lhl uoingm“ﬂ_ 593 gos 817

% 80 numuu|io|aommnommmmm:d.ommm«n«nm?uah"m

62 R HFTaEYT x=)bt—7 )V (TeBDEs, PeBDEs, HxBDEs)

T AANRY MV
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080118XM1002 582 (9.530) Cm (561:504-(587:5714551:555))

2,3',4,4',6-Pentabromodiphenylether (#119)

= " s
664
-
402||4n8
552|508
75 1 297
- 208(289 g8
248 s0|ls70
,:2“ 82, 119 134 5 170 m A.J.La”" 367 377 354 431 AST 4 4ot [0 81 sex fl(srases _ev7
e 180 130 140 188 1 PO T T e e e ¥ il e P T o e : eda
' 1 g
3,3',4,4',5-Pentabromodiphenylether (#126)
080118XM1002 8683 (10.660) Cm (864:067-(856:060+670:073)) Magnei £l
100 S6Tad
%
207
T
aa“ L 265200
b 40& mr “‘ i“
244 402
825 !l 01| 217 25 [ 7
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2,2',4,4',5,6'-Hexabromo[*C)2]diphenylether (#154)

080118XM1008 675 (10.802) Cm (674:676-881:688) Magral Els
100 498 6753
858
484|438
854
858
W
652
]
4923500
148 228 248 308 335 8 418 " J
@ 159 334}.%%8 41 &6 ezol
& 795 04 33‘ 420 530 662
B9 o t3] Jes e 281 |fjasa i "2 m%&s 517 sie mm 979 693,
w:.1lwlatsn115200235zsonsaws:sssosvsmm?sommmmmmm & 70

2,2',3,4,4',5'-Hexz'1brom0[13 C1z]diphenylether (#138)

0B0118XM1005 794 (12 143) Cm (793:796-(800:804+783:787)) Magnat Els
196 5723
100
484
498
858
* 35‘3]553
416 ]
338
148 4924500 5 652
161 228 :«am 308 414420 574_lago ]lf
Hig 1!2 18547 % 0 384 ||39° 430 431 sap 72 asulﬁm
_ll] i, 458 8§17 2 il se2 629 i
0 -y miE
5 75100 125 150 175200225 300 Wﬁmmﬂlfﬁmﬁﬁmﬂﬁmsﬁﬂmm

6-5 NUHFTEYT ==)L=—7 VA (TeBDEs, PeBDEs, HxBDEs)
T AANRT RV

224



31-0ct-2007 17:11:21

071031XW1001 13 4: Voltage SIR B Channels El+
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#7 BHLOWMEINERRR

