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20ml  DL-PCB PCB
(3:1)40ml
mono-ortho PCBs
200ml  non-ortho PCBs PCDDs/DFs
5u 1 50u 1
GC/MS
1 ASE
Methodl Method2 Method3 Method4
Solvent Acetone Acetone Acetone Toluene
T(emp)- 100 150 200 200
Pressure 500 1500 2000 2000
(psi)
Pre heat
(nin) 3 5 5 2
Static
(nin) 5 15 15 15
Flush
) 80 50 50 50
Purge 60 60 60 60
(sec)
Cycle
(tine) 1 1 1 1
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2 4,5,6C1-PCDDs/DFs
Lom SUPELCO SP2331 7,8CI-PCDDs/DFs  DL-PCBs
To1w 309 HT8-PCB  PAHs Jew
099 SCIENTIFIC  DB-5
22% 409
44% 309 NS JNMS700D 10000
09¢
2% 309
09¢
vo10% 209 0.8
130 3
PAHs Benzo(a)pyrene-d12
2-7 GCIMS
3 GC Agilent
6890Plus (N |
2

3 GC/MS

GC: Agilent 6890 Plus (Agilent Technologies)

Injection mode . splitless

Injection volume Spl

Flow mode : Constant Flow mode

Column : SP2331 60m/0.32mm/0.2u m (supelco)
456C] PCDDs/DFs Oyen _temp. 2100 (Imin)-20 /min-200 -2 /min-260 (24min)

Injection temp. . 260

Pressure : 108.3kPa

Column : HT8-PCB 60m/0.25mm (Kanto Kagaku)
78C| PCDDs/DEs Oyen _temp. 2130 (Imin)-20 /min-320 (10min)

Injection temp. . 280

Pressure : 230.5kPa

Column : HT8-PCB 60m/0.25mm (Kanto Kagaku)

Oven temp. 2130 (Imin)-20 /min-200 -2 /min-240 -8 /min-320 (10min)
DL-PCBs o

Injection temp. . 280

Pressure : 230.5kPa

Column : DB-5 60m/0.32mm/0.25u m (J&W Scientific)

Oven temp. 290 (Imin)-20 /min-270 -3 /min-300 -20 /min-320 (15min)
PAHs o

Injection temp. . 280

Pressure : 45.2kPa

MS: JIMS700D(JEOL)

lonized energy . 38eV 1260 (456CI PCDDs/DFs)
Current 1 600 A lon source tem : 280 (78Cl PCDDs/DFs)
Resolution + >10000 P 1280 (DL-PCBs)
Accel. Volt . 10kV : 280 (PAHSs)
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Removal of Polycyclic Aromatic Hydrocarbons (PAHSs) from
Wet Sediment Specimens in Analysis of Dioxins

Akihiro Satake, Satohiro Kihara , Masatsugu lgarashi,
Kunio Inoue and Koichi Yano

We studied extraction methods of dioxins from wet sediment specimens using accelerated solvent
extractor (ASE 200) and clean-up methods to remove polycyclic aromatic hydrocarbons (PAHS). The
recovery rates of dioxins from wet sediments specimens using ASE 200 were amost the same as the
recovery rates using Soxhlet extraction which takes 10 to 20 days to dry. High resolution GC/MS
demonstrated that clean-up by 10% silver nitrate silica gel was effective to remove PAHs from wet sediment
specimens. Our study suggested that the extraction of dioxins using ASE 200 combined with the clean-up by
10% silver nitrate silica gel is a suitable method to analyze dioxins rapidly and effectively.

*Public Health Office, City of Sapporo
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