(DeBDE) A(TBBPA)

(1) (PBDD/DFs,
MoBrPCDD/DFs) PBDES
@) (HBCD )

(PBDD/DFs, MoBrPCDD/DFs)
PBDEs 4
1,2,3,4,6,7,8-HpBDF
ND=0
0.00071pgTEQ/Kg /
1.83ng/kg / HBCDs
HBCD
ND=0 1.80 ng/kg /




(DBDE)
A(TBBPA)

PBDES
1990
TBBPA
(HBCD )
PBDES

2
(PBDD/DFs, MoBrPCDD/DFs)

PBDES
A(TBBPA)
4

1,2,3,4,6,7,8-HpBDF
PBDEs

(1)
(PBDD/DFs, MoBrPCDD/DFs)
PBDEs

(2)

(HBCD )
B
1
MoBrPCDD/DFs)
PBDES
1-1
10 11
3
4
5
6
7
8
9
10
11
12

13

3
(PBDD/DFs,
3
1
12 n=2



(1)
1 2 3 4 5 6 7 8
(9) 340.1 190.4 30.4 111 439 135.4 85.4 211.2
(9) 340.1 405.0 43.7 111 46.9 135.4 76.0 204.2
9 100 A 10 B 1 A 11 B 12 A 12 B 13
(9) 412.8 120.2 120.2 105.6 105.6 193.8 193.8 90.3
(9) 412.8 1404 160.6 137.2 135.6 193.8 193.8 90.3
@
1 2 3 4 5 6 7 8
(9) 382.0 164.8 30.9 10.6 58.9 128.2 95.7 213.7
(9) 381.7 168.4 30.9 10.6 98.2 128.2 89.1 196.6
9 100 A 10 B 1 A 11 B 12 A 12 B 13
(9) 389.5 92.8 92.8 104.7 104.7 162.9 162.9 78.0
(9) 389.5 83.6 81.0 92.6 84.9 162.9 162.9 78.0
(©))
1 2 3 4 5 6 7 8
(9) 346.4 1711 35.6 10.3 59.7 130.2 92.3 196.2
(9) 526.4 260.8 48.9 10.3 61.9 130.2 81.0 187.3
9 100 A 10 B 1 A 11 B 12 A 12 B 13
(9) 499.2 89.0 89.0 110.3 110.3 177.5 177.5 81.0
(9) 499.2 110.9 113.6 1235 127.2 1775 1775 81.0
2  PBDD/DFs
TeBDD 499.6904 497.6924 4 PBDEs
PeBDD 577.6009 579.5989
HxBDD 6555114 657.5094 TriBDE 405.8027 407.8006
TeBDF 483.6955 481.6975 TeBDE 485.7111 483.7132
PeBDF 561.6060 563.6039 PeBDE 565.6196 563.6216
HxBDF 641.5145 639.5165 HxBDE 643.5301 641.5321
HpBDF 719.4248 721.4228 HpBDE 721.4406 723.4386
OBDD 815.3282 813.3302 OBDE 641.5145 639.5160
izclz-TeBDD 511.7307 - NoBDE 719.4250 721.4230
C12PeBDD 589.6412 - DBDE 799.3335 797.3355
CyHXBDD 663.5496 = C,, TriBDE 417.8429 -
1°C1,-0BDD 827.3685 - C,, TeBDE 497.7514 —
C,,-TeBDF 4957357 — 3C,,-PeBDE 575.6619 _
3C,,-PeBDF 573.6462 — 3C,,-HXBDE 655.5704 —
%C,,-HpBDE 733.4809 —
*C,,-OBDE 653.5547 —
3 Mono-Br-PCDDs '3C,,-NoBDE 731.4652 -
*C,,-DBDE 811.3737 —
Mono-Br-TriCDD 365.8436 367.8410
Mono-Br-TeCDD 399.8045 401.8019
Mono-Br-PentaCDD 435.7628 433.7655
Mono-Br-HxCDD 469.7237 467.7265
Mono-Br-HpCDD 503.6847 505.6819
Mono-Br-TriCDF 349.8487 351.8460
Mono-Br-TeCDF 383.8096 385.8070
3C_,Mono-Br-TeCDD 411.8448 —




1-2

4 50

100g 9cm
7cm -20
(VIRTIS AD2.0 ES-BC)
35
99mL
13C12_

PBDD/DFs(4-8 125-500pQ)

13C,,-PBDESs(1-10 500-
2500pg) *C,,-1-Br-2,3,7,8-TeCDD
(50pg)

40 100mL
20mL 3
n-
20mL
2mL
4
50g
150mL n-
5mL
PBDEs
2 PBDD/DFs
MoBrPCDD/DFs
PBDEs ImL
DMSO PBDEs
PBDD/DFs 2
n- SmL

PBDEs

13C
-2,27,3,4,4’5” -HxBDE(#138L)
250L PBDD/DFs
MoBrPCDD/DFs
8C,,-2,3,4,7,8- PeBDF
15L

HRGC/HRMS
1-3
PBDD/DFs MoBrPCDD/DFs

1

1-3
1)
DIONEX ASE-300
100
1500psi
/n-

(1:9)

10
40%
120

/n-
(2:1) /n-
(1:9)
)
(HRMS)
Micromass Autospec ULTIMA
(HRGC)

Hewlett Packard HP6890

(3)
PBDD/DFs
1 J&W

MoBrPCDD/DFs



DB-5 0.25mm
0.1um

i.d. x 30m,

2 QUADREX
MP65HT 0.25mm i.d.x 25m,

0.1um

280
130
5 /min 320
PBDEs
Agilent

20 /min
(7.5min)

