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Comparison of PCBs Analytical Methods in Soil Sample

Kyeo-Keun Kim, Kee Hang Son

Chongju University, Environmental Engineering Department,
Sangdang-gu Naedok-dong, Chongju, 360-764, Korea

The three different methods(Korea:l, EPA:II, Japan:lll) of PCBs analytical methods were compared using
62 kinds of PCBs isomers. To do this, the cleanup process considered before proceeding the established each
methods.The 2,3,4,4',5-PeCBJUPAC No. 114) showed the lowest recovery, but 2,2',3,4,5'-PeCB(IUPAC
No. 87), 2,2'3,3'4,4',5-HpCBAUPAC No. 170) and 2,2'3,3'4,4'5,5' -OcCBIUPAC No. 194) were rep-
resented the recoveries over 120% in 62 PCBs isomers. The recovery ranges following the number of Cl
were obtained 68.54%(8 C1)~95.69%(10 Cl) for Korea, 41.50%(1 C1)~101.00%(10 Cl) for USA, and
68.30%(8 C1)~89.53%(4 Cl) for Japan. Also, the average recoveries of 14 kinds coplanar-PCBs were
obtained 79.69% for method I, 88.05% for method II and 73.38% for method IIL
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Table 1.Selected compounds.

IUPACNo. CB congener CAS No. Quantitation ion  Confirmation ion
1Cl 1 2-MoCB 2051-60-7 188.0 190.0
3 4-MoCB 2051-62-9 ) 152.0
4 2,2'-DiCB 13029-08-8
8 2,4-DiCB 34883-43-7 224.0
zda 10 2,6-DiCB 33146-45-1 222.0 152.0
15 4,4'-DiCB 2050-68-2
18 2,2'5-TrCB 37680-65-2
19 2,2',6-TrCB 38444-73-4
22 2,3,4-TrCB 38444-85-8 258.0
3a 28 2,4,4-TrCB 7012-37-5 256.0 186.0
33 2',3,4-TrCB 38444-86-9
37 3,4,4-TrCB 38444-90-5
44 2,2'3,5-TeCB 41464-39-5
49 2,2',4,5'-TeCB 41464-40-8
52 2,2'5,5-TeCB 35693-99-3
54 2,2',6,6'-TeCB 15968-05-5 2919
4d 70 2,3' 4" 5-TeCB 32598-11-1 289.9 2939
74 2,4,4'5-TeCB 32690-93-0
77 3,3'4,4-TeCB 32598-13-3
81 3,4,4'5-TeCB 70362-50-4
87 2,2',3,4,5'-PeCB 38380-02-8
95 2,2'3,5",6-PeCB 38379-99-6
99 2,2'4,4'5-PeCB 38380-01-7
101 2,2',4,5,5'-PeCB 37680-73-2
104 2,2',4,6,6'-PeCB 56558-16-8
5 Cl 105 2,3,3',4‘,4-PeCB 32598-14-4 395.9 323.9
110 2,3,3'4' 6-PeCB 38380-03-9 3279
114 2,3,4,4'5-PeCB 74472-37-0
118 2,3'4,4' 5-PeCB 31508-00-6
119 2,3'4,4' 6-PeCB 56558-17-9
123 2'3,4,4',5-PeCB 65510-44-3
126 3,3'4,4",5-PeCB 57465-28-8
128 2,2',3,3'4,4-HxCB 38380-07-3 3598 361.8
138 2,2'3,4,4'5'-HxCB 35065-28-2 ) 357.8
149 2,2'34'5,6-HxCB 38380-04-0
151 2,2',3,5,5',6-HxCB 52663-63-5
153 2,2'4,4'5,5-HxCB 35065-27-1
6 Cl 155 2,2'4,4',6,6'-HxCB 33979-03-2
156 2,3,3'4,4'5-HxCB 38380-08-4 360.8 361.8
157 2,3,3'4,4'5'-HxCB 69782-90-7 ) 357.8
158 2,3,3'4,4',6-HxCB 74472-42-7
167 2,3'4,4'5,5-HxCB 52663-72-6
168 2,3'44'5,6-HxCB 59291-65-5
169 3,3'4,4',5,5'-HxCB 35065-30-6
7 Cl 170 2,2'3,3,4,4',5-HpCB 35065-30-6
171 2,2'3,3.,4,4',6-HpCB 52663-71-5

