(m+n=5)

Brm Bry

C12Hs0BTrs Pentabromodiphenylether(CAS No.:32534-81-9)

564.69
-7 -3 200 4.69><10"mmHg(20 )
13.3l.y L Log Kow 6.58

81

Gel Permeation Chromatography(GPC)

GC/HRMS-SIM PCBs
PCNs (PCTS)

2,2",3,4,4"-PentaBDE #85
2,2",4,4" ,5-PentaBDE #99
2,2",4,4" ,6-PentaBDE #100
2,3,4,5,6-PentaBDE #116
2,3",4,4" ,5-PentaBDE #118



2,3",4,4"6-PentaBDE #119
3,3",4,4" ,5-PentaBDE #126
Cambridge Isotope Laboratories,Inc.
2,2",3,4,6-PentaBDE #388
2,2",4,5,6"-PentaBDE #102
2,2",4,5" ,6-PentaBDE #103
2,3,3",4,4"-PentaBDE #105
2,3,3",4,5-PentaBDE #106
AccuStandard
13C12
2,2",4,4" ,5-PentaBDE-°C,, #99
2,2",4,4" ,6-PentaBDE-"C,, #100
2,3",4,4" ,5-PentaBDE-°C,, #118
Cambridge Isotope Laboratories,Inc.
13C12
3,3",4,4" ,5-PentaBDE-C,, #126
Cambridge Isotope Laboratories,Inc.

5000
3000
Supelclean LC-Si 6mL Glass Tube, 1g SUPELCO
Supelclean Florisil 6mL Glass Tube, 1g SUPELCO
PURADISK25GD(1 pm  GMF-150) GF/A  110mm

¢ Whatman
MILLIPORE Mili-Q gradient Al0

PBDE —



101k

250mL 200mL 200mL
100mL 10mL 20mL
(100mL)
HPLC
CLNpak PAE-2000 AC PAE-G AC
GC/HRMS 10,000 SIM
209 10 1 20
g 100mL 0.2 pg/mL
10 L 2 50mL
10 10
2,500rpm 10
GF/A 200mL 50mL
3 GF/A
40mL
25mL 4
( )

0.2mL 0.2



g/mL

250mL

10

0.5mL

15 18

0.5mL

10 L

25mL IN KOH

0.1mL

10mL 60mL

10
30mL
50mL

20mL
200mL

250mL

30mL 250mL

200mL

200mL
11
12
14
2mL

100 L
5mL 0.5mL

15

5mL

20mL

2mL

25mL
250mL
100mL
10mL
9
13

50mL

0.5mL
5mL

S%



CLNpak PAE-2000 AC PAE-G AC

16
mL/min 17
40
2mL 2mL
30 1
uv  330nm IR
10mL 18 20mL
19
10mL
10mL 18 20mL
19
10mL
- 0
Ong/mL 5
#99,#100,#118 -"C,,
0.2)g/mL 20
2,27,3,374 47 ,5- (#126)-C,,
0.2 pg/mL 100 L

101k



GC/HRMS 21

a GC
5% Phenyl Methylpolysiloxane Agilent HP-5MS
0.1 30 ><0.32
90 2 10 200 5 310 (10 )
270
1.5 L
He 1.5mL/min
b HRMS
300
45
270
7001 A
SIM
10,000
10kV
1.2kV
c 22
5 m/z 563.6217(M+4) 565.6197(M+6)
5 -2Cy, m/z 575.6620(M+4) 577.6600(M+6)

m/z 405.8027(M+2)
m/z 483.7132(M+2)
m/z 641.5322(M+4)
m/z 721.4407(M+6)

~N o b~ W

407.8007 (M+4)
485.7112(\W+4)
643.5302(M+6)
723.4386(M+8)



(RF) 5

L RF
15 RF
=15 RE
+15
As>=Cis Ais>=Cs
As
Ais
Cis ng
Cs ng
RF
RF RF
(ng)
(ng) As><Cis (A1s><RF)
As
Ais
Cis (ng)
(pg/g-dry pg/g) = (ng)><1000