240

HP-5MS 0.25mmi.d. x 15m,

0.1um

260

120 (2min) 20 /min
300 (1min) 20

200 10 /min
/min 310 (5min

2-1
2002 ( 14
17 )

13
11 12

2005

(HBCD )

2005 (

10

10
=6
59
2-2
a-B-v-

[a -B -y -1,2,5,6,9,10
-Hexabromocyclododecane]
( 50y g/mL )

Cambridge Isotope Laboratories

13C12'u - 13C12'[3 - 13Clz'y

- (50u g/mL
) a By
-HBCD 1
n-
PCB
GPC
Varian Bond Elut PSA (500mg,

3mL)

Br Br Br B
s AN
\:‘ﬁi 3 i
- ™~
Br Br Br B
g -HBCD y -HBCD

1 a B y-HBCD



2-3
GPC

Buchi Pump Module C-601

EYELA
DC-1500

FRACTION

COLLECTOR

Shodex CLNpak PAESO00AC

(8.0mmeg x 300mm)
0.8mL/min

LC/MS/MS Waters Quatro Micro API

GL Sciences
ODS-3
54 m
40
10p L
0.2mL/min
10mM

35
MRM
2.0kV
130

Native-HBCD; 641>79(

)
13C,,-HBCD; 653>79(

)

2-4
(1)

2.1mm

Inertsil

150mm

10 55

),639>79(

),651>79(

3
2
1 2
3
( ) 4
59 50mL
BC, a,B,y -HBCD 1ng
smL
15mL n-
15mL 2 n-
1/2 15mL
n-
DMSO 5mL 3 -
DMSO 2%
100mL
n- 20mL 2
0.2mL GPC
6 7 (
) 8
59 50mL
13C12 a - B -y
-HBCD 1ng
20mL
2
10%
/n-

1/2 22%H,SO,-silica(4g)



44% H,S0,-silica(3g) BCy, a-,B -y -HBCD

5¢ n- 1ng
100mL 20mL 2
150mL  10% /n-
0.2mL 20 L 10%
GPC /n-
5 ( ) 5mL
9 10 2000rpm
11 12 0.2mL
13 5g 1/2 GPC

5 _13c,,-HBCD 1ng/g

|
v v
721374
~5mL
~15mL DCM20mL2
v
15£|L n-
n- 1/2 v
10%DCM/Hx
DMSO - i >
2%NaCL100mL 6,7,8 59,10 13
- 20mL2 v 1/2
l 22%H,SO,-silica(4g)- 5mL
44%H,S0,-silica(3g)
2000rpm
150mL 10%DCM/Hx v
Y v 0.2mL
0.2mL
v /2 GPC
GPC 0.2mL
GPC
2 HBCD



2-5
5-1 GPC Gel Permeation Chroma-

tography
HBCDs
HBCDs
TBBPA
o -HBCD 5ppm TBBPA 2ppm
5ppm  200up L GPC
0 30 2
15 1 1.6mL
2.5mL
TBBPA a -HBCD
(210-220nm) 21 nm
TBBPA
A
217nm
PharmaSpec
uUv-1700
10
59 50mL »n-
-
10mL
n-
5%
0.2mL
GPC GPC

GPC
12 14

LC/MS/MS
14 16

( 3

10 12

200p L GPC
12 14

5-2 GPC

2mL
10mL
Varian PSA

/

o -HBCD
3 B -y -HBCD

TBPPA
LC/MS/MS

100

HBCDs

(1 3, v/v)

18mL

50p L



Ab
0.07

0.06
0.05
0.04
0.03
0.02
0.01

0

3 GPC

ATBPPA(

)

A =217nm

—e— TBBPA

[\
[\
|

—B— TBBPA

< P

—A— HBCD

HBCD

/A

WBPPA(

R "

