) BT/ UY—F

ANFY T a7 =)
(4 HBB)
Hexabromobiphenyl
Ut g otk )
Br Br
BBr Br
Br Br

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

AAF YT IE YT 2 S VICIERFEOBEBNEIZ LV RS 42 TBIEFET 505, . WE L

FRMERIZ OV TEL 2,2'.4.4'.5.5'-Hexabromobiphenyl DA #50# L 72,

[#3b MR )
A <X o (0) ARSRUE (kPa) | KIEEAREE (mg/L) Log Pow
1x10°(90°C)*' | 0.011 (25°C)*" | 7 LL TG E)*!

627.59 WERL

v h #0 LD50 : 21,500 mg/kg (FM BP-6)

- P
oYX FEAZ LDSO : >5000 mg/ke (FM BP-6)
ABS #fl5, AU T L& T 4 — L2 ¥ OHBRA
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*1: National Library of Medicine (2001) Hazardous substances data bank (HSDB), STN online



§1 4 #r ik

(1) sririEes

B 10 g ZEAIREET P VALEALTESTOOSLHAEZITI . 9250
FEEHIY s nu A2 — Y v 7 ZAL—{Z XD EIT O, TR A BIK - RS LT
ERLEHR, EO—ME2s ML TEE Y BTN T A DI 7Y =7
v 74TV, GCHRMS-SIM 2 AW T &7 9,

(2) WFE - AL

[FAEK]

2,2' 4.4' 5 5'-Hexabromobiphenyl (#153) : AccuStandard 5 (HEEE 94.8%)
2.2' 4.4'.6,6'-Hexabromobiphenyl (#155) : AccuStandard B¢ (K 98.4%)
3,3' 4,4'5,5'-Hexabromobiphenyl (#169) : AccuStandard B 35 pg/mL
2,2.4.4'5,5'-Hexabromo['*Cy]biphenyl (#153) : Wellington 8 50 pg/mL
2.2'3,4.4' 6-Hexabromo['*C1,]diphenylether : Wellington 3¢ 5 ug/mL

T hy, ~AFYr ruanAry, =X ) —): FEHEERBM (5000 %)
FhHy . DAFALRVEXT R, KB YU A REERR

AR MY A, LT R DA : PR R AR A

AH J—)v : HPLC A

Bl : AEE ot

B D B : Merck 8V 771 60 (63~200 pum)%
A Y ) — TG L CHERE ., 130C
T4 FFREEME(L L2 b 0,

22 Y%(WWHSOy 1 —F 1 7V U 7N IEHEAL T ) ISV 234 g ITIRTER 66 g
EMMz. 40 pEEES L, 2—T 4
JLibo,

44 Yo(wiw)HS0s =T 4 7 U B TR U B 224 g IZRERER 176 ¢
Mz, K0 pEERES L, 2—T 4~
T LIZbD,

2%WWKOH = —F 4 7V Y AN AH 7 —/V TR L CIRIERREE OV Y
D N196 gz ) —A580 mL &%
UATNVOBEY R RLETIEE
5L KB LA U b dg T B
KFI 20 mL (2 LIEERE S 62 A
BeEH2%%, n—2 Y —oNRL—F—%
FHWTH 3 FRRERR L 72 b O,

XY PR KA 2L EAX Y 100mL & 3L iR e — MZAR 15 Sk
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EORTIRE O L, —BRERER DK,

[AZE oz - #itE]
TERBREZ D72 L OREHIT NV 2R A VS THNET B, DITEN SN
WAy OB ERAODE L OB RE RV L D ICHEET 5,

(% 2]

TRz R 7N CRBOT O OELICHN B,

Vo 7 A L—flithg s ABEDN D DI AN B,
JEAE90mm U T AE WK A v B,
02— —x R —F— : EREIZ VB,

BT A7 Mg N 15 mm, £ & 350 mm

10 mL 2 Y AREE | 25 mL RV HREBRE : X FLRVRF D FFY o HEI

Mo,
k- Ak, T Lo n~ ME, FTOMOT T ABEIERANCT & U ROAF
YT Lctk, BB L CTERT 5,

(3) mtfik
[FARH ORI OMRFF)
BEAE MEFWHEHBREREIZR T DMBHRUC Hiz > COBEFHE] 1265,

[ DRI OGREHE OS]

