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Foreword

ISO (the International Organization for Standardization) is a worldwide federation of national standards
bodies (ISO member bodies). The work of preparing International Standards is normally carried out
through ISO technical committees. Each member body interested in a subject for which a technical
committee has been established has the right to be represented on that committee. International
organizations, governmental and non-governmental, in liaison with ISO, also take part in the work.
ISO collaborates closely with the International Electrotechnical Commission (IEC) on all matters of
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INTERNATIONAL STANDARD ISO 1432:2013(E)

Rubber, vulcanized or thermoplastic — Determination of
low-temperature stiffening (Gehman test)

WARNING — Persons using this International Standard should be familiar with normal laboratory
practice. This standard does not purport to address all of the safety problems, if any, associated
with its use. Itis the responsibility of the user to establish appropriate safety and health practices
and to ensure compliance with any national regulatory conditions.

CAUTION — Certain procedures specified in this International Standard might|involve the
use ¢r generation of substances, or the generation of waste, that could constitute a local
envijonmental hazard. Reference should be made to appropriate documentatjon on safe
handlling and disposal after use.

1 S[:ope

This International Standard specifies a static procedure, known as the.Gehman test, for determining the
relatiye stiffness characteristics of vulcanized or thermoplastic rubbers over a temperaturje range from
room(temperature to approximately =150 °C.

2 Normative references

The fpllowing documents, in whole or in part, are normatively referenced in this docurhent and are
indispensable for its application. For dated references, only the edition cited applies. |For undated
refergnces, the latest edition of the referenced document (including any amendments) applies.

[SO 18899:2004, Rubber — Guide to the calibration of test equipment

1SO 23529, Rubber — General proceduresfor preparing and conditioning test pieces for physica| test methods

3 Principle

The tprsional stiffness istmeasured as a function of temperature, starting from a low temperature. The
stiffnpss is measured pbyconnecting the test piece in series with a calibrated spring wire arnd measuring
the angle of twist ofthe’test piece when the top of the wire is turned 180°.

4 Apparatus

4.1 |Torsion apparatus, consisting of a torsion head, capable of being turned 180° in a plane normal
to thetorstonrwire—The top of the-wireisfastened-tothe torsitomhead—The bottonrof the-wite is fastened
to the test piece clamp. A device for “friction-free” indication or recording of angle by mechanical or
electrical means shall be provided, permitting convenient and exact adjustment of the zero point. The
indicating or recording system shall allow reading or recording of the angle of twist to the nearest degree.
This principle is shown in Figure 1.

4.2 Torsion wires, made of tempered spring wire, of a length of 65 mm * 8 mm, and having nominal
torsional constants of 0,7 mN-m, 2,8 mN-m and 11,2 mN-m. In cases of dispute, the 2,8 mN-m wire
shall be used.

© IS0 2013 - All rights reserved 1


https://standardsiso.com/api/?name=5b2951a197e025cfc49cca7186a6e423

ISO 1432:2013(E)

Key

A torsion head

B torsion wire

C angle measurement
D test piece

E test piece rack

Figure 1 — Principle of a torsion apparatus

4.3 Testpiece rack, made of material of poor thermal conductivity, for holding the test piece in a vgrtical
position in the heat transfer medium. The rack may be constructed to hold several test pieces. The rack
is attached t¢ a stand. It is advantageous to make the vertical portion of the stand from material of poor
thermal conductivity. Thebase of the stand shall be of stainless steel or other corrosion-resistant maferial.

Two clamps ghall be provided for holding each test piece. The bottom clamp shall be attached to tHe test
piece rack. The top.clamp acts as an extension of the test piece and is connected to the torsion wire byla rod.

4.4 Heat-transfer medinum liquid or gaseous, which remains fluid at the test temperature and iwhich
does not appreciably affect the material being tested, as prescribed in ISO 23529.

Gases may be employed as the heat transfer medium provided the design of the apparatus is such that
results obtained using them duplicate those obtained with liquids.

NOTE The following fluids have been used satisfactorily:

a) fortemperaturesdownto-60 °C,silicone fluids of kinematic viscosity of about 5 mm2/s atambient temperature,
which are usually suitable owing to their chemical inertness towards rubbers, their non-flammability and their
non-toxicity;

b) for temperatures down to -73 °C, ethanol;

c) for temperatures down to -120 °C, methylcyclohexane cooled by liquid nitrogen (found to be satisfactory with
the use of suitable apparatus).

2 © IS0 2013 - All rights reserved
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4.5 Temperature-measuring device, capable of measuring temperature to within 0,5 °C over the
whole range of temperature over which the apparatus is to be used.

The temperature sensor shall be positioned near the test pieces.

4.6 Temperature control, capable of maintaining the temperature of the heat-transfer medium to
within £1 °C.

4.7 Container for heat-transfer medium, a bath for a liquid medium, or a test chamber for a gaseous
medium, with means of heating the coolant.