M E %

REHE FNE AE RHERBE ER®R ZEMREK

@ (g B gy (%)
2,2' 4 4-Tetrabromo 5 RS2 11.0 — —
diphenylether (#47) 5 200 5 52.0 103 (109) 3.1(4.0)
2,2'.4.5'-Tetrabromo 5 EEm 2 1.4 — —
diphenylether (#49) 5 200 5 42,5 103 (110) 4.7(7.6)
2,3',4,4'-Tetrabromo 5 EHM2 N.D. — —
diphenylether (#66) 5 200 5 41.0  102(109) 2.6 (5.8)
2,3'.4' 6-Tetrabromo 5  fmEn 2 N.D. — —
diphenylether (#71) 5 200 5 409  102(109) 3.4 (5.3)
3,3',4,4'-Tetrabromo 5 EmERMmO2 N.D. — —
diphenylether (#77) 5 200 5 404  101(108) 3.6 (4.4)
2,2',3,4,4'-Pentabromo 5  EEm 2 N.D. — —
diphenylether (#85) 5 200 5 403  101(93) 4.4(6.1)
2.2' 4 4' 5-Pentabromo 5 R O2 1.4 — —
diphenylether (#99) 5 200 5 436 105097) 1.6(@4.7)
2.2'.4.4' 6-Pentabromo 5  ERM 2 3.7 — —
_ diphenylether (#100) 5 200 5 484  112(103) 2.6(5.2)
2,3',4.4' 6-Pentabromo 5 mEym 2 1.0 — —
diphenylether (#119) 5 200 5 442 108 (100) 4.2(7.8)
3,3',4,4',5-Pentabromo 5 ®ERn 2 N.D. — —
diphenylether (#126) 5 200 5 398  100(92) 4.3(6.3)
2,2'.3,4.4',5'-Hexabromo 5  EWRMO2 N.D. — —
diphenylether (#138) 5 400 5 77.5 97 (89) 3.3 (7.9)
2,2'.4.4'5,5'-Hexabromo 5  EEHRMO2 7.4 — —
diphenylether (#153) 5 400 5 88.5 101(93) 3.1(6.4)
2,2'.4.4'5,6'-Hexabromo 5 |muHmoo2 1.3 — —
diphenylether (#154) 5 400 5 820 101(96) 22 (4.2)
2,3,3'.4.4',5-Hexabromo 5  wmIsm 2 N.D. — —
diphenylether (#156) 5 400 5 78.8 99 (90) 5.2 (8.9)
2,2'.4,4'-Tetrabromo 5 1000 2 = 114 =
[*Cy,]diphenylether (#47)*' 5 1000 5 — 107 4.1
2,2',4,4',5-Pentrabromo 5 1000 2 =S 101 —
[*Cy,]diphenylether (#99)*' 5 1000 5 -~ 92 4.7
2,2' 4 4'5,5'-Hexabromo 5 2000 2 — 97 &
[*Cy;]diphenylether (#153)*' 5 2000 5 - 9 54
2,2'.4.4',5,6'-Hexabromo 5 2000 2 — 104 —
[3Cy,]diphenylether (#154)*' 5 2000 5 — 95 4.8

* 05— MR OB
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#8 MK (£Mm) OEMENERERE

N AEE WINE JE RIERE [EIRE LEFRK
X ERWE 4 " 0
@ ez B @gg O %)
2,2',4,4'-Tetrabromo 20 EHM 2 3.0 — —
' -diphenylether (#47) 20 200 5 (131 102(112) 1.7 (11)
2,2'4,5'"-Tetrabromo 20  EHEIM 2 0.22 — —
diphenylether (#49) 20 200 5 103  101(111) 3.3(7.5)
2,3',4,4'-Tetrabromo 20 EFOmMm 2 N.D. — —
diphenylether (#66) 20 200 5 99  99(109) 1.8(7.9)
2,3',4',6-Tetrabromo 20  E@mo 2 N.D. — —
diphenylether (#71) 20 200 S .94  94(103) 2.8(8.0)
3,3',4,4'-Tetrabromo 20 EEHM 2 N.D. — —
‘diphenylether (#77) 20 200 5 9.7 97 (106) 2.0(8.9)
2,2',3,4,4'-Pentabromo 20 EEHM 2 N.D. — -
diphenylether (#85) 20 200 5 9.6  96(107) 3.9(4.9)
2,2',4,4',5-Pentabromo 20 EHRM 2 0.41 — —
diphenylether (#99) 20 200 5 10.7 102 (115) 3.6 (7.9)
2,2',4,4',6-Pentabromo 20 Eygshn 2 1.0 — —
diphenylether (#100) 20 200 5 10.7 97 (109) 2.4 (7.8)
2,3',4,4',6-Pentabromo 20 ®mEHRM 2 N.D. — —
~diphenylether (#119) 20 200 S 101 101(113) 1.4(7.7)
3,3',4,4',5-Pentabromo 20 M2 N.D. — —
diphenylether (#126) 20 200 5 9.6 96 (107) 3.8 (5.8)
2,2',3,4,4',5'-Hexabromo 20 EHM 2 N.D. — -
diphenylether (#138) 20 400 5 193 97(91) 59(50)
2,2',4,4',5,5'-Hexabromo 20 EESM 2 2.7 — —
diphenylether (#153) 20 ~ 400 _ 5 224 = 99(93) 15(4.6)
2,2',4,4',5,6'-Hexabromo 20 Emygshn 2 N.D. — —
diphenylether (#154) 20 400 5 20.2 101 (94) 1.7(7.0)
2,3,3'.4,4',5-Hexabromo 20 \HMO2 N.D. — —
diphenylether (#156) 20 400 5 19.4 97(%91) 7.5(5.4)
2,2'.4,4'-Tetrabromo 20 1000 2 — 104 =
[3Cy,]diphenylether (#47)*! 20 1000 5 — 110 9.4
2,2'.4,4' 5-Pentrabromo 20 1000 2 — 108 T
[3Cy,)diphenylether (#99)*' 20 1000 5 — 112 8.3
2,2'.4,4',5,5'-Hexabromo 20 2000 2 = 100 -
[CCialdiphenylether (#153)*' 20 2000 5 — 94 35
2,2',.4,4'5,6'-Hexabromo 20 2000 2 — 96 T
[*Cio]diphenylether (#154)*' 20 2000 5 — 93 7.2