0-10 10-12 12-14 14-16 16-18

GPC

HBCD:5ppm, TBBPA:5ppm

18-20 20-22 22-24 24-30
2ppm,

min
A:2ppm

Ab0.4

0.35

0.3

A =217nm

0.25

0.2

0.15

0.1

o0

A 4

& o
4 > Y -

o&—&-
4 *—e

%—10 10-11 11-12 12-13 13-14 14-15 15-16 16-17 17-18 18-19 19-20 20-22 mMin

4 GPC 10
C
1 (PBDD/DFs, 3
MoBrPCDD/DFs) 1
PBDEs 13
3




5 6
5 PBDDD/DF MoBrPCDD/DF 6 PBDE
pa/g
pa/g 2,27, 4-TriBDE (#17) 0.1
2,3,7,8-TeBDD 0.01 2,4,4° -TriBDE (#28) 0.1
1,2,3,7,8-PeBDD 0.01 2,27,4,5”-TeBDE (#49) 0.1
1,2,3,4,7,8/1,2,3,6,7,8-HxBDD 0.05 gg:,:’f;TTeBB%EE(gﬁ) 8-1
— 24,47 -1el .
éé’é’,’;’?’g HXBDD O'OE 2,3’ ,4,4”-TeBDE (#66) 0.1
— 3,3”,4,4”-TeBDE (#77) 0.1
124.78-PeBDF 001 22447 5-PeBDE (0D 01
2347 5-PoBDF 001 2,37,4,47,6-PeBDE (#119) 0.1
12347 8-HXBDF 0005 2,27,4,4° 5-PeBDE (#99) o1
""" X - 2,2°,3,4,4”-PeBDE (#85) 0.1
1,2,3,4,6,7,8-HpBDF 0.1 2,27, 4,4 5,6"-HxBDE (#154) 01
3-Br-2,7,8-CDF 0.01 2,2 4,47 55”-HXBDE (#153) 0.1
2-Br-3,7,8-CDD 0.01 2,27,3,4,4” 5" -HxBDE (#138) 0.1
1-Br-2,3,7,8-CDF 0.01 2,3,37,4,4” 5-HXBDE (#156) 0.1
1-Br-2,3,7,8-CDD 0.01 2,2”,3,4,4” 6,6”-HpBDE(#184) 0.1
2-Br-3,6,7,8,9-CDD 0.05 2,2%,3,4,4",5”,6-HpBDE(#183) 0.1
1-Br-2,3,6,7,8,9-CDD 0.05 2,3,37,4,4”,5”,6-HpBDE(#191) 0.1
1-Br-2,3,4,6,7,8,9-CDD 0.05 2,27.3,3",4,4",6,6”-OBDE(#197) 0.2
2,2,3,37,4,4”,5,6”-OBDE(#196) 0.2
2,2°,3,37,4,47,5,6,6"-NoBDE(#207) 0.5
2,2",3,3",4,4”,5,5”,6-NoBDE(#206) 05
DeBDE(#209) 1
3 3 3.5pg/ 2.7-
4.5pg/
1,2,3,4,6,7,8-HpCDF
7 (0.01) 4
10 TEQ
0.035pgTEQ/  0.028-
3 4 0.045pgTEQ /
1,2,3,4,6,7,8-HpBDF 4 ND
( wb
) 0.33pg/g wb (0.25-0.44pg /g wb)
3
4 PBDEs
4 1’21314161718_ 10
HpBDF 900 3000pg/g wb
0.14pg/gwb 0.17 pg/g wb PBDEs
4
4 32.6%
10g 10 52.6% 37.9%

10



5 7
4
#47 5 #99 #100
6 #154 10 #209
10
4 #AT
10
1 13
ND O
ND 2 1
10
PBDD/DFs MoBrPCDD/DFs
PBDEs
50kg
1kg
PBDD
/DFs MoBrPCDD/DFs
ND=0
0.00056pgTEQ/Kg /  ND=1/2

LOD 1.57pgTEQ /kg
/
ND=0 0.00066pg TEQ/kg
/ ND=1/2 LOD
1.33pgTEQ/kg /
ND=0 0.00091pgTEQ /kg
/ ND= 1/2 LOD
1.61pgTEQ/kg / 3
ND=0
0.00071pgTEQ/kg / ND=1/2
LOD 1.50pgTEQ /kg

/
17

11

)

1.2pgTEQ/Kg

(TDI)  4pgTEQ

/kg
PBDEs 50kg
ND=0
1.92ng/kg / ND=1/2 LOD

1.98ng/kg/

ND=0
ND=1/2 LOD
/
1.95ng/kg

/
1.65ng/kg
ND=0
ND=1/2 LOD

/

ND=0

/ ND=1/2 LOD
1.88ng/kg /

LOAEL( )

/

2)

