) B@w7 7/ V¥—F

ANFHY T o7 =)L
Hexabromobiphenyl
(314 HBB)
[X&mE DtEE]
Br Br
Br Br
Br Br

CAS &5 : 59080-40-9 (2,2',4,4',5,5'-Hexabromobiphenyl)

ﬁj\%it : C12H4B1'6
AIANFF T REET 2 S VZIEREOBERAIEIZ L D BRI 42 BEEET D, HiE, »Ek

ZEHIERIZ DV T 2,2',4,4',5,5'-Hexabromobiphenyl DNZ % 588 L7~

(B FRIEIR]
TTE #s (C)
WERL | 1x10° (90 C)*!

*1: National Library of Medicine (2001) Hazardous substances data bank (HSDB), STN online

RRE (kPa) | KIEMEE (mg/L) log Poy
0.011 (25C)*! | 7 LA FGHEE)*!

627.59

[Zt%, Azl

= P T v b A LDs : 21500 mg/kg (FM BP-6)

7YX #&F LDsy : >5000 mg/kg (FM BP-6)
== ® ABSHIE. RV UL Z 74— hig ¥ OEERE
FM BP-6 : Firemaster BP-6
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8§81 4 v &

(1) SIHTEEEE
- FRELEE
BARBHCAT Y = VERD U U LK, P FNT—T B I S0%T S ) —V
J~FYUEML, BESMEEITS GF2E, BEL2EBEASFY L), ~FT U4
Hil %z 5% LT R YU 7 AKEE TARER., BAKABEITH., n—F J—= /KL —
F—%FAVWCEKET 2, BHERBOHIEHR, —ERICEARL., HHH L T2,
RO —E A SR LU CEZBY Y ST TLE WLV 7 V=0T v 7 %217
V. GC/HRMS-SIM % AW Tt &21T 5,

- Mg (M) FRE (i X OWEH )

RS & OEE I SR fAFIRREL 7 v F = U AKIRIRB L O 25% T F J —/vi~
XYL EME. BEIHHEITS GH3E, AL 2, 3EBEIAFY ), ~FF M
HIE &~ VSR CHRE%., BKABEIT, n—F ) —x SR —F —Z W
CEHET 5, [BHERORIER., —FRICEARL., KL 75,

HHFHED—EE2SMLUTCEEB YISV D T AE DIZEY 7 V=T v 7 &7
V. GC/HRMS-SIM % AW Tt 21T 9,

Aok REOBHR B LTI Te MR O BRI 5 mEiEs (BER) )
CER% 18 4 11 A BESBERENRERELZEW BLU e MEFREOBRBNIZ
B 26 (ERR 184 11 A REAREARTBRELZER) ICHELL TEET S,

(2) AR - H=E
[RRZ]
AFYTEEET =)L
2,2'.4,4'5,5'-Hexabromobiphenyl (#153) : AccuStandard 8¢ (#iEE 94.8%)
2,2'.4 4' 6,6'-Hexabromobiphenyl (#155) : AccuStandard 8 (#fiEE 98.4%)
3,3',4,4',5,5'-Hexabromobiphenyl (#169) : AccuStandard 4 35 ug/mL
Yuls— N E
2,2'.4.4'5.5'-Hexabromo[*Cy,]biphenyl (#153) : Wellington Laboratories f¢ 50 pg/mL
PARYEME
2,2’,3,4,4',6-Hexabromo[13C12]dipheny1ether (#139) : Wellington Laboratories # 5 pg/mL

ZOMAEREEOERLL, BETAM S Y Wellington Laboratories B F 72 i

Cambridge Isotope Laboratories #% CHIH AIRETH D,
IR TEREDA~F Y7 1 E 7 = =/Zi%, Firemaster BP-6 (Dow Chemical L)
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RERHY ., 2,2',4,4,5,5-Hexabromobiphenyl (#153)73 ER 7 TH D,

TEhry ZH )=, ~NFH VrunaAFy fEMERY Y FF U8
SR E IR R b F R REREHERA (5000 fFHRNE)

VxFALz—F)b, T h=b U EREER RERBIEARA (5000 fFiRHE)

g7 =0 A, Va2 UBA) UL AERR

Fhy, PAFINANEEFY R, KBS Y A IR

Bk v U A, EKRFEEET R U UL REREERARM

A% ) —)v:HPLC H

B - BELSITH

EMALS U B H L Merck U 1 L 60 (63~200 pm)%& A # ) — /)L CHEE L T

JERGRTE . 130 °CC 4 BEEEMEL L7z b o,

22%(WWH2804 X —F 4 > 7V B H IV IEHAL T Y 5V 234 g IZIRTIEE 66 g &
Mz, ¥4 SEEE S L, 2—TFT 47
L= D,

44%(wWiW)H,SO04 1 —F 4 L 7 ) AV BT U BTV 224 g ITIRERER 176 g
Mz, K40 pEiEES L, a—T 1
JLEbHD,

2%WWKOH 2 —F 4 7 U aH N 0 AE ) — NV THE L CTRERRED Y
FN196 gz ) —)L#180 mL %N %
VIATNVOEFEY R D ETERE
9 L. KB LD Y O b dg TP ks
KK 20 mL ICEN LTRIEE & B2z
WBeH %, n—F Y —x XKL —F—%
RWTHI 3 ReIRUERCIR L T2 b D,

7 )L PR : 150~250 pm (60~100 mesh) 130 CT 5 FefiEHEAL L7z b D,

ANFHUBEEK A 2L LT 100mL & 3 L iR e — M2 AR 15 5 fEE

EIOWTIRE 5 L, —BEFERDOKE,

[REDOREME - ]

AEMEREVZD, BEINR2WVE S BHRWIZEET S,

— R BMEER AT SRENE Z v oT VWi, B S OREHIB AT
FAERAVDD, TAIKRANVETENRT D, DITERGRIRY v bOFELITZ2H
WBE L COROBRREE 2V S ITEET 5.

