12 P260-261

2003 6 25 27
GC PCBs
(@]
PCBs GC/MS
GC
PCBs
PTV Fig.1
GC/MS  QP5050A 50 uL AOC20i
(KC-300:KC-400:KC500:KC600=1:1:1:1)
Fig.2 25mL
5mL SDB PLS-2,50mg
50% 6mL
SDB PSA (50mg )
ImL GL-SPE GC/MS  40ul
PCBs 1L 1mL GC/MS 1ul
GC/NS  40ul 1/40 25mL
500mg
- 50mg ( 10mL - 1mL)
1.5 10
16ug/L(PCBs ) n=5
Table 1 SIM
Fig.3

Application of PCBs Analysis Using Large Volume Injection System
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Fig. 1 Apparatus of injector
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Fig. 2 Scheme of sample preparation
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Fig. 3 Total ion chromatogram obtained by this method of a river water
spiked with 16 pg/L (Total PCBS)

Table 1 Recoveries and Reproducibility

#Coumpound

Distilled water

Rec. (%) RSD (%)

PCB-2
PCB-3
PCB-4
PCB-5
PCB-6
PCB-7
PCB-8

84.8
86.8
93.1
110.8
92.4
92.1
136.5

2.06
2.02
4.32
6.55
3.21
4.98
7.94

River water
Rec. (%) RSD (%)
83.3 4,78
83.7 6.66
86.2 5.23
111.1 8.27
81.1 5.09
76.3 6.82
107.2 10.29
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Large Volume Injection Method
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Operating Conditions of
i GC/MS and Injector

Injector LaviStoma (EMINET)

Injector Oven Temp. 69 -100 /min-270 (20min)
Solvent Purge Time 12 sec

GC/MS QP5050A (Shimadzu) , AOC-20i(Shimadzu)
Pre-column Deactivated silica capillary tube 0.53mm>0.5m
Column DB-5MS 0.25mm><30m, 0.25um

Column Oven Temp. 70 (5min)-25 /min-170 -7 /min-250
15 /min-300 (3min)

Detector Temp 300

MS Method SIM
Splitpurge Flow 150 ml/min
Splitless Time 4 min
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Table Recoveries and RSDs

#Compound Purified water River water
Rec.(%) RSD(%, n=5) Rec.(%) RSD(%, n=5)
PCB-2 90.2 1.8 96.4 4.6
PCB-3 93.8 2.6 96.1 6.1
PCB-4 91.6 3.7 93.5 4.4
PCB-5 96.0 4.0 95.4 5.7
PCB-6 95.2 2.6 95.3 4.2
PCB-7 103.8 25 94.2 5.3
PCB-8 146.4 2.6 108.9 8.5

The sample was 16 ug/L PCB(KC-300,400,500,600) spiked to the purified
water and river water.
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‘ Interface of On-Line GC
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This large volume injection method
was employed for an interface to
connect automatic sample
preparation device (SPE, GPC, LC)
to GC as an automatic on-line
operation system.
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