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Method 1 Analysis flow Highly chlorinated PCBs (Chlorine number: 4 or more)

(1) Weigh pigment (e.g., 2 g) and put it into a glass vessel

(e.g., conical flask with glass stopper).
G""SS VeSSD (2) Add about 40 volumes (e.g., 80 mL) of concentrated
2 gofpigment— 5 sulfuric acid (e.g., 98% sulfuric acid) to the pigment
SOLe | sample gnd d_issolve it gompletely (e.q., shake, st@r, or
concentrated sulfuric acid ultrasonicate it appropriately for up to about 60 minutes,
~_ Dissolution _ check dissolution visually, and further shake, stir, or
(e.9.: Shaking or stiring for 60 minutes) ultrasonicate it for about 5 minutes. Exercise caution,
80 mL of n-hexane —» . . ..
since some pigment products contain insoluble

Extraction ingredients such as extenders.)
(e.g.: Shaking or stirring for 60 minutes) (3) Add 40 volumes (e.g., 80 mL) of n-hexane and extract
Standing, separationtm 3 collection | sulfuric gcid layer (e.qg., shaKe or stir the solution
appropriately for about 60 minutes).
@ (4) Allow to stand, check layers separate, and collect the n-

hexane solution from the n-hexane layer (e.g., 40 mL).
v (5) Measure the volume of the collected n-hexane solution
Measurement of volume of

collected n-hexane and pass the solution through a column packed with
sodium sulfate anhydrous (e.g., 10 g) for clean up of

Sodium sulfate _____,

anhydrous (10 g) i sulfuric acid.
| Clean up of sulfuric acid | (6) Wash the column with n-hexane, and add the washing
solution to the n-hexane eluate to concentrate (e.qg.,
Concentration/Making up a constant after concentrating to about 10 mL so as not to
volume (e.g.: 20 mL)

evaporate to dryness, make up a constant volume to 20
I mL and use this solution as an analysis sample.)

GC-MS (7) Perform measurement with the concentrated n-hexane
extract solution by GC-MS (e.g., perform quantitative
analysis by absolute calibration method).




Method 2 Analysis flow

<Glass vessD

2 g of pigment ———»
80 mL of n-hexane ——»

Dispersion
(e.g.: ultrasonication)

80 mL of >
concentrated sulfuric acid

Dissolution (shaking,
ultrasonication, or stirring)

rI

Standing, separation
and collection

C Hexane layer D

Measurement of volume
of collected n-hexane

Sodium sulfate —»
anhydrous (10 g) \[

Clean up of sulfuric acid

.

Concentration/Making up a constant
volume (e.g.: 20 mL)

GC-MS

Low-chlorinated PCBs (Chlorine number: 3 or less)

(1) Weigh pigment (e.g., 2 g) and put it into a glass vessel
(e.g., conical flask with glass stopper).

(2) Add 80 mL of n-hexane to disperse (e.g., ultrasonicate the
solution for about 15 minutes, while shaking or stirring
appropriately.)

(3) Add about 40 volumes (e.g., 80 mL) of concentrated sulfuric
acid (e.g., 98% sulfuric acid) to the pigment sample and
dissolve it completely (e.g., shake, stir, or ultrasonicate it
appropriately for up to about 60 minutes, check dissolution
visually, and further shake, stir, or ultrasonicate it for about 5
minutes. Exercise caution, since some pigment products
contain insoluble ingredients such as extenders.)

(4) Allow to stand, check layers separate, and collect the n-
hexane solution (e.g., 40 mL) from the n-hexane layer.

(5) Measure the volume of the collected n-hexane solution and
pass the solution through a column packed with sodium
sulfate anhydrous (e.g., 10 g) for clean up of sulfuric acid .

(6) Wash the column with n-hexane, and add the washing
solution to the n-hexane eluate to concentrate (e.g., after
concentrating to about 10 mL so as not to evaporate to
dryness, make up a constant volume to 20 mL and use this
solution as an analysis sample. Caution is required, since
analysis values will decrease, when the solution is
evaporated to dryness. )

(7) Perform measurement with the concentrated n-hexane
extract solution by GC-MS (e.g., perform quantitative
analysis by absolute calibration method).
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