E27)

VR 10 g 280 L ELEKICIRET 5, 30RO A - 7= FLEKIC BAKTERE T N Y 7 A%
DETOME, RIEOKGBRL2BETHETELI TV 5T,

TS5 LERABZ Y vy 7 2V —fHBICANL, Y0¥ — +H'E
(2,2',4,45,5'-Hexabromo[ °Ci2]biphenyl) 20 ng/mL % 100 pL(2 ng) (i 2)¥EML, ¥/ 1
BAHZ 300 mL T6FFEY v 7 A L—iiti 2175, ik z 8RR U v A
THARSEIE 3)T 5D, v—F U —x R b — & — Tk A% 0K 5~10
mL REE CRWH, ~F 32 30mL 22 TE LI L ~FY 0 iREE% . 20 mL
\CERT D,

ER LB Z AmL SBUTEBI VAN T AFEDICAER L, 10%-U 2 o
BAZUAFY 2 60mL TIIHESE D, ik Ea—& ) —x N  L—% — T mL
£ TRIE L2, PAREME(2,2'3,4,4 ,6-Hexabromo['*C ;] diphenylether) 50 ng/mL %
20 pL (Ing) (FE2)HM L, BERKM TR LAV U 2BRELEE, THUo2MAT
50 uL & LHEEREHK &9 5,

B, b0 V=7 o P CHHEREHE ORRSA 23723855 1T ik & TR

I —557



mL SHLC, 2BV BN T LD 7 V=0T v T E{ToHRIZ, VAT
wwa%/FmMMWA%#/\E L DMFEE HEEM L, 5 E RIS PIERE
W & BN L CIEREHK &%,

Wl

[Z=3 Bk D AT )
bR HVRWT, [RBORTQE L OREHE DI OTEICHE - TRIEL, R o1
T BHR & 2e ik &3 Do

[FE ik R ]

2.2' 4 4' 5 5'-Hexabromobiphenyl & O} 2,2',4 4',6,6'-Hexabromobiphenyl % IEHEIZ 10 mg
I Ly FRFER MU EINZ CIEREIZ 10ml & L, 441000 pg/ml OFEAER
BLTH, ~FHTRELT o VEREEOERKREZT o THI-IBG L, 2
ng/mL 7> 5 1000 ng/mL OIRAIEERIK & (BT D,

P+ — NE(2,2',4,4',5,5'-Hexabromo[ PCiolbiphenyl) ix, 7 4 o THAER L T 200
ngmL O Yo ¥ — PYWEBEBFERREA2ERT 2, NEBEEYDH
(2,2',3,4,4",6-Hexabromo[*C 2] diphenylether)ix7 1 o TAI L T 50 ng/mL DK A E
R %,

L EO%KR RS L 0.1~200 ng/mL OBRERIERAEHRER(Y 2 7 — MEROH
EUEME 13454 20 ng/mL) (FE 2) & ERLT 2,

HEHZTMS B9 v & — MEERIRIE T & b TR L T 20 ng/mL O Z (B
T %,

[HE]

(GCMS 5:44)

(EIEL Autospec Ultima  (Micromass)
HP 6890 (Agilent)

55 A ENV-5MS 15 m x 0.25 mm ID. (0.1 um) (BB (k52 5)
(5% Phenyl Polysilphenylene-siloxane)

RS 120°C(1 min)-20°C/min-200°C(0 min)-10°C/min-300°C(8 min)

HEATIE AT A

H—FhZ A AEEXYET U —DF A 05mx0.53 mmID.