(9-dry 9)

RF

RF

RF



IDL

GC/MS (IDL) 23

IUPACH# #103 #102 #100 #119 #88 #99 #116 #118 #106 #85 #126 #105

IDL

(po/g 21 22 27 20 17 19 26 29 18 20

IDL

(p9/g 10 11 083 13 10 083 10 13 14 09 10

(p9) 052 050 049 053 058 050 045 044 048 048 056 049
CV(%) 22 24 24 20 19 23 27 30 16 21
24
o/kg

P5BDE#103 0.027 0.091 0.022 0.073
P5BDE#102 0.052 0.17 0.022 0.073
P5BDE#100 0.027 0.089 0.018 0.060
P5BDE#119 0.038 0.13 0.025 0.083
P5BDE#88 0.027 0.089 0.025 0.084
P5BDE#99 0.058 0.19 0.014 0.047
PS5BDE#116 0.056 0.19 0.027 0.090
P5BDE#118 0.051 0.17 0.031 0.10
P5BDE#106 0.091 0.30 0.041 0.14
P5BDE#85 0.061 0.20 0.030 0.099
P5BDE#126 0.066 0.22 0.035 0.12
P5BDE#105 0.083 0.28 0.028 0.094

1 2,500rpm 10

10g
2
GC/MS



25mL
5 1IN KOH 25mL
KOH 0.5N
6
-
8
10
9
10
11 (5:95)
0.5mL
12
18 20
13 HPLC
14
15.5 17.5 3 6 15 17.5 PCNs
16 18 PCBs 14.5 16.25 PCTs 14.25 16.5
15 19 PBBs 15 20
15 18
15

16



17 mL/min
18
19
20 Cambridge Isotope Laboratories,Inc.
21 JMS MS-700D GC HP6890
22 SIM
5,6,7
23 IDL 11 16
IDL
IUPACH# #103 #102 #100 #119 #88 #99 #116 #118 #106 #85 #126 #105
mL 01 01 01 01 01 01 01 01 01 01 01 02
(po/ 1L 05 05 05 05 05 05 05 05 05 05 05 05
(L 1 1 1 1 1 1 1 1 1 1 1 1
1 05 06 059 05073 042 046 032 037 051 048 0.60
2 05 06 045 05 063 054 044 048 050 040 060 056
3 05 03 036 06 034 049 053 047 064 059 059 0.38
4 05 06 032 06 074 052 031 028 046 049 064 047
5 05 05 058 06 054 050 037 047 052 029 055 041
6 04 04 051 04 057 067 054 047 028 037 040 040
7 08 05 060 05 052 034 050 057 06 0.73 066 0.63
011 011 011 009 014 0.10 0.09 010 0.130.1470.091 0.10
IDL(pg) 021 021 022 0.17 0.27 020 0.17 019 026 029 018 0.20
IDL
(po/g 21 21 22 17 27 20 17 19 26 29 18 20
IDL
(p9/g 11 10 11 083 13 10 083 10 13 14 09 10
(p9) 052 050 049 053 058 050 045 044 048 048 056 049
CV(%) 21 22 24 16 24 20 19 23 27 30 16 21




[Chronato] bh4
[100]+

¥-Scale :

Abundance ()