1.60ng/kg

/

2.01ng/kg

1.83ng/kg

PBDEs
1mg/kg

PBDEs
5% 10°



7 13
(1) PBDD/DFs MoBrPCDD/DFs (po/
2 4 7 9 10 11 12 13 *
A B A B A B
2,3,7,8-TeBDD — — — — — - - - - - - - — — — — —
1,2,3,7,8-PeBDD - - - - - - - - - - - - — — — — —
1,2,34,7,8/1,2,3,6,7,8-HxBDD - - - - - - - - - - - - - - - - -
1,2,3,4,7,8-HxBDD - - - - - - - - - - - - - - - - -
OBDD - - - - - - - - - - - - - - - - -
2,3,7,8-TeBDF - - - - - - - - - - - - — - - — —
1,2,3,7,8-PeBDF - - - - - - - - - - - - — — — — —
2,3,4,7,8-PeBDF - - - - - - - - - - - - — — — — —
1,2,34,7,8-HxBDF - - - - - - - - - - - - - - - - -
1,2,3,4,6,7,8-HpBDF - - - 2.7 - - - - - - - - - — — — 2.7
Total PBDD/DFs - - - 2.7 = = = = = = = = = - - - 2.7
3-Br-2,7,8-TriCDF — — — - — — — — — — — — — — — — —
2-Br-3,7,8-TriCDD - - - - - - - - - - - - - - — — —
1-Br-2,3,7,8-TeCDF - - - - - - - - - - - - - - - - -
1-Br-2,3,7,8-TeCDD - - - - - - - - - - - - - - - - -
2-Br-3,6,7,8,9-PeCDD - - - - - - - - - - - - — — — — —
1-Br-2,3,6,7,8,9-HxCDD - - - - - - - - - - - - - - - - -
1-Br-2,3,4,6,7,8,9-HpCDD - - - - - - - - - - - - — — — — —
Total MoBrPCDD/DFs — — — — — — — — — — — — — — — — —
PBDD/DFs +MoBrPCDD/DFs  pg/ — — — 2.7 — — — — — — — — — — — — 2.7
Total TEQ(ND=0) pgTEQ/ 0 0 0 0.028 0 0 0 0 0 0 0 0 0 0 0 0 0.028
Tota TEQ(ND=1/2LOD) pgTEQ/ 11.9 14.2 15 0.4 1.6 4.7 2.7 7.1 14.4 4.9 5.6 4.8 4.7 6.8 6.8 32 78.6
(2) PBDEs (ng/ )
2 4 7 9 10 11 12 13 *
A B A B A B
2,2 4-TriBDE (#17) — — — 0.01 - — — — — 0.24 0.66 — — — - — 0.46
2,4,4 —TriBDE (#28) — - - 0.01 - — - - - 1.06 3.31 - 0.03 - 0.03 0.04 2.26
2,2' 4,5 -TeBDE (#49) — — — 0.02 - — — — — 2.66 9.54 0.03 0.05 - - 0.01 6.17
2,3 4 6-TeBDE (#71) - - - - - - - - - - - - - - - - —
2,2' 4,4 -TeBDE (#47) 0.06 0.14 0.06 052 0.03 0.02 0.03 0.04 0.08 9.01 36.53 0.68 221 0.17 0.26 021 25.62
2,3 4,4 -TeBDE (#66) - - - 0.02 - - - - - 1.81 3.46 - - - - 0.01 2.67
3,3 ,4,4 -TeBDE (#77) - - - - - - - - - 0.16 017 - - - - - 017
2,2 4,4 6-PeBDE (#100) — — 0.02 0.17 0.01 — — — — 2.10 8.21 0.21 0.45 0.03 0.04 0.08 5.79
2,3 4,4 6-PeBDE (#119) - - - - - - - - - 0.58 1.07 0.02 0.04 - - - 0.86
2,2' 4,4 5-PeBDE (#99) 0.04 0.13 0.10 1.30 0.04 - 0.01 - 0.07 1.39 4.83 0.50 156 0.12 0.17 0.44 6.40
2,2',3,4,4 -PeBDE (#85) - - 0.01 - - - - - - - - - 0.04 - - 0.02 0.05
2,2 4,4 5,6 -HXBDE (#154) — — 0.01 0.11 — — — — — 2.70 6.57 0.15 0.33 — 0.02 0.05 5.06
2,2 4,4 5,5 -HXBDE (#153) - - 0.03 0.22 0.01 - - - - 0.63 172 018 0.43 0.02 0.04 0.10 1.86
2,2 34,4 5 -HXBDE (#138) - - - 0.03 - - - - - - - - 0.02 - - - 0.04
2,3,3 4,4 5-HXBDE (#156) - - - - - - - - - - — — — - - — —
2,2 34,4 6,6 -HpBDE(#184) — — — 0.001 - — — — — 0.02 0.05 — 0.02 — - — 0.04
2,2 34,4 5 ,6-HpBDE(#183) 0.07 0.05 0.01 0.02 0.01 0.03 0.02 0.02 - 0.06 0.10 0.09 0.12 - 0.03 0.02 0.45
233,445 ,6-HpBDE(#191) - - - - - - - - - - - - 0.04 - - - 0.02
2,2 3,3 4,4 ,6,6'-OBDE(#197) — — 0.02 0.01 - — — - - 0.04 — 0.11 0.94 0.04 - 0.03 0.62
2,2 3,3 4,4 5,6 -OBDE(#196) - - 0.02 0.02 - - - - - - - 0.07 058 - - 0.03 0.39
2,2 3,3 4,4 5,6,6'-NoBDE(#207) 0.29 — 0.20 0.26 - — — — — - 0.16 0.81 211 0.25 0.27 0.24 2.80
2,2 33 4455 ,6-NoBDE(#206) - - 0.15 037 - - - - - - - 0.28 041 - 0.10 0.10 1.02
DeBDE(#209) 3.24 3.08 2.16 10.07 0.38 — — — — 0.23 1.81 854 5.85 5.14 1.38 2.87 33.26
Total PBDE (ND=0) 3.70 3.38 2.77 13.17 0.47 0.05 0.06 0.06 0.15 22.69 78.19 11.68 15.22 5.76 235 4.23 95.99
Total PBDE (ND=1/2LOD) 411 3.97 2.80 1317 053 0.32 0.21 047 0.98 22.81 78.30 11.75 15.25 5.97 249 4.27 99.10
- ND * 10 11 12