EARE 120°C(0.1 min)-100°C/min-300°C(15 min)

FEAR 2 uL

Xr U —HR ~ Y 7 5(1.0 mL/min)

A FAkE EI

A A AMLEE 30~40 eV

kZ v T ERR 500 pA

I FEE 8 kV

A F—7 =—ARE 300C

A PRI 300°C
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BihE—F SIM
S fiEie M/AM > 10,000 (10% Valley)
B —A A (1E5)

EEM fifE=8 A

X EME Hexabromobiphenyl 627.5352 6255372
Y — ME Hexabromo[Ci;]bipheny! 639.5754  637.5775
WERHE Hexabromo[*C;,]diphenylether 655.5703  653.5723
By <A 642.9600

(B Rt

REFRIERHIZEIER 2 uL & GCMS IZHEA L, EXIEMEOY n s — Mgz x+
DA% B — 2 ERE O L RE D) GRERE1ERT 5,

Fo. UFORTHE A THABEFRBERR)ZEH L, RERIERAEERO
BRIEHIFHIZIS 1) 5 RRF DY 2K, ERATEICHWS,

_ AsxCris
Ais x Cs

RRF  : MAXMEAEEIREK

As RERTOXNEME O Y — 7 g

Ars ARERFOY S — ME O Y — 7 hifk

Cs RERD OIS E ORIE (pg/uL)E ZIXEAE(pg)

Cis EERPOY e — MOEORE (pe/ul) FITEAR(pg)

(&

AKOWETE, ~"F VT a7 2o VSR RO = F— A iz Bib A1 A4
BRI K ERENRWVE LT, EBERICEENIAFT YT e 7 == 13 BfffEo
RRF OV ZAWT, IIRMEREZHE T 5(1E 6),

(BFEEDHEH)
RRF #HWT, UToRXNLERMEEZRD 5,

A xCis s
Ais x RRF w

S

RE (pgle) =

A BB D — 7 TE

Als e — NMEO Y — 7 mig
Cis Y — NEOEME (pg)
RRF  : fxHRCEREK

w DB (g)
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(2% H T FR(IDL))
ARSI T2 GC/HRMS @ IDL % LA FIZAR(HE 7),

IDL EHE  IDL AR

W'y
; (pg) (8) (pg/e)
_2,2',4,4.6,6'-Hxabromobiphenyl ~_ 0.051 10 064
227445 ,5'-»H>gab;omqb_§ph¢»n»yl - 0.042 10 il 0.53
3,3',4,4',5,5'-Hxabromobiphenyl 0.085 10 1.1

(EJTEORKRE FHR(MDL), E& FIRMQL)]
APEFEZ T D MDL O MQL % LLFIZR$ (T 8).

Wi AEE RHETRE  EETRE

(2 (pg/g) (pg/s)
~2,2'4,4,6,6'-Hxabromobiphenyl 10 0.71 19
22445 5-Hxabromobiphenyl 10 071 1.9
3,3'4.4' 5 5'-Hxabromobipheny! 10 0.82 2.2
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PE

(HE1

AOWIEDZREL ) BTN T3 F BT 2%(wiw)KOH | 22%F T 44%(wiw)H S0, =
=T AT IATNERND, AgNO; 1—F 4 7Y B LRV I-IBA . PCB
DIEEFRALADOEIRAME T3 2383 5 %, PCB % [ — 1K Co0Mr4 5 B IT A 72
WANFH T T T 2= b DBZESHTHHAIIEH L CH3E LR 220, e
CHRBR T > e L e 2), £/, TROLBL U DA T A EHT 5
Lol FRNCEHRBRE 1T > 72 LAY 5,

Bty NCAXYUERERES D, I T L0 nv MEIZANERIZEED 5,
BHER LI LI ay ZICREBALRWE S IZsHe%THEn 5,

BT by nw MEIZUT OB CTFBIEICA FEM 2 i T 5,

- BEAKBREEST Y T A lem (JBEX) T
- TR U B 05g
* 2%WW)KOH = —F 1 7 U B0 05g
- EHE e Y B 05¢g

44 %(W/W)HgSO4 :l'—'?/f ‘/7‘\/9 1703/]/ 50g
* 22%(WWHSOy 2—T7 4 7Y N 30g

- G kU BT 05¢g
© BKWRET R Y U A lem (EX) -

ZOBR, BFREMO EEAFEICRD LI FHEL TV, FHEE, 10%-7 oo 2
FUNF Y60 mL THIFETD, REE D T b~y FETFFTCHLRBOATT

Sf— =

Z1T9,

(1 2)
MEFARHE DY 2 7 — NE ORI % RBRR R SR T O (20 ng/mL)iz
BPELEEIIT, T 59 2~ MYBEOEMES Sng &4 5,

(TE3)

