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Test methods for distillation of chemical products K 0066-1992

1. Scope  This Japanese Industrial Standard specifies general methods to test
the distillation characteristics, of chemically stable and volatile organic substance,
shown while the chemical product is distilled whose boiling point ranges from 30°C
to 350°C.

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 standard 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.

5. In this standard, the units and numerical values in { } are
based on conventional units, and appended for reference only.

2. General matters

2.1 Definition of terms The main terms used in this standard shall be defined
as follows in addition to those defined in JIS K 0050 and JIS K 0211.

(1) Initial boiling point  The reading on the thermometer when the first drop
of distillate drips from the lower end of a condensing pipe.

(2) Dry point The reading on a thermometer when the last drop of sample at
the bottom of a flask is evaporated and the bottommost is dried up. In
this case, the wetness found on inside wall of the flask or the surface of
the thermometer is not considered.

(3) Final boiling point = The highest reading on the thermometer found at the
last stage of distilling test.  Usually, this is found after the sample has
completely evaporated at the bottom of the flask, and used as a synhonym
of the highest temperature while distilling.

(4) Decomposition point  The reading of the thermometer when the sample kept
inside the distillation flask begins thermal decomposition.'

(5) Distillation range  Temperature range from initial boiling point to dry point.

2.2 Matters in common The matters in common to the tests shall follow JIS
K 0050.
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3. Outline of test method

Distill 100 ml of a sample under atmospheric

pressure, and measure such as initial boiling point, amount of distillate, temperature
of distiilation, dry point, final boiling point, amount of residual liquid, and so on.
The conditions of tests are shown in Table 1.

Remarks 1.

An automatic tester can be used.

When there arises some

question about the result obtained by the automatic tester,
it should be judged by the test method referred to here.

2. The B method mainly used for the test of the distillation
characteristics of reagents is specified in Annex.

Table 1.

Conditions for test

Initial boiling point

Lower than 50°C

50°C to 70°C

70°C to 150°C

150°C or higher

Diameter of hole on
flask holding plate(?!)
mm

32

32

32

38

Temperature of sample
when test begins °C

0 to 3

10 to 20

20 to 30

20-to 30

Temperature of con-
densing bath °C

0 to 3

0 to 10

25 to 30

35 to 50

Duration from test
starting to initial
boiling point min.

5 to 10

5 to 10

5 to 10

10 to 15

Duration from vapor
generation to its
arrival to flask side
tube min

2.5 to 3.5

2,5 to 3.5

2.5 to 3.5

Distillation speed
ml/min

4 to b5

4 to b

4 to 5

4 to 5

Duration from 5 ml

residue in flask to

final boiling point
min

3 tob

3 tob

3tob

3 tob

| Note (})

When a test cannot be carried out as indicated test conditions

because of the characteristics of sample, the flask holding plate
with hole diameter of 25 mm or 50 mm may be employed.

4, Equipment and apparatus

(1) to (8).

Full document details: JIS K 0066-1992

They are composed of the following parts from
The example of a distillation tester is shown in Fig. 1 and Fig. 2.
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Fig. 1. Example of gas heating-type distillation tester
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condensing bath @)  distillation flask
cover @  thermometer
thermometer for condensing bath ({3 - flask holding plate
hole for overflowing (9  flask holding rest
drain cock @  holder ring
condensing pipe (5 gas burner
wind shield @  stand
viewing window @®  gas hose
door @ receiver
ventilation hole @  base for receiver
upper: 2 holes at before and .
behind respectively @  filter paper
lower: 3 holes at 4 side plates
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Fig. 2.
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Example of electrically heating-type distillation tester

Unit: mm

Length of
the dipped

in a bath

‘Approx.39(

8

10
20,
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/9min. [02+/ \ 32m

thermometer for
condensing bath

hole for overflowing 69
drain cock
condensing pipe

wind shield

@ Q0 @96 ©06
® ® © ©

viewing window

s
condensing bath )
cover )

&

regulator of heating
ammeter (voltmeter)

switch for power
source

pilot lamp
ventilation hole
distillation flask
thermometer

flask holding plate
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receiver

filter paper

Oy

flask holding rest
ground terminal
electric heater

adjusting knob for
flask holding plate

cord for power source

cooling bath for receiver

Documents

Document Sharing Hub


http://www.avadocuments.com/doc/jis-k-0066-1992
http://www.avadocuments.com/doc/jis-k-0066-1992

JIS KxOObbk 92 W 4933kL08 0513510 7T7 M

5
K 0066-1992

(1) Distillation flask(2) This shall be the distillation flask (125 ml) specified
in Fig. 42 in JIS K 2839, or a 100 ml or 200 ml distillation flask in nominal
size shown in Fig. 3.

Note (2) The distillation flask shall have uniform wall thickness at its bulb
part, and the axis line of a side tube should intersect with the
axis of a main tube. Especially when measuring dry point, it
is important to choose one with uniform wall thickness at its bulb.

Fig. 3.  Distillation flask
Unit: mm

Material Hard glass

Nominal volume 100 ml Nominal volume 200 ml
Inside
diameter
17/
™
+
0
N Outside ™
) diameter 6x0.5 gﬂ
L'|\'[ Thickness / +0. 155 (-?l Outside
® S diameter 6+0.5
Y] Thickness 7 +0. /5
Outside Outside
diameter ‘diameter
65+ 1/ 76+ /
‘ (2) Condensing pipe and condensing bath  The bath shall have the shape and

dimensions shown in Fig. 1 and Fig. 2, or the one having equivalent shape,
dimensions and material to this one.

(a) Condensing pipe The pipe, measuring 560 :+ 2 mm in length, 14 + 0.5 mm in
outside diameter, and 0.8 mm to 0.9 mm in thickness, shall be seamless brass
pipe, and it should be attached to the condensing bath so as to make about
395 mm be immersed in the bath and both about 50 mm upper end and
about 114 mm lower end be exposed out of the bath. The exposed upper
part is straight pipe making 75° with vertical line. The exposed lower
part, with its end sharpened, is bent as shown in Fig. 4. When attaching
a receiver, the sharpened end should touch inside of the receiver at 25 mm
to 32 mm lower point from its upper rim. The part held in the bath shall
be straight pipe as in Fig. 1 or smoothly curved pipe as in Fig. 2, both
of which make averaged tilt angle of 75 + 1° with vertical line, and the
altitude difference between an entrance and outlet shall be 102 + 1 mm.
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