#100 —p| #119
¢ #99
#102 * #126
#lOi K
#154
B T P T T T T P i 23:'tnnaWCDD
SIM 0.2ng/mL
24 ( ) 62 3
#103 | #102 | #100 | #119 | #88 | #99 | #116 | #118 | #106 | #85 | #126 | #105
(19/kg) | 0.021 | 0.021 | 0.022 | 0.017 | 0.027 | 0.020 | 0.017 | 0.019 | 0.026 | 0.029 | 0.018 | 0.020
(Le/kg) 02 | 02 | 02 | 020202020202 02/ 02|02
(n=2) ND ND ND ND ND ND ND ND ND ND ND ND
X 019 | 022 | 019 | 021 | 0.16 | 019 | 015 | 018 | 0.17 | 016 | 018 | 0.21
Sc 0.0087| 0.017 {0.0085| 0.012 |0.0085| 0.018 | 0.018 | 0.016 | 0.029 | 0.020 | 0.021 | 0.026
DL 0.027 | 0.052 | 0.027 | 0.038 | 0.027 | 0.058 | 0.056 | 0.051 | 0.091 | 0.061 | 0.066 | 0.083
95% LCL 0.018 | 0.033 | 0.017 | 0.024 | 0.017 | 0.037 | 0.036 | 0.033 | 0.058 | 0.039 | 0.042 | 0.053
95% UCL |0060| 0.11 | 0.059 | 0083|0059 | 0.13 | 012 | 011 | 020 | 0.14 | 015 | 0.18
#103 | #102 | #100 | #119 | #88 | #99 | #116 | #118 | #106 | #85 | #126 | #105
(19/kg) | 0.011 | 0.010 | 0.011 | 0.008 | 0.013 | 0.010 |0.0083| 0.010 | 0.013 | 0.014 |0.0089| 0.010
(19/kg) 005 | 005 | 005 | 005 | 0.05 | 005 | 005 | 005 | 0.05 | 0.05 | 0.05 | 0.05
(n=2) [0.0070| ND | 0.059 |0.0085| ND |[0.0075| ND ND ND ND ND ND
X |0.046 | 0.059 | 0.045 | 0.051 | 0.059 | 0.055 | 0.048 | 0.054 | 0.060 | 0.058 | 0.059 | 0.048
Sc 0.0070(0.0070|0.0058 | 0.008 | 0.008 |0.0045| 0.009 {0.0098| 0.013 |0.0095| 0.011 |0.0090
DL 0.022 | 0.022 | 0.018 | 0.025 | 0.025 | 0.014 | 0.027 | 0.031 | 0.041 | 0.030 | 0.035 | 0.028
95% LCL 0.014 | 0.014 | 0.012 | 0.016 | 0.016 | 0.009 | 0.017 | 0.020 | 0.026 | 0.019 | 0.022 | 0.018
95% UCL 0.049 | 0.049 | 0.040 | 0.055 | 0.056 | 0.031 | 0.059 | 0.068 | 0.091 | 0.065 | 0.077 | 0.062




O——iT=0

82

20g—+

S

i -

| GC/HRMS |

(0.2 100ng/mL)

2,2",4,4" ,6-PentaBDE #100

4x1
3,
2,
1,
0 T T I T T I I T x 100
0 0.1 0.2 0.4 0.5 0.6 0.7 0.8 0.9 1
QUANT [pel
2,2%,4,5" ,6-PentaBDE #103
x 1
T T T T T T T x 100
0 0.1 0.2 0.3 0.7 0.8 0.9

0.4 0.5 0.6
QUANT [eel

50mLx2 EtOH 40mL IN KOH/EtOH 25mL 50mL
25mL lhr 50mLx2
— —6PC — —
5%NaCl 30,20mL CLNpak PAE-2000 5mL
5%
15-18min

2,2",4,5,6"-PentaBDE #102

x 1

x 100

T T T T T T T T T
0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9
QUANT [pel

2,3,3",4,4"-PentaBDE #105

3

x 1

T T T T T T T T T
0.4 0.5 0.6 0.7 0.3 0.4
QUANT [rpel



O——iT=0

2,3,3%,4,5-PentaBDE #106

2x1
106
1.54
1,
0.5
0 T T I I T T I I T x 100
0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9
QUANT [pel
2,3%,4,4" ,5-PentaBDE #118
4x1
118
3_
R
A
T 24
1
1]
'I_
0 T T T T T T T T T x 100
0 0.1 0.2 0.3 0.4 0.5 0.8 0.7 0.3 0.9 1
QUANT [pe]
3,3",4,4" ,5-PentaBDE #126
x 1
5
126
4_
1o
4
b oo
T
0 T T T T T T T T T x 100
0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.3 0.9 1
QUANT [rel
2,2",3,4,6-PentaBDE #88
3x1
2.5 88
2_
R
A
T1.54
I
0
1_
0.5+
0 T T T T T T T T T % 100
0 0.1 0.2 0.3 0.7 0.8 0.9 1