= MIDBEDAFY PR E GO WAREE ) U T A %K 50 ¢ Ahuo— ko
Wik WNEER D72 D K5I/ mm AF 45 mL & 3 B e 5, = OO
RITEFES 5,

PR OBAREE T NV U SR Z T L CBA2i8% 4 5, HERBA-T
W7 T AaOWEER Y 7 nm A X 4 SmL T3 BV, R BA SBT3,
SO, B—FDIREVABERZ S5 K 51cP 7 nm A% 45 mL T 3 EEOE
D

I —561



(£ 4)

LRV BTN T T A ED I V=0T v TORTRAHREZIE LIZRFlz e —2
N7 a— RIERHEORENEE RS, VAFILANEFXT KOMSOY~F Y5y
Bl X DAL & B T B,

DMSO lE~FH o cfafn L THEMT G L 2= — M2, DMSO 1000 mL & U~F
42100 mL 2 AZu, K& DTS Sk E O L&, #iE L, DMSO EBZ~x1
EFI DMSO & LCHEHT %),

FREAIIAFY TS LI DX Y RS EFEAT HEEEA 2L Y
> 100 mL % 2L 23 = — MI A 15 R & S BETIRE 5 L —BRFkER OKIE),

AL U DA TS g iz F Y B K 200 mL & ~F 2 30 mL #A0Z T 10 47 [H
e S LEafntaik ) MU U AKBIREERT 5,

LRV I TNDT ANEOEHE R —5 ) — SR — 2 — T mL ¥ TRE
L7z, 10mL 32V ORBEICE L, ERAIET 1L BEICR D E TRIE(T 7 n e
ABUERSB)L, ~FY U2 MAT2ml &5,

~F Y AR DMSO % 25 mL A2 %, 3V HREE ICHREZ L, FIRY T 10 BH
e DT 5, BE%. T BIIOIPNTHE SRV —LEy hERWT TFEO DMSO
% 25mL FPARBEICET(~FY TR T 22U Z O DMSO BIZE T T
D)o ZOEAEEZGF 4 ATV DMSO (2538 5,

DMSO (A 10 mL)Z2# LiIAATE 25 mL RV ORBREIC, ~F ¥ kifK
10 mL & fafnti{t)r b U 7 AKERHK 1 mL 21z 5(DMSO & KITIRE 5),

XHEA~FHy 2 mL 2Nz CTRBEIZHEE L, FED TH 10 BREEL>T5
(DMSO & ABIRE D Z LI AT YT REE T 2= VdnF o ~alil S d),
BiE%. BTG, AV —LERy FERWT EBDAX YU BT
AELE 10 mL X P HRBE BT (I T e 72 =M 2 0~F Y U BICE
EFNTCWD), ZOEEEZEF 3 BHTOASF Y I oERT 5,

ANFEY UBRROAN 272 10 mL R VY ORBRE IS, ~F o3k 2 mL 20z 5, &
BEIZRE L, FIEY TR0 PEIES 27 5(F U HikPIciRE L Tvw 5 DMSO
BAKA~SET D), HiER, BN THDL, EBOAF Y KR % HAKRRE T
U T ATHAT D,
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(1 5)

ANFY T T T ==v Y a s — M- PEENE D4 T A A D5 B
Bt A A REEE 1 IRT,

ARGPHE TG 1A A 2 DT AR A A BB OB [MH] RO M+6] % & =%
—FCHOTIEZITV., [MH6] 2 @ BRI IMA iR E UCEMT 5,

K1 B0 FA T DOREEER R O A A i
M' | [M+2]" | [MH4]" | [M+6]" | [M+8]" | [M+10]" | [M+12]"
621.5413(623.5393(625.5372(627.5352(629.5332(631.5313 | 633.5295
5% | 32% | 1% | 100% | 73% | 29% | 5%
633.5815(635.5795|637.5775(639.5754|641.5733|643.5713 | 645.5692
5% 32% 77% 100% 73% 28% 5%
649.5764(651.5744(653.5723(655.5703|657.5682 | 659.5662 | 661.5642
5% | 32% | 77% | 100% | 73% | 28% 5%