[%=R]
KFE: 0.1 mg DREOEFRFZ VD,
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BRI - H S AR R OSRERE 2 AL D,

o—g ) —x R L —&— ([HEEAE)  EROBRICHV D,

B O Sk — Foke >HHICAVWD,

<A zm Y)Y (25puL, 250 L) : Y urF— N RONEEMEORIMZAN S,

HSAraw ME (PE1Smm £ & 35cm, AE 13mm &S 35cm)

2 —FESEn— bk (100mL, 300mL), FRE7F 2= (10mL, 300mL), *
SN3RES (10mL, 25mL). AAT Y& — (20mL, 50mL, 100mL), AA7Z
Ao, RAY—)LERy b BENSALT IV

m— b ER9Omm YT AE PAKABIZAVD,

H 5 2R ESEIFERRNCT B P ROAFF TS L, BRL TRV, 7 A
SREEIIBANEE LU,

(3) HHTEE

[ OFBE CHREF]

BALA ST - RBHI DT 21T 2 £ T, WEKRFT Do

SR OEVIZE LT T MEGRRBI ORI BT 2 mEiEs (B 1 (OF
18 4E 11 A BELEEAETEERSR LV Tt MEEEEOREOIZEY
2iest) (ERL184E 11 A BELARERBTRELSR) WERL TEET 5. €0
MBS L2 EREREIC BT 2REHRBICH > CTOBEBEE] 115,

[2REl DT K ORRERR OFRS]

(REFLFE O HH]

Sl A EE BTAXT. Y AKRICRET) %, EFRCARe—aRELE (7
S2F v/ ROENRSE : 70 ) DLOZEREREEFM) & 100 mL A% —7 85
WD—F%%ﬁ\@ﬁ%%bt%‘Nxv—wﬁ&yhé%wfﬁﬂﬁﬂSg%ﬂ%
féomom;x%~f@%ﬁm—FK%D?*F%E@%MMﬂHm%MMWGﬂ
Mmmmﬂmym%HMWMMQ%ML\%#TéoﬁDE_B%E@%M%ﬂ\%
(LA DEBORE L HEICE B, HONUDKRERBEZHESE L TR
BN o VEEH U Y KSR 2 mL, YT FAT—F 0 10mL , BLT50%=F
—JU~F Yy 20 mL IR 7245 30 4R, AR L S M AT 5. BER. TROK
BaUOSED — MIB L, Fizlo~F¥> 20 mL iz T, BE 30 MRS Ol
245, HBB%. 32 EOMHIC L3~ U EEADE, S%HEAT MY U AKE
Wk 20mL N2 AT 5, KEFKRE L%, BAREBET b UvLAZHANTHAKSE
(FEDEFV, B—F ) —=AFL—F —Z AT 2 mL E TR, BEIETT
JERFEERIEZTT 2,

(A Ol ]
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AE AR (FTAIT, SRERICET) %, BETRCSKe—F2FRE2E (7
TAFy 7 HMOINORE : YV W FNDOERBZREEFA) & 300 mL X F—7Fi4y
Ba— FE2FRE, BEEE Lk, "AY—A Xy FEAWTREMRE 20 g (W
# : 30g) ZFFET S, 300mL AXF—T7 S5 — NIV v S — NER,2'4,4,5,5
-Hexabromo[*C1,] biphenyl) 20 ng/mL % 100 pL 2 ng)#&MN L., ##3 3, Fa s — kg
HOWMEZ, BLEMDOEBORE L HEIIZI 270, HO0UONELELHE
BLTEL,

FAFNRRER T =T L 12 mL (FF#M : 18 mL), BL O 25% = # ) —/)L/~F ¥
48 mL (BEH5M : 72mL) ZhN&7-1% 30 4f, RARIEE >HHE1TH, BEE. TE
DKBEBIDOSH D — ML, FHIIZ~F %2 40 mL (SN : 60 mL) ANz C.
FBE 30 oMRE SHHEITS, ZOBREZBRVIKL, 5 3 BOMEIZL 5 ~FH
BEzEbE, ~FYEEK 40 mL (M : 60 mL) MiKEET D, KEZBREL
TetR, EKEIEET NY U AEZRAVTHRAKSECE 2)Z2TV, 0—F ) —x R L—%
—ZAWTH 2mL £ TEMEZ., LEZSCCEMEERNELZTS,

EMEERE]) (BLEIZRLTO)

HHLH 105 CT 3 EFMEL, AL, 0.1 mg OEALE CEEZAIE L7 10mL
FTARAT TR AR EREVEDOASNFY U THEVWIA, 0—F J—o R L —F—%
AWTHERZEEICEET D, KEOBENZEIZRNWI L 2R L, T RAET7 TR
aADIMAE L < Stk 0.1 mg DEAMNE CTEEZRIET D, AIEOEEZE)HRE
FORBMEZEHT S, RFFIIAILERICHRET 5,

(i R D AE L)

BEAER., ~F VBRI EXPORBREICHENC A, 10mL IER LT,
ABEZRERICOET 2, 2B, HBLITEBOBREICLIVERSTD, L)L
SEILERER L TEL,

SRV IINASTLII V=T S

I0mLICER LI-HHEEZ I mL R LUTEEU Y BNV H T AGEDICART L, 10%
Truan A UAFY 60 mL TRIHEES, BHEEZ o —F Y —x AR L —F —
THSmL ETREL, ~F VU E2RVTRREICEVWIALER, ER5MTOEBE
TRNET 5. GCMS HIZRADBENL TIVIZ, NERENEQ2,2,3,4,4,6-Hexabromo
[*Cyz]diphenylether #139) 50 ng/mL % 10 uL (0.5 ng)¥M L. #E#E L= A {EEIC B
LEBZIDITRREZDEDOAT T U THEWI A, BN RERLTM CEREL T
XY UERELER, T EMAT20uL & LAERENR & T2,

BB UEDI7 V=0T v T THRIERBHROBRE TR+ GAILEY Y H Y
NATBEEDT V=0T v T BT8R, VAFNLANEKF T F(DMSO)/~F
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VASERIC & B AR A EINGE 3) L. EED L FARIC PRI EL & FOI0 L CRIEREHR &
ER-N

D AF AN R F ¥ R(OMSOY~F4 45 GRBRE COEMENE)

DMSO [ ~F 4 Cfafn L CERTAG L 4 e — b2, DMSO 1000 mL FUN~F
#2100 mL Z AN, BEHHTI15 HRHIRE 5 L%, #EL. DMSO BZz~%Y
“EAFI DMSO & LTHERT %),

250 mL KD TF = T VEEIZEL T U 7 A T5 g &~ BEIK 150 mL 2 AT
IRV IEY, fRte) ) v AKEIREER T 5, EARICITETERY OBl
N AR DD ERERLTERT D,

LB HEND T ENLOENRE 0 —F ) —Z R L — & —TH 5 mL £ TR
LT, 10mL FPORBEICBL, ZEKMTInL BEICRDETRE(EC 7
O AXUEERSAL, ~FHUEMAT2ml &7 5,

~FH I DMSO % 2.5 mL Mz %, X VORBREICHRE L, FRY TH 10 BHE
WL 545, BER. CBIZADILTHE, SRV —LERy b2 HWTTED DMSO
Z25mL R PORBBIIBT(~F Y7 oTE 72 =/LEZ 0O DMSO BIZEEN T
%)e = OWIEEAE 4 EITV, ~FHP T BELT ==/b% DMSO IZHELY D,

DMSO (&5H% 10 mL)%2# LiAAT 25 mL XV ARBREIZ, ~FF%iEK 10
mL & faFnrE kT R U v AKEIR 1 mL &% 5 ([DMS0 & KITRE D),