*1 o 5— ME O IR
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(B VAN TLAIa NI T T 4 —]
LBV AT T A DPLDOBEH AT —E2RI KUK 101N LI, ~FY
O L EATiE. IHTRE 100 mL 128V T h RIS ALV EAER#ES, #138
ENRIETE LTz, —H. 10% P27 ma ¥ U~F I CHEE LG, EHRE
40mL CEMUZIEFSCOREMERER SN, TO/-ENL, ZRBV I DT NLT
S MBI EEEREICIE 10% 7 na 2 F o~ oA, EHEET 60 mL

kL7, |
29 ZBIVIUIINLDTINLDEH AR —(10%T 7 aa X F /nFHy)
0% 7 an X H o f~FH EES
0-20 mL | 20-40 mL | 40-60 mL | 60-80 mL [80-100 mL| (%)
2,2'4,4-TeBDE (#47) A 103 0 0 0 104
2,2'4,5-TeBDE (#49) 0 1000 0O 0 0] 101
2,3',4,4'-TeBDE (¥66) 1 102 0 0 0 103
23 4.6-TeBDE#71) o 99 0 0 o 99
3,3',4,4'-TeBDE (#77) 1 101 0 0 0 101
2,2',3,4.4'-PeBDE (#85) 0 99 0 0 0 99
2,2'4,4',5-PeBDE (#99) 2l 9% 0 0 0 101
2,2',4,4',6-PeBDE (#100) 5 96 0 0 0 101
2,3',4,4',6-PeBDE (#119) _ 6 94 0 0 0 100
3,3',4,4',5-PeBDE (#126) 3 98 0 0 0 101
2,2'.3,4,4',5'-HxBDE (#138) B 0 97 0 0 0 97
2,2'.4,4',5,5'-HXBDE (#153) 4 92 0 0 0 96
2,2'.4,4',5,6'-HxBDE (#154) 7 89 0 0 0 96
1C12-2,2',4,4-TeBDE (#47) 1 108 0 0 0 108
3C12-2,2',4,4',5-PeBDE (#99) 2 100 0 0 0 101
3C12-2,2',4,4',5,5'-HxBDE (#153) 4 93 0 0 0 97
BC12-2,2',4,4',5,6-HXBDE (#154) 7 89 0 0 0 96

EEWE 1ng, Yy — MWE 1ng M
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#£10 ZRBUIYDTNE T LNDOEWHNRE — 2 (~FT )

~EHY ElEs
0-20 mL | 20-40 mL | 40-60 mL | 60-80 mL [80-100 mL| (%)