0.4 0.5 0.6
QUANT [pel

2-1

O— =

o= =

O— =

2,3,4,5,6-PentaBDE #116

x 1

116

0.5+

0 T T T T T T T

0.4 0.5 0.6 0.7
QUANT [rel

2,3",4,4"6-PentaBDE #119

0.8

0.9

119

0 I I T I I T

% 100

T
0 0.1 0.2 0.3 0.4 0.5 0.6 0.7
BUANT [pz]

2,2",3,4,4"-PentaBDE #85

%1

0.8

0.9

85

0 T T T T T T T
0.4 0.5 0.6 0.7
DUANT [pel

2,2",4,4" ,5-PentaBDE #99

x 1

0.8

0.9

99

0 T T T T T T T
0.4 0.5 0.6 0.7
QUANT [rel

0.8

0.9

% 100



10 D10BDE 209
20 3 6
D10BDE(#209) 100ng
100 L 3 6
EtOH IN KOH IN KOH 20hr
/EtOH /EtOH
( ) 1 ( 1 (  20hr 10 5
) )
= 2 2 3 3 2
T3BDE(#30) 73 71 97 96 66
T3BDE(#32) 76 75 92 91 75
T3BDE(#17/25) 79 76 103 98 77
T3BDE(#33/28) 80 79 93 88 80
T3BDE(#35) 86 85 115 96 83
T3BDE(#37) 85 85 103 100 89
TABDE(#75) 76 79 94 99 78
TABDE(#49) 85 86 98 91 84
TABDE(#71) 78 79 95 88 77
TABDE(#47) 86 90 93 105 86
TABDE(#66) 99 101 100 94 103
TABDE(#77) 86 88 97 100 86
P5BDE(#100) 85 86 84 89 85
P5BDE(#119) 89 a0 82 97 89
P5BDE(#99) 93 85 83 102 86
P5BDE(#116) 88 84 65 92 89
P5BDE(#118) 93 88 84 99 90
P5BDE(#85) 90 86 112 116 88
P5BDE(#126) 76 74 100 115 74
HEBDE(#153) 87 85 98 113 90
H6BDE(#140) 81 83 79 112 86
H6BDE(#138/166) 89 95 85 114 98
2-2
7
PBDES
21267-U 10 30+22% 6g+44%
4 .509+2%KOH 3




10

T3BDE

20

0-39

PSBDE#116

120

100

80

60

40

20

SP  21267-U

—o— T3BDE(#30):0%
—m— T3BDE(#32):12%

—%— T3BDE(#35):38%

—e— T3BDE(#37):35%
—+— T4BDE(#75):67%

——— T4BDE(#49):62%
TABDE(#71):65%

TABDE(#47):84%
T4BDE(#66):66%

Hexane ’

0-50ml

Hexane
50-100ml

2%DCM

50ml

5%DCM

50ml

10%DCM

20%DCM
50ml

30%DCM

TABDE(#77):59%
P5BDE(#100):74%
P5BDE(#119):69%
P5BDE(#99):97%
o PSBDE(#116):1%
——— P5BDE(#118):82%
P5BDE(#85):72%
PSBDE(#126):82%
H6BDE(#153):86%
H6BDE(#140):91%

50ml

T3BDE(#17/25):15%
T3BDE(#33/28):24%

H6BDE(#138/166):66%

GL

10%

T3BDE

6g+2%KOH

20

1050-24031 10%
3

T3BDE 30

3g+22%

1-60

PSBDE#116

120

100

80

60

40

20

KOH

(GL 1050-24031)

