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Study of Pretreatment

in Dioxins Analysis

Kaoru FUKUSHIMA, Keiko NAKAMUTA, Hidehiro UEDA
and Hidetaka MATSUBARA

Summary

Followed to the flocculation, precipitate was freeze-dried for soxhlet extractor. 20L of the seawater and the

river water was analyzed by the freeze-drying method. Dioxins were detected 0.08pg-TEQ/L (CV=40%,

n=3) in the seawater while 0.41pg-TEQ/L (CV=9%, n=3) in river water. ~ Although there were some

variations in the result of the low-concentration samples, no significant difference was found in

Environment Quality Standard level (1 pg-TEQ/L). The freeze-drying method on removal of moisture

from sediment sample for pretreatment of Dioxins Analysis was examined. Comparing with the

conventional air-drying processing method, no significant differences were found in the extraction

efficiency for Dioxins and lower CV% in variation.
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2,3,7,8-TeCDD ND ND ND ND — |ND ND ND ND —
1,23,7,8-PeCDD ND ND ND ND — 0.08 0.07 0.12 009] 26
1,23,4,7,8-HxCDD 0.04 [ND ND ND - 0.07 0.04 0.04 0.05| 38
1,23,6.7,8-HxCDD 0.03 |ND ND ND - 0.10 0.04 0.07 007| 44
1,2,3,7,8,9-HxCDD ND ND ND ND — 0.07 0.09 0.07 008| 15
1,23.46,7,8-HpCDD 0.22 0.36 0.12 023| 50 1.9 1.1 24 18| 38
1,2,3.4,6,7,89-0CDD 5.1 6.6 6.8 621 15 39 51 52 47| 15
2,3,78-TeCDF 0.06 0.08 0.05 006 | 32 0.1 0.16 0.15 0.14| 20
1,2,3.7 8-PeCDF 0.58 0.64 0.92 072] 25 0.09 0.24 0.25 020 | 45
2,3,47,8-PeCDF 0.12 |ND 0.08 |ND — 0.54 0.44 0.34 044 | 23
1,2.3,4,78-HxCDF ND ND ND ND — 0.12 0.14 0.13 0.13] 59
1,23.6,78-HxCDF ND ND ND ND — 0.08 0.11 0.08 009 | 17
1,2.3,7,89-HxCDF ND ND ND ND — IND ND ND ND —
2,34,6,7.8-HxCDF ND ND ND ND - 0.17 0.13 0.19 0.16 | 17
1,23,4,6,7,8—HpCDF 0.02 0.01 0.04 002] 66 0.25 0.29 0.24 026 | 10
1,23,4,78,9-HpCDF 0.08 |ND 0.02 [ND — 0.02 |ND ND ND -
1,23,4,6.7,8.9-0CDF ND 0.15 0.08 {ND - 20 13 20 18] 24
3,3,44'-TeCB{#77) 1.7 72 59 49| 59 15 18 17 17| 81
3,4,4,5-TeCB(#81) 0.11 0.56 0.41 0.36 | 63 0.99 1.1 1.0 11] 72
33,44 5-PeCB(#126) 0.08 0.09 0.09 008| 87 [ND 1.1 1.0 |ND —
3,3',44"55'~HxCB(#169) ND ND ND ND — IND 0.14 0.15 [ND —
2,3,3'4,4'~PeCB(#105) 3.7 11 9.0 78| 47 70 70 72 7| 10