2,2',4,4'-TeBDE (#47) 0 1 43 49 10 103
2,2'.4,5'-TeBDE (#49) 0| 1 50 43 7 101
2,3',4,4'-TeBDE (#66) : 0| 1 48 40 9 98
2,3',4',6-TeBDE (#71) 0| 0 14 52 25 90
3,3',4,4'-TeBDE (#77) of 1 40| 47 11 99
2,2',3,4,4'-PeBDE (#85) 0 0 2 18 39 58
2,2'4,4',5-PeBDE (#99) 0| 2 51 45 11 108
2,2',4,4',6-PeBDE (#100) 0| 8 77 24 3 112
2,3'4,4',6-PeBDE (#119) ) 0 12 83 20 2 117
3,3'4,4',5-PeBDE (#126) 0 2 51 43 13 110
2,2'3,4,4',5'-HxBDE (#138) 0 0 2 16 31 48
2,2',4,4',5,5'-HxBDE (#153) 0 2 39 36 11 89
2,2'4,4',5,6'-HxBDE (#154) 0 7 61 21 3 92
13C12-2,2',4,4'-TeBDE (#47) 0 1 41 48 9 98
13¢12-2,2',4,4',5-PeBDE (#99) 0 1 50 47 11 110
BC1-2,2',4,4',5,5'-HxBDE (#153)| 0| 2 41 37 11 91
13C12-2,2',4,4',5,6'-HxBDE (#154) 0 7 61 21 3 93

EHEME 1ng, Vs — MIE 1ng BN
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497.7517

" TR {>C1,-TeBDE #47 R
= [M+4]" /\

=1 T T T T A b a BAS A Aeans AhAaa AMaas AAALEL LS Sl s e s M a s Al e At As s MRSt aa Rl i an s MaRes i eainanal banas adbds nanas
080120XW1008 4: Voliage SIR 8 Channels El+
405.7538
1001 2.7808
" +
[M+2]
A S S i S ) 4: Voltage SIR 8 Chennels Ef+

4857114

g #49 (1.4 pg/g) /\ #47 (11 pg/g) S

+
o [M+4]
oB0t2oWioos ’ ' QLR L SN ' '4:v3n-nésm'acﬁm4n$=ﬁ:a
100: 14865
+
% [M+2] /\

ERES Sy ; r "\.\_,If'\.. . T ’ S Sa— vy : v . ; . Y s Tima
3200 730 740 750 760 770 780 790 800 810 820 830 840 850 880 870 880 890
080120XW1006 5: Voliage SIR 12 chan;_;llssgg

100 1 ;
3C1,-PeBDE #99 12700
+
«| [M+6]
080120XW1008 ) ' ) ' 5 Votge SIR 12 Channels £
100 17608
+
* [M+4] /\
4 : . AN N
080120XW1008 ' o 5: Vohage SIR 12 Channels 1+

#

100, #100 (3.7 pg/g) #99 (14 pg/g) 3.8804
[M+6] j\

[ _J'\_/\-._,___.rj\-_,.f\_, el |, e e e S L e K ¥ | e
080120XW1008 ' ’ ' ’ ' ' T ' o "5 Voliage SIR 12 Channals Eis
#119 (1.0pg/g) R
s [M+4]" /\ /
T e e i e o s
(::l:IZOX\MOOG 13C12_HXBDE #1 39 5: Voltage SIR 12 chan::é?iaé
13 "
C12-HXBDE #1 54 \
"| DT A A\
. B,,-HxBDE #153
* [M+2] /\ A
08B0120XWI008 W R T T T T e votage SR 12 cﬁm‘n:: A
" #154 (1.3 pg/g) #1353 (7.4 pg/g)
s [M+4]" \
08.0120XW1606 e j-\_lh_ T _._-_Ff\l‘ ' T ) ' ! T ' - ' 5 Vnﬁnﬂ 81;12 C;I—IT;:;%‘IE
100 Agiad
|
M PN i — S S o—

oz tado | 1oeo | 080 time | 1120 | 1140 | 11eo | 1180 | 1200 1220 1240
8-1 RILAB DI v~ b7 T AGERM
Ry BT OEDT = =)L —5 LIE(TeBDEs, PeBDEs, HxBDEs)

231



080120XW1008 4: Vollege SIR 8 Channels El+
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Mg (4em) 16, RUFTREST 2o V=T URBEHEN (X 8).
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Pentabromodiphenylether

This method provides procedure for the determination of pentabromodiphenylether in human
breast milk and whole blood samples by gas-chromatography high resolution mass
spectrometry (GC/HRMS).

