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1.

ScoEe

UDC 622,3-492:543.052
JAPANESE INDUSTRIAL STANDARD JIS

Particulate materlals — General rules M 8100-1992
for methods of sampling

This Japanese Industrial Standard specifies the general matters

of the following (1) to (4) methods for determining the average values
(hereafter referred to as the "average quality") of the chemical
constituents, moisture contents, particle size, physical characteristics and
cther characterigtics of a lot of particulate materials.

(1)
(2)
(3)
(4)

Methods
Methods
Methods
Methods

Remarks

Full document details: JIS M 8100-1992

of
of
of
of

1.

sampling

preparing the sample to be tested

determining the molsture coatent

determining the particle size

This Standard gilves a gulde line in preparing each standard
of sampling methods of various kinds of particulate
materials (see Anmex 1).

This Standard is applicable to the case of carrying out the
sampling of particulate materials and the like which have
not been specified in JIS, as appropriate.

The following standards are ¢ited in this Standard.

JIS Z 8401-Rules for rounding off of numerical values

JIS Z 8801~Test sieves

JI5 Z 8815~Test sieving

Corresponding Ilnternational standards to this Standard are
given as follows:

IS0 3082: 1987 Iron ores - Increment sampling and sample
preparation - Mechanical method

I50 3084: 1986 Iron ores — Experimental methods for
evaluatlion of quality variation

IS0 3085: 1986 Iron ores — Experimental methods for
checking the precision of sampling

IS0 3086: 1986 Iron ores - Experimental methods for
checking the bias of sampling
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2. Definitions For the purposes of this Standard, the following
definitions apply:

(1) particulate materials The aggregates of powdery or lump materials and
their mixed materials.

(2) lot A certaln quantity of. the particulate materials for determinatlon
of the average quality. ’

(3) dincrement A unit quantity of the particulate materials taken by omne
action, as a rule, from the lot by a sampling device.

(4) sub-sample The sample produced by collecting several number of
lncrements. ’

Remarks: After preparing increments individually, as required, the
sample produced by collecting several number of those is
sometimes called the sub-sample,

(5) gross'samble The sample of which all of the increments taken from
lot, or all of the sub—samples have been collected.

Remarks: The sample of which the lncrements or sub-gamples have been
collected after each preparation is sometimes called the
gross sample.

(6) random sémpliqg Sampling the increments so that the unit body or unit
quantity composing the lot will be included 1n the sample at the same
probability.

Remarks: Sampliﬁg the increments at random from the whole lot.

(7) stratified sampling Sampling the increments at random from each
‘ stratum by dividing the lot into several strata.

Remarks: It is called the stratified proportional sampling to sample
the number of increments in .proportion to the size of stratum.

(8) systematic sampling Sampling the increment at fixed interval in
quantity or in time from the lot.

Remarks: For systematic sampling, it 1s called the random start to
take the first increment at random from the first interval
(see Fig. 1).

Fig. 1., Systematic sampling

Random start A fixed interval

NN

The first interval
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two-stage sampling Divide the lot into several parts (the primary

sampling units) and for the first stage, select several parts of them
at random and next, take several number of increments (the secondary
sampling units) respectively at random out of the parts selected for
the second stage.

Remarks: It 1s called the multi-stage sampling to take the lncrements
repeatedly not less than 2 stages.

sampling on belts The method to take the increments from the belt

conveyors or 1lts chutes when the lot is carried by the belt conveyors
or the like.

sampling from freight cars The method to take the Ilncrements from
freight cars or lorries when the lot 1s delivered by frelght cars or
lorries.

sampling from containers The method to take the increments from the

containers when the lot is delivered by containers (bags, drum cans or
the like.

sampling from ship's hold The method to take the increments from

ship's hold or cargo-handling implements during stevedoring when the
lot 1is delivered by shipping.

preparation of sample Preparation of the samples for constituent

test, molsture test, particle size test, physical characterlstic test,
etc. by size reduction, reducing and mixing of the sample, as required.

reduction To reduce the quantity of sample.

sample for constltuent General term of the sample taken for the

constituent analysis.

Remarks: The sample for constituent prepared for the purpose of
analysis is called the sample for constituent test,

sample for moisture coantent General term of the sample taken for the

measurement of molsture content.

Remarks: The sample for molsture content prepared for the measurement
of molsture content 1s called the sample for moisture
content test.

sample for particle size General term of the sample taken for the

measurement of particle size.
Remarks: The sawmple for particle size prepared as required for the

measurement of particle size 1s called the sample for
partlcle size test, |
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(19) sample for physical characteristics General term of the sample taken
for the measurement of physical characteristics.

Remarks: The sample for the physical characteristics prepared for the
measuremeut of physical characteristics 1s called the sample
for physical characteristic test. The sample for physical
characteristic test may be called such as the sample for QO
strength test in place of physical characteristics.

(20) combined use of sample The combined use of sample is to use for the
measurements of not less than 2 kinds of characteristics by dividing
the sample.

(21) duplicate use of sample The duplicate use of sample is to use all or
its part of sample, which has been used for the measurement of a
certaln characteristics, for the measurement to obtain other
characteristics:

(22) whole through sileve size The size of the largest particle of sample.

Remarks: It 1s expressed by the size of the smallest sieve aperture -
through which the whole quantity of sample passes.

(23) maximum particle size The size of aperture of sieve equivalent to 5
% of the residual rate of the sample on the sieve,

(24) error The difference between the measured value and the true value.

Remarks: The error caused by sampling i1s called "sampling error”, the
error caused by sample preparation 1s called "preparation
error”, and the error caused by measurement is called
"measurement error”.

The errors are usually classified into precision and
bias.

(25) precision The degree of dispersion of measured values.

(26) blas The difference between the center of distribution of measured
values and the true value.

3. Symbols For the purposes of this Standard, the following symbols
apply:

# : population mean of characteristics of a lot
% ! arithmetic average value of measured values

R : range (difference between the maximum value and the minimum value
among the measured values) .