2,3,44' 5-PeCB(#114) 0.35 14 1.1 094| 58 40 53 6.0 51| 20
23',44' 5-PeCB(#118) 8.8 31 26 2| 53 170 100 64 110 49
23,44 5-PeCB(#123) 0.15 0.88 0.73 058 66 30 43 41 38| 18
2,3,3,4.4'5-HxCB(#156) 0.61 0.79 0.78 0.73] 13 17 15 17 16| 64
2,3,3'4.4 5'~HxCB(#157) 0.16 0.21 0.24 020 19 48 5.4 40 471 15
2,3'44' 55 ~HxCB(#167) 0.21 0.36 0.38 032 29 73 6.3 70 69| 71
2,3,3'4,4'5,5'-HpCB(#189) 0.08 [ND 0.01 {ND — 1.7 1.1 0.98 12] 3
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2,3,7,8-TeCDD 019 | o021 017| o0.19 | 84 012 | o014| o019f o015 23 0.17 ] 19
1,2,3,7,8-PeCDD 1.2 1.3 1.3 13] 41 1.3 1.1 1.1 12| 94 12} 81
1,2.3.4,7.8-HxCDD 090 | 073 096 086 14 086 078| 080 0.8t 56 0.84 | 10
1,2,3,6,7,8-HxCDD 1.7 1.5 1.7 16| 76 16 1.5 1.7 16| 51 16| 59
1,23,7,8,9-HxCDD 1.9 1.9 1.9 19 23 2.0 2.0 1.8 19 71 19 50
1,23.4,6,7,8-HpCDD 91 97 65 84| 20 70 93 54 721 28 78| 23
1,234,6,7,89-0CDD 2000 | 2000 | 2800 | 2300 | 21 2400 | 1900 | 1600 | 2000 | 21 2100 | 20
2,378-TeCDF 098 092 1.2 10] 14 082 090 096| o089 75 0.96 | 13
1,2,37,8-PeCDF 21 20 22 21| 59 2.1 1.9 1.9 201 43 20| s5
2,3,4,7,8-PeCDF 35 23 34 31| 21 1.0 29 1.1 17 62 24| 46
1,2,3,4,7 8-HxCDF 1.9 1.8 1.9 19| 35 20 2.0 1.9 20| 23 20| 34
1,2,3,6,78-HxCDF 095 087 091 o0.91] 44 077 085| 087 083] 60 087 | 69
1.2,3,7,89-HxCDF 0.24 021 019 | 0.2t | 13 037 025 | 029) o030 20 0.26 | 25
2,3,4,6,78-HxCDE 088 072| o076| 079 10 075 070 069 071 ] 47 0.75 | 93
1,2,3,4,6,7,8—HpCDF 4.1 3.9 5.0 441 12 48 4.2 45 45| 68 44| 90
1,2,3.4,78,9-HpCDF ND ND ND ND — |nD ND ND ND — |np -
1,2,34,6,7,8,9-0CDF 41 43 24 36| 29 25 42 30 32 | 264 34| 25
33',44-TeCB(#77) 61 84 65 70| 18 60 57 46 54 | 14 62 | 20
3,4,4'5-TeCB(#81) 7.6 5.4 3.8 56| 34 3.0 31 36 32| 44| 40
3344 5-PeCB(#126) 130 250 220 200 | 31 230 160 100 160 [ 40 180 | 33
33'44'5,5-HxCB(#169) 26 11 11 16 ] 53 11 13 12 12| 76 14] 42
2.3,3,4,4'-PeCB#105) 900 600 600 700 | 24 550 530 490 520 | 56 610 | 24
23,4,4,5-PeCB(#114) 26 13 12 17| 45 10 14 13 12§ 15 15| 38
2.3'4,4 5-PeCB(#118) 5.6 5.8 49 54| 86 48 49 5.1 49 | 31 52| 78
2'3,4,4 5-PeCB(#123) 81 66 65 71| 13 61 57 47 55 | 13 63| 18
2,3,3'4,4' 5-HxCB(#156) 16 14 13 14| 10 13 12 10 12] 12 13| 16
23,3 4,4’ 5-HxCB(#157) 38 31 28 321 16 28 24 23 25 | 10 29 | 19
