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2. $EEmD T FRE 5 7o
0
(1) Al T FRE /

Y oy
WHESNIML  T=nan,bmn,e
IR LG0T (r) Q\Q%

=f(r-T)

JRF 25 B O it it R
S+T)=f(r)
BEAMBRIET— ) THBETRES

fr)=Z¢fge'®"
BL.
G = h,a* +hyb* +hyc* HEXIEE r=xatyb+zc

ERFARINL a b, c
HHEFARIRIL a*, b*, c*
a~a*=2n, a-b*=a-c*=0 etc

a*=2n(bXc)a-(b X c¢) etc




(2) BIEE*FR1E

0

& & s =
EEAPEOETEET DT ., y) \ \\ ’J |

. J P
x'| |cos® -sin0||x X K X e
_ =R e
y'| |sin® cosO||y y \%
()
WEE (RFREOSEERH £EE oy e
f=RS(r)=f(R'r) U/
E#ERE{ToTC ¢ T HiETDDIE.
r={R|t}r =Rr+t; Re}f(r)=F R r-1)

RO RIEE (R HEIZERBFZLT; SRTTIX230NZEREEF
o, Bfum. @k, FACi&R; TR

ZREFP2,/cDB

SREE & FHlEE

1) {E|0} X, Y, Z fBE L

2) {Cyl(bte)2} -x, 1/2+y, 1/2-7 2. 58A

3) {o)l(btc)2} x, 12y, 1/2+z  BREE GRBR+ )

4) {I|O} X, -y, Z }iiz_i
Prnam® 15|
HNERIBE & HMEE
{E‘O} X,y Z {I‘O} X, -y, Z
{o,/(atb+c)/2} 1/2-x, 1/2+y, 1/2+z 6) {C,,[(atb+c)/2} 1/2+x, 1/2-y, 1/2-z
{o/l(atb)2} 172+ x, 1/2-y,z {C,,l(atb)/2} 1/2-x, 1/2+y, -z

{C,,|c/2} X, -y, 1/2+z {o,|c/2} X,V 1/2-z




3. X#RE

Ki ky’ phase difference
~ ke~ (r-r')
-Ki- (r-r)
Scattering Vector
K=Ks-Ki
Elastic Scattering
K/O7r= 2 sin@
A
Structure Factor — x 1,y
Scattering Intensity
I(K)oc S dr Jdr'o (n) o (1) e ()
© (r) : electron density for X-ray
Diffraction(Laue condition K=G)
I(K)OCN2|F(K)|2 A(K-G) Laue func
N |sin(KaN/2)|
Structure factor Ker S v Tsin(Ka/2)|
F(K)=J p(ne™ dr N i
unit cell 1N Ka

Electron density
;o(r)=% S F(K) e K
K

r %, kR =N §(K-G)




Structure Analysis (Conventional)

Intensity measurement

}
Observed F, =k exp(-ip) I 12

!
Model for p(r) \
|

Change of parameters
Calculated F,,

l /
Check of Residue

R={Z||F0bs|'|Fcal”}/ 2:|Fobs|

|

Fourier transformation —— p(r)

Assumptions in conventional method

Structure F(K)=%

factor

f. exp(-W;) exp(iKr;)

atom j

Atomic form factor fj=4n/KI;TTj(r)\2 r sin Kr dr

Calculated radial wave function by quantum mechanics

Thermal parameter (Debye-Waller factor)
Wj =<(Ku;)*>>/2=B(sin 0/1)*
=212{U,,h?a*>+ .... +2U ,hka*b*}

Mean squared displacement of thermal vibration
<u?>=B/8n?; B is an isotropic parameter, Uj; are anisotropic ones.




AXS o454

Programs for Analysis of Crystal Structure

RDRDF HIET—2DOPCADEYAHNIE
CNVRDF m&§5F—42nniE

BDLS block-diagonal least square calculation gx/N = &%
SYFR T—UIARK
F=p=- IERIERE - A ES
FILOUT #FZ&dHh. &8 -AEHHE
Z D1tk
RDRDF rdrdf20.exe 458kB 2001/03/03 23:29
HARAHTTAIL
fdatcry -+++ HUBER(XYY)DIHFE
afcsr.dat =+-+ AFC5R(UAY)DIHFE
WEBDEFEAT EEEE
rdrdflog.txt ===RDRDF Ver=2.00 (01/3/03) ===
read data AFCS, AFC5R(afc5r.dat), MXC(fdat.cry),
DIP(scalepack.out), AXS98(simple), or others
H jjﬁjé,? ;f)%b_u_ write in file with SIMPLE-FORM(314,F9.2,F7.2)
W =7 Al Data decay correction can be applied.