R : average value of range

M : number of the primary sampling unlts constituting a lot
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m : number of the primary sampling units sampled for the first stage in
the case of two-stage sampling

7 : number of increments taken from a lot

7w : number of Increments taken for the second stage from the primary
sampling unit in the case of two-stage sampling

d : coefficient to obtaln the standard deviation from the average value
R of range

D, : coefficient to obtaln the upper control limit of 3 ¢ relative to

the range from the average value of the range, §

¢ : precision indicated by the standard deviation

d, ¢ disperaion among primary sampling units or among strata expressed
by the standard deviation
gy ¢ dispersion among the increments 1a the primary sampling unit or im
the stratum expressed by the standard deviation
g; ¢+ dispersion among the increments in a lot which is expressed by the
standard deviation
6s : sampling precision expressed by the standard deviation
or i preparation precision expressed by the standard deviation
gy i analysis or measuring precision expressed by the standard deviation
CV 1 coefficient of variation
g : precision of 2¢
K, : cost to sample a primary sampling unit

K. : cost to sample a secondary sampling unit (increment)

4. General matters

4.1 Summary of sampling and sample preparation The summary of sampling
and sample preparation shall be as follows (see Fig. 2):

(1) Decide the lot intended for sampling and sample preparatiom.

(2) Take the required number of increments with the specified size out of
the whole lot at random or systematically durlng movement of lot.

(3) Prepare the test sample by size reduction and reducing every increment,
every sub-sample or every gross sample as required.
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Fig. 2. Summary of sampling and sample preparation (An example)
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4,2 Handling of sample Cares shall be taken avold losing or deterio-
rating a sample throughout the period of sampling, sample preparation and
measurement. :

Further, the devices to be used shall be sufficiently cleaned so that
foreign substances can not be mixed in the sample.

(1) Sample container The sample contalner shall be as follows:

(a) The container used for traasporting or storing various kinds of
samples shall be such that it can accommodate complete quantity of
samples and be clean and rigid and further, 1t can be covered with
a 1id or be sealed securely,

(b) Specially, the container of sample for molsture content shall be
airtight and be made of materials free from hygroscoplc property

and more over, its inside shall be free from corrosions and the
like.

Remarks: The straw bag, hemp bag, etc. are unsuitable for the
contalner of sample for molature content.

(2) Marking of sample for constituent test The sample for constituent
test shall be marked on the package with the followlng items, as a rule:

(a) Name of article and name of lot

(b) Name of sample or its symbol

(¢) Dates of sampling and sample preparation

(d) Name of factory ofrsampling and sample preparqtion

(e) Name of responsible person for sampling and sample preparation
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(3) Storage of sample The storage of sample shall be as follows:

(a) The constituent test sample shall be stored after preparing and
sealing up, as a rule, for three months for domestic trade and for
8ix months for forelgn trade.

(b) Cares shall be taken for the storage place of the sample to be
free from being affected by temperature, humidity, direct rays of
the sun, etc. The sample shall be sealed up at the time of
storage and cares shall be taken particularly on the materials of
contalner for the sample easily oxidized.

(4) Sending of sample The sample other than the constituent test sample
shall not be sent, as a rule, However, when it 1s sent inevitably, the
sending method shall be as agreed upon between the parties concerned
with delivery.

4.3 Determination of average quality The average quality shall be
determined 1n accordance with any one of the followlng methods:

(1) when measurement is performed on gross sample, the measured value shall
be taken as the determined value of the average quality of the lot.

(2) When measurement is performed on each sub-sample, the welghted average
of measured values shall be taken as the determined value of the
average quality of the lot.

(3) When measurement is performed on each increment, the average of
measured values shall be taken as the determined value of the average
quality of the lot.

4.4 Rounding—-off of numerical value The rounding-off of numerical value
shall be in accordance with JIS Z 8401.

4.5 Other matters

(1) When a part of the method specified in this Standard camnot be applied,
the alternative method can be specified in each standard 1f it can be
confirmed by the check experiment that there is no bias and the
specified precislon can be satisfied.

(2) The experiment to check the sampling method shall be carried out, as a
rule, in accordance with Annex 3 to Annex 7 periodically or as required,
and whether the sampling work is carried out according to the standard,
or whether the specifled precision is attained even when the process of
work and the lot have been varied or not shall be inspected.

(3) When the water spray treatment has been carried out for preventing
dusts at the stevedoring of lot, the method to determine the moisture

content shall be specified in each standard or be as agreed upon
between the parties concerned with delivery.
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5. Sampling method

5.1 Size of lot The particulate materials for one delivery and of the
same brand shall be taken as one lot, as a rule,

As required, the maximum limit of size of one lot may be specifiled, as
agreed upon between the parties concerned with delivery.

5.2 Characteristics and precision

5.2.1 Characteristics The characteristics to speclfy the precision shall
be the representative characterlstics to determine the value of the intended
particulate materials or the overall characteristics(?).

Note (') The overall characteristics are the characteristics in which
the characteristics of not less than two kinds are considered
at the same time and it 1s sometimes expressed in an amount
of money, for example,

5.2.2 Overall precision The overall precision is expressed by two times
the value of the standard deviation (2 gsm).

Remarks: Therefore, when taking the overall precision as fww , the
probability of the population mean value of lot inecluded
in the determined value + fBsw of Jlot is about 95 %.

5.2.3 Level of precision When designing the sampling method, sample
preparation methed, measuring or analizing method, the level of precision
used for each characteristic shall be any one of the levels in Table 1, as a
rule. The level of precision is expressed by the coefficient of variation
[CV = (gseu/%) X100 %]+

Table 1. Level of overall precision

Number of level|level of precision (CV %)
1 20
2 10
3 5
4 2
5 1
6 0.5
7 0.2
8 0.1
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5.3 Quality variation

5.3.1 Classification of quality variation The classification of quality
variation shall be expressed by any one of the following standard deviation:

(1) The standard deviation ( ¢:) among increments in the lot, for simple
random sampling.

(2) The standard deviation (os) in the stratum, for the stratified sampling
and the systematlc sampling.

(3) The standard deviation (06s) among increments in the primary sampling
unlt and the standard deviation (¢ ) among the primary sampling units,
for two—-stage saumpling.

5.3.2 Classification of magnitudes of quality variation The magnitudes of
quality variation shall be classified into large, medium and small on the
basis of the investigations of the standard deviation in the stratum, the
atandard deviation among strata and the standard deviation among lucrements
in the lot which are required for each characteristlc or representative
characterigtics (see Annex 3 and Annex 4).

Remarks 1, When the magnitude of quality variation of the intended
particulate materials is unknown, those materilals shall be
dealt as that the quality variation 1is "large", as a rule,
until that magnitude is known.