Hexane

0-50ml

Hexane
50-100ml

2%DCM

50ml

10%DCM
30%DCM
50ml

—e— T3BDE(#30):1%
—m— T3BDE(#32):46%
T3BDE#17/25):37%
T3BDE(#33/28):51%
—— T3BDE(#35):60%
—e— T3BDE(#37):57%
—+— T4BDE(#75):78%
——— TABDE(#49):84%
T4BDE(#71):84%
TABDE(#47):97%
T4BDE(#66):84%
T4BDE(#77):91%
P5BDE(#100):97%
P5BDE(#119):101%
P5BDE(#99):110%
P5BDE(#116):1%
——— P5BDE(#118):98%
P5BDE(#85):102%
P5BDE(#126):102%
HE6BDE(#153):110%
HGBDE(#140):116%
HE6BDE(#138/166):101%

4.5g+44%




GL

1050-24021 22%

50-100mL 20

62-138

PSBDE

102-138

6 +2%KOH 3

160

140

120

100

80

60

40

20 ——

KOH GL 1050-24021

—e— T3BDE(#30):63%
—m— T3BDE(#32):78%
T3BDE(#17/25):62%
T3BDE(#33/28):79%
—X— T3BDE(#35):78%
—e— T3BDE(#37):89%

Hexane

0-50ml

Hexane

50-100ml

2%DCM
50ml

5%DCM
50ml

10%DCM

50ml

20%DCM
50ml

30%DCM
50ml

| —— P5BDE(#118):121%

— TABDE(#75):109%
——— T4BDE(#49):96%

T4BDE(#71):100%
T4BDE(#47):102%
T4BDE(#66):111%
T4BDE(#77):108%
P5BDE(#100):135%
P5BDE(#119):128%
P5BDE(#99):119%
P5BDE(#116):102%

P5BDE(#85):138%
P5BDE(#126):123%
HEBDE(#153):131%
HEBDE(#140):135%
H6BDE(#138/166):101%

GL

T3BDE

10

1050-24011 10%

1-37

3

+44Y% 4.5
P5BDE#116

160

140

120

100

80

60

40

20

GL 1050-24011

—e— T3BDE(#30):1%
—m— T3BDE(#32):26%

T3BDE(#17/25):25%
T3BDE(#33/28):34%

—— T3BDE(#35):37%
—e— T3BDE(#37):32%

—+— T4BDE(#75):62%
—— T4BDE(#49):78%

T4BDE(#71):91%

T4BDE(#47):91%
T4BDE(#66):85%

T4BDE(#77):88%
P5BDE(#100):94%

Hexane ’