[Human breast milk]

Human breast milk (5 g) spike with surrogate standards mixture and extracted by liquid-liquid
extraction. Human milk is two times extracted with hexane, after adding 2 mL of saturated
potassium oxalate aqueous solution, 10 mL of diethyl ether and 20 mL of 50% ethanol/hexane.
The extract is washed with 5% sodium chloride and then dehydrated with anhydrous sodium
sulfate. After solvent evaporation, lipid content of sample is determined by gravimetric
method. The lipid is quantified sufficient to 10 mL of hexane. One milliliter of sample extract
is subjected to multi layer silicagel column and then elute with 60 mL 10%
dichloromethane/hexane. After the solution is evaporated and further concentrated to 20
microL by nitrogen gas purge, it is added internal standard. The analysis is measured with
GC/HRMS-SIM. The method detection limits (MDL) and the method quantification limits
(MQL) are 0.44-44 pg/g and 1.2-12 pg/g. The averages of recoveries (N=5) of
pentabromodiphenylether in human milk containing 40-80 pg/g are 97-112%, and the relative
standard deviations are 1.6-5.2%.

[Human whole blood]

Human whole blood (maternal blood 20 g or cord blood 30 g) spike with surrogate standards
mixture and extracted by liquid-liquid extraction. Human blood is three times extracted with
hexane, after adding saturated ammonium sulfate aqueous solution and 25% ethanol/ hexane.
The extract is washed with hexane-washed water and then dehydrated with anhydrous sodium
sulfate. After solvent evaporation, lipid content of sample is determined by gravimetric
method. The lipid is quantified sufficient to 10 mL of hexane. One milliliter of sample extract
is subjected to multi layer silicagel column and then elute with 60 mL 10%
dichloromethane/hexane. After the solution is evaporated and further concentrated to 20 pL
by nitrogen gas purge, it is added internal standard. The analysis is measured with
GC/HRMS-SIM. The method detection limits (MDL) and the method quantification limits
(MQL) are 0.095-0.36 pg/g and 0.25-0.96 pg/g. The averages of recoveries (N=5) of
pentabromodiphenylether in human blood containing 10-20 pg/g are 94-102%, and the

relative standard deviations are 1.4-7.5%.
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Hurman milk hqulc.l- 11qu1c.1 extraction _— dehydratlm'l & |
2 times with hexane concentration
S8 potassium oxalate aq. 2mL 5 % NaCl20mL  anhydrous Na2804
surrogate standards  diethy] ether 10mL rotary evaporator
50% ethanolV/hexane 20 mL
[2nd hexane 20mL]
Shaking for 30 min
liquid- liquid extraction . dehydration &
blood hin
Human bloo 3 times with hexane likaadd concentration —®
maternal blood 20 g ammonium sulfate aq. 40mL: maternal anhydrous Na2SO4
cord blood 30g (12 mL: maternal, 18 mL:cord)  60mL:cord  rotary evaporator
surrogate standards 25% ethanolhexane
(48 mL: maternal, 72 mL: cord)
[2nd & 3rd hexane
(40 mL: maternal, 60 mL: cord)]
Shaking for 30 min
gravimetric lipid quantify sufficient . o
— 1mL Iti layer silicagel
determination } to 10 mL multi layer siicagel columm
hexane 10% dichloromethane/hexane 60 mL
. dimethylsulfoxide/hexane w concentration GC/HRMS-
concentration [— N
participation J to 20 uL SIM
rotary evaporator " rotary evaporator
nitrogen gas purge nitrogen gas purge
hexane 1 mL intarnal standard
decane 20pLL

Figure 1. Flow chart illustrate sample extraction, cleanup and analytical method for

pentabromodiphenylether in human milk and blood samples
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