2. When the magnitude of quality variation 1s unknown, the
division of magnitude of quality variation shall be
determined by the investigatlon as soon as possible,

5.4 Carry-out time of sampling The sampling time of increment shall be as
follows:

(1) Carry it out during movement of lot at the time of delivery, as a rule.

(2) Carry it out when the mass of lot is welghed or at the time as soon as
possible before or after that time,

5.5 C(Classification of sampling The sampling shall be divided into the
following 4 classes according to the means of transportation or the
condlition of lot.

Further, the methods of not less than 2 classes can be used jolatly for
one lot.

(1) Belt sampling
(2) Freight car sampling
(3) Contalner sampling
(4) Ship's hold sampling

For the screw comveyor, apron conveyor, pipe transportation, etc., the
belt sampling; for the barge and others, the ship's hold sampling; for the
motor lorry or truck, the freight car sampling, for the drum can or other

contalners, the contalner sampling; for the bucket conveyor, thf)epetgimgants
or freight car sampling shall be applied respectively, a: apiropriate.

Full document details: JIS M 8100-1992


http://www.avadocuments.com/doc/jis-m-8100-1992
http://www.avadocuments.com/doc/jis-m-8100-1992

10
M 8100-1992
5.6 Increments

5.6.1 8Size of increment The size of increment shall be sufficient for
being free from bias at the time of sampling.

It is necessary to decide the size of increment so that the maximum
particle size of lot shall be included in the increment at random.

The size of increment shall be expressed in mass.

Remarks 1. At the time of sampling, the increment shall be taken so
that its size shall become nearly uniform for each one.
The "nearly uniform" means that the dispersion of size of
increment is less than 20 % as coefficient of varlationm.

2, When the increment cannot be taken so that its size shall
become nearly uniform, nearly fixed quantity shall be
collected respectively from each increment at an
appropriate stage of sample preparation,

3. When measuring each increment one by one, the size of
increment may not necesgsarily be constant.

4. When the mass of sample which has been prepared from the
" gross sample in accordance with the specified method
_becomes not more than the mass of the specified test
sample, the size of increment shall be made larger than
that of the specification or the number of increments shall
be increased. .

J.6.2 Devices and apparatus for taking increments The devices and
apparatus for taking Ilncrements shall be as follows:

(1) The shovel for taking Increments shall be a shovel with larger capacity
than the capacity specified in Table 2, as a rule, according to the
maximum particle size of lot.

Further, the opening part shall be not less than three times the
maximum particle size.
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Table 2. Capacity of shovels for taking increments
Maximum particle size| Capacity No. of shovel
mm nl
150 About 35000 150
125 About 21000 125
100 About 11000 100
71 About 3700 70
50 About 1600 50
40 ' About 730 40
31.5 About 380 30
22.4 About 270 20
16 About 180 15
10 About 120 10
5 About 70 5
2.8 About 35 3
1 About 16 1
0.25 About 2 0.25D

Remarks 1. The shovel No. 0.25 D shall be used
otly for reduction of increments,

2. An example of dimensions of shovels
for taking Iincrements 1s shown in
the Attached Fig, 1.

(2) Mechanical sampling apparatus (see Annex 2)

(a) Installation of apparatus The sampling apparatus shall be
installed at a place through where the whole quantity of lot
passes when moving that lot.

Remarks: For example, install it on the main belt conveyor or at
the chute and the like.
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(b) Sampler The size of opening part of sampler shall be such that
the maximum particle size in the lot can be taken easily (size of
not less than three times the maximum particle size, as a rule).

Further, the sampler shall be so constructed that the samples
do not flow over from the sampler or that the samples are not
blocked at the chute.

Functioning of the sampler in belt sampling, as a rule, on a
plane surface vertical to a flow direction shall be thoroughly
capable of dealing with the spread of the flow. The functioning
speed in the flow shall be determined so that no blas shall be
generated in characteristic value and it shall be almost coastant.

Remarks: Fluctuation in functioning speed of the sampler should
preferably be the average value + 5 7%.

(¢) Sampling interval The sampling interval should preferably be
changeable.

Remarks: When the increment 1s taken at the fixed time interval,
it shall be taken as follows:

(1) The size of increment to be taken shall be in
proportion to the f£low rate.

(2) As to reduction, proportional reduction (reduction
at the fixed rate) shall apply.

(d) Safety Sufficient cares shall be taken on the safety of workers
in designing and installing the mechanlcal sampling apparatus.

(e) Maintenance and monitoring The mechanical sampling apparatus
should preferably be s8¢ constructed that the malntenance and
cleaning are easy throughout all the system such as sampler,
conveyor, hopper, crusher, etc. and its materials are corrosion
proof.

Further, each function should preferably be easily monitored
during operationm.

(£) Check of bias After installing the mechanical sampling
apparatus, it is necessary for the mechanical sampling to confirm
as soon as possible that the samples taken by this apparatus are
free from bias (see Annex 6 and Annex 7).

(g) Check of overall precision The mechanical sampling apparatus
should preferably be 8o constructed that the check experiment of
overall precision can be carried out easily (see Annex 5).

(3) Other sampling devices
(a) The increment shall be free from bias.

(b) The capacity shall be not less than that of Table 2.
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35.6.,3 Determining method of number of increments The minimum required
number of the Increments taken from lot shall be specified for each division
of the required overall precision ( fsw=20wx) of each characteristics such
as the representative characteristlcs and others or the overall character-
istics and of the quality variation of lot (g, 6 and d,).

If required, the minimum required number of increments shall be
specified on every size, every required precision and every class of
characteristics of the lot. The number of increments (n) to be taken shall
be obtained by the followlng procedure of calculatlon after selecting the
level of overall preclsion (CV %).

(Procedure 1) Determine the level of precision {(CV %) in accordance
with Table 1.

(Procedure 2) Calculate the standard deviation { dgses ) from (CV %),

CV Xx

cv:-"s%x 100 therefore, ge=—"155

or obtain the standard deviation ( gsew } from the overall
precision {Bsew)

Bseu
2

Bsew=20seu therefore, Osu=

(Procedure 3) Calculate os using or and ox obtained separately from osew
which has been obtained by the procedure 2,

os=y Tsea* — (0’ + ou®)

= /(S5 - (orrae)

or
65=J('%EM“)2— (a2>+ ou®)

(Procedure 4) According to the type of sampling, determine the number
- of 1ncrements » to be taken by rounding off the figures
below decimal point.

