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JAPANESE INDUSTRIAL STANDARD JIS

Test methods for loss and residue of K 0067-1992
chemical products

1. Scope This Japanese Industrial Standard specifies the general methods
to test the loss and residue of chemical products.

Remarks 1. The chemical products mentioned here mean all products
prepared through chemical reaction, however, when measuring
methods other than these methods are prescribed in the
standards of other individual product or group of products,
the test should conform to the method in the standard.

2., In some chemical products, the safety for the tests can not
always be secured when the tests are carried out because of
its volatility, explosiveness, or radioactivity. The
methods prescribed in this standard should be applicable to
the products of which safety is satisfactorily confirmed
since they are only general methods.

3. The standards cited in this standard are shown in Attached
Table 1.

4, The International Standard corresponding to this standard
is shown in Attached Table 2.

2. General matters

2.1 Definition of terms The definition of main terms used in this
standard shall be as follows except those defined in JIS K 0211.

(1) Loss Mass of the loss when sample is either dried or ignited.

(2) Drying loss Mass percentage of loss when sample is dried.

(3) Ignition loss Mass percentage of loss when sample is ignited..

(4) Residue Mass of a sample after sample is evaporated or ignited.

(5) Residue of evaporation Mass percentage of residue when sample is
evaporated.

Remarks: The residue of evaporation is also called nonvolatile matter.

(6) Ignition residue Mass percentage of residue when sample is ignited.

(7) Ash Mass percentage of residue when organic sample is ashed or ignited.
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2.2 Matters in common The matters in common to the tests shall be as
follows except those stated in JIS K 0050.

2.2.1 Temperature for heating The temperature for heating shall be as
follows.

(1) Temperature for heating to drynmess 105 + 2°C

(2) Temperature for ignition 650 + 50°C

2.2.2 Cooling Cooling should be done by letting objects stand(') in a
desiccator containing silica gel for a desiccant until they reach room
temperature,

Note (') The time for cooling is usually 20 min to 60 min, but a
tester decides the time for cooling with considering such as
size or number of containers used for tests or the space of

the desiccator. ’

2.2.3 Constant weight of vessel used for test The constant weight of the
vessels used for test, such as a weighing bottle, evaporation dish,
crucible, or sample container, shall be fixed when the mass difference of
two successive weighings of the vessel gives 0.3 mg or less after they are
ignited or heated for drying and then are let be cooled.

2.2.4 Constant weight Constant weight shall be as follows.

(1) In case of loss test The constant weight of the sample shall be fixed
when the ratio of the mass difference of successive two weighings of
the sample to the mass of the former weighing becomes 0.10 7 or less
after the sample is heated or dried and then is let be cooled. In case
of 0.3 g or less mass of a sample, when the mass difference of
successive two weighings becomes 0.3 mg or less, its constant weight
shall be fixed.

(2) In case of residue test The constant weight of the sample shall be
fixed when the mass difference of successive two weighings of a sample
becomes 0.3 mg or less after the sample is evaporated or ignited and ‘
then is let be cooled.

2.2.5 Equipment and apparatus Equipment and apparatus shall be as follows.

(1) Balance (chemical balance) Chemical balance or electrobalance

(2) Weighing bottle The weighing bottle shall be a squat type, measuring
5 mm or less in thickness, and specified in JIS R 3503.

(3) Crucible This is a porcelain crucible specified in JIS R 1301 or
similarly typed quartz crucible, or platinum crucible specified in JIS
H 6201, and it should be large enough to let the amount of the sample
be not more than 1/3 of its capacity.
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(4) FEvaporating dish This is a porcelain evaporating dish specified in
JIS R 1302 or similarly typed quartz evaporation dish, or platinum
evaporation dish specified in JIS H 6202, and it should be large enough
to let the amount of the sample be not more than 1/2 of its capacity.

(5) Desiccator2 Specified in JIS R 3503, containing silica gel for a
desiccant(”).

Note (?) Employ the silica gel which has been heated at about 150°C
and then cooled, and if reclamation is needed treat similarly.

2.2,6 Rounding-off numerals Follow JIS Z 8401.1]

3. Kind of test methods The kind of test methods shall be as follows.

3.1 Loss test

3.1.1 Test for drying loss Dry the sample and weigh the loss. This test

can be used to measure the mass of evaporating substances such as water or
the like.

3.1.2 Test for ignition loss Ignite the sample and weigh the loss. This
test can be used to measure the mass of constituent or inclusion which is
contained in inorganic sample and lost by ignition in air.

3.2 Residue test

3.2.1 Test for evaporation residue Evaporate to dryness the liquid sample
and weigh the residue. This test can be used to measure the mass of
high-boiling point inclusion in the sample.

3.2.2 Test for ignition residue or test of ash content Ignite the sample
and weigh the residue. This test can be used to measure the mass of
inorganic compounds which are contained as the constituent or inclusion in
the sample.

4, Test methods Test methods shall be as follows.

4,1 Test for drying loss

4,1.1 Kind of test methods

(1) The first method Method of heating to dryness under atmospheric
ressure Heat and dry the sample using a dryer, and weigh the loss
after drying. This method shall be applied to the sample being stable
by heating.

(2) The second method Method to dry using a desiccant under atmospheric
gressure Dry the sample in a desiccator, and weigh the loss after
rying. This method shall be applied to the sample which is not

suitable for heating drying because of thermal decomposition or the
like.

Documents

Document Sharing Hub


http://avadocuments2026.com/doc/jis-k-0067-1992
http://avadocuments2026.com/doc/jis-k-0067-1992

4
K 0067-1992

(3) The third method Method of heating to dryness under reduced pressure
Heat and dry the sample using a reduced dryer and weigh the loss after
drying. This method shall be applied to the sample which cannot be
sufficiently dried by the first method or needs a long time to be dried.

(4) The fourth method Method to dry using a desiccant under reduced
ressure Dry the sample using a desiccator under reduced pressure and
welgh the loss after drying. This method shall be applied to the
sample which cannot be sufficiently dried by the second method.

4,1.2 Equipment and apparatus Equipment and apparatus shall be as follows.

(1) Dryer Capable of keeping test temperature with tolerance of + 2°C

(2) Dryer under reduced pressure Capable of keeping test temperature with
tolerance of + 2°C, and keeping for test pressure

JIS K*00b? 92 @@ 4933608 0513531 421 om

| (3) Desiccator under reduced pressure The desiccator with upper opening
specified in JIS R 3503 .

(4) Pressure reducing pump Capable of reducing pressure to 0.1 kPa
pressure

(5) Vacuum gauge Capable of measuring to 0.1 kPa pressure

4,1.3 Preparation of sample

(1) Liquid sample Stir it well to make uniform.

(2) Solid sample Crush swiftly the sample of a large crystal or block
into small grain of about 2 mm or less diameter. In this case, be
careful not to moisten it by water or to disperse water from.

4,1.4 Operations Operations shall be carried out as follows.

(1) The first method Method of heating to dryness under atmospheric

pressure ‘

(a) Take the sample into a weighing bottle which has got constant
weight, flatten its surface, and weigh the sample to the nearest
0.1 mg.

(b) Put the weighing bottle containing the sample into a dryer, and
dry it for 2 h(3)(").

Notes (3) When the sample whose melting point is lower than test
temperature is to be heated to dryness, at first heat
it at about 10°C lower than melting point for about 1 h
and then heat at test temperature.

(*) sSimultaneously dry the 1id of the wéighing bottle as it
is shifted or removed.
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