8 1 13

(1) PBDD/DFs MoBrPCDD/DFs (pg )
1 2 3 4 5 6 7 8 9 10 11 12 13 *
A B A B A B
2,3,7,8-TeBDD - - - - - - - - - - - - — — — — —
1,2,3,7,8-PeBDD - - - - - - - - - - - - - - - - -
1,2,3,4,7,8/1,2,3,6,7,8-HxBDD - - - - - - - - - - - - - - - - -
1,2,3,4,7,8-HxBDD - - - - - - - - - - - - — — - - -
OBDD — — — - — — — — — — — — — — — — —
2,3,7,8-TeBDF - - - - - - - - - - - - — — — — —
1,2,3,7,8-PeBDF - - - - - - - - - - - - — — - - -
2,3/4,7,8-PeBDF - - - - - - - - - - - - - - - - -
1,2,3,4,7,8-HxBDF - - - - - - - - - - - - — — - - -
1,2,3,4,6,7,8-HpBDF - - - 33 — - - - - - - - - - - - 33
Total PBDD/DFs - - - 33 - - - - - - - - — — — — 3.3
3-Br-2,7,8-TriCDF - - - - - - - - - - - - - - — — —
2-Br-3,7,8-TriCDD - - - - - - - - - - - - - - - - -
1-Br-2,3,7,8-TeCDF - - - - - - - - - - - - - - - - -
1-Br-2,3,7,8-TeCDD - - - - - - - - - - - - - - — — -
2-Br-3,6,7,8,9-PeCDD - - - - - - - - - - - - - - - - -
1-Br-2,3,6,7,8,9-HXCDD - - - - - - - - - - - - - - - - —
1-Br-2,3,4,6,7,8,9-HpCDD - - - - - - - - - - - - — — — — —
Tota MoBrPCDD/DFs - - - - - - - - - - - - - - - - -
PBDD/DFs +MoBrPCDD/DFs_ pg/ - - - 33 - - - - - - - - - — — — 33
Total TEQ(ND=0) pgTEQ/ 0 0 0 0.033 0 0 0 0 0 0 0 0 0 0 0 0 0.033
Total TEQ(ND=1/2LOD) pgTEQ/ 134 5.9 11 0.4 34 4.5 3.1 6.9 13.6 2.9 2.8 3.2 3.0 57 5.7 2.7 66.7
(2) PBDEs (ng/ )
1 2 3 4 5 6 7 8 9 10 11 12 13 *
A B A B A B
2,2 4-TriBDE (#17) - - - - - - - — — 0.65 0.17 — — - - - 0.41
2,44 ~TriBDE (#28) - - - 0.001 - - - — — 2.06 0.72 0.01 — — 0.02 0.02 142
2,2 4,5 -TeBDE (#49) - - 0.004 - - - - — — 453 2.60 011 0.01 — - - 3.62
2,3 ,4'6-TeBDE (#71) - - - - - - - — — — — — — — - — —
2,2 A4 -TeBDE (#47) 0.04 0.19 0.10 0.07 0.06 0.03 0.03 0.07 0.05 19.24 9.35 167 0.74 041 0.70 0.15 16.84
2,3 4,4 -TeBDE (#66) - - 0.004 0.003 - - - - - 165 0.62 - - - 0.03 - 116
3,3 4,4 -TeBDE (#77) - - - - - — - — — — — — — — - - -
2,2 4,4 6-PeBDE (#100) - 0.05 0.04 0.03 0.01 - - — — 3.66 1.95 0.78 0.15 0.06 0.12 0.04 353
2,3 4,4 6-PeBDE (#119) - - - - - - - — — 1.37 0.47 - - - 0.03 - 0.94
2,2 A4 5-PeBDE (#99) - 0.25 0.15 0.17 0.07 - 001 - - 214 179 118 0.76 0.34 0.64 0.22 4.30
2,2 3,44 -PeBDE (#85) - - 0.01 - - - - — — — — 0.04 — — 0.02 0.01 0.05
2,2 44 5,6 -HXBDE (#154) - 0.02 0.02 0.02 - - - — — 2.99 125 0.67 0.10 0.02 0.09 0.03 2,64
2,2 44 5,5 -HXBDE (#153) - 0.03 0.03 0.03 0.01 - - — — 0.76 0.36 0.37 017 0.05 021 0.04 110
2,2 34,4 5 -HxBDE (#138) - - - 0.01 - - - — — - - 0.03 0.02 — 0.02 - 0.04
2,3,3 4,4 5-HXBDE (#156) — — — — — — - — — — — — — _ _ _ _
2,2 34,4 6,6'-HpBDE(#184) - - - - - - - — — 0.01 0.01 — — — - - 0.01
22,3445 6-HpBDE(#183) - 0.02 0.02 0.02 - - - - - 0.02 0.03 0.08 0.09 - 0.37 0.02 0.37
233 44,5 6-HpBDE(#191) - - - - - - - — — — — — — - 0.02 - 0.01
2,233 4,4 6,6 -OBDE(#197) - - 0.01 0.01 - - - — — — — 0.06 0.05 - 0.12 - 0.14
2,2 33,44 5,6 -OBDE(#196) - - 0.01 0.02 - - - — — — - 0.03 0.04 - 011 - 0.13
2,233 44 56,6 -NoBDE(#207) 0.29 0.08 0.07 0.23 - - - — — 0.08 — 0.16 0.10 - 0.36 0.10 112
22,3344 55 6-NoBDE(#206) 0.23 - 0.08 0.40 0.06 - - — — 0.68 0.04 011 0.06 - 043 0.15 158
DeBDE(#209) 7.88 1.94 154 14.75 143 0.35 0.67 134 1.26 0.93 0.70 2.44 1.64 - 5.63 3.95 40.78
Total PBDE (ND=0) 8.44 2.59 2.09 15.76 1.64 0.38 0.70 1.42 1.30 40.78 20.04 7.74 3.92 0.88 8.93 473 80.19
Total PBDE (ND=1/2LOD) 8.85 2.77 2.10 15.76 1.76 0.58 0.84 172 1.91 40.82 20.10 7.77 3.97 1.18 8.98 4.78 82.46
- ND * 10 11 12