(a) Random sampling
=0 ={ oY
=7 n=(%)
(b) Stratified sampling
= T {0 2
i n=(%)
(¢) Systematic sampling

S
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(d) Two-stage sampling

(ﬂf—vn),151+ Oy

B=TM-1 Tm T g,
‘ \/?1 d Mo+ (M—1) a,,aw/%‘:
™ _R:-E m= (M"l) s+ Ot

Remarks: The #, and m are applicable to the case where the size
of primary sampling unit and the number of lncrements
taken from the primary sampling unit are fixed.

Informative reference: In the stratified sampling, the sample should
be preferably so stratified that the inside of .
the gtratum becomes as uniform as possible and
a difference between the strata increases.

Remarks 1, When the sampling 1s carried out at fixed interval in
the systematic sampling, the sampling interval 1s
determined by dividing the size of lot N [for example
tonnage (t)] by the number of increments = obtained
from the formula (c¢). There are cases where the
specified number of increments cannot be taken
completely by reasons of material handling or there
are cases where the materials to be sampled cannot be
found on the belt even when the time of sampling has
come. In consider—- ation of such cases, it should be
preferable to increase the number of increments more
than the calculated value and select a short sampling
interval.

2. Taking increments at fixed interval in the systematic
sampling method, for example at a 100 t interval, can
be approximately considered as the stratified sampling
method, provided that the respective increment is
taken from each stratum divided by 100 t unit.
Accordingly, the caleculation can be made under the
congideration of the approximate stratified sampling
method.

3. For two—stage samplirig,%*_—,lmay be taken when 7’%50.1 .

4. For two—stage sampling, n,=1 when K,=0.

5. The values used for ¢, ¢ and d» shall be the inter-
mediate representative values of each division of the
magnitude of quality variation such as large, medium,
small and the like.

6. For »n, m and 7., it should be preferable to carry out

the check experiment of precision in accordance with
Annex 5. :
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5.6.4 Method of taking increments The method of taking increments shall
be as follows:

(1) Use the sampling devices specified in 5.6.2, take the increment at
random by one worklng action so that the size of increment shall become
nearly uniform. However, when it is difficult to take by one working
action, the 1lncrement may be taken by several actions from one place
selected at random and these taken materials may be combined to
constitute one Increment.

(2) Take the increment from the lot during material handling, as a rule,

Remarks: For taking increment inevitably from the satock-pile,
it shall be confirmed by carrying out check experiment
whether or not the blas exists and the precision is
gufficient,

(3) Do not change the sampling interval during the sampling work of one lot.

(4) Even when the taking of the specified number of increments has been
finished, the increment shall be continuously taken at the specified
interval without discontinuing the taking of increments as long as the
material handling of lot 1s carried out continuously,

5.7 Method for constitution of increments and its overall precision

5.7.1 When the increments are taken from whole lot

(1) Prepare the test sample from each increment (see Fig. 3).

Fig. 3

@ncremen_@ @nc remena— —————————

lTest sample"l‘esl: sample] I'I.'est samplel

When the test sample has been ( _ﬁ)z =+GP2+JM
analized one time, the overall precision \2/~
When the test sample has been 2 2y o2 2
_ Ot optt {
analized [/ times, the overall precision Cg)" ‘ﬁn o’/
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(2) Prepare the test sample from each sub-sample (see Fig. 4).

Fig. 4

Increment

( Increment ) C Increment )— _______
A

hd

( Sub-~ sample )

When the test sample has been BY'_ 0}, orttou
analized one time, the overall precision (2)'—‘§'+ E
When the test sample has been (Q)ﬂ=£@:+;h’+cm’
analized / times, the overall precision 2 n k l

The symbol "% represents the number
of test samples.

(3) Prepare the test sample from the gross sample (see Fig. 5).

Fig. 5.

( Increment )—----LIncrement ) C Increment j—----( Incement
AN A A ]

( Gross sample) (Gross aample.)

ITest samplel lTest samplel

When the test sample has been BV gt
1 ( ) =2+t gp*+ on’
analyzed one time, the overall precislon \2 n
When the test sample has been BV g \ o O
analyzed / times, the overall precision (2) ==, tott=
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5.7.2 When some primary sampling units are taken from lot and next, some

increments (secondary sampling units) are taken from this primary sampling
unit

(1) Prepare the test sample from each increment (see Fig. 6).

Fig. 6

Lot.

A
Pa

)

(Primary sampling unit } { Primary sampling unit )-----@muy sampling unit )

Increment ---—-( Increment ) CIncrement )————-{ Increment )

|'i‘es!: samplel lTest sample—l ITest sample—, I‘I‘eat samplel

When the test sample has been g\ M—m g2 6+ 0’+0u?
analyzed one time, the overall (2) TTMST T ! mn,
precision

When the test sample has been /(p\: M—ym 2 g2+ce?+ou
= G Ot op’tow’/l
analyzed ( times, the overall (2) M-1 r:z + rfm.,, )

precision

(2) Collect the increments for each primary sampling unit to produce the
sub sample, and prepare the test sample therefrom (see Fig. 7).

Flg. 7

Lot

A
- ~

@imary sampling unig @rimary sampling uni&----@rima:‘y sampling uu@

(Incremency{Increment) (Increment:{Increment) (Increnent}{Tncrement

\. ~ AN y AN — J
(sub-sample) (Sub-sample) (Sub-sample)
ITeBt samplel ]Test aamplel |Test sample'
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When the test sample has been
analyzed one time, the overall
precision

(L=l o, ol ool
2/ M—1 m  wmn,  k

When the test sample has been ( ){_A4_4M.J&_+ 0’
analyzed / times, the overall 2/ M=1 m mn,
precision

opl+ O’Mz/l‘
k

(3) Prepare the test sample from the gross sample (see Fig. 8).