4.8
transf
temp

4.9

5 (

Ther

6 1

6.1

Test g

brature in the liquid.

Stopwatch, or other timing device, graduated in seconds.

alibration

bquirements for calibration of the test apparatus are giveniti‘Annex A.

est piece

Preparation of test piece

ieces shall be prepared in accordance with\1SO 23529.

Stirrer, for liquids, or fan or blower, for gases, which ensures thorough circulatier of the heat-
er medium. It is important that the stirrer also moves the liquid vertically tocensufre a uniform

The dimensions of the test piece shall be: length 40 mm * 2,5 mm, width 3 mm #* 0,2 mm gnd thickness

2 mm|
6.2

6.2.1

For n
evalu
time i

For pi
In oth

Conditioning of test piece

The minimum time between forming and testing shall be 16 h.

on-product tests,"the maximum time between forming and testing shall be 4 wg
htions intendedto-be comparable, the tests should be carried out, as far as possible, a
nterval.

oduct tests, whenever possible, the time between forming and testing should not excd
er cases, tests shall be made within 2 months of the date of receipt by the customer of

6.2.2

Qamp]nc and test pinr‘ac shall he prnfnrfnr‘ from Iighf as much as pnccih]n durin

+ 0,2 mm. It shall be moulded or cut'with a suitable die from a moulded sheet of suitalle thickness.

eks and, for
fter the same

ed 3 months.
the product.

the interval

between forming and testing.

6.2.3 Prepared test pieces shall be conditioned in accordance with ISO 23529 immediately before
testing for a minimum of 3 h at a standard laboratory temperature, the same temperature being used
throughout any one test or series of tests intended to be comparable.
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7 Procedure

7.1 Mounting of test piece

Clamp each test piece used in such a manner that 25 mm * 3 mm of the test piece is free between the
clamps. The test piece clamp shall be located in such a position that the specimen is under zero torque
or with a slight pre-load to keep the test piece straight when the temperature changes.

If the absolute modulus is required, measure the test length of the test pieces to the nearest 0,5 mm, the
width to the nearest 0,1 mm and the thickness to the nearest 0,01 mm.

7.2 Stiffn¢ss measurements in liquid media

Make the refgrence measurement with the standard torsion wire (2,8 mN-m) at 23 °C £ 2 °G;either|in air

or in the liqujid bath.

Place the rac
the test piecq

k containing the test pieces in the liquid bath with a minimum of 25 mm.6f liquid coy
S.

rering

Adjust the apgle measuring device to zero. Then turn all test pieces at the $ame time, or in sequence,

quickly buts
in sequence,
at 23 °C does
test piece. Te
constant of

moothly, through 180° and record the torsion angle after 10 s If the test pieces are mea
ensure that all the measurements are completed within approximately 2 min. If the re
not fall in the range of 120° to 170°, the standard torsion‘wire is not suitable for testil
st pieces producing twists of more than 170° shall be tested with a wire having a tor
,7 mN-m. Test pieces producing twists of less than_120° shall be tested with a wire h

a torsional c¢nstant of 11,2 mN-m.

Remove the
liquid) and a

Place the testf
them at this

Then increag
a)
b)

stepwiseg

continud

fest pieces from the liquid bath (assuming the reference measurement has been m:
Hjust the temperature of the liquid to the lowest temperature desired.

pieces in the bath with a minimum of,25 mm of liquid covering the test pieces and ma
femperature for approximately 15:xhin.

e the bath temperature by one‘of the two following methods:
by 5 °C intervals, each increase being made after approximately 5 min;

usly with a heating rate’of about 1 °C/min.

Make the stiffness measurements in the stepwise case after conditioning the test piece for 5 1

each temper
temperature

Record the a

The relative

hture and in the continuous case at intervals of 1 min maximum. Continue the tests U
is reachedsat'which the angular twist is within 5° to 10° of the twist at 23 °C.

hgle oftwist and the temperature at each measurement.

modulus may be plotted on a graph during the test.

sured
ading
g the
bional
aving

nde in

ntain

nin at
intil a

7.3 Stiffness measurements in gaseous media

7.3.1 General

Procedures with air, carbon dioxide or nitrogen differ from those with liquid media only in that the
cooling is done with the test pieces in the medium and the length of the conditioning period is different.

7.3.2 Measurements

With the test pieces in the test chamber, adjust the temperature of the chamber to the lowest temperature
desired in approximately 30 min. After this temperature has been maintained constant for 10 min, make
the measurements in a similar way to those in the liquid media, ensuring that all the test pieces in the
rack are tested within 2 min.
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Then increase the chamber temperature by one of the two following methods:
a) stepwise by 5 °C intervals, each increase being made after approximately 10 min;
b) continuously with a heating rate of about 1 °C/min.