177 2,2'3,3'4",5,6-HpCB 52663-70-4
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Table 1 continued.
IUPAC No. CB congener CAS No. Quantitation ion  Confirmation ion
7 Cl 178 2,2',3,3'5,5,6-HpCB 52663-67-9
180 2,2',3,4,4'5,5'-HpCB 35065-29-3
183 2,2',3,4,4'5,6-HpCB 52663-69-1
187 2,2.345,5,6-HpCB 52663-68-0 393.8 gg?'g
138 2,2',3,4'5,6,6'-HpCB 74487-85-7 ’
189 2,3,3'4,4'5,5'-HpCB 39635-31-9
191 2,3,3'4,4'5,6-HpCB 74472-50-7
8 Cl 194 2,2'3,3,44'5,5-0cCB 35694-08-7
199 2,2',3,3',4,5,5,6'-OcCB 52663-75-9
201 2,2',3,3',4,5,6,6'-OcCB 40186-71-8 429.8 ig{g
202 2,2',3,3',5,5,6,6'-OcCB 2136-99-4 ’
205 2,3,3',4,4'5,5',6-0cCB 74472-53-0
9 Cl 206 2,2'3,3,4,4',5,5,6-NoCB 40186-72-9 4617 463.7
208 2,2',3,34,5,5',6,6-NoCB 52663-77-1 ) 465.7
499.7
10 CI 209 DeCB 2051-24-3 497.7 195.7

Table 2. Monitoring ion of internal standard.

Internal standard

Quantitation ion

Confirmation ion

4-Chloro[*3Cy,]biphenyl 188.0 202.1
4,4'-DiChloro[**C;,]biphenyl 222.0 236.0
2,4',5-TriChloro[*3C,,]biphenyl 256.0 2700
2,2',5,5'-TetraChloro[*C;,]biphenyl 289.9 304.0
2,3',4,4",5-PentaChloro[**C,,Ibipheny! 325.9 3379
2,2',4,4',5,5‘—HexaChloro[13C12]biphenyl 359.8 373.9
2,2',3,4,4‘,5,5‘—HeptaChloro[13C12]bipheny1 393.8 407.8
2,2'3,3'4,4',5,5'-OctaChloro[**C,]biphenyl 429.8 441.8
2,2'3,3'4,4,5,5',6-NonaChloro[**C,,]biphenyl 461.7 4758
2,2'3,3'4,4,5,5',6,6'-DecaChloro[*C,biphenyl 497.7 511.7
Table 3. Experimental and analytical conditions for PCBs.
Exp. Methods Contents

- Silicagel : n-hexane 100 mL

Method T + Aluminar(I) : 2% DCM : n-hexane 100 mL, 50% DCM n-hexane 150 mL
Comparison » Silicagel : n-hexane 25 mL
Method Method II » Florisil : 6% ether ; hexane 100 mL
« Silicagel : n-hexane 150 mL
Method 1II » Aluminar(I) : 2% DCM : n-hexane 100mL, 50% DCM : n-hexane 150 mL
» GC/MS « HP 5973N
» Column + DB-5MS(60 m 0.32mm 0.25um)
« Column temp. » 105°C(1min)—10°C/min—245°C(2min)—3°C/min—290°C(8min)
- Injector temp. » 300°C
Instrument -« Ion source + MS Source 230°C, MS Quad. 150°C