0-50ml

Hexane

50-100ml

P5BDE(#119):91%
P5BDE(#99):115%

2%DCM
50ml

10%DCM

50ml

sopeM I~ |

50ml

30%DCM

P5BDE(#116):2%

—~— P5BDE(#118):116%
P5BDE(#85):130%
P5BDE(#126):112%
HEBDE(#153):126%
HEBDE(#140):151%
H6BDE(#138/166):139%

50ml




10 10 1g 12 @
P5BDE#116 T3BDE
PBDE 5-10mL 5
P5BDE 89-121 3-6
80-127
—o— T3BDE(#30):80%
10% 19 ( —m— T3BDE(#32):81%
T3BDE(#17/25):80%
120 T3BDE(#33/28):85%
—%— T3BDE(#35):87%
100 —e— T3BDE(#37):91%
—+— T4BDE(#75):90%
80 e A —~— TABDE(#49):92%
77\ TABDE(#71):95%
60 / § A T4BDE(#47):92%
/ ///"\/<\< / \ TABDE(#66):94%
40 / \\f\— TABDE(#77):98%
/ / Va \\ . PSBDE(#100):89%
20 P5BDE(#119):104%
/ \\ y P5BDE(#99):93%
0 X X P5BDE(#116):89%
! I = = = | |—— P5BDE(#118):105%
o o - -l
x = x E = E = E 8 E P5BDE(#85):100%
T° T < =52 =2 S d PSBDE(#126):121%
— H6BDE(#153):110%
HEBDE(#140):127%
—>— HEBDE(#138/166):118%
LC-S1 6 L Glass Tube 54335-UA 19
LC-Florisil 6 L Glass Tube 54334-U 19
0-5mL
P5BDE 84-115 88-114
LCSi-1 LCSi-2 LCSi-3 LCSi Florisil-1 Florisil-2 Florisil-3 Folisil
Hexane Hexane Hexane Total Hexane Hexane Hexane Total
% 0-5mL 5-10mL 10-15mL Recovery | 0-5mL 5-10mL 10-15mL Recovery
T3BDE(#30) 99 N.D N.D 99 111 05 ND 112
T3BDE(#32) 92 4.0 N.D 96 100 0.6 ND 100
T3BDE(#17/#25) 85 44 N.D 89 90 0.2 ND 90
T3BDE(#28/#33) 92 0.6 N.D 93 93 0.3 ND 93
T3BDE(#35) 92 N.D N.D 92 95 N.D ND 95
T3BDE(#37) 85 0.1 N.D 85 95 N.D ND 95




T4BDE(#75) 108 N.D N.D 108 97 N.D ND 97
T4BDE(#49) 106 N.D N.D 106 99 N.D ND 99
T4BDE(#71) 101 27 N.D 104 83 N.D ND 83
TABDE(#47) 105 02 N.D 105 93 N.D ND 93
T4BDE(#66) 104 N.D N.D 104 95 N.D ND 95
P5BDE(#103) 92 0.0 N.D 92 104 N.D ND 104
P5BDE(#102) 81 6.9 N.D 87 108 N.D ND 108
P5BDE(#100) 100 N.D N.D 100 101 N.D ND 101
P5BDE(#119) 95 N.D N.D 95 103 N.D ND 103
P5BDE(#88) 89 0.8 N.D 90 89 12 ND 90
P5BDE(#99) 88 N.D N.D 88 88 N.D ND 88
P5BDE(#116) 84 N.D N.D 84 94 N.D ND 94
P5BDE(#118) 96 N.D N.D 96 114 N.D ND 114
P5BDE(#106) 94 N.D N.D 94 102 N.D ND 102
P5BDE(#85) 84 0.8 N.D 85 111 N.D ND 111
P5BDE(#126) 96 0.1 N.D 96 107 N.D ND 107
P5BDE(#105) 115 04 N.D 115 89 N.D ND 89
H6BDE(#154) 81 N.D N.D 81 95 N.D ND 95
H6BDE(#153) 98 N.D N.D 98 92 N.D ND 92
H6BDE(#140) 77 N.D N.D 77 96 N.D ND 96
H6BDE(#138/#166) | 67 N.D N.D 67 97 N.D ND 97
H7BDE(#183) 94 N.D N.D 94 105 N.D ND 105
H7BDE(#181) 92 N.D N.D 92 106 N.D ND 106
H7BDE(#190) 96 N.D N.D 96 104 N.D ND 104
2-3 GPC
5 / 3-6
15 17.5 GPC
P5BDE
72-105 3-6 72-116



—e— T3BDE(#30):108%
5%CyHex/AC GPC —=— T3BDE#32):114%
T3BDE#17/25):116%
100 T3BDE(#33/28):100%
90 1 —— T3BDE(#35):101%
80 / K\ —e— T3BDE(#37):97%
/ / \\ —— T4ABDE(#75):95%
70 // \\ T —— T4BDE(#49):99%
60 A u, T4BDE#71):101%
// / \\ / \ T4BDE(#47):100%
50 T TABDE(#66):99%
o /// /\ V MR /\ T4BDE(#77):100%
//// / \\\’\y( P5BDE(#100):105%
30 //// ' B\g\\ \ PSBDE(#119):79%
20 / L\ P5BDE(#99):104%
10 /// / LN \\\ P5BDE(#116):72%
i z/ A\ —— P5BDE(#118):79%
0 ﬂzg/_L c .=-;\§—s_z4 P5BDE(#85):89%
L% L% g L% E L% o% P5BDE(#126):81%
‘-|| 10 o o o ~ o H6BDE(#153):82%
0 o 0 3 p: T " H6BDE(#140):85%
- - - - - - - —<— H6BDE(#138/166):74%
PBDEs PCB PCN
[Chromatal TIC Y¥-Scale : Abundance(X)
[100] —
S8