Hexabromobiphenyl

Hexabromo|['*C1,]biphenyl

Hexabromo[°C;,]diphenylether

(1 6)

ANFYT e T 2 2 VBRI S T2 BEH Y GC T ATOEMNEN, ~%
Vr/mnbeT7==/VERUTHDE LT, 224,4,66-Hxabromobiphenyl O¥EHIMTE
M 3,3',4,4'5,5'-Hxabromobiphenyl DYENIEE Th~FH 7 0E L7 = =)L Bk
DM E T 2(X 1), ZOBEHHEAN THRIEENLZE—2ZDONT, 2 2OF=4
—A A DHFERPRFBCE DO RRFE SR OEEGRIEIZ 5 LT H215%LLND &
DaE~NFHTaEE72=LE LTRIEL. ER%1TH,

10-Jan-2006 13:40:54

ZE0HIGRENHS 2 Mokage SIR & Thay

100, . . N -~
' ANXYV T uEE T = =L O >
“ 2,2'4.4'6.6'- 2,2'44'55'- 3,3'.44'5,5-
Hexabromobiphenyl Hexabromobipheny Hexabromobipheny
= T e S TS 1075 1100 1126 1150 175 1200 1225 1250 1275 1300 }13.'245 T e

I. ~"FHY T oEr 7o OB
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(HE7)
BRI TRIDLY. b EREEEREDOTFIIE] CEK1743 A) K-
T, B2DOLEBVEHBLE,

# 2. EHRH TFIRIDL)D

. 224466- 224455- 334455
B HxBB HxBB HxBB
AEHE() 10 10 10
iR B (mL) 20 20 20
43 & (mL) 4 4 4
I IR E(uL) 50 50 50
AR EE (pg/uL) 0.1 0.1 0.1
FEETEAR(UL) 2 2 2
&R (pR) 0.186 0.195 0.178
FER2 (pg) 0.183 0.201 0.188
FER3 (pg) 0.194 0.186 0.166
ER4 (pe) 0.215 0.195 0.168
FERS (pg) 0216 - 0.184 0.155
6 (pg) 0.209 0.213 0.191
T (pg) 0.216 0.190 0.225
58 (pg) 0.205 0.178 0.162
EME (pg) 0.203 0.193 0.179
PR e 0.0135 0.0112 0.0223
IDL (pg) 0.051 0.042 0.085
AEHARLE (pg/e) 0.64 0.53 1.1
S/N 37 14 73
CV(%) 6.6 5.8 12

IDL=t (n-1, 0.05) X 0 n1X2
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(1% 8)
HIEF OB TRMDL) R OEE T RMQL)IL., (bW EmbsEEHEnF3|
IR ITEIIICEY, R3IDEBVEHLT-,

% 3. MEHEOKR TFIRMDL)R U & FIR(MQL) D& H

. 22'44'6,6- 224455- 334455'-
A HxBB HxBB HxBB
AEHE (9) 11.6 11.6 11.6
BEERINE (pe) 30 30 30
PEHAE R (pgle) 497 3.06 2.59
fhiiE & (mL) 20 20 20
R (mL) 4 4 4
A E (uL) 50 50 50
EAKEE (pg/uL) 0.23 0.14 0.12
HEEEAE (L) 2 2 2
BET T 7 P (pele) 0 0 0
ERINEEI® (pgfg) 2.39 0.48 0
R (pe/e) 4.96 3.07 232
FEF2 (pe/e) 4.51 2.81 2.54
& 2R3 (pg/g) 4.75 3.09 2.74
FEFa (pe/e) 4.46 2.68 2.69
FERS (pe/e) 4.80 2.89 2.61
HE 56 (pe/e) 4.46 3.00 2.96
FERT (pg/e) 4.51 3.15 2.63
58 (pg/e) 4.55 2.67 2.98
EEHH (pg/e) 4.63 2.92 2.68
EE R 0.188 0.187 0.217
MDL (pg/g) 0.71 0.71 0.82
MQL (pg/e) 1.9 1.9 2.2
S/N 73 22 13
CV (%) 41 6.4 8.1