XhlzAaFHr 2 mL FMX CRBEICREL, FRY TN 10 RS ST
(DMSO L ARNRED Z LICE D ~FH T EE T = = Vid~F P r~gi I d),
e BTSN TG, RRAY—ALERy bEAVTERBOANF Y BRI
AE L7 10 mL XY ARBRBICETI V7T 7 2=/ UIZ O T U BICE
FhTW3), ZOHEELEF 3 EITV~F Y ACHDELT D,

~NFH UVEHEDO AT 10 mL 3V ORBE I, ~F P UHEK2mL 2MA 5, A
B oA L. FIED CRI0MERE 5 T5(~F R TIZERE LTV 25 DMSO
B ARADET B, BER, ZBIZAPNTHL, EBO~T Y UKL Kb
kY o ACHAKT S, REHTEMES, PUEEYE RN LT GO/MS RIEM @S
L TFMEAFH TR LEL, EERHCEBL TSV U ERELER, TV %
Mz T20pL & LEIERBHR E 95,

TnYVSNATEI V=T v (BE POPs & DEEDHTOHE)

B 5H UbiEME L (130 °C, #5 BREAEER) Liz7u ) UL 8 g2~ i UIliE
L. #5s7u<h® (WE13mm £&35em V7AR; A hyFayrftE) o
FFICEKERT Y AR SATTR Y DLEBRXFEET S, 20%Y 7 a0 A
VI~F YL 80mL TH T AEMEE L&, 300mL 0F AE T Z2axky bL, A
BUE A B 5 MIRMT 5, 7 u~ NMEOKE & EKRET Y U ABO ERETT
T, HED 0% 7 an XX /~FY L THEBRBRER LUV 7 AOBEREZ
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%m&ﬁ6%ﬂ%W§A:ﬁﬁT5(m ruan A ~FY 2 80 mL CHAMR S
PEETS (B 1), TARAMT7IZAa2ROVEX, ALY /aaA¥ 2 80 mL T
W Z ke 2 (| /\2) B4y 1A —F ) — N RL—F—TH5mL ¥ TERMEL.
~NFYUOERAVTRREIZENWZ AR, ERXMTHOEE CTRMET 5. GCMS #
ER DB ESAL TV, NIZLEWER2,2,3,4,4',6-Hexabromo[ *Cy,]diphenylether #139) 50
ng/mL % 10 pL (0.5ng)#MNL . IBHE L RE 2 EEICB LEZX S OITRREZ D ED
AFY TN S, IR RBRLIMTEML ATV E2RELER, THY
2Nz T20uL & LHEIERENE LT3,

TOBEICIY AFHTTOEE T =3 20% Ty aa R 2 /ATy (B 1)
THRHTD, 3ELLT, TANVKY VeV R AT E7uloR®EY A N
B2 IZBEH L, 268800 POPs 1ZES 1 IZIRHT 5,

2B, 7rlYAony MZEIWBERAAZ—VRE257-0, WIENCEHRER
THEREX T = L TEAT 5,

[Ze3 BRIk DFAR]
REZAWRWT, [FREOFTLE R OREHEORR] OIEIZHE-> THBEL., Boh
7Rk = =R BRIk & 35,

[E#EOFR]

2,2',4.4',5,5'-Hexabromobiphenyl }z O} 2,2',4,4',6,6'-Hexabromobiphenyl % 1IEFE!Z 10 mg
I &Y, FRNEFN VU EIZCERIZ10ml & L, & %1000 pg/ml OEYER
BT, "XV T 7= VEREBEEROEEREY T I THI-BEL, 2
ng/mL 7> 5 1000 ng/mL DIRAIEERIEZER T 5.

oS — N E(Q2,2,4,4,5,5'-Hexabromo[ *C]biphenyl)i&, 7 4 > THR LT 200
ng/mL OV vl — NPEREERBREERT 2, NIEEYE(2,2,3,4,4,6-Hexabromo
[3C1,] diphenylether)iZ 7 7 > THIR L T 50 ng/mL DK & 1ERT 5.

YLK EIRE L 0.1~200 ng/mL O 5 EREDORERAZEHERV 07— FMIE R
OPAEREE 134 % 20 ng/mL) ZVERL T 5,

RENCENT B0 o — VBRI 7 & b THIRL T 20 ng/ml OFRRZVER
T2,

[BREHE DRTF - BIEHK]

—RICEERFRIEEMIIESRIEZ Y T W, RSB L OREHI AT
FABEREMNDD, TIVIFANVETENRT D, FITENOEIRY v b OEIAT
ERWDELTHOGEPEERVEIITEET D,
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(3]

([GC/MS 4]
ff B2 Autospec Ultima  (Waters/Micromass)
HP 6890 (Agilent)
BT L ENV-5MS 15 m % 0.25 mm L.D. (0.1 pm) (BAR{LF5)
(5% Phenyl Polysilphenylene-siloxane)
HiB&MH 120 °C (1 min) — 20 °C/min — 200 °C (0 min) — 10 “C/min -
300 °C (8 min)
EANTE F AT A
H— KRBT b AEEFYEZ V=T A 05mx0.53 mmlD.
HEADRE 120 °C(0.1 min) — 100 °C/min—300 °C (15 min)
FEAE 2pL
¥y V¥ —HR ~1 17 (1.0 mL/min)
A F Ak EI
A A ALEE 30~40 eV
bT v 7B 500 pA
JnEEE 8 kV
A —7x—RRE 300C
A F L IRIRE 300°C
MHE—F SIM
5y FREE M/ AM > 10000 (10% Valley)
FTo=F—AF L (HE4)
EE #A
XtRME Hexabromobipheny] 627.5352  625.5372
¥ — M)E Hexabromo[ >Cy]biphenyl 639.5754  637.5775
NAZHEY) Hexabromo[°Cy,]diphenylether 655.5703  653.5723
ayJwA Perfluorokerosene 642.9600

Uik 247

BEBAEEEE O 0 — NMEOLEIM U7 5 7 2yl & GCMS IZ
WA UTONT 5. RIET T 0 7 BEN D ITHRMEO Y — 7 B SR WE L
BT 5.

Bonsd&ru~v NI AIBNT, EEYEOY—smEE Y/ — MEOY
— JEECE - TERONAERILLEE L, RERONEE 32, ST LIRERH
BRI S EN A EEYEORESY Y n S — MHEOBRETEH - THLONDIRE
HASE L. REROKE LT3, EAMTTARLT, B IREICLY, ERZER
FTE—ROBREBRFER L. BERARVOEER () 2HET D, F5EN 0995 L
ETHDB T EEHERT D,

(EE)
SR 2 pL % GO/MS ICEA L THHTT 5. BATICRTRE AV TRRBRERE
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RREOZHEH L, RERAEERORESHFICKIT 5 RRF O E2RD, EEHEIZ
HWa,

_ AsxCrs
Ais x Cs

RRF  : fERPECELREL

As RERT OREWE O Y — 7 K

Ars EERTOY e — NYEO Y — 2 HE

Cs REIRP O EWE ORE (pg/pl)E 7213 EAE(pg)

Crs RERF OV S — NEORE (pg/ul) FIXEAE ()

ADHETIE, ~F YT o7 2 S VEEMEOA A VBEIIRERERR LN
HEN DD, FERICHIET 2 RBMEE EEMBAFCEEREMENRE) TonTid b
LA TR O {4 O REMRE (RRF) MV, ZOMDOAFY T oEb 7 o=
JREE ORI L - E O WS O & VS, o RRF ZHWVT, %%
BREZBEHT5ES).

