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1.Foreword vrolorta W 0 q.T and 4 B o
This certified reference material,is a sort of synthetic semi- conductor
compound provided by the state-run Factory NO.739  The grain size of
the sample, 20~60 mesh.
The major X-ray diffut'ton intensity.
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The sample is characterized by the homogeneous distribution of eleme-
nts, the purity of material used and the stability under the bombardment
of electron beam, Therefore,it can be used as the certified refcrence mate~
rial in electron probe for quantitative analysis,

2.Form of Sale

The minimum selling unit of the materiae is granule, Each sample gra-
nule may be made into electron probe analytic sample stage or be sold as
single granule according to the requirement of consumers,

3.Brief Description of Sample Preparation

The sample,previously in form of lump.is firstly cleaned with distilled
water and ground to a grain size of iess than 20 mesh;Secondly.the g round
material is sieved after cleaning and drying and the inclusion in the part
of 20-80mesh is eliminated; Finally, the backscatting graph checking with
electron probe is carried out b} means of random sampling, and the result
indicates that the purity of the sample meets the requirement,

4. Measurement of Characteristic Value

Characteristic values are measured by classical chemical analysis. Two
enalytic specimens of each about 200mg are made from the sample randomly
and then are analyzed by two laboratories respectively, The average values
of the two results obtaincd are used as standard values. The analysis me-

thod is as follows.

Element Method( 1) | Method(2)
Zn Volumetry Volumetry
Se Volumetry , Volumetry
Analytic Institute of Multipurpose  Laboratory oleufeau of
Unit Utilization of Mineral Geology and Mineral Resources
Resources of Jiangsu Province
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. The uncertamty is munly caused by analytlc error_, mhomo‘glenmty of
mater1a1 and the drift due to mstrumetal mstab:hty and desvthatlon dueto
counting 'statzstlcs when using electron probe. N
B.Homogenleity Test ‘ |
Sampling Method: Take 30 granufes of sample randomly from about

1000 granules and make them into sample stages,
Measuring Instrument:. French-made CAMEBAX-MICRO electron probe
Working Condition Accelerating Voltage 20ky;Beam Current 1.25%X107%A
Beam Diameter: 2um
Measuring Method: Measure 3 points randomly on each sample granule
and three times for each point {counting after 10
seconds ) . . |

Testing Mecthod: Test with variance ahaiysis F and inhomogeneitsy
value, and the results are satisfactory if inhomogen-
. ity value ve<{I 0%,

Testing Result:

Zn Ve=0,23% ; Se Ve=0,29%

7.5tability Test

Testing method is the same as the homogeneity test, Take 3 granules of
sample randomly, one point for each granule and one time for each po-
int ( 10 seconds for each time).The Stability value SI is the average va-
lue of the resuits of above three points. The stability is satisfactory under
the bhombardment of electron beam if SI<3,

Result:

Zn S1=1,386, Se SI=1.34

8 Proper Using and Storing Method

Using Method: Mosaic sample granules into sample stages made of con-
ductive powder resin, or glue them with glue bonds such as epoxy re-
sin. Then they are ready to use after a plane has been made and been po-
lished on them { Carbon film should be plated or conductive bond shou—
Id be wused if the glue bond is not conductive). The sample gran-
ules should be pure, and the temperature and pressure should not

be too high in the preparation to avoid the break of samples and possi-

+ 2.



ble changes. The p}epared planes -Si:lould be smooth and un—polluted The
carbon film should be plated soundly When maasunng. ‘use ‘the cert:hed
tefe:;'ﬁé;‘n;aterml and determinand samples un&er the same cond:t:ons
The elemental contents of determinand samples can be obtained by rect-
n'ymg the results from measurement.To reduce the error caused by the
mhomogenmty of the certlf.:ed reference material to the migimum extent,
it is better to measuring 3—5 points each time a.nd to take the average
value as the final result. The certified reference matrial should be re-
polished and re-plated after using for a period of time. )
Storingl Method: Store the certified reference materal in sample rooms
or vacuum containers or desicators,
9.Units and Personnel of Research and Cooperation
Unit in Charge: Inatitute of Multipurpose Utilization of mineral Resoures
Wang Shugen, Cheng Huashi, Yang Youfu,Mao Zhichao,
Zhou Kaixun
Cooperative Unit: Nanjing Institute of Geolgy and Mineral Resources
Wang Guanhua, Chao Fuwei
Laboratory of Bureau of Geology Resources of Jiangsu
Province

Yang Wensi, Zhang Shujun
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Zn Ve=0_23%: Se Ve=0_20%
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