Make the stiffness measurements in the stepwise case after conditioning the test piece for 10 min at
each temperature and, in the continuous case, at intervals of 1 min maximum. Continue the tests until a
temperature is reached at which the angular twist is within 5° to 10° of the twist at 23 °C.

Record the angle of twist and the temperature at each measurement.

Th lods Jaal L. losiad L_d H tla it i
e r L IALIVU TIIUUUIUS ula_y T lJlULLCLl vll d 51 CllJll uul llls CIIC LU O,

7.4 |Crystallization
Wher it is desired to study crystallization or plasticizer effects, the time of corditioning at the desired
temperature should be increased.
8 Number of tests

At lealst three test pieces of each material shall be tested. It is goed practice to include a cgntrol rubber

with known twist/temperature characteristics.

9 Expression of results

9.1 |Torsional modulus

The tprsional modulus of the test piece at any(temperature is proportional to the quantity

180 -«

(04

where a is the angle of twist, in-degrees, of the test piece.

9.2 |Relative modulus

The relative modulus. atany temperature is the ratio of the torsional modulus at that tempdrature to the
torsignal modulusat.23 °C.

The vjalue of the relative modulus for any temperature is readily determined from the angles of twist
at that temperature and at 23 °C, and the ratio of the values of the factor (180 - a)/a corrgsponding to
those|angles.

The t mperaturesat whiththerelative modutus s 255 10and 1061 capcutivcl_y, aredetermined by the
use of Table 1 and the twist versus temperature values for the test piece. The first column of Table 1 lists
each degree of twist in the range of 120° to 170°, so that the value corresponding to the twist of the test
piece at 23 °C can be selected.

Successive columns give the twist angles which correspond to values 2; 5; 10 and 100, respectively, for
the relative modulus. The temperatures corresponding to these angles are designated as ¢y, ts, t10 and
t100, respectively.

9.3 Apparent torsional modulus of rigidity

When it is desired to calculate the apparent torsional modulus of rigidity in pascals at various
temperatures, the free length of the test piece shall be accurately measured.

© IS0 2013 - All rights reserved 5
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The apparent torsional modulus of rigidity, G, in pascals, is given by the equation
G 16KL(180—a)
bd 3,ua
where

K isthe torsional constant, in newton metres, of the torsion wire found at calibration;

is the measured free length, in metres, of the test piece;

L

b  isthe width, in metres, of the test piece;

d isthe thjckness, in metres, of the test piece;

u  isthe fag¢tor based on the ratio b/d taken from Table 2;

a  is the anfgle of twist, in degrees, of the test piece.

10 Test report
The test repgrt shall include the following information:

a) sample details:

1) afull description of the sample and its origin,
2) the I’nethod of preparation of the test piece fromcthe sample, for example moulded or cut;
b) test method:

1) full yeference to the test method used,:i.e,the number of this International Standard,

2) the method used to increase the temperature of the test chamber;

c) testdetqils:

1) the Ieat—transfer medium used,
2) the number of test pieces used;
d) testresylts:

1) the femperatures tp, ts, t10 and t19¢ at which the relative modulus was 2; 5; 10 and 100,
resplectively (individual test results plus mean results),

2) wheh required, the apparent torsional modulus of rigidity, in pascals, at standard labonatory
temperature (individual test results plus mean results),

3) whenrequired, the apparent torsional modulus at temperatures other than standard laboratory
temperature (individual test results plus mean results),

4) when required, the temperature at which the apparent torsional modulus reached a specified
value (individual test results plus mean result);

5) whenrequired, a graph of the relative modulus versus temperature;

e) the date(s) of the test.

6 © IS0 2013 - All rights reserved
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Table 1 — Twist angles for designated values of the relative modulus (RM)

Twist angle, a, Twist angle, ¢, in degrees for
in degrees at relative modulus (RM)
23°C RM =2 RM=5 RM =10 RM =100
120 90 51 30 3
121 91 52 31 4
122 92 53 31 4
123 93 54 32 4
124 95 55 33 4
125 96 56 33 4
126 97 57 34 4
127 98 58 35 4
128 99 59 36 4
129 101 61 36 5
130 102 62 37 5
131 103 63 38 5
132 104 64 39 5
133 105 65 40 5
134 107 66 41 5
135 108 68 42 5
136 109 69 42 5
137 111 70 43 6
138 112 7 45 6
139 113 72 46 6
140 114 74 47 6
141 116 75 48 6
142 117 77 49 7
143 119 78 50 7
144 120 80 51 7
145 121 82 53 7
146 123 83 54 7
147 124 85 55 7
148 126 87 57 8
149 127 88 58 8
150 129 90 60 9
151 130 92 62 9
152 132 94 62 9
153 133 96 65 10
154 134 97 67 10
155 136 100 69 11
156 138 102 71 11
157 139 104 73 12
158 140 106 75 12
159 142 108 78 13
160 144 111 80 13
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Table 1 (continued)