S$MDL~t (n-1, 0.05) X 0 n-1 X2
MMOQL= 6 n1 X 10
O BETT 0¥
A< b o 7 OBV REE TR OBEZ TV, BELZEO
V- E
© MEHRMFL) :
MDL S AREHAZES Z TN L TORWRETE SN 2B EO YR
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[5trik)
(Ze—Fv—F}]
S T7e—F v — &K 2IZ5R7,

AR Bk YA — e
10g ($955L) Ty K — it Bik%id
e b — NN 7k
Na2S04 6 MERRLL L Na2SOH
B TER 4 ml AT L1 b AN s GC/HRMS
20 mL /31 II—VTI7 ' -SIM 45#7
s (W — o AR f<Fe4) s PR AR
. 60mL
B2 sotr7e—

(RS v A AT B V)
BERE B~ A2 MV RIZRT,
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2,2'4.4',6,6'-Hexabromobiphenyl (#155)
25 — R . e —
- ]
4
520 //
2 a
n 15 -
= /
g 10 — |
& / RRF: 2.371
2 i
=
a |
0 2 4 6 8 10 12
=314
(et S B R 0.1 ~200pg/ 1 L, 11 *— 3BT i E: 20pg/ 12 L)
2,2'.4,4'5,5'-Hexabromobiphenyl (#153)
12 - - — —_— — =
£ 10
’i 8 //
al
: //
£
& 4 -
*®
- RRF: 1.038
b |
=
0 2 4 6 8 10 12
IREELL
(R BRI 0.1~200pg/ 1 L, ¥ 13 4" — B i - 20pg/ 1 L)
3,3',4,4',5,5'-Hexabromobiphenyl (#169)
12 ’— —_— - 7 .
=
K10
L :
ot /
KNS
=
E
# 4
N RRF: 0.840
= ' |
B
0 2 4 6 8 10 12

REL

(R EMAMRE: 0.1~200py u L, ¥ 1 & — MM E R : 20pg/ 1 L)

3.AFY T e T oo BB
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2,2'.4.4' 6,6'-Hexabromobipheny! (#155)

N] 628t
626153‘:'
308
468
1 148
466
206{310 e 624|163
4 23 547
4 fiao 26| 234 389 464[| 472 545(|551 e22llleas
LY wwazoe Nz b 88 473 a3 | 652 )
T P P S T R T i R A O e m

2,2'4.4' 5,5 -Hexabromobiphenyl (#153)
m;,..___ o P
08
528530
547

S4%iss1 624l

543|552 22633

T ve o W e Ha

628
626
630
468 o
465|470
548
464(|472 546 || 552 2633

3 AIS A5 415 SO S5 B0 LS 60 &3 60 e

2,2',4.4' 5 5'-Hexabromo['*C},]biphenyl (#153)

ey 640 i
20
636
80 42
. 558
160
. 4781482
s 433
557|553 636y
15 240
238 478
106 i 199 8484 )
s 156 279 37 4 5551l sgs 634
i S A l” N P ' W
PAGSE FERE PR PRI PR FAGES FRRET PR PRI SR P R PR PO Rt PRt DR R PR PO MY T ™

4, ~"FYTREET =)L AR kL
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10~Jan-2006 13:40:54

IRNIICASIGNS 2 Voitage SIR Chasi:‘\&is_fi’
g 1C12-2,2',3,4,4,6-HXBDE
o J\ . 40pg [M+6]°
ﬁ‘l IDXB""Ixﬁ " ‘ ' : ' 2 “Jc?lﬁg& S’lR 9 Chan:ﬂals_ljh
i R E
“ k [M+4]'
060tOXBI008 ' : ' ‘ LM ’ : ! ' ‘ ' : 2 Voltage SIR © chané\:;in)ssslg4
100 PC12-2,2'4,4',5,5'-HxBB (#153)
" ﬂ 40pg [M+6]"
E‘»Sg; tEXBﬂIJN ' o ) . : I - ’ 2‘Voﬂage S.IR Qe Chan‘n;e!s Ei+
" G
§ A_ M+
‘_1:'-}:‘. lﬂi\'ﬁ{é—iﬁ ’ I I I ) I ' I ' ‘ l ) ) ) 2"‘/c§lagrz SIIR o Ch?’ﬁﬁsﬁ?\
w1 220445 5-HxBB (#155) s
% +