13



9 1 13

14

(1) PBDD/DFs MoBrPCDD/DFs (pg/ )
1 2 3 4 5 6 7 8 9 10 11 12 13 *
A B A B A B
2,3,7,8-TeBDD — — — — — — — — — — — — — — — — —
1,2,3,7,8-PeBDD - — — - - — — - - — — - - — — - -
1,2,3,4,7,8/1,2,3,6,7,8-HXxBDD - — - - - — - - - — - - - — - - -
1,2,3,4,7,8-HxBDD - — - - - — - - - — - - - — - - -
OBDD — — — — — — — — — — — — — — — — —
2,3,7,8-TeBDF — — — — — — — — — — — — — — — — —
1,2,3,7,8-PeBDF - - - - - - - - - - - - - - - - -
2,3,4,7,8-PeBDF - — — - - — — - - — — - - — — - -
1,2,3,4,7,8-HXBDF - — - - - — - - - — - - - — - - -
1,2,3,4,6,7,8-HpBDF - - - 45 - - - - - - - - - - - - 45
Total PBDD/DFs — — — 45 — — — — — — — — — — — — 45
3-Br-2,7,8-TriCDF — — — — — — — — — — — — — — — — —
2-Br-3,7,8-TriCDD - - - - - - - - - - - - - - - - -
1-Br-2,3,7,8-TeCDF - — - - - — - - - — - - - — - - -
1-Br-2,3,7,8-TeCDD - — - - - — - - - — - - - — - - -
2-Br-3,6,7,8,9-PeCDD - - - - - - - - - - - - - - - - -
1-Br-2,3,6,7,8,9-HxCDD - — - - - — - - - — - - - — - - -
1-Br-2,3,4,6,7,8,9-HpCDD — — — — — — — — — — — — — — — — —
Total MoBrPCDD/DFs - — - - - — - - - — - - - — - - -
PBDD/DFs +MoBrPCDD/DFs  pg/ — — — 45 — — — — — — — — — — — — 45
Total TEQ(ND=0) pgTEQ/ 0 0 0 0.045 0 0 0 0 0 0 0 0 0 0 0 0 0.045
Total TEQ(ND=1/2LOD) pgTEQ/ 184 9.1 1.7 0.4 2.2 4.6 2.8 6.6 175 3.9 4.0 4.3 4.5 6.2 6.2 2.8 80.6
(2) PBDES (ng/ )
2 3 4 7 9 10 11 12 13 *
A B A B A B
2,2 A-TriBDE (#17) — — — — — — — — — 0.16 0.21 — — — — — 0.18
2,4,4 —TriBDE (#28) - — — 0.001 - — — - - 091 1.59 - 0.02 — — 0.01 1.27
2,245 -TeBDE (#49) — — — — — — — — — — 3.62 0.04 0.05 — — — 1.86
2,3 ,4'6-TeBDE (#71) - — — 0.01 - — — - - — — - - — — - 0.01
2,2 4,4 -TeBDE (#47) 0.09 017 0.08 0.15 012 — 0.03 0.04 - 8.73 16.47 0.87 2.68 138 0.26 0.28 16.15
2,3 ,4,4'-TeBDE (#66) - — 0.005 0.01 - — - - - 0.77 163 - - — - 0.01 1.22
3,3 4,4’ -TeBDE (#77) - — — - - — — — - - — - - - — - -
2,2 4,4 6-PeBDE (#100) — 0.04 0.03 0.05 0.03 — — — — 1.66 358 0.34 0.62 0.25 0.06 0.10 351
2,3 4,4 ,6-PeBDE (#119) - — - - - — - - - 0.67 0.96 - - — - - 0.81
2,2 4,4 5-PeBDE (#99) - 0.23 0.13 0.32 021 — 0.01 0.04 - 156 3.79 0.92 2.76 1.20 0.29 0.60 6.81
2,2',3,4,4'-PeBDE (#85) — — 0.01 — 0.01 — — — — — — 0.03 0.08 0.03 — 0.03 0.13
2,2 4,4 5,6'-HxBDE (#154) — — 0.02 0.03 0.02 — — — — 1.91 234 0.21 0.37 0.10 0.03 0.06 2.60
2,2 4,4 5,5 -HXBDE (#153) - 0.04 0.03 0.05 0.03 — - - - 0.54 0.91 0.22 0.52 0.18 0.06 0.10 148
2,2' 34,4 5'-HxBDE (#139) - — - 0.01 - — - - - — - 0.02 0.03 — - 0.01 0.04
2,3,3 4,4 5-HXBDE (#156) — — — — — — — — — — — — — — — — —
2,2' 34,4 6,6'-HpBDE(#184) — — — — — — — — — 0.20 — — — — — — 0.10
2,2' 34,45 6-HpBDE(#183) - — 0.02 0.02 0.01 — - - - 0.07 0.03 0.05 0.16 — 0.04 0.03 0.25
2,33 4,4 5 ,6-HpBDE(#191) — — — — — — — — — — — — — — — 0.01 0.01
2,2' 33 ,4,4' 6,6 -OBDE(#197) — — 0.02 0.02 — — — — — 0.03 — 0.05 015 — 0.02 0.18
2,233 ,4,4' 5,6 -OBDE(#196) — — 0.02 0.04 — — — — — — — 0.04 0.07 — — 0.09 0.21
2,2' 33 ,4,4' 56,6 -NoBDE(#207) — — 0.10 0.42 0.10 — — — — — — 0.15 0.22 0.10 0.13 0.18 111
2,2 33,44 55 ,6-NoBDE(#206) — — 0.10 0.81 0.10 — — — — — — — 0.09 — — 0.35 141
DeBDE(#209) 1.07 1.80 3.27 29.84 2.40 0.23 0.22 0.32 0.88 0.43 0.72 2.16 2.30 0.68 113 14.61 58.36
Total PBDE (ND=0) 1.16 2.27 3.84 31.80 3.03 0.23 0.26 0.40 0.88 17.63 35.82 5.09 10.13 391 2.01 16.51 97.69
Total PBDE (ND=1/2LOD) 197 2.64 3.86 3181 3.08 0.44 0.38 0.68 168 17.74 35.94 5.18 10.18 4.09 219 16.54 100.75
- * 10 11 12



1)

10 3

)

®)

1 2 3 4 5 6 7 8 9 10 11 12 13

@ 3401 1904 304 1.1 439 1354 854 2112 4128 1202 1056 1938 903 19706

PBDD/DFs, MoBrPCDD/DFs Total TEQ(ND=0) pgTEQ/ 0 0 0 0028 0 0 0 0 0 0 0 0 0 0028

PBDD/DFs, MOBrPCDD/DFs  Total TEQ(ND=1/2L.OD) pgTEQ/ 11.9 14.2 15 04 16 47 27 71 144 53 48 6.8 32 786

Total PBDES (ND=0) ng/ 3.70 3.38 277 1317 0.47 0.05 0.06 0.06 015 5044 1345 406 423 9599

Total PBDES (ND=1/2) ng/ 411 3.97 280 1317 053 0.32 021 0.47 098 5056 1350 423 427 9910
1 2 3 4 5 6 7 8 9 10 11 12 13