=fe00El0] o

=felld o

gfel0s —

18 20min

16 18min PCNs) =

14 16min PCBS)

12 14min

zfelll

gfellld —
ngma

zfelld
B.T-->

LIS s B e e B B B I LI e L e e s e e e et e e e e S
1o0:00 1s5:00 20:00 2&:00 a0:00 a5:on 40:00




#103 | #102 | #100 | #1190 | #88 | #99 | #116 | #118 | #106 | #85 | #126 | #105
ng) 2 | 22| 2|2 2|22 /|2]2/]2/]:?
700 N T 2 A O A 2 A O N A 2 N A 2 A
(%) 78 | 85 | 73 | 79 | 72 | 78 | 66 | 83 | 74 | 76 | 81 | 85
® |51 |59 |67 |88 718111 |85 10 |72 |81 11
%) | 95 | 110 | 93 | 107 | 82 | 93 | 73 | 89 | 87 | 80 | 92 | 105
)| 46 | 76 | 46 | 56 | 52 | 10 | 12 | 91 | 17 | 12 | 11 | 13
#103 | #102 | #100 | #1190 | #88 | #99 | #116 | #118 | #106 | #85 | #126 | #105
ng) 1 1| 1|1 1|1 |11 |1]1]1]|1
700 2 T 20 I I JO A 2 N O 0 A 2 B 2 A
(%) 58 | 75 | 46 | 67 | 81 | 73 | 64 | 65 | 73 | 71 | 75 | 61
@ |93 | 11 | 48 | 29 | 15 | 22 | 26 | 22 | 19 | 13 | 11 | 21
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Pentabromo iphenylether

Abstract

A wet sediment or biological sample 20g spiked with pentabromo iphenylether-13Ci> was
extracted and centrifuged twice with 50ml acetone. The acetone extract was diluted with 40ml
ethanol and evaporated to about 25ml. The solution was saponified with 25ml KOH/ethanol
solution (1mol/L) for 1 hour at room temperature. The solution was diluted with 50mL water and
extracted twice with 50ml hexane. The hexane phase was dehydrated with anhydrous sodium
sulfate and repeatedly treated with 5ml sulfuric acid, until the dark brown color of the sulfuric
acid phase disappeared. The hexane phase was washed with 5%NacCl solution and dehydrated
with anhydrous sodium sulfate and concentrated to 0.5ml. The solution was filtrated with a filter
syringe and concentrated to 0.5ml. The concentrated solution was loaded to GPC column and
then fractionated for 15 to 18 minutes. The fractional solution was concentrated to 0.5mL
replacing from acetone solution to hexane solution and loaded to Silicagel cartridge column (1g)
and then eluted with 10ml hexane. In the case of Biological sample, Florisil cartridge column (1g)
was used instead of Silicagel cartridge column. The solution was evaporated to 0.1ml , added

internal standard, and measured by GC/HRMS-SIM.

Flow chart of analytical method

Sediment or biological sample

ISample| [Extraction| [Concentration| [Saponification | |[Extraction|
Acetone 0.5mol KOH/EtOH Hexane

IDehydration| [Sulfuric acid treatment] |[5%NaCl washing |[Dehydration|

IConcentration| |[GPC fractionation| |[Clean-up | [Concentration| [GC/HRMS-SIM|

15-18min silicagel(sediment) 0.1ml

florisil(biological)
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