Fig. 8

Lot

A
- )

( E:':&ntlary sampling) Cﬁﬁilgary sampling _)___( I:lzl-ljlnt::gry sampling )

--—CIncrement ) ‘ CIncrement )——-—-(_Increment )
J

\

g

When the test sample has been Cg){—

_M—m._o'f__'_ O'ﬂz_l_ 2 g, 2
analyzed one time, the overall M=1"m " “mn, O TOM
precision

When the test sample haas been ( )ﬂzﬂftjﬂniﬁm+—géL+th+£Mi
analyzed / times, the overall 2 M-1 m  mn, i
precision

5.8 Combined use and multiple use of sample The sample can be used in
combination for particle size, for water content and for constituent, as
required. When the sample is used in combination for these purposes, the
sample meeting the characteristics of a largest number of increments shall
be used. However, when the mass of sample is insufficient for the sample
preparation and measurement of each characteristic to be in combination, the
increment shall be increased up to mot less than the required quantity by

making the slze of increment larger or by increasing the number of
inerements to be taken.

Further, the sample for particle size test can be used in duplication
for the coanstituent.

Remarks: The mutual multiple uses of the sample for particle size and
sample for molsture content, the sample for molsture content
and sample for constituent, these samples and sample for
other characteristics, and other than those, the samples for

each kind of characteristics shall be specified in each
standard.
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5.9 Belt sampling

5.9.1 Taking place of increment When the lot is moved by a belt conveyor,

the increment shall be taken from the specifled place on the belt or its
chute,

5.9.2 Number of increments The minimum required number of increments
taken from one lot shall be determined in accordance with 5.6.3,

5.9.3 Taking method of increments The taking method of increments shall
be as follows: '

(1) Carry out the systematic sampling by the random start.

The sampling interval of increments shall be determined in
accordance with Remarks 2, of 5.6.3.

(2) When taking the increments after stopping the belt conveyor, take the
increment of quantity of not less than the specified size at the
specified place of conveyor. In this case, take the whole quantity
along the moving direction of belt ranging over the full flow width of
belt, which ig not less than three times the maximum particle size and
not less than 30 mm in width at least, as one increment.

(3) Take the increments ranging over the full flow width of belt conveyor

by the sampler on the belt or at its chute when they are gathered from
the belt conveyor under operation.

Remarks: When taking in the full flow width is impossible, after
confirming that 1t is free from blas, select a place at
random In the full flow width at every time when the
increments are taken on the belt conveyor or its chute and
take the 1lncrements by the specified sampler.

5.10 Freight car sampling

5.10.1 Taking place of increment Take the lncrement from the new surface
of cargo, from the freight car under materlal handling, which as appeatred
during the material handliag.

Remarks 1, The increment may be taken from the device for material
handling and the like during handling. For hopper car,
1t should preferably be avolded taklng the increments
during the unloading because of the sampling accompanied by
the possibilitlies of inclusion of bias and the danger due
to the work.

2, It shall be avoided, as a rule, taking the increments only
from the surface of cargo which is loaded as it is in the
frelight car. '

5.10,2 HNumber of increments The minimum required aumber of increments to
be taken from one lot, number of freight cars to be selected out and number
of increments to be taken from one frelght car shall be determined in
accordance with 5.6.3.
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5.10.3 Method of taking increments The method for taking increments shall
be as follows:

(1) The freight car to take the increments shall be selected as the firat
stage of the two-stage sampling and its selecting method shall be in
accordance with the random sampling or the systematic sampling. When
the number of frelght cars is small, the increments shall be taken from
all of frelght cars in accordance with the stratified proportional
sampling. '

(2) 1In order to take the increments from the frelght car, determine the
taking place at random and take the increments from the new surface of
cargo which has appeared during material haandling.

(3) 1In order to take several increments from the freight car under material
handling by the systematic sampling method, take the. increments from
the places determined at random on the new surface which appears at
every fixed quantitative interval of material handling.

5.11 Container sampling

3,11.1 Taking place of increments When the lot is in the bags, drum cans
or other contalners, take the increments from those containers.

5.11.2 Number of increments The winimum required number of increments to
be taken from one lot, number of containers to be selected and number of
increments to be taken from one contalner shall be determined in accordance
with 5.6.3.

5.11.3 Methods of taking increments

(1) Wwhen the number of containers is small, the increments shall be taken
from each container by the stratified sampling. When the number of
containers 1s especially small, all the quantity of contents in all
contalners may be taken as the sample.

(2) When the number of containers is large, a container shall be selected
as the first stage of two~stage sampling and the increment shall be
taken from it. The selecting method of container for the first stage
gshall be at random or in accordance with the systematic sampling. When

the capacity of container is small, each container selected at the
first stage may be taken as the lncrement.

(3) When the increment 1s taken from the contalner, it shall be in
accordance with either one of the following:

(a) Take the increment from a random place after emptylng the
container of contents at a place free from foreign substances.

(b) Take the incremeut from a place selected at ratidom from the
contaiuer. '
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5.12 Ship hold sampling

5.12.1 Place of taking increments During the stevedoring of lot by means
of a material handling device such as grab bucket, straw basket, etc., take
the increments out of the handling device, or from the place directly after
Stevedoring in the ship hold.

5,12.2 Number of increments The minimum required number of increments to
be taken from one lot shall be determined in accordance with 5.6.3.

5.12.3 Method of taking increments Determine the taking interval in
accordance with 5.6.3 Remarks 2, and take the increments by the systematic
sampling.

5.13 Sampling for particle size

5,13.1 Place of taking increments The place of taking lncrements shall be
in accordance with 5.9 to 5.12. However, if there is the crushing equipment
in the way of lot movement, the sampling shall be carried out before
crushing at the time of receiving and after crushing at the time of
shipping, as a rule.

5.13.2 Number of increments The minimum required number of increments to
be taken from one lot shall be determined in accordance with 5.6.3.

5.13.3 Method of taking increments The method of taking increments shall
be in accordance with 5.9 to 5,12,

5.14 Sampling for molsture content

5.14.1 Place of taking increment The place of taking increments shall be
in accordance with 5.9 to 5.12. However, the sample for moisture content
shall be taken at a place as near as possible, before or after the place
where the mass of lot is weighed because the moisture content 1s easy to
change.

5.14.2 Number of increments The minimum required number of increments to
be taken from one lot shall be determined in accordance with 5.6.3.

5.14.3 Method of taking lncrements The method of taking inecrements shall
be in accordance with 5.9 to 5.12. When there are differences in moisture

contents in part of lot, for example, among the upper part, middle part and
lower part of the freight car, the stratified sampling shall be carried out.