, B | W . ..
08011048 1004 & Voltage SR O Cluuallii';ini!:i?;z
100; 2,2',4,4',5,5'-HxBB (#153) 3,3',4,45,5'-HxBB (#169) "o
" A /| 20pg 20pg,  [MH4]"
R "R 1000 102 1080 1075 1100 1125 1150 117 12 12z s 275 1o i3z e e

TR D SIM 7 v~ N7 T A
10~Jan-2006 23:05:

CEHAOXBIE
100,

2,2',4,4',6,6'-HXBB(#155)

0.2pg
ot 2,2',4,4',5,5"-HxBB(#153) 3,3',4,45,5'-HxBB(#169)
0.2pg 0.2pg

Wy e et LR LT

950 0I5 1000 1025 1050 1075 1100 1125 1180 1175 1200 1225 1280 1276 1300 1325 1350 17h
MORLABROREN 7o~ 7T A
K5 ~¥YT7netryvo= JuavwhIIA

Time

(A INIENI B )
RS IEMERSAK 10 ng/mL % 30 WL(300 pg) @RI L 7= 3ABH(R X %) & EIRMORE %
T EITV, ZOFRBEOENL Y 14— MEIZ X 25N ESR R b 7=,
RIMEESROMERER 4 ISR LIz, $i0, e — M 23 AOPioko =K
FRHEIRIZ K DR RIS K OV O BMREZ S WO TG CHFSE L 7=,
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4. BB TSR

SHEVE BONE HE RERE ECE REREL

SR E 4

(@ (pg) MHEC pegg ) (%)
2.2' 4 4' 6,6'-Hxabromobiphenyl 10.1 #E# 1 2.4 — —
(#155) 102 300 5 302 94(82) 53(7.7)
2.2' 4.4'5,5-Hxabromobiphenyl 10.1 HE#M 1 N.D. — .
s 102300 5 296 101(8%) 27(80)
33'4.4'5 5 -Hxabromobiphenyl 10.1 7RI 1 ND. — .
(#169) 102 300 5 29.1 91(79) 5.7(7.2)
2.2'4.4'5,5'- Hxabromo 10.1 2000 1 - 86 =
['*Ciz2]biphenyl (#153)*' 10.2° 2000 5 = 87 7.1
] Yo — FE OHERHEI R
(@ VB FNTThraw T T77 4—)
LB BV H T AAE DPDOETEH Y = ER S IR LT, ZOMENPDL,
10%-C7 aa A2 o i~Fd OREEEREIR60mL & L,
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Hexabromobiphenyl
Summary

An analytical procedure was developed for the determination of Hexabromobiphenyl in

biological sample using gas-chromatography high resolution mass spectrometry (GC/HRMS).

Pulverizing with anhydrous sodium sulfate with mortar and pestle dehydrates biological
sample (10 g). Before dehydrated sample was extracted with 300 mL dichloromethane using
soxhlet extractor for 6 hours, 1t was spiked with 2,2‘,4,4',5,5'-Hexabromo[13C12]biphenyl. The
extract was dehydrated with anhydrous sodium sulfate, it was concentrated to 20 mL. 4 mL of
sample extract was subjected to multi layer silicagel column and then eluted with 60 mL
10%-dichloromethane/hexnane. After the solution was evaporated to 0.1 mL it was added
internal standard. The analysis was measured with GC/HRMS-SIM.

These detection limits were 0.71-0.82 pg/g. The recoveries of Hexabromobiphenyl in Sea
bass containing 30 pg/g were 91-101%. These relative standard deviations of the recoveries
were 2.7-5.7%.

Biolgial dehydration soxhlet extraction dehydration |—
sample
10g anhydrous dichloromethane 6hrs anhydrous
sodium sulfate sodium sulfate
c?::ii;;ﬁw — 4mL — mutti layer silicagel column concentration — CGgi]:dMS_
hexane 10%-dichloromethane/hexane 60mL

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