(@ 3820 16438 309 10.6 589 1282 957 2137 3895 928 1047 1629 780 19127

PBDD/DFs, MoBrPCDD/DFs  Total TEQ(ND=0) pgTEQ/ 0 0 0 0033 0 0 0 0 0 0 0 0 0 0033

PBDD/DFs, MoBrPCDD/DFs  Total TEQ(ND=1/2LOD) pgTEQ/ 134 59 11 04 34 45 3.1 6.9 136 29 3.1 57 27 66.7

Total PBDES (ND=0) ng/ 8.44 250 200 1576 1.64 0.38 0.70 1.42 130 3041 5.83 491 473 8019

Total PBDES (ND=1/2) ng/ 8.85 2.77 210 1576 1.76 058 0.84 172 191 3046 5.87 5.08 478 8246
1 2 3 4 5 6 7 8 9 10 1 2 13

@ 3464 1711 356 103 597  130.2 923 1962 4992 890 1103 1775 810  1999.3

PBDD/DFs, MOBrPCDD/DFs  Total TEQ(ND=0) pgTEQ/ 0 0 0 0045 0 0 0 0 0 0 0 0 0 0045

PBDD/DFs, MOBrPCDD/DFs  Total TEQ(ND=1/2L.OD) pgTEQ/ 184 9.1 17 04 22 46 28 6.6 17.5 39 44 6.2 28 80.6

Total PBDES (ND=0) ng/ 1.16 2.27 384 3180 3.03 0.23 0.26 0.40 088 2673 761 296 1651  97.69

Total PBDEs (ND=1/2) ng/ 1.97 2.64 386 3181 3.08 0.44 0.38 0.68 168 2684 7.68 314 1654 10075

* 10 11 12 B
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2 (HBCDs)

12 Cy
2-1 0.2ng/g
HBCDs 40-130%
10 9
(1=6) 11
a -HBCD

0.54 ng/g (RSD 7.7%) y -HBCD
0.21 ng/g(RSD 15.0%)

B -HBCD
BC,,-a 10
-HBCD 62.2% 81.9% ( 11 a vy
73.4% RSD 12.2%) **C,,-B -HBCD -HBCD 9 3
66.5% 92.6% ( 83.4% HBCDs 10 0.76
RSD 11.7%) “*C,,-y -HBCD 0.89ng/g wh( 2002
54.8% 90.0% ( 73.4% RSD 15.4%) 2005 A
B ) 11 0.22ng/g
0.2 ng/g wb (2002 A B
13 B -HBCD
1ng/g
5 50 120%
(RSD)  30% Codex
2-2 HBCDs -
1 13
HBCDs 8
HBCDs

o,y 0.02ng/g B  0.01lng/g
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11 HBCD 10 HBCD
B¢,,-HBCD )
No. HBCD ng/g,wb B¢c,,-HBCD (%)
o B y > HBCDs o B \i
1 0.52 - 0.18 0.70 81.7 82.3 90.0
2 0.51 - 0.22 0.73 62.8 66.5 54.8
3 0.61 - 0.18 0.79 62.2 79.4 73.5
4 0.51 - 0.22 0.72 77.5 89.1 73.5
5 0.54 - 0.27 0.80 74.5 90.7 71.7
6 0.58 - 0.21 0.79 81.9 92.6 76.8
0.54 - 0.21 0.76 73.4 83.4 73.4
0.04 - 0.03 0.04 8.9 9.7 11.3
RSD(%) 7.7 - 15.0 5.5 12.2 11.7 154
HBCDs 2002 2005
14 PBDEs 115ng/
10 68.4 / 68.3ng/ /
76.7ng/ [/ ( 2005 PBDEs
2002 ) 11
34.5ng/ [/ (2002 ) DeBDE
1 13 DeBDE
ND
0 ND 2 2006
1 HBCDs 5.9ng/kg
/
ND=0 2002
11ing/ / 2005 68.4ng/
/ ND=1/2x LOD 50
2002 155ng/ / HBCDs ND=
2005 12ing/ / 1.80 1.37 2.22 ng/kg
/ ND=1/2 LOD 2.77
(2.42 3.11) ng/kg /
5.9ng/kg /
HBCDs
13 14 PBDE

20



PBDE

PBDE
TBBPA
D
1 (PBDD/DFs,
MoBrPCDD/DFs)
PBDEs
4
1,2,3,4,6,7,8-HpBDF
47
#209
ND=0
0.00071pgTEQ
/Kg /
1.83ng/kg
/
HBCDs
HBCDs
ND=0 2002
2005 1.80 ng/kg /
5.9ng/kg /

21

E

Nakagawa R, Ashizuka Y, Hori T,
Yasutake D, Tobiishi K, Sasaki K.
Determination of brominated flame
retardants and brominated dioxins in ish
collected from three regions of Japan.
Organohalogen 68(2006)
2166-2169.

Ashizuka Y, Nakagawa R, Hori T,
Yasutake D, Tobiishi K, Sasaki K.

Determination of brominated

Compounds,

flame
retardants and brominated dioxins in fish
collected from three regions of Japan.