URE DR H)
RRF Z AT, UTORNLEREEZRD D,

A x Cis " 1
Ais x RRF w

RE (pgl) =

A  XIRME O v — 7 HFE

As VoS — I NWEOY— 7 EE
Cis Y — N EOWRINE (pg)
RRF  : fEXHEREREL

W  REE (»)

EERBERERLELRGAIT, LRORBR (BEEY LY OKER) ZEEE (%)
THHELTEHT 5,

REA & B(%) N
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(#& & #HH TRRAIDL)]
AASHTIZ V= GC/HRMS O IDL % LA TSRS (HE 6)s

(L]
W IDL RpE DL REHARE
g (rg) 3] (pg/g)

- 2,2',4,4',6,6'-Hxabromobiphenyl (#155) ~ 0.051 5 1.0
2,2',4,4',5,5'-Hxabromobiphenyl (#153) ~ 0.042 5 0.8
3,3',4,4',5,5'-Hxabromobiphenyl (#169) 0.085 5 1.7
(1% ]

o IDL sElE DL REHAEE
(pg) (8) (pg/g)
2,2' 4 4' 6,6'-Hxabromobiphenyl (#155)  0.051 20 0.26

- 2,2'4.4',5,5'-Hxabromobiphenyl (#153) 0.042 - 20 _ 021

3,3',4,4',5,5'-Hxabromobiphenyl (#169) 0.085 20 0.42

(I H ORI FRMDL), & & FHRMQL))
ABIEF BT 5 MDL R U MQL % B ISR 3 (E ),

(%)
W HElE BRHTRE EETRE
: (8) (pg/g) (pe/g)
2,2',4.4'.6,6'-Hxabromobiphenyl (#155) 5 0.69 1.9
- 2,2',4,4',5,5'-Hxabromobiphenyl (#153) 5 1.1 3.0
3,3',4,4',5,5'-Hxabromobiphenyl (#169) 5 1.5 4.0
(M #&)
W REE RETRE EETRE
€] (pg/g) (pe/g)
2.2' 4,4',6,6'-Hxabromobiphenyl (#155) 20 0.31 0.83
2.2'.4,4'5,5'-Hxabromobiphenyl (#153) 20 7 0.24 3 0.65

3,3',4,4',5,5'-Hxabromobiphenyl (#169) 20 0.57 1.5
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T R
(HE1)

BOWEDZE TV 1 7T T LAZid 2%ww)KOH | 22%K T8 44%(w/w)H,SO,4 =
— T ATV ITNVERND, Fﬁﬁ&“fﬂ(AgNog):’—T/r YTV BT NERWEE
&, PCB DIEEFLAEZEDENIMET 2815 55, PCB # R—RIECHOM T 5
KEAVWRW AN T EE 7o VOB 2SI TARAIEFERLTLELE XA
VS, BRI HRREZIT o2 ECHERT ), £, FROZBVV ISV D T A
RI—=b VT LEFEATIHERICIE, A—h—uy MZIVEH AZ—
BB, FRNCANRBR CHREAITo- ETHERAT 5,

oty hOAFY USSR EREL YD, wﬁA&DVFM(Wﬁwhmuﬁé%
cm HI7AB ; R Ny Faysftx) | )\thEEﬁfs ICEED D, BEER LI E &I
JIZK@ABAL RN X DI85 TEHED

AT hyaw b %LCD\_FODJILEF%"C“T#%JILELC%\%EH’E_’%E'CE‘EETE)O

- EKWEET Y U A lem (BX) Tl
- I\ Y BT 05¢g
© 2%W/WKOH =2 —F 4 > 7 ) a7 v 05¢g
- IEETY B 05g

¢ A%WIWH SOy T—F 4 V7Y AFL 50g
¢« 22%WWHSOy T—F 4 7L Uh AL 3.0g
- GBSV BT 05¢g i)
- HEKEEEET RV U A lem (BEX) ]

COBR, £FREMO EEmMAEEICRD LI FTHELTWL, FHEE, 10%Y 7 no R
ZUI~F L 60 mL THEHZITV., 7 o~ NMEORE X EKFET N T A8k
ME TCTIT THhLRABOAFREITH,

(£ 2)

n— MIDBEOANFY TR E OB T Y 7 A%8 50 g Aho—ho
MWL VREBEE DD KO ICAFH UM S mL & 3 B LEEET 5. Z ORROBRIEILEE
T 5,

PElE R OEKEEET N Y U MR EZ#E T L THKA8%2 325, MBERA-T
W7 T RaORNEEA~FYT R 5mL T3\, ERLHAA8T 5,

IDIZ, r— FOERE W NEE D I X HITA~AFH U 5mL T3 BT,

(E3)

ZRVIATNITICED 7 V=27 v I OB TREREPE LI, BRES
NP H T EEFOEETY— IR u— FZRDPEOREVPEEZ -HE. ))‘ F v
ANV F Y R(OMSOY~FH o HHlic K DB EZBMNT 5, £, TE=RUL/
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AFHUAER GPC Iz L B2 )V —v T v L FIATRETH S 2,

BB AW ETRHZIT o BRI OWTREEV Y ATV AT AL D7
V=27 v OB CHETNETH -7, MK (&Mm) BEHZOWTL, LBV I D
BFLhTGIMEEDB T ) —2 T v 7 D% DMSO/~FH USRI K DUE N LETH -
72

T = FI ATV B (BE)

T b= b MEAFHOTEMLCERTAGLSReE— M, TEF=FI
1000 mL B OFH 2 100 mL A, HEE S TI15 HHEE 5 L&k, #FEL. 7
T h= Y LEEAFH AT =Y LE LTERT D),

KB KITAF T TRE L b DAF I UK EERT2EEAK2L E~FY
> 100mL % 3L i n — M AR 15 SRR E B TIRE 5 L, —BEEROKE).