Twist angle, «, Twist angle, , in degrees for
in degrees at relative modulus (RM)
23°C RM =2 RM=5 RM=10 | RM=100

161 146 113 82 14
162 147 116 85 15
163 149 118 88 16
164 151 121 91 17
165 152 124 94 18
166 5% 126 98 19
167 156 130 101 20
168 158 133 105 22
169 159 136 109 24
170 161 139 113 26

Table 2 — Values? of factor u for various ratios of b/d

b/d L b/d L
1,00 2,25 2,25 3,84
1,05 2,36 2,50 3,99
1,10 2,46 2,75 4,11
1,15 2,56 3,00 4,21
1,20 2,66 3,50 4,37
1,25 2,75 4,00 4,49
1,30 2,83 4,50 4,59
1,35 2,91 5,00 4,66
1,40 2,99 6,00 4,77
1,45 3,06 7,00 4,85
1,50 3,13 8,00 491
1,60 3,26 9,00 4,96
1,70 3,38 10,00 5,00
1,75 343 20,00 517
1,80 3,48 50,00 5,23
1,90 3,57 100,00 5,30
2,00 3,66

a  Values of u havgbeen rounded to two places of decimals.

© ISO 2013 - All rights reserved
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Annex A
(normative)

Calibration schedule

Inspection

Befor
inspe
carrig

It shd
parar
calibr
intot

A2

Verifi
the fn

the individual laboratory, using ISO 18899 for guidance.

The c
in thq
to thed

For eg
or to
which

The v
caliby

e any calibration is undertaken, the condition of the items to be calibrated shall be ag
ction and recorded on a calibration report or certificate. It shall be reported whéther
d out in the “as-received” condition or after rectification of any abnormality,erifault.

Il be ascertained that the apparatus is generally fit for the intendedpurpose, i
neters specified as approximate and for which the apparatus does not therefore need t
ated. If such parameters are liable to change, then the need for periedic checks sha
he detailed calibration procedures.

Schedule

cation/calibration of the testapparatusis a mandatorypartofthis International Stands
equency of calibration and the procedures used are, unless otherwise stated, at the

test method, together with the specified requirement. A parameter and requireme
main test apparatus, to part of that apparatus, or to an ancillary apparatus necessar

ch parameter, a calibration procedure is indicated by reference to ISO 18899, to anothd
a procedure particular to the test method which is detailed (whenever a calibratic
is more specific or detailed than that in ISO 18899 is available, it shall be used in pr¢

erification frequency for gach parameter is given by a code-letter. The code-letter

ation schedule are:
C requireméntto be confirmed but no measurement;
N initialwerification only;
S standard interval as given in ISO 18899;
U\, ‘in use.

certained by
calibration is

hcluding any
p be formally
Il be written

ird. However,
discretion of

hlibration schedule given in Table A.1 has b&én compiled by listing all of the parametlers specified

nt can relate
y for the test.

r publication
n procedure
eference).

b used in the
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Table A.1 — Calibration schedule

Subclause in Verification
Parameter Requirement 1SO 18899:2004 freqqency Notes
guide
Torsion head Capable of rotating 180° N
Device for indication |Friction-free C N
of angle Means of accurately C N
setting zero
Measurement of +1° 15.9 S
angle
Base of stand Corrosion-resistant C N
material
Nominal torsjonal 0,7 mN-m P S
constants of forsion |2,8 mN-m See Clause A.3
wires 11,2 mN-m
Torsion wire Jength |65 * 8 mm 15.2 S
Test piece radk Material of poor C N
thermal conductivity
Clamps One connected to the rack, C U
one not touching
the rack
Temperaturefmeas- [+0,5 °C and near to the test 18 S
uring device pieces
Bath or test chamber | To contain heat-transfer C 4] As shown by tgm-
medium and maintain it at perature indicator
+1°C
Stirrer or fan To ensure thorough C N
circulation of medium,
including vertical
movement
Stopwatch +1s 23.1 S
Heat-transfer See suitable examples in
medium 4.4
In addition tp the items listed’in Table A.1, use of the following is implied, which need calibratjng in
accordance With ISO 18899:
— instruments for.detérmining dimensions of the test pieces.
A.3 Calibration of torsion wire

Insert one end of the torsion wire in a vertical position in the fixed clamp and attach the lower end of
the wire at the exact midpoint of a uniform rod of known dimensions and mass. (It is suggested that the
length of the rod be 200 mm to 250 mm and the diameter about 6,4 mm.)

Swing the rod through an angle of not more than 90° and then release it. Allow it to oscillate freely in
a horizontal plane and note the time, in seconds, for 20 oscillations. (An oscillation includes the swing

from one extreme to the other, and the return.)

10
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