Further, when the part of ship bottom and the like are particularly
watery, 1t should be preferable to carry out the stratified sampling for the
preparation of increments.

Remarks: Cares shall be taken on the container of sample, the place
for storage and the treatment method of sample so that the

moisture content will not vary by evaporatlon, wetting with
rain, etc. in the course from the sampling to the measurement.
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6. Method of sample preparation

6.1 Preparation of sémple The outline of th method of sample preparation
shall be as follows (see Fig. 9 and Fig. 10):

(1) Crush and reduce the sample as required to prepare the test sample.
(2) When the sample 1s extremely wet, dry it preparatively.

(3) The reduction shall be carrled out by an appropriate reduction method
in accordance with a specified reduction standard.

The sample for constituent is reduced by using the sample of not
more than 31.5 mm particle size of which all quantity have passed
through the test sieve, and its standard shall be in accordance with
6.5.2 and 6.5.6.

The reduction standard of the sample for molsture content shall be
specified 1in each standard.

The reduction standard of the sample for particle size shall be in
accordance with 6.8.

The reduction standard of the sample for physical characteristics
and the sample for other characteristics shall be specified in each
stdandard.

(4) The number of times to transfer the samples for particle slze and for
physical characteristics and the fall to transfer shall be minimized to
avoid c¢crushing of sample overall stages of work of sampling, sample
preparatlion and test sample.

(5) It is desired that the sample preparation apparatus be integral with
the usual sampling apparatus, but when an approprlate place cannot be
found near the sampling apparatus or when the increments taken from
several places are treated by one sample preparation apparatus, it may
be separated from the sampling apparatus.

The sample preparation apparatus, which has been arranged in one
united body with the sampling apparatus and carried out the treatment
for every Iincrement, shall be capable of treating the iIncrements in
shorter time than the time interval to take the increments.

Remarks 1. When the sample after the particle sgize test 1s used in
duplication for the constituent test, the duplicate uses
shall be carried out as followa, for example: Carry out
the particle slze test by using the whole quantity of
sample at flrst, and collect all of the samples divided by
particle size next. If possible, after mixing them

sufficlently, crush and reduce them to prepare the sample
for constituent test.

2. The preparation of sample including a great amount of
particles impossible to crush such as metals shall be
specified in each standard.
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(6) Cares sghall be taken so that during preparation of sample, a part of
sample can not be dispersed, and the dusts from surroundings and other
forelgn substances can not be mixed.

Fig. 9. When test sample for constituent test
is prepared after particle size test

|Crushing| Discard

Reduction

Discard Sample for con-
stituent test
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Fig. 10. When sample for moisture content test and sample for
constituent test are prepared

Lot

—

r N
T R T T G S G -y
— ~ I N /
(Sub-sgample)

Crushing

Sub-sample

Reductlon

Sample for wolis~ Sample for mols-
ture content test ture content teat
Temporaty Temporary
preservatlion preservation
~ v

Crushing

Discar Sample for con~
1scard (stltuent teat )

6.2 Precision of preparation The precision of preparatibn of main
characteristica of sample shall be CV 0,05 % to 5 Z%.

6.3 Predrylng of samples

6.3.1 Summary When the screenlng, crushing and reduction of samples are
impracticable because of the excessive moisture of the samples, dry them to
such a degree that the sample can be processed using sieve, crusher and
reduction apparatus under the specified conditlons (temperature, period of
time, etc.) in the individual standard by the room drying or the drying
apparatus, etc. In the case of adding to the moisture content (%) obtalued
in 7., calculate the predrying moisture content (%).

6.3.2 Sample The sample o be used shall be the whole quantity of the
sample immediately after taking.

6.3.3 Apparatus

(1) Drying apparatus Use the apparatus having a capacity in which the
required quantity 1s accommodated and capable of adjusting to not
higher temperature than that at which the sample does not deteriorate,
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(2) Balance The reciprocal sensibility of balance shall meet the required
precislon.

6+,3.4 Operation The operation shall be carried out as follows:

(1) Welgh the mass of the whole quantity of sample.

(2) Level the sample so that the thickness of sample shall become uniform
and dry it under the specified conditions (temperature, period of time,
etc.), ‘

(3) Weigh the mass immediately after completion of drying.

6.3.5 Calculation Calculate the predrying moisture content A (%) to two
places of decimals, as a rule, according to the following formula:

Predrying moisture content A (%) =W =W ;an %100

where, W : total mass of sample before drying
W, ¢ total mass of sample after drying
Remarks 1. Take care to avold the loss of mlecro-powder by drying.

2, Take care on preservation after predrying for the sample
having a large hygroscopicity.

6.4 Crushing of sample Crush the whole quantity of sample by an
appropriate crusher up to the particle size that allows the whole guantity
of sample to pass through the specified sieve.

Remarks: When the materials impossible to crush are mixed, for
example, obtain the mass ratio independent of that part
previously, produce the test sample separately to obtain
each measured value and further, obtain the weighted mean
taking the mass ratio which has been obtained previously as
weight.

(1) Selection of crusher Select the crusher having the type and capacity
sulted for the particle size of sample to be ground, particle size of
sample after crushing and physical properties(”) of sample.

Note (?) The physical propertles are defined as hardness, rigidity,
specific gravity, water content, stickiness, and others.

(2) Cleaning The inside of crusher shall be cleaned before the sample is
supplied,

(3) Preliminary cleaning When crushing the different sample from the
sample which has been crushed at the last time, it should be preferable
to pass an appropriate quantity of particulate materials taken from the
lot previously through.
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(4) Taking out of sample Take care to take out the whole sample
remaining in the crusher. ’

(5) Prevention of deterioration

Take care to avoid the deterioration of

sample due to the type of crusher or the heat generated by the long
hour's continuous operation and the like.

6.5 Reduction of ~sample

6.5.1 Classification of reduction method

classified into the following

5 methods:

(1) Increment reduction method

(2) Method by riffle sampler

(3) Conical quartering method

(4) Alternate shovelling method

(5) Method by reductor

6.5.2 Increment reduction method

The reduction method shall be

(1) The size of shovel for the increment reduction and the thickness of the
spread sample shall be as given in Table 3 according to the particle

size of the sample.