LB B FND T B EOBEHEE R —F ) =2 AR L —F—TK 5 mL £ TR
L%, Hike— FOIB LAFY 2N TI0mL &2,

~EFUBFITE = P ARSI — PO 10mL Mz, 10 RS 595, &
B, “RBIIASPNTHE, D — QR TEDOTE b= NI VEZBT(~FY
TUEE T 2= WEZOTE R= FYARBIREENTWD), ZOHRELZER 2 EAT
W7 b= I MIZHEET D,

T b= kU EEH20 mL) &2 LTz v — h@OITA~F I K EINZH(T
= h= UL EKITIBRIS),

EBIEAFY L 20mL #MEXTIONRBRE S TB(T A=V ERPREDZ
LIt AFH T oE 7 oo i~ ~SiEnb), #ER. ZBIZa»h
Thb, DiEe— O TEDOKEEZET,

KEDA- 45— FOIZA~F P 20mL #M 2 T 105K E 57 5. 5FHER.
“BIESPNTHE, TROKBEZET. EBOAXY UV EEZNED— FOIBT,
SiEa— F@DONEERVDEDOAFF L T2EEND., TRLSRE— FOWIBT,

AFYUDA /TR — FOITAF T U BEEKREMZ T 10 HREREE 5T 2(~F
P UBETIEELTWATE h= N L EKR~DET D), FHER. ZBIZO1N
Thb. TEBOKEBZET, EEOAIY U ZEARET ) v ATHKT D, 38
ITENER . NIEEME R TN GOMS BIERADOBE AL T AT THLE
2 EEEHRTEHBELTAFVUERELLE. THU2MAT20pL & LAIERE
RET D,

(&4

~NFHTREET oL, Pl — MERONIEEMEDOSFA X OREEE
LAEXfA A UREE R 1ITTT,

ESTIETIEDFA A O T MRt A 4 E DR [MH] R M) % =%
—F AW THEIEZITV., [M+6]" 2 ERBAICMH 2HER L LTHERT 5.
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K1 BoTAF L ORBBEEERUHENA 4V RE
M" | [ME2]" | [M+4]" | [M+6]" | [M+8]" | [M+10]" | [M+12]"

621.5413|623.5393|625.5372(627.5352(629.5332| 631.5313 | 633.5295

Hexabromobipheny]
5% 32% 77% | 100% | 73% 29% 5%

633.5815|635.5795|637.5775(639.5754|641.5733| 643.5713 | 645.5692

Hexabromo[’C},]biphenyl
5% 32% 77% 100% 73% 28% 5%

649.5764|651.5744|653.5723|655.5703|657.5682| 659.5662 | 661.5642

Hexabromo[*C;,]diphenylether
5% 32% 77% 100% 73% 28% 5%

(£ 5)

AFPTrEE T oo VEEKIEH TR EEHY GC I T A TOEMIED, ~F
HropneT7 o=V ERUTHDE LT, 2,2,4,4,6,6-Hxabromobiphenyl D HAIE
226 3,3',4,4',5,5'-Hxabromobiphenyl DEHALEE TEA~AF T 0EE T = = /)L R
OEHEEE L T2(K 1), ZOBEH#SENTHRIESNIZE -7 DRNT, 2 DDE=4
—A A OEBIERPNBRREEH O RRFMELOBEFRECH L TEIS%UND B
DEAFFTaEr 7=V LCREL, EEZTI,

ANFVTREE T VK BEEROA T UBEIIREREDNRONDIEENH B,
BEMICKIRT 2 Z2MEERIZONTIE 4~ OFEXTRE (RRF) 2RV, Z£OfMO~F
TaEE T o=V 3 BEERO RRF O EAWT, NEMERELZREHT S,

10-Jan-2006 13:40:54
060110XB1008 2: Voltage SIR 9 Channels El+
T 627.5352

ANFYVTREYT 2= VOB HER P
< >
J | 2:24,4',6,6 2,2'4,4'5,5"- 3,3',4,4',5,5'-
Hexabromobiphenyl Hexabromobipheny Hexabromobipheny

|l |

T T T T T T g T T T T Y T T Y Y T 3 Time
.50 0,75 10.00 1025 1050 1045 1100 1125 11.60 1175 1200 1225 1250 1275 1300 1325 1350 13.75

1 AV T rEET 2= )LOEHEEH
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(£ 6)
L H FRRAIDLYL. b WEBREEEREDOFS &) (ER 1743 A) 1Kt~
T, R2RUVRIDEBVREHB LI,

%2 RHLOEERH FRIDL)DH Y
2,2,4466- 224455 3344.55-

SE SR HxBB (#155) HxBB (#153) HxBB (#169)
HEHE(g) 5 5 5
FHH#EE(mL) 10 10 10
47 B E(mL) 1 1 1
B EQL) 20 20 20
KR FE (pg/uL) 0.1 0.1 0.1
HEE I A E(uL) 2 y) 2
FEE1 (pg) 0.186 0.195 0.178
TE 52 (pg) 0.183 0.201 0.188
FEE3 (pg) 0.194 0.186 0.166
fER4 (pr) 0.215 0.195 0.168
FEFS (pg) 0.216 0.184 0.155
#5536 (pg) 0.209 0.213 0.191
FEET (pg) 0.216 0.190 0.225
#5538 (pg) 0.205 0.178 0.162
SEXE (pg) 0.203 0.193 0.179
EERE 0.0135 0.0112 0.0223
IDL (pg) 0.051 0.042 0.085
REHEA R E(pg/e) 1.0 0.85 1.7
S/N 37 14 73
CV(%) 6.6 5.8 12

SIDL~t (n-1, 0.05) X 0 n-1X2
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%3 MikDEERH TFRADL)DOHE H

2,2'4,4,6,6- 22.4455- 33,4455

XERIEA HxBB (#155) HxBB (#153) HxBB (#169)
HEE(g) 20 20 20
fhHH & E(mL) 10 10 10
S B E(mL) 1 1 1
B IR B (uL) 20 20 20
EATR IR (pg/pL) 0.1 0.1 0.1
HEEFEAEQL) 2 2 2
FEFR1 (pg) 0.186 0.195 0.178
#EFR2 (pg) 0.183 0.201 0.188
FER3 (pg) 0.194 0.186 0.166
#5534 (pe) 0.215 0.195 0.168
F& 35 (pg) 0.216 0.184 0.155
#5536 (pg) 0.209 0.213 0.191
FEFET (pg) 0.216 0.190 0.225
A8 (pg) 0.205 0.178 0.162
EEIE (pg) 0.203 0.193 0.179
R 0.0135 0.0112 0.0223
IDL (pg) 0.051 0.042 0.085
REHEE E(pg/g) 0.26 0.21 0.42
S/N 37 14 7.3
CV(%) 6.6 5.8 12

IDL=t (n-1, 0.05) X ¢ n-1X2
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(E7)