Input file name=fdat.cry

A= a—[EE
0)Read and display INO statics and Range of standard
1)Write data ~ 2)write ID=0
-2) all correlation +-hkl, -1)correlation HKL
————— Input (0/1/2/-1/-2) 7 1




Rdrdflog.txtd 15!

RDRDF log file Ver=2.00 (01/3/03)

input file=fdat.cry

AZa—T—1%&ER

= investigate correlation +-H, +-K, +-L =

Number of relevant RD (INO=1) is 2305

RDCHK OUT AXIS TYPE= 2

RDCHK OUT CONDITION= 0.10000
0.145 5 1 0 38 5-1 0 287
1.000 6 4 0 000 6 4 0 442

0.197 0 5 0

3.71

0-50 249

EBITTATI=TIEER
BRTNCHELRIRRIFF—R—FA S

Input (0/1/2/-1/-2) 71

Input output file name= test.rdf

Is it new(0), old(1) or unknown(2) ? 0
Absorytion correction for sphere sample 1=Yes,

0=No ? 1

Input MU etc. from (0) KYB, or (1) X-file ?=0
Input absorption factor mu=15.678

Input radius of the sample r=0.128

aalies

output file=KRSO.rdf

absorption correction (Yes=1) = 1

output condition F/sigF>= 0.00000

include unbalance=3 (Yes=1)= 0

standard decay correction (Yes>0) = 0

NO of input DATA LINE= 2348

NO of output DATA LINE= 2305

absorption coefficient for F= 5.89952 <Ab< 12.52340
transmission factor for I= 0.00638< 0.02873

BRRIVUREDETE Excel ®ETE

R AUR{ Mo Ka
K Rb Se o K 2(1-x) Rb_2x Se 0.4 KRbSeO |Volume mu r mu*r
X 1052 11780 9023 30.48
0/ 1052 11780 9023 30.48 2104 0 9023 121.92 11248.92 470 9.573549
0.1 1052 11780 9023 30.48 1893.6 2356 9023 121.92 13394.52 480 11.1621 0.245 2.734715
0.2/ 1052 11780 9023 30.48 1683.2 4712 9023 121.92 | 15540.12 487.4 12.75348 0.125 1.594185
0.5 1052 11780 9023 30.48 1052 11780 9023 121.92 21976.92 500 17.58154
0.8 1052 11780/ 9023 3048 420.8 18848 9023 12192 28413.72 518.12 21.93601 0.23 ' 5.045283
0.9 1052 11780/ 9023 30.48 2104 21204 9023| 121.92 30559.32 530 23.06364 0.3 6.919091
1 1052 11780 9023 30.48 0 23560 9023 121.92 32704.92 540 24.22587




CNVRDF
Cnvrdf20.exe 465KB 2001/03/01 21:24

RCENEIE
CNVRDF Ver=2.00 (01/3/01) .
Log-file is open as cnvlog.txt MEBOFEOT
Limit : Number of RD .LE.16000 cnvlog.txt
Input file name=KRSO.rdf
A= a—[EH
*** Main Menu (01/3/01 orig. on 97/9/16) ***
0) SAVE and END 1) EDIT INPUT DATA(Delete F<sigF etc)
2) CHECK of EXTINCTIONS 3) CHANGE INDEXES

4) SORT INDEXES in NEW ORDER  5) SELECT INDEXES (subcell)
6) AVERAGE EQUIVALENT REFLECTION 7) absorption correction

8) Extract independent F for cubic 9) Expand index to Ortho

**% INPUT (0 to 9) ***

T7ANESELEE (REMAN/NTA—H)

**% INPUT (0 to 9) ***

0

WRITE file is (0)UNKNOWN, (1)NEW, (2)OLD or (3)SAME ?=0
Input write file name=KRSO.3rd

OUTPUT IF F.GE.RN*SIGF, INPUT RN =3.0

(1) 4(212,13,F6.2,F5.2) (2) 3(212,13,F6.2,F5.2,F7.2)
(3) 4(313,F6.2,F5.2)  (4) old UNICS format

(5) 4(313,16,14) (6) 3(313,16,14,16)

(7) 3(313,F7.2,F5.2,F8.2) (8) 313,F7.2,F5.2,F8.2

(9) REMOSS8S5 format (-1) 314,F9.2,F7.2

(-2) free form as 313,F8.2,F6.2

** input DATA FORMAT (-2 TO 9)=-1

INPUT SCALE FACTOR (Fout=Fin*SCALE) = 1.0
** select 1:with title, 0:without =1

SCALE,IRDIPAWL,WL,TITLE,MU,R
1.00000-1Mo 0.71068Nakashima Shigematsu sample RT 15.678 0.128