Table 3. Particle size of sample slze of shovel for increment

reduction and thickness of spread sample

Particle sizes of

Number of shovel

Thickness of spread

whole-through sieve sample mm
31.5 om max, 30D 40 to 50
22.4 pm max. 20D 35 to 45
16.0 mm max. 15D 30 to 40
10.0 mm max. 10 p 25 to 35

5.00 mnm max. 5D 20 to 30
2,80 mm max., 3D 15 to 25
1.00 mm max. 1D 10 to 20
250 Jm max. 0.25 D 5 to 10
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Remarks 1. The size of shovel shall be as given in
Attached Fig. 1.

2. In the case of lncrement reduction, the
particulate materials of unit quantity
which has been taken from the sample is
called an increment.

(2) The number of increments shall be in accordance with the following

standards:

{(a) 1In the case of gross sample 20 increments or over
(b) In the case of sub—sample 10 increments or over
{(¢) In the case of each increment 4 increments or over

(3) when the increment reduction of gross sample is carried by hand, the
procedures of reduction shall be carried out as follows (see Attached
Fig. 2):

(Procedure 1) Spread the sample in square with thickneas of Table 3
and uniformly on the flat board.

(Procedure 2) Divide this into 5 equal parts lengthwise and into 4
equal parts breadthwise.

(Procedure 3) Collect one increment from each division to be 20
increments in total by the use of the shovel for
increment reduction (by selecting the place at random in
each division) and take these as the sample after
reduction. At this time, the increment shall be taken
by thrusting the shovel to the bottom of sample stratum.

Remarks 1., When the quantity of sample after reduction larger than the
quantity of sample taken by the above-stated method 1s
required, enlarge the size of increment or increase the
number of increments. When the number of increments are
Increased, the number of divisions is increased or the
number of increments to be taken from one division is
increased, and the number of increments to be taken from
each division, however, shall be fixed.

2. The number of divisions for the reduction of each
sub~sample shall be not less than 10 divisions and one
increment shall be taken from each division.

3. The number of divisions for the reduction of each increment
shall be not less than 4 divisions and one increment shall
be taken from each division.

4. In the case of incremeunt reduction, depending on its

object, it should be preferable to take the increments with
applying the padding hoard.
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6.5.3 Method by use of riffle sampler

(1) Depending on the particle size of sample, the riffle sampler with
number shown in Table 4 shall be selected, as a rule.

Table 4. Particle size and classification of riffle sampler
Particle slze of whole- Classifi-{Width
through sieve mm cation of |of

: riffle riffle
Over Max. sampler mm
22.4 31.5 No. 60 60 + 1
16.0 22.4 No. 50 50t 1
10.0 16.0 No. 30 30+ 1

5,00 10.0 No. 20 201
2.80 5.00 No. 10 10 = 0.5
2.80 No. 6 6+ 0.5

(2) The riffle sampler shall be as follows:

(a)

(b)

(c)

(d)

(e)

The Attached Fig. 3 glves an example of the slze and structure of
each part of riffle sampler,

The angles § of upper part and lower part between both inclined
planes shall not be larger than 60 degrees.

The number of riffles shall be an even number and be not less than
16, as a rule. However, the number of riffles of sampler with
number of 60, 50 and 30 shall be not less than 12.

The sample receilver shall be so constructed that the micro powders

‘do not disperse from the outlet of riffle sampler.

The inside of riffle samplers shall be smooth and free from rust.

(3) The sample shall be put in the mineral—-feed container and fallen
uniformly on the body of riffle sampler to be divided into 2,
Either one of the divided samples shall be selected at random and
be taken as the sample after reduction.

Remarks:

In using the riffle sampler, cares shall be taken so that the
riffles shall not be packed.

(4) The standard of sample reduction shall be in accordance with 6.5.7.
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6.5.4 Conlcal quartering method

(1) The procedures when reducing the sample in accordance with the comnlcal
quartering by hand shall be as follows (see Attached Fig. 4):

(Procedure 1) Heap up the crushed sample into a cone-form on the plane.
(Procedure 2} Flatten the circular cone of (Procedure 1) and repeat
the operation of (Procedure 1) at other places once or

twice.

(Procedure 3) Flatten the cone with pressing down vertically from the
top and quarter the sample in a fan-form.

‘(Procedure 4) Take a palr of diagonal parts and join them to be taken
as the sample after reduction.

(2) The standard of sample reduction shall be in accordance with 6.5.7.
Remarks: When the particle size of sample to be reduced i3 large, pay
attentlon to the segregation easily to be produced 1in the

conical quartering method.

6.5.5 Alternate shovelling method The procedure of the alterunate
shovelling method shall be as given 1n Attached Fig. 5.

Further, the standard for reduction shall be in accordance with 6.5.7.

6.5.6 Method by reductors It shall be confirmed preliminarily that the
reductor is sufficlent 1n precision and is free from bias.

Further, the standard of reduction shall be in accordance with 6.5.7.

Remarks: The apparatus used for the sample reduction shall be cleaned
sufficiently before use, When the reduction of sample
different from the sample which has been reduced at the
previous time is carried out, 1t should be preferable to
clean by passing through an appropriate quantity of
particulate materials which has been separately taken from
its lot preliminarily.

6.5,7 Standard of sample reduction The relation between the particle size
that allows the whole quantity of sample to pass through and the mass of
sample after reduction shall be 1n accordance with Table 5, as a rule.

However, the relation in the case of increment reduction shall be in
accordance with 6.5.2,
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Table 5. Particle size and standard of reduction

Particle size of Mass of sample after reduction ' kg
whole-through .
sleve In the case of |In the case In the case of
' gross sample |[of sub—sample |each 1lncrement
31.5 mm max. . | 280 min. 140 min. 80 min.
22.4 mm wax. 140 win. - 70 min. 40 min,
16.0 mm max. 70 min, 35 min. 20 min.
10.0 mm max. 35 min. 17 min. 10 min,
5.00 mm max. 8 min, 4 oin, 2.5 min.
2.80 mm max. 2 min, 1 min, 0.6 min.
1.00 mm max. 0.5 min. 0.5 min. 0.3 min.
420 ym max. 0.1 min. 0.1 min. 0.1 min,
250 ym max, 0.05 min. 0.05 min. 0.05 min.

Remarks 1. The mass of sample in this table 1s the
mass In the case where the bulk density
of sample is 1.