BIEFEORH TRMDL) R UER FRMQL)Z, [E¥MEREEERAENFESI
FICERITHE3 ALY, BALRVME (£M1) 25V TERAERR4RUEKS D
EBVEHLE,

%4 BHLORFESEORH TRMDL) R O ER TBRMQL)DEH

22'44.66- 2244'55- 3,34455-
XIBPE HxBB (#155) HxBB (#153) HxBB (#169)
HEE (9 5 5 5
EHEFNE (pg) 30 30 30
HEHRERE (pg/g) 6.00 7.11 6.00
KRR (mL) 10 10 10
SEE (mL) 1 1 1
BARE (ul) 20 20 20
TN E (pg/uL) 0.15 0.18 0.15
EEBFAR (UL) 2 2 2
BIET S > 7 EH (pglp) 0 0 0
BRI (o) 0 1.11 0
R (pgle) 5.70 6.50 5.73
ER2 (pg/e) 5.41 6.86 5.40
EH3 (pgle) 5.36 6.61 5.69
R4 (pg/e) 5.20 6.77 5.49
FERS (pg/e) ' 5.11 7.40 5.62
*E 86 (pg/e) 5.61 7.09 5.82
R (pg/e) 5.33 6.75 6.67
a8 (pgle) 5.41 7.14 5.45
=R (pg/e) 5.50 7.24 5.35
EHE (pe/g) 5.40 6.93 5.69
FERE 0.186 0.304 0.399
MDL (pg/g) 0.69 1.1 1.5
MQL (pg/g) 1.9 3.0 4.0
S/N 51 28 16
CV (%) 3.4 4.4 7.0

¥MDL=t (n-1, 0.05) X ¢ n-1X2
XMQI.F on1X10
O BETF7U 7Y .
HE~ F U v 7 20HLRRVIRECUITREOBREZ TV, BIELEED
FHiE
@ EHFMEY .
MDL EHARFHIBEELZHFML TORVWRIETE TN A BEDEYE
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F 5 M (M) OREFHEOKRHE TRMDL),OEE T RMQL)DE H

N 2,2'4466- 224455- 33.44'5,5"-
AR HxBB (#155) HxBB (#153) HxBB (#169)
REE (9 20 20 20

EERNE (pg) 30 30 30
REHARRE (pg/e) 1.50 2.68 1.50
K E (mL) 10 10 10
S EE (mL) 1 1 1
B E (ul) 20 20 20
ENKEE (pg/pl) 0.15 0.27 0.15

EEFEAER (UL) 2 2 2
BIET 5 o 7 B (pgle) 0 0 0
ERIFE® (pe/e) 0 1.18 0
FER1 (pgle) 1.47 2.63 1.63
FER2 (pg/e) 1.62 2.55 1.51
fER3 (pele) 1.68 2.62 1.35
FE R4 (pg/e) 1.55 2.70 1.68
FEFS (pg/e) 1.47 2.65 1.81
75 56 (pg/g) 1.46 2.65 1.48
FERT (pg/e) 1.58 2.77 1.71
FE 8 (pg/g) 1.42 2.64 1.58
&R (pg/g) 1.50 2.56 1.80
EHIE (pg/g) 1.53 2.64 1.61
R RZE 0.083 0.065 0.154
MDL (pg/g) 0.31 0.24 0.57
MQL (pg/g) 0.83 0.65 1.5
S/N 59 50 21
CV (%) 5.5 2.5 9.5

¥MDL=t (n-1, 0.05) X ¢ n1X2
HMQL=0 01X 10
O BIET T 7
et U v 7 2AOBNRI2VIREE CHLITFBEOBRIEZ TV, BIE LIZED
SEHEIE
@ EERMEL)
MDL EH AEHIERER 2T L CORWIRETE TN 2B E D THE
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§2

CALIR:S)|
(Z7o—Fx—1]
SO T7a—F v — hERK 2177,

fiE W

LR IR/ H Kk 7K - e
7. 5g BN 2R N AVAIR 2 mL 5% NaCl 20 mL #EAKARER T~ A
Jrs—RRM U=FLm—F L 10 mL R )R
50% =2 /)—)b/~FH 20 mL
2FB: ~F%¥> 20mL]
L9 30min
IR Eaw TR/ W 7K BE Bk -EHE P
BHAM 20 g PAFNRREL 7 B AR 40 mL (BHAIM)  2EAKREEETRID L
JEasIn 30 g 12 mL (AL, 18mL (JF45M) 60 mL (FFrM) ©—F)—x/SRL—4—
YA —R R 25% =& ) —)/~FH
48 mL (B:fA1f), 72ml. (45 1L)
(2. 3EB: ~FH
40 mL (F:EI), 60mlL. (JH: )]
#£&9H 30min
N4 B w — | LA SREINTNITS |
HIE J e B - I TS
~FH 10 mL 10% r7maryes/~F L 60 mL
- ] D AFIWINVERF TR/ w P GC/HRMS-SIM
i ~eyonm [ RS Sy

g—AY—x /R —F—
~F 1 mL

—AY— T \RL—HF—
2

PERHERN

520 pL

K2 ~AFH T T 7 = /VOSHT7 n—
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B9 5mL
e :30mL
B4k :20mL

[masE)

1C-| 8. R84 G (G =V Ty TR D)
WHMBY S E= 4 Biki:12mL, W¥D:16mL
(1:3)TEH/=)in Y BiEM:4BmL B :72mL

[Z1,
BCAS AR (D=2 T vH A D)
8N oMA) T L Im
(1:1)T8/—LAFH 20mL
SIFNI—~FIL 10mL

BIL:AFY 20mL
WAd:AFH 60mL
Rk -~k 3, d0mL

Lt

B SRMIETHYILKER 20mL
B : A4S K B0mL
Bk AFYESK 40mL

WERR
(A=§)-Tn'8l~4=)
[ BEIZRBLT
AFHY 10mL
| T O]
FHYSRAZATOTEI T~ A ~FHY
FobzIN 2mL %26
min
| HEAR ] | AERQ ] AT 0
(G-1nE L -3-) (@1 13-)
B8R AMT 3 I .
(DR AAD) SR nE (2 oy
EF(5uL) AN AFHL 2mL x1E | ) [ T
TEhzHIb ImL % 38 1min (9= 'K b=5-) | | (=R g g
le— R T TCdsangdy ~BRAAY
HAGCHANGNR (BRI 4 D) (SNUSRIAD) (SYLBRIY)
[Pors] [E=hsu] | EEEIRETIER |
FCoa 1iCHs, HOBZ HAGC-HRMSME
Mdrin, Chiordane, {mono-artho PCBY
trans Hoptachioropods, LCMS-MSRE
Crychlarduns, DOT, [Chlandacena)
DBE, DOD, Texaphens,

Mirex, (PE8, PROE)

L
(&A=

“C-I8 R/
(AR 34 )

- HRGC-HRAMS M1
[PoOPa}

DieMdrin, Enden,
clsHeplachlompaide

K3 FAAXFVBEPSOHBEONTT 7 a—
(U £ NI EUBHATIR D & LL)

(BREBBRKRE O~ R AT h V)
RERE N~ A AT MV ZRIZTRT,

174



2.2' 4.4'6,6'-Hexabromobiphenyl (#155)

(3]
wh

—~ ]
&
=2.3037x +0.0488 /
S0 | Y -
| ¥ =0.9998 /
N
g 0 _./ " -
&
- / RRF: 2.371
5 = —
3
=
L 0
0 2 4 6 8 10 12
Bt