23',44'5,5-HxCB(#167) 057 068 | 073 066 12 057 067 061 061 | 84 0.64 | 10
2.3,3'4,4',55-HpCB(#189) 6.0 57 6.1 59| 39 48 53 4.4 49| 95 54| 12
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I 2 | 3 ﬂiiﬁif-ﬁq C.V.{E r 2 | s FigE | cViE | F9fE | cVIE
2.3,7.8-TeCDD 009 | o0t12| o014 012]| 19 015| o056| 020] 031] 73 0.2t | 83
1,2,37.8-PeCDD 13 1.3 1.1 121 91 1.2 1.2 1.2 12| o7 12] 60
1,23.4,7,8-HxCDD 075| 086| 078]| 080 75 070| 079 | o068] 072} 84 0.76 | 88
1,2,3,6,7.8-HxCDD 1.6 1.6 15 16| 41 1.6 1.9 1.7 17| 178 16] 7.3
1,23,7,89-HxCDD 1.8 20 2.0 19| 68 1.7 1.7 20 18| 91 19| 84
1,23.4,6,7,8—HpCDD 110 70 93 91 | 22 55 98 67 73| 30 82 ] 26
1,23,4,6,7,8,9-0CDD 1000 | 2400 | 1900 | 2000 | 15 1500 | 2000 | t700| 1700 | 13 1900 | 16
2,3,78-TeCDF 1.1 082| 090} 094! 15 1.1 078 1.1 10| 19 10| 18
1,2,37,8-PeCDF 1.9 2.1 1.9 20| 3s 2.0 20 2.0 20| 12 20| 26
2,3,47,8-PeCDF 1.3 1.0 2.9 17| 57 33 0.3 1.3 16| o 17| 67
1,2,34,78-HxCDF 2.1 20 2.0 20| 17 1.8 1.8 1.7 18| 16 191 76
1,2,3,6,7 8-HxCDF 091 077| o085] o0.84] 79 079 | 094| o084 o086 93 0.85 | 7.7
1,2,3,7.89-HxCDF 027| 037( 025| 030 21 009 |ND ND ND| - 0.25 | 46
2.3,4,6,7 8-HxCDF 091 075| o070| 079 14 088 1.1 1.1 10] 11 090 17
1,2,3.4,6,7,8-HpCDF 43 48 42 441 11 5.5 4.1 46 471 186 46 | 12
1,2,3,4,78,9-HpCDF ND ND ND ND[ — ND ND ND ND| - ND| -
1,2,3.4,67,8,9-0CDF 42 25 42 35| 28 33 39 39 a7 | 90 37| 18
33',44'-TeCBH#T) 47 60 57 55 | 12 62 64 63 63| 22 59 | 11
3,4.4'5-TeGB(#81) 24 30 31 28| 14 46 31 42 39 20 34| 24
3.3'4.4 5-PeCB(#126) 110 230 160 170 | 34 200 160 200 180 | 14 180 | 23
33'.44'5,5-HxCB(#169) 8.4 11 13 1| 21 13 17 8.3 13| 35 12| 29
2,3.3'4,4'~PeCB(#105) 530 550 530 ) 530 18 630 630 660 | 640 | 26 590 | 9.9
2.3.4.4 5-PeCB(#114) 15 10 14 13| 17 22 78 11 37] 96 25 | 110
2,3'4.4,5-PeCB(#118) 49 48 49 49| 15 5.2 5.3 5.3 53| 07 51| 45
23,44 5-PeCB(#123) 59 61 57 59 | 35 61 90 73 75 | 20 67| 19
2,3,3'4,4' 5-HxCB(#156) 12 13 12 12| 47 13 12 13 13 47 12| 44
2.3,3'4,4'5—HxCB(#157) 27 28 24 26 | 66 27 28 29 28 | 32 27| 56
23,44 55-HxCB(#167) 085| 057| 067) 070 21 073 065| 052 063 17 0.66 | 18
23,3'4.4',5,5'-HpCB(#189) 5.4 48 5.3 52| 63 43 6.6 49 52| 23 52| 15
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