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Determination of lattice constants by X-ray diffractometer,
with an example applied to rhodonite

By

Hitoshi Mowor

(Abstract)

Computation methods of lattice constants by the least square method were developed

and applied to the diffractometer powder data of a triclinic crystal.

Indexing was simul-

taneously tried in the iterative calculation. In the case of the diffractometer data corrected

by an internal standard, systematic errors may be negligibly small, but there still remains

an error term of K sin 20 in the observation equations, which has been taken into account

for the calculation.

Data for seven rhodonites were computed with this method wusing an OKITAC 5090 H

Algol code.

calcium content.
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. Fig. 1 Relation of the error in diffraction angle
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and 0.0005A.

%0 L20<90°, 420 = 0.01°) AR S B 1C
WEDXS BHESKRENZERLTLL
3, $TEMOTERD BEEGBRIERCA
D, HORFEICE - THES 2 BRESRE &


library
ノート注釈
library : None

library
ノート注釈
library : MigrationNone

library
ノート注釈
library : Unmarked


B

H

X

Table 1

An example of the computation of lattice constants by rhodonite

from the Yanagaso mine, Yamaguchi Prefecture
ER: Ksin26, DQ: Qobs. -Q cale., CYCLE: times of iteration.

HKL I P 26 a Qobs, Qeal, ER 9
170 23 1 15,63 7,12 0,019705 0,019758 69 ~52
001 5 1 16,71 6,66 0,022503 0,022525 73 -22
171 8 1 23,43 4.7 0,043938 0.043989 102 =50
T21 4 1 27,16 4,125 0.,058759 0,058829 17 «69
150 3 1 29,38 3,820 0,068537 0,068655 125 <117
270 3 1 29,40 3,817 0,068629 0,068731 125 <101
200 3 i 30,50 3,683 0,073736 0,074060 130 =323
230 75 3 31,54 3,564 0,078721 0,078890 134 <168
277 3 1 33,00 3,411 0,085971 0,086064 139 93
207 15 3 33,73  3.339 0,089705 0,089756 142 =51
012 5 1 34,61 3,25 0,094301 0,094415 145 -113
210 5 1 34,63 3.255 0,094407 0,094877 145 =469
102 20 3 35,99 3,135 0,101718 0,101670 150 47
230 33 3 36,50 3,093 0,104522 0,104535 152 =12
231 - 1 - - - 0,104854 152 =331
172 50 3 38,04 2,972 0,113196 0,113146 157 49
170 18 3 38,58 2,932 0,116309 0,116323 159 -14
122 5 2 40,29 2,813 0,126411 0,126563 165 =151
239 8 2 40,71 2,785 0,128948 0,128859 167 89
220 12 2 41,07 2,761 0,131140 0,131176 168 -36
T41 4 2 42,84 2,652 0,142145 0,141952 174 193
212 8 1 43,76 2,599 0,148013 0,148325 177 =311
370 32 4475 2,545 0,154439 0,154666 180  -227
320 15 2 45,31 2,515 0,158124 0,158287 182 ~163
122 2 0 46,54 2,451 0,166342 0,165802 186 539
330 8 3 48,18 2,373 0,177562 0,177391 190 170
3711 2 1 49.37  2.319 0,185887 0,185647 194 239
310 2 o 50,58 2,267 0,194504 0,193873 197 630
250 10 1 s1,66  2,2231 0,202323 0,202265 200 58
103 14 1 52,79 2,1789 0,210630 0,210596 204 34
013 3 1 53.43  2,1547 0,215391 0,214914 205 476
2351 8 2 54,47 2,1166 0,223211 0,223308 208 -96
391 3 1 55,17 2,0918 0,228533 0,228125 210 407
3273 3 1 55.95 2,0650  0,234516 0,234366 212 149
213 3 1 58.63  1.9784 0,255487 0,255491 218 -4
350 2 0 59,38 1,9557  0,261466 0,262039 220 =573
332 8 3 61,42 1,8967 0,277962 0,277714 224 248
4 %0 7 1 62,58  1,8651 0,287488 0.287211 227 276
203 2 0 63,50 1,8408 0,295115 0,296523 229 -1408
232 - 0 - - - 0,296150 229 ~1035
323 4 1 64,08 1,8259 0,299954 0,299670 230 284
312 2 1 65,00 11,8028 0,307680 0,307289 232 391
431 2 1 66,24 11,7728 0,318184 0,318295 234  ~110
160 5 0 68,46  1,7220 0,337238 0,336477 238 760
252 10 1 69.72 11,6947 0,348185 0,347927 240 257
2453 - 0 - - - 0,347123 240 1062
381 2 1 69,93 1,6903  0,350018 0.350366 240 =347
332 2 1 70,48  1,6788 0,354831 0,354692 241 138
011 14 2 71,16 1,6648 0,360805 0,360653 242 151
153 2 1 71,93 1,6494 0,367598 0,367181 243 416
161 2 o 72,64 11,6354 0,373888 0,372138 244 1749
412 2 0 74,16  1,6065 0,387435 0,389292 246 1856
433 2 o 74.96  1,5919 0,394607 0,395234 247  -626
323 5 1 75.34 1,5850 0,398024 0,398519 247 =495
031 3 0 76.74  1.5605 0,410660 0,409471 249 1188
402 2 0 76,84 11,5588 0,411565 0,412846 249 1280
382 2 1 T7.52  1,5472 0,417732 0,418061 250 =329
161 5 [¢] 79.65 1,5125 0,437149 0.436518 251 631
353 5 1 81,94  1.4774 0,458172 0,458228 253 =55
500 8 ¢ 82,18  1,4738 0,460383 0,462318 253 =1934
214 15 3 85,12 11,4321 0,487556 0,487823 255 =267
521 3 1 85,20 11,4310 0.488297 0,488320 255 ~22
Fe Ka A= 1,9373 A