(RSB MR EE:0.1~200pg/ u L, ¥ & &' — + 4 H I EE: 20pg/ 12 L)

2,2' 4.4'5,5'-Hexabromobiphenyl (#1 53)

12 T T

%‘ 10 |-| y=1.0536x—0.0019 Pt |
L
11\ 8 |— r=1 S //
% 6 = 8 /
= /
£
& 4 [— —7
E
?éz—-— - — RRF: 1.038 .
2 0 1
4] 2 4 6 8 10 12
WL

(%t & KR EE: 0.1~200pg/ u L, ¥ & % — ¥y B 20pg/ 1 1)

3.3'.4.4'.5.5'-Hexabromobinhenvl (#169)
)
| 1

%10 | y=0.9892x - 0.0638 - /—ﬂ -
L
iy % =0.9989 L L 1
n /
B g _ =il
4 /
Y
‘“ 4 e = e —
R 2 ; RRF:0.840 | —
=
o, [ I
0 2 4 6 8 10 12
REEL

(Gl &M 0.1~200pg 1 L, ¥ v 7 — M FIR L 20pg/ 1 L)

4 ~FYHTaErT7z=)L RER
WA — R : 2,2,4,4,5,5-Hexabromo[ *Ciz]biphenyl (#153)
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2,2',4,4',6,6'-Hexabromobiphenyl (#155)

051208XM3004 467 (3 430) Cm (486:460-(472:474+444:445))

Magnet El+
- a?a 7.6503
628laan
208
4&9
* 148
Wjaw 624la.,
147 227 ‘[
e 226234 | sglare
73 an 622|l634
74l1ﬂl1mm£ 238ﬁ ’k 3&6391 J ]z
D!ﬂ ™ 100 128 180 7S 200 Tz m e ﬁ s Mo s ﬂ 428 4% 478 =00 m

W w0 wmn b e

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

051208XM3004 568 (11.005) Cmn (564:567-(572:574+554:557))

Magnet E1+
- 5?5 301y
308
[
148
* 3081310
|
|
147
A 227
g;g ol B, %, 3
74 80 122 [154 11 {’_390
305 r 418
O by ” .-t-. 2 [-.-.AJ.?‘;“\%?Z ..,.4.-.&. -.,.‘}-H ,?Es b .
%0 M 1 1” lﬁ W

3,3',4,4',5,5'-Hexabromobiphenyl (#169)

051208XM3004 704 (13.200) Cm (702:706-716:720+891:895))

Magnet El+
628 32763
'!
ll e
{
(l
, L(
“ % |
148 s 524!
. | 632
306310 470 i€
‘ | N |
e = ‘ lar2 e '
] 122 b 150 178 226,235 g L’:T - mi‘m ml‘ﬁr oo oo
0 mm‘wmmmmw' ——

p=Eoape e gy ot eagps P nogn i i rge) et onagpe i S

2,2',4,4',5,5'-Hexabromo[ >Cy,]biphenyl (#153)

051208XM1002 621 (11.005) Cm (619:622-(628:630+613:615))

Magnet EI+
+00% /40 1544
420
628
480 642
550
160 i
" 2462
3“?;22 I
557\l 583 %8l a4q
159 240 [ '
158 = 279 317 > i 555
565 634
“fmsl‘az 81 19921 [P ) apass 28102 428 4z \ tfilose
[} ne—t A e e i ST T ra s ea—— vy pree i
sn?simdﬁm1bmmmmmm mmmmmmmdammmmm

5 ANFHTaEFEr 7))l RAANRY fML
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10-Jan-2008 13:40:54

050110XB1008 2:Voltage SIR 9 Chananseslssl_illt;3
100 ﬁ B1,-2,2',3,4,4',6-HXBDE
P ! \__ 40rs [M+6]"
0631.1;&31605 I & i 2:r.\lo|lage SIR 9 Channels Ei+
w . e

% +

[M+4]

e ' ' i ' ' 2:Voliage SR 8 crammels El¢
10g J.- BC12-2,2',4,4',5,5'-HxBB (#153) e

i \ 40 pg [M+6]"
06'021 10XB100B B k ' T 2 Voltage SIR 9 Channels El+
o | i

i ’ (V4]
66011081000 T o 2: Voltage SIR 9 Chan6r12'e7lss§IE-‘+2
oo 2,2'.4,4'.6,6'-HxBB (#155) 56206

""'J L 20 pg A [M+6]+
0601 10XB1308 o T ' - 0 by 2Wollags SIRQCharg12eI55E!,1-2
o 2,2'4.4' 5.5 -HxBB (#153) 3,3'.4,4'5,5'-HxBB (#169) “ss%e

w| |

I A 20 pg 20 g, [M+4]"
2R ars 000 1025 1050 1075 11, 00 1125 1150 1175 1200 {225 1280 1275 1300 1325 1380 oz e
IEAERRIE O SIM 7 a< 7T A
10-Jan-2006 23:05:08

080110XB81028 2: Voltage SIR 9 Chansnze;.ss%lsd’2

|

| 2,2,4.46,6-HxBB(#155)

|" 0.2 pg
I 2,2',4,4',5,5-HxBB(#153) 3,3'4,4'5,5'-HxBB(#169)
1 | 02pg 0.2 pg
| | I
wt L‘-W TN mms A
2l ohs 1ok iozs foso {075 1100 125 1150 1175 1200 1225 1260 1275 1300 1325 1450 B

IR LEABRONREN 7 u~w N T T A
M6 ~FYIToEt 7zt eI IA

(AANER KBRS R

/E/\F*‘Ef*{& 10 ng/mL % 15 pL (150 pg)#MN L 7= 306k & RN D0k & AV Tt
2TV, FOEEEOENG Y 0 — MEIC X 2HEXEIREZRD D,
%MEW£%@%%%%6&@%7K%LKOit\#mf—%%%%mﬁwfm
Kb 7 RABHEREIC 1 B AESTEIER K UV OBRBUREUC DV CEFEIMT THFRE L 72,
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K6 FILOUINEIR FZERFER
AEE IR HIE RERE BERE L8R

i ke ® (g FH gy ) (%)

2,2'4,4,6,6'-Hxabromobiphenyl 5 {2 N.D. — —

(#155) 5 150 5 286 95091 2.9(5.7)
2,2'4,4,5,5'-Hxabromobiphenyl 5  E#N 2 1.7 — —

(#153) 5 150 5 29.7 93(89) 1.6(7.2)
3,3',4,4',5,5'-Hxabromobiphenyl 5  fEZN 2 N.D. — —

(#169) 5 150 5 29.5 98 (94) 2.5(6.5)
2,2'.4.4',5,5'- Hxabromo 5 2000 2 — 95 —
[Cia]biphenyl (#153)*! 5 2000 5 — 95 6.9