0.K.? YES-->1 NO-->0 =1
NO of DATA written in 9 = 1974
jwe0002i stop end of CNVRDF




cnvlog.txt 5l

JHiRB|FTvY Pnam
(0kl) k+1=0dd, (h0l) h=o0dd

Check out extinction condition
1 0-70 7.68 3.11
2 0-50 13.52 1.63
3 0-30 19.99 1.14
4 0-1 0 15.00 0.92
5 010 17.99 0.92
6 030 19.66 1.36
7 050 1624 1.30
8 070 11.78 195
9 090 7.31 3.59
10 011 0 7.97 3.78
11 100 21.56 1.37
12 300 7.14 2.88
13 700 7.32 3.70
14 0-41 9.63 2.18
15 001 32.86 1.00
16 041 9.30 2.25

102 0-78 6.77 5.78
103  0-58 5.67 6.64
104 058 2354 1.38
105 078 5.38 1.79
106 708 2127 1.69
107 069 320233
108 109 1267 3.18
NUMBER of PICKED out R.D.= 108

(hkl) &(h—kDZFEHEL, TVEZD
Averaging equivalent reflections

axis=2 condition=0

Sorting orderis H K L

BEBIZIFAIVIZESHT

Output RD file=KRSO.3rd
Output if F.ge. RN*sigF, RN=3.00000

scale factor Fout=Fin*SCALE; SCALE= 1.00000
1.00000-1Mo 0.71068Nakashima Shigematsu
sample RT 15.678 0.128
CNVRDF20 : NO of RD written in 9= 1070

= — ~ .
Ei[]\ _ %;ﬁBDLS BDLS20.exe  500KB 2001/06/05 21:16
VEERT—E2T71)L
IT4R2—TUNICSERIBRGEEZ T BART—FT7AIVEDLD  #l krsoxt

#fm

7.71700
0.00130
4
19. 000
9. 061
5. 961
3.855
37.000
21.934
13.272
8.252
34.000
20.328
11. 362
7.299
8.000
3. 006
1.568
1.221
K 19
Rb 37
Se 34

10. 49720
0.00160

18.204
8.403
5.684
3.639

35.948

20. 605

12.459
7.900

33. 280

18.977

10. 645
7.047
7.798
2.629
1.516
1.183

39. 10200

85. 47000

78. 96000

16. 00000

(K. 8Rb. 2) 2Se04 at RT Shigematsu sample 2002/10/3

6.01670 90.00000 90.00000 90.00000  487.400
0.01400 0.01300 0.01300 0.140

13.728 12.268 10.977 9.908
7.125  6.814  6.523  6.242
4.859  4.598  4.337 4.096
3.045 2.884  2.722  2.586

29.368 27.148 25.158  23.432

17.167 16.125 15.126 14.199

10.270  9.709 9.148  8.700
6.996  6.779 6.562  6.386

26.962 25.001 23.288 21.751

15.269 14.166 13.145 12.254
8.809  8.381 7.952  7.626
6.395  6.229 6.063  5.919
5.623  4.808  4.089  3.489

946 1.816 1.714 1.641

371 1.338 1.298 1.260

.070 1.034  0.997 0. 962

1.33000 0.17900  0.25000Mo 1052.0 2
1.48000 -1.04400 2.97300Mo 11780. 0
0.80000 -0.17800  2.22300Mo 9023. 1
0.80000 0.00800 0.00600Mo 30.48 4

0.00100
16.733  15.243
7.889 7.474
5. 406 5.133
3.423 3.234
33.907 31.681
19.391  18.252
11.645  10.958
7.548 7.272
31.449  29.175
17.682  16.444
9.928 9.369
6. 795 6. 595
7.245 6.472
2.338 2.115
1.463 1.420
1.145 1.108
1. 33000
1. 48000
1.00000
1.00000
Pnam
1.00 0.00 0.00
1.00 0.00 0.00
-1.00 0.00 0.00
-1.00 0.00 0.00

0 0.000000 0.000000 0. 000000
0 0. 500000 0.500000 0.500000
0 0. 500000 0.500000 0. 000000
0 0.000000 0.000000 0.500000




g 2 REF—4T7L

RDRDFECNVRDF(Z LY.
MR EREDI7AILEDLD  Hl KRSO.3rd

1.00000-1Mo 0. 71068Nakashima Shigematsu sample RT
0 0 2 63831 0.9
0 0 4 615.60 1.10
0 0 6 353.57 1.1
P Rg
12 3 1 42.13 2.16
12 4 1 13. 60 .
0 0 O 0.00 0.00