2. The sample shall not be reduced to not
. more than the mass of sample shown 1n this
Table.

6.6 Preparation of constituent test sample The preparation of constituent
test sample shall be as follows:

(1) Crush and reduce the increment, sub-sample or gross sample. When the
specified particle size has been obtained, prepare the specified number
of samples with specified mass.

(2) Put thig sample in a contaimer to seal it.  Take this sealed sample as
the sample for constituent test. .

(3) The number of the samples for constituent test shall be not less than
4 samples for seller, buyer, umpire and preservation, etc.

6.7 Preparation of moilsture content test sample The preparation of
moisture content test sample shall be as follows:

(1) Crush and reduce the increment, sub-sample or gross sample and produce

the sample with the specified particle size and specified mass for the
moisture content test sample.
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(2) The number of moisture content test samples shall be not less than one
in the cases of increment and sub—sample and be not less than 2 in the
case of gross sample, as a rule,

(3) In the following cases, the moisture content test sample should
preferably be prepared for each increment or each sub—sample.

(a) When the sample is watery (%)

(b) When the quality variation of moisture content (%) 1s remarkably
large by rainfall, snowfall and the like.

(¢) When a long time is required for the sampling of one lot,

(4) Because the sample for molsture content is easy to yield bias by the
change of moilsture content at the time of crushing, reduction, and
mixing, etc., the predrying of sample should preferably be carried out
immediately after takling as far as possible,

Further, it is necessary to treat the sample for molisture content,
with paying attention to the handling place, the equipment, the methods
of crushing and reduction, and to lessen the number of times of
crushing and reduction as far as possible.

6.8 Preparation of particle slze test sample The preparation of particle
size test sample shall be as follows:

(1) Prepare the particle size test sample from the sample for particle size
without crushing.

(2) By the use of whole quantity of the sample or by the reduction method
of 6,5,1, reduce the sample in accordance with the standard of
reduction and produce the particle size test sample.

(3) The standard of reduction of (2) shall be according to the following
formulae:

(a) In the case of gross sample

=& S
Ms=—7 =X5000

Q=2.5X10"°G (100~ G) L*/ (Y /L)
where, Ms : mass of the particle size test sample (kg)
Bew ¢ required precision of reductiom test
S : apparent demsity (kg/m®)

G : percentage (%) containing the specified particle
slze division

L : particle size that allows the whole quantity of
sample to pass through (mm)

Y : specified particle size (mm)
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(b) In the case of sub-sample
s ey |
where, k : number of sub-samples constituting the gross sample
Ms : mass of test sample in the case of gross sample (kg)

(¢) In the case of increment

My
o (ke)
where, n ¢ number of increments constituting the gross sample

Ms + mass of test sample in the case of gross sample (kg)

7. Moisture content determining method

7.1 Summary Dry the moisture test sample to become a constant weight at
the specified temperature in the thermostatic oven. Calculate the molsture
content (mass %) of each sample from the loss on drying and determine the
moisture content (mass %) of lot in accordance with 7.7.

7.2 Sample Use the moisture content test sample prepared in accordance
with 6.7,

7.3 Apparatus The following items shall be previously determined in each
standard:

(1) Drying basin [class, form, material and base area(’)]

Note (*) It should be preferable to determine the base area so that
the thickness of sample shall become not more than 30 mm.

(2) Thermostatlic oven (range of temperature capable of using, temperature
reversion time, tolerance of holding temperature, etc.)

(3) Balance (reciprocal sensibility, required preciaion) .

7.4 Operation The operation shall be as follows:

(1) Transfer the moisture content test sample prepared in accordance with
6.7 into the drying basin of known mass (W) and level the sample so
that its thickness shall become uniform, and weigh the whole mass ().

(2) Put the molsture content test sample in the thermostatic oven adjusted
to the specified temperature preliminarily and dry it. At this time,
specify the drying conditions("*) suitable for the particulate materials
susceptible to influence of oxidation or the like.

Note (") The drying condition is defined as heat source of &rying,
ventilating condition, atmosphere, etc.

Documents

Full document details: JIS M 8100-1992


http://www.avadocuments.com/doc/jis-m-8100-1992
http://www.avadocuments.com/doc/jis-m-8100-1992

33
M 8100-1992

(3) Continue to dry the sample until it becomes a constant weight.
The constant weight means that the loss on drying becomes not more than
a fixed percentage (or a fixed mass) per a fixed time.

Remarks 1. When the required time to attaln a constant weight could be
obtained by carrying out the experiment for each brand, 1t
may be considered that the sample attained a constant
welght in that required time.

2. When the rate of loss on drying does not become not more
than a fixed value, the drying condition shall be decided
as agreed upon between the parties concerned with delivery.

(4) Weigh the whole mass (H@) of sample while it is heated immediately
after completion of drying.

7.5 Calculation Calculate the moisture content B (%) according to the
following formula and obtain it to two places of decimals, as a rule.

B =—g§:—ﬁ,’3x 100
2 1

7.6 Tolerance It should be preferable to previously fix the tolerance for
the difference of molsture contents B (%) when the test of 2 samples has
been carried out.

Remarks: In the case of one test sample, the test method shall be
controlled sufficiently and be checked at times because the
confirmation of tolerance is impossible.

7.7 Determined values The determination value shall be as follows:

(1) When predrying is not carried out

(a) In the case of gross sample, find the arithmetical average of 2
values B (%) of rate of loss on heat drying and take that value
which has been rounded off to the first place of decimal in
accordance with JIS Z 8401 as the moisture content (%) of lot,

(b) When the loss on heat drying has been obtained for each
sub-sample, obtain the weighted average taking the stratum of
which each test value is representative, the mass of primary
sampling unit or the number of increments composing sample as
weight and take this value as moisture content (%) of lot.

(c) When the rate of loss on heat drying has been obtained for each
increment, find the arithmetical average of each test value and
take 1t as moisture content (%) of lot.

{(2) When predrying has been carried out Add the predrying moisture
content A (¥) obtained in 6.3 to the moisture content € (%) to be
obtained from (1)(a) to (ec) by the following formula, round off the
number to the first place of decimal and take it the molsture content
D(%) of lot. However, in this case, C (%) shall be the value
calculated to two places of decimals.

160—A
100

D=A+ xC

Documents

Full document details: JIS M 8100-1992


http://www.avadocuments.com/doc/jis-m-8100-1992
http://www.avadocuments.com/doc/jis-m-8100-1992