19 B 5 — M ORKEIRE

27 M (M) ORIIEIREREE R
. FE WIE e BLEE BNE EBRK
RHEWE 4 : .

g @ g EH g R %
2,2',4,4'6,6'-Hxabromobiphenyl 20 #E¥#M 2 N.D. — -

(#155) 20 150 5 7.5  99(95) 1.9(9.5)
2,2'.4,4' 5,5 -Hxabromobiphenyl 20 fE#{M 2 1.2 — —
(#153) _ 20 150 5 8.4 97 (93) 2.7(7.9)
3,3',4,4',5,5-Hxabromobiphenyl 20 fEF{EM 2 N.D. — —
(#169) 20 150 5 7.1 94 (90) 2.4 (6.3)
2,2',4,4'5,5'- Hxabromo 20 2000 2 — 89 —
[Cr2]biphenyl (#153)*' 20 2000 5 — 96 7.9

1 w4 — NE OMeEIIY R

BBV IFNDT IO T T T 4 —)

ZREY BTN T AE DO — %K 8 IR LTIz, ZORERND,
0%y 7o RXRE o /~FHhrOEHKEIZ60mL & L,

%8 ZEY T NET ANDDIEHIAZ—

0% 7 aa X F o f~FH EES
0-20 mL | 20-40 mL | 40-60 mL | 60-80 mL [80-100 mL| (%)
2,2',4,4',6,6-HXBB 88 2 0 0 0 91
2,2'.4,4'5,5'-HxBB 97 3 0 0 0 100
3,3',4,4',5,5'-HxBB 102 3 0 0 0 105
3C12-3,3' 4,4,5,5'-HxBB 98 2 0 0 0 100

EHEME 200pg. Yol — NE 2 ng BN
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(A FNANEFY RinFP 58]
SRAF L ANETFY RIAFTUAEREENC I DENRER I IR LT

F9 DAFINANLEAEFY Ri~F P UHEIC K D EIRE
EIUNZR (%)

n-1 n-2
2,2'4.4'6,6'-HxBB 100 100
2,2'4.4' 5 5'-HxBB 98 97
3,3'4,4',5,5'-HxBB 96 104
B¢12-3,3',4,4,5,5-HxBB 104 99

EHEME 1ng. 07— MOE 2ng 0
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(BREEEARL 47
BHND, ~AF P T rTET = =/#153)D8 1.7 pg/g BH E 72 (K 7).

080121XW2007 2: Voltage SIR 9 Channels El+
639.57

i A 13¢15-2,2'4,4'5,5-HxBB (#153) o

i [M+6]"
-1l ¥ —— ———— - 7 - J
080121XW2007 2: Voltage SIR 8 Channels El+
637.5775
100 3.45e8
m %
[M+4]"
080121XW2007 2: Voltage SIR ] Chlnnels El+
627.5352
100 1,96e4

2,2',4,4',6,6'-HxBB (#155) / 2,2'4,4',5,5'-HxBB (#153)

£

\ | [M+6]"
J \_..y.n_..uurﬂL_u__)\._,J\.v.-._ \._J _,.Jn_u_ﬂﬁ_-_.,;.u. NP | T N JA_.JH__A_LMau-.u'U,..u._h PN P TURT,

-1
IIWI!!J(WMII? 2: Voltage SIR 9 Channels El+
625,5372

100 I 1.7084
X
|

x | [M+4]*

JJF L\\ Mot Mund JA Lot shonl \JMJ'\"\iﬁt‘bl i a JJJW .Mw'*m"f\’ AonV '."'u U’L s oM «"‘m &1 Ilr“)Jf‘LwJ‘MMJl I

Bi's .50 S.ﬂ- 10 00 1025 1050 1075  11.00 1125 150 1175 1200 12.25 1250 1275 1300 1325 1350 |3?5

080121XW2010 2: Voltage SIR 9 Channels El+
639,57

100 3.60e6

150 pg #SA0 ﬂ BC1-2,2'4,4',5,5-HxBB (#153)

%
+
Il [M-+6]
by . e B S
080121 XW2010 2: Volluge SIR 9 Channels El+
6375775
100 |l 2908

, |
][ [T

< - S — = - . ———
080121XW2010 2: Voltage SIR 9 Channels El+
627.5352

100 6.3885

| 2,2',4,4',6,6'-HxBB (#155)

3,3',4,4',5,5'-HxBB (#169)
| | e

#

080121XW2010 ~ 2:Voltage SIR 9 Channels El+
6255372
100 5.03e5

. 2,2'4,4'5,5-HxBB (#153) +
A [M+4]

T T 1 Time
9.25 9.50 975 10. 00 10.. 25 10. 50 10, 75 1100 1125 1150 11 75 I!Dﬂ 1225 !2!0 12. 75 13.00 1325 13.50 13. 75

7 ~FHI7nEb 7= BIOIavw ST A

180



Mg () b, ~FH T a7 = =/L#153)2 1.2 pg/g Mt &7 (X 8),

RN B1p-2,2',4,4',5,5'-HxBB (#153)

}' [M+6]"

080309XW1034 2 Voitage SIR © Channels EI+
637,577
100 | 241e6

'1
’ '\ (V4]

iy - — = = = ==L — —— "
080309XW1034 2 Voltage SiR 8 Channels El+

627.6352
100 4.06e4

2,2'4,4,6,6'-HxBB (#155) | 2,2',4,4'5,5'-HxBB (#153)

% +
| i [M+6]
A i)
o W S | —— R I | SN (S 1 MR Syt e EReee T S
080309XW1034 2- Valtags SIR 9 Channely Ei+
6255372

100 ? 28404

" | o

L
| )} .
) T VS SR W | | I €T Mo 77 i Pt (o oSS S (TSR] | | T8 e
Al 3 . : v . , . Ti
925 980 975 1000 1025 1050 1076 1100 1125 1150 1175 1200 1225 1260 1275 1300 1325 {1350 1are

020309XW1018 2: Voltage SIR 9 Channels Ei+
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Hexabromobiphenyl

This method provides procedure for the determination of hexabromobipheny! 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 2,2',4,4',5,5'-hexabromo[13C12]biphenyl 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 0.69-1.5 pg/g and 1.9-4.0 pg/g. The averages of recoveries (N=5) of
hexabromobiphenyl in human milk containing 30 pg/g are 93-98%, and the relative standard
deviations are 1.6-2.9%.

[Human whole blood]

Human whole blood (maternal blood 20 g or cord blood 30 g) spike with 2,2',4,4'5,5'-
hexabromo['*Cy,]biphenyl 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 uL 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 0.24-0.57 pg/g and 0.65-1.5 pg/g. The averages of recoveries (N=5) of
hexabromobipheny! in human blood containing 7.5 pg/g are 94-99%, and the relative standard

deviations are 1.9-2.7%.
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Figure 1. Flow chart illustrate sample extraction, cleanup and analytical method for
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hexabromobiphenyl in human milk and blood samples
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