Cycle =5

Normal cell Reverse cell Parameter

a 7.664424 0,001935 a* 0,135951 0,000018 0,01848258  0,00000476
b 11,827207 0,004031 b* 0,087966 0,000020 0,00773799  0,00000357
¢ 6,702706 0,001227 c¥ 0,149837 0,000021 0,02245124  0,00000641
o« 92,355594 0,022063 a* 86,440556  0,016362 0,00163661  0,00000812
B 93.947861 0,018741 B* 85,235636  0,012779 0,00338387  0,00000997
Y 105,627000 0,021516 Y* 74,152275 0,019770 0,00653157  0,00001029
v _582,6181 0,0809 V% 0,00171639 _ 0.00000024

Systematic error K= 0,000256

0,000135

Standard deviation o+ 0,039386 o 0,003129 o 0,0002743

Total reflection 62
Tsed reflection 48
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Fig. 2 Relations of the errors by eccentricity and flat

specimen to diffraction angle
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Table 2 Lattice constants and standard deviations of rhodonites

No. S-4 55 58 52 48 79 64
Locality Synthetics Taguchi Zomeki Hata Yanagaso Fujii Hsihutsun
Ca mol. % 0 3.5 6.0 10.0 13.2 14.7 15.0
Fe 0 3.2 1.3 12.0 4.0 2.7 3.4
Mg 0 1.7 2.5 5.6 7.7 4.2 7.3
aA 7.6112 7.6228 7.6518 7.6405 7.6644 7.6803 7.6751

0.0016 0.0017 0.0020 0.0024 0.0019 0.0018 0.0016
bA 11.8315 11.8399 11.8435 11.8311 11.8272 11.8394 11.8215
0.0032 0.0035 0.0045 0.0057 0.0040 0.0030 0.0031
cA 6.6981 6.6963 6.7127 6.6885 6.7027 6.7158 6.7057
0.0012 0.0011 0.0016 0.0015 0.0012 0.0012 0.0010
a’ 92.601 92.593 92.675 92.546 93.356 92.360 92.372
0.023 0.020 0.035 0.033 0.022 0.022 0.017
B° 94.406 94.284 94.096 93.067 93.948 93.971 93.861
0.018 0.018 0.025 0.026 0.019 0.020 0.016
re 105.678 105.641 105.643 105. 533 105. 627 105.651 105.667
0.014 0.015 0.019 0.029 0.019 0.015 0.014
K —0.00073  —0.00022 0.00046 0.00007 0.00026 —0.00018 —0.00013
0.00013 0.00013 0.00015 0.00016 0.00014 0.00021 0.00012
VA3 577.64 579.02 582.93 579.80 582.62 585.48 583.36
0.07 0.08 0.13 0.12 0.08 0.05 0.07
o9 0.00025 0.00024 0.00027 0.00028 0.00027 0.00027 0.00024
No. of 45 4 38 37 48 16 49

reflect.
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Fig. 3 Relations of the lattice constants to calcium contents of rhodonite.
The length of vertical line shows 3o.

* Montor (1964) No. 109 & F—atkl
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Table 3 Chemical composition of rhodonite

from the Fujii mine, Fukui Prefec-

ture.
Wt. 2% Atomic ratio
0=230.000
Si0, 46.41 Si 9.928
TiO, 0.02 Ti 0.004
10.000
Al,0, 0.24 Al 0.062
Fe, 0,4 0.23 Fedt 0.036
FeO 1.52 Fe?* 0.273
MnO  43.27 Mn  7.841 [ 8964
MgO 1.32 Mg 0.420
CaO 6.32 Ca 1.449
Na,O 0.02 Na 0.008 1.465
K,0 0.03 K 0.008
H,0+ 0.11
H,0- 0.11 Analyst K. Ishibashi
1967
P,04 0.01
Total 99. 62
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