» Jonization volt

» Ionization method
« Injection mode

- Carrier gas

* 70eV

«EI

- Splitless mode
» He(1 mIL/min)
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Table 4.Recoveries of PCBs in three different methods.
IUPAC No. CB congener Method I Method II Method III
1Cl 1 2-MoCB 63.79 41.01 76.73
3 4-MoCB 60.38 41.99 70.00
2 Cl 4 2,2-DiCB 73.04 49.23 89.30
8 2,4-DiCB 75.50 53.87 86.48
10 2,6-DiCB 73.04 49.23 89.30
15 4,4-DiCB 76.45 60.85 88.56
3 Cl 18 2,2' 5-TrCB 84.99 61.47 97.94
19 2,2, 6-TrCB 69.68 53.70 81.43
22 2,3,4-TrCB 83.21 66.20 90.28
28 2,4,4-TrCB 81.21 64.79 91.03
33 2',3,4-TrCB 84.58 64.30 92.53
37 3,4,4-TrCB 85.86 77.82 98.00
4 Cl 44 2,2'3,5' TeCB 84.25 71.42 90.54
49 2,2'4,5' TeCB 86.19 72.29 94.63
52 2,2' 5,5 TeCB 72.65 61.25 80.87
54 2,2'6,6'-TeCB 79.51 63.64 92.90
70 2,3'4' 5-TeCB 86.28 79.53 92.62
74 2,4,4' 5 TeCB 84.78 76.41 89.67
77 3,3'4,4-TeCB 82.43 89.31 86.72
81 3,4,4',5-TeCB 82.92 86.25 88.31
5 Cl 87 2,2'3.45-PeCB 121.61 120.73 125.37
95 2,2'35',6-PeCB 88.07 81.24 97.18
99 2,2'44' 5-PeCB 80.11 79.17 86.94
101 2,2'4,5,5'-PeCB 84.00 78.40 88.66
104 2,2',4,6,6'-PeCB 74.20 63.72 84.52
105 2,3,3,4,4-PeCB 84.76 71.45 86.49
110 2,3,3,4',6-PeCB 72.31 72.40 73.84
114 2,3,4,4'5-PeCB 46.95 46.92 42.97
118 2,3'4,4' 5-PeCB 89.58 88.20 72.56
119 2,3'4,4' 6-PeCB 73.65 69.88 75.82
123 2'3,4,4' 5-PeCB 67.71 74.96 68.32
126 3,3,4,4'5-PeCB 89.58 88.20 72.56
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Table 4. continued.
IUPAC No. CB congener Method I Method II Method III
6 Cl 128 2,2'3,3'4,4-HxCB 73.42 81.20 68.69
138 2,2'3,4,4',5-HxCB 82.06 93.82 79.60
149 2,2'3,45"6-HxCB 87.86 89.22 93.57
151 2,2',3,5,5',6-HxCB 68.62 70.83 76.74
153 2,2'4,4'5,5-HxCB 78.03 81.67 75.80
155 2,2'4,4,6,6-HxCB 72.94 66.53 80.22
156 2,3,3,4,4',5-HxCB 88.62 102.68 78.24
157 2,3,3,4,4',5-HxCB 84.31 99.58 77.99
158 2,3,3,4,4',6-HxCB 82.02 93.82 79.60
167 2,3'4,45,5-HxCB 73.42 81.20 68.69
168 2,3'4,45",6-HxCB 78.03 81.67 75.80
169 3,3,4,4,5,5-HxCB 87.26 111.95 74.77
7 Cl 170 2,2',3,3'4,4',5-HpCB 102.22 121.55 88.68
171 2,2'3,3'4,4',6-HpCB 68.21 79.06 64.89
177 2,2',3,3'4'5,6-HpCB 66.56 75.44 63.63
178 2,2',3,3'5,5,6-HpCB 70.91 75.91 71.13
180 2,2'3,4,4',5,5-HpCB 70.41 92.75 70.99
183 2,2',3,4,4'5,6-HpCB 78.97 86.47 74.64
187 2,2'3,4'5,5,6-HpCB 83.87 91.24 79.16
188 2,2',3,45,6,6'-HpCB 66.65 68.82 70.12
189 2,3,3,4,4',5,5'-HpCB 65.46 77.72 50.05
191 2,3,3,4,4',5,6-HpCB 84.71 100.42 77.96
8 Cl 194 2,2'3,3,4,4',5,5-0cCB 108.84 130.23 80.48
199 2,2',3,3'4,5,5,6'-OcCB 88.36 104.50 76.63
201 2,2',3,3'4,5,6,6'-OcCB 78.90 89.70 76.04
202 2,2',3,3'5,5,6,6'-OcCB 66.58 76.80 63.61
205 2,3,3'4,4',5,5,6-OcCB 62.81 70.41 44.72
9 Cl 206 2,2'3,3'4,4'5,5',6-NoCB 79.67 84.47 49.54
208 2,2'3,3'4,5,5',6,6-NoCB 82.38 98.15 65.34
10 C1 209 DeCB 95.69 101.00 62.96
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