Molecular Nutrition & Food Reseach (

)

43
11

1-2 2006

9

11 11-12 2006



toxicology. Environ. Health Perspect.,
17 109 supplementl (2001) 49-68.
2 Darnerud, P. O., Eriksen, G. S., 3 http://www.food.gov.uk/science/
Johannesson, T., Larsen, P. B., Viluksela,  surveillance/fsisbranch2006/fsis1006

M., Polybrominated diphenyl ethers:
occurrence, dietary exposure, and

22



MRM of 4 Channels ES- Nathe'H BCD( )
641> 79
; <Y
0 4.00 6.00 8.00 " T1000 7T 1200 14.00 1600 ' 18000
6. MRM of 4 Channels ES- Native-H BCD( )
639> 79
4.00 600  8.00 1000 12000 1400 1600 | 18000
MRM of 4 Ch Is ES-
of annels 13C12_H BCD( )
653> 79
T T T T T T T Time
10.00 12.00 14.00 16.00 18.00
10.00 1B3C -
374 MRM of 4 Channels ES- C12 HBCD( )
1 651 > 79

4.00 6.00 8.00 10.00 12.00 14.00 1600  18.00
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17FTDS-10-1 HBCD
100 35 MRM of 4 Channels ES- Native-HBCD( )
- 641 >79
0 4.00 6.00 8.00 10.00 12.00 14.00 1600  18.00
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12 3c,,-HBCD

Bc,,-HBCD (%)
a B y
64.3 75.1 58.8
53.8 64.6 68.9
42.1 61.2 53.5
43.4 58.9 52.7
42.7 77.5 73.4
50.6 87.2 61.8
77.7 122.1 123.6
81.6 122.9 103.2
182.4 225.7 186.4
A 69.5 86.3 69.3
B 73.4 83.4 73.4
A 68.8 88.0 81.7
B 55.8 66.7 67.6
A 85.5 99.6 97.1
B 106.4 130.4 105.4
108.0 70.7 103.7
13 ( ) HBCDs
2002 2005
HBCD (ng/g,wb) HBCD (ng/g,wb)
a B y >~ HBCDs a B y > HBCDs
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
A 0.59 ND 0.2 0.79 0.56 ND 0.47 1.03
B 0.54 ND 0.19 0.73 0.54 ND 0.21 0.75
A 0.43 ND ND 0.43 ND ND ND ND
B ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
ND ND ND ND ND ND ND ND
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14 ( ) HBCD
2002 2005
HBCD (na/ / ) HBCD (na/ 7/ )
o ND=0 ND=1/2x LOD o ND=0 ND=1/2x LOD
a B y a B y a B y a B y
459.0| ND ND ND | 459 2.30 4.59 446.5] ND ND ND | 4.47 2.23 4.47
226.11 ND ND ND | 226 1.13 2.26 209.9] ND ND ND | 2.10 1.05 2.10
36.6] ND ND ND | 0.37 0.18 0.37 33.71 ND ND ND | 0.34 0.17 0.34
15.2] ND ND ND | 0.15 0.08 0.15 11.5] ND ND ND | 0.12 0.06 0.12
80.4] ND ND ND | 0.80 0.40 0.80 56.4] ND ND ND | 0.56 0.28 0.56
130.6] ND ND ND | 1.31 0.65 1.31 136.0 | ND ND ND 1.36 0.68 1.36
108.3] ND ND ND | 1.08 0.54 1.08 96.6] ND ND ND | 0.97 0.48 0.97
234.6] ND ND ND | 235 1.17 2.35 219.0 ND ND ND | 2.19 1.10 2.19
172.21 ND ND ND | 1.72 0.86 1.72 504.2| ND ND ND | 5.04 2.52 5.04
* 100.8] 57 ND 19.7 | 57.0 0.50 19.7 90.7| 49.3 ND 19.1 | 49.3 0.45 19.1
157.9] 34.5 ND ND | 353 0.79 1.58 133.6] ND ND ND 1.34 0.67 1.34
* 122.5] ND ND ND | 1.23 0.61 1.23 146.8] ND ND ND 1.47 0.73 1.47
38.1] ND ND ND | 0.38 0.19 0.38 80.9] ND ND ND | 0.81 0.40 0.81
HBCD ng/ 91.5 0 19.7 ]108.5 9.4 37.5 49.3 0 19.1 | 70.1 10.8 39.9
> HBCDs ng/ 111 155 68.4 121
> HBCDs ng/kg  / 2.22 3.11 1.37 2.42
10,11,12
o y -HBCD LOD 0.02ng/g B -HBCD LOD 0.01ng/g
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TBBPA 2 PBDES
TBBPA ng/ / > PBDE no/ /
2002 2005 2002 2005
ND=1/2 ND=1/2 ND=1/2 ND=1/2
ND=0 LOD ND=0 LOD ND=0 LOD ND=0 LOD
0.00 2.05 0.00 2.23 0.11 0.40 0.19 0.43
0.00 0.96 0.00 1.05 0.37 0.49 0.50 0.58
0.33 0.33 0.33 0.33 0.17 0.19 0.67 0.67
0.15 0.15 0.00 0.06 1.85 1.86 0.65 0.66
0.73 0.73 0.00 0.28 0.30 0.33 0.13 0.16
0.00 0.57 0.00 0.68 0.00 0.09 2.60 2.65
0.00 0.43 0.00 0.48 0.05 0.11 0.10 0.14
0.00 0.92 0.00 1.10 0.03 0.18 0.06 0.20
0.00 0.86 0.00 2.52 0.02 0.13 0.00 0.33
* 50.7 51.4 2.72 2.95 102 102 57.8 57.8
* 4.42 4.68 0.67 1.00 9.17 9.21 4.19 4.21
* 0.00 0.61 0.00 0.73 1.04 1.10 0.74 0.79
0.00 0.19 0.00 0.41 0.06 0.08 0.65 0.68
ng/ 56.3 63.9 3.7 13.8 115 116 68.3 69.3
ng/kg/ 1.13 1.28 0.07 0.28 2.30 2.32 1.37 1.39
10,11,12 n=2
TBBPA LOD 0.0lng/g PBDE LOD 0.0001ng/g
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