#E )EFEEIFAL
T714ILMDH KRSO.APF

7 7 0 (K1-xRbx)2Se04 x=0.2 2002/10/4 site 1 occupied

K 1 1 16934 8493 25000 3659 0.29832 0 0 0 0 0
K 2 1 99409 70890 25000 1697 0.50000 0 0 0 0 0
Rb 1 2 16927 8690 25000 2119 0.20168 0 0 0 0 0
Se 3 22469 42024 25000 1057 0.50000 0 0 0 0 0
01 4 1398 42426 25000 5553 0.50000 0 0 0 0 0
02 4 30169 56607 25000 2860 0.50000 0 0 0 0 0
03 4 29545 34698 2741 3267 1.00000 0 0 0 0 0
K 1 2467 4035 4476 139 0 0 0 0 0 0 0 0
K 2 1291 1472 2328 20 0 0 0 0 0 0 0 0
Rb 1 1955 2377 2024 56 0 0 0 0 0 0 0 0
Se 1 984 982 1205 -58 0 0 0 0 0 0 0 0
01 491 5635 10533 -347 0 0 0 0 0 0 0 0
0 2 3259 1257 4063 -1089 0 0 0 0 0 0 0 0
0 3 4642 3272 1887 1163 420 -1021 0 0 0 0 0 0
Xdm= 1.00000 axis= 0 IDFP=0 |IDFDP=0 IWGT=0 0.00000

NAP= 1

13
NCL= 0

1110111100011011110011101111000110111100011011110001101111000110111111
NEX= 0




BDLSE#] D EX B

FEFEZFFFEAERERFT, FEI—FELOT7AILTEL,

EHER

BDLS V=2.00a 2001.6.4 Limit of RD=20000 NA= 200
Input MODE (0=TSS, 1=TSS+file out, 2=batch, -1=DLS) ?=1
A file BDLSLOG.TXT is open for OUTPUT at #7.
Input COMMENT(60words) for this run
test run
*¥* X-file is opening as #1
Open OLD file in 1. Input file name... KRSO.xf
Open file name in 1 = KRSO.xf
X-FIL=(K.9Rb.1)2SeO4 at RT Shigematsu sample 2002/10/6
*** Input IRDI, IAPI, IDTIN, SCLIN, ICTR=2,3,1,1.0
Open OLD file in 2. Input file name... KRSO.3rd
SCALE= 1.00000 FORM= 6 X-RAY=Mo WL= 0.71068
TITLE=Nakashima Shigematsu sample RT 12.753 0.125
number of reflection data 1932
Open OLD file in 3. Input file name... KRSO.apf
AP-FIL= 7 0 0 (K1-xRbx)2SeO4 x=0.1 2002/10/6 site 1 occupied

UL AAT7ANDF—TY

*#% domain ratio XDM & the axis (1/2/3/4)=1,0
*#%* Anorm. Disp. DFP and DFDP (0/1)=0,0
Select weight scheme ver=98/12/19
-n: WGT=1 if F .gt. n*sigF else WGT=0
Weight 0: WGT=1 (all equal weight)
1: WGT=1/sigF
2: WGT=1/(sigF)**2
3: WGT=exp(FW*(sinTH/WL)**2))/(sigF)**2
4: WGT=exp(FW*(sinTH/WL)**2))
others: Please rewrite subroutine WGTFN !
Input weight kind 0, 1,2,3,40r-n? 0
*#* Input NC, NAR, NAN, ICTR=1,0,0,0
cycle= 0 XDM= 1.00000 SCALE= 1.00000
Now calculating in 1932 RD loop.

SFo= 97166.92 SFc= 28392.55 SFd=68774.44 R=0.7078 (wR= 0.7089)
$=86.97573

CYCLE= 0 SCALE=0.28553 ( 0.07406) Ball= 0.4804 ( 0.2734) XDM= 1.00000

UE. HA4O2IL0ODART—ILEDHE

DOE

TROLIIHERNTS

BT 109190 FEDT
*** Input NC, NAR, NAN, ICTR=10,7,0,0
** Input IWGT & DAMPINGS for xyz,Bij,Biso,Ai=0,.1,.1,.1,.1
*** Input Number of Atom Pair NAP=0
**%* Input Number of molecular clusters NCL=0
*#* Input ATOM NUMBER on mirror & its AXIS
1,3
2,3
33
4,3
53
6,3
0,0
*** Input ATOM NUMBER changing KEY from standard
0
Num. of parameters= 24
*** Input EXcluding reflection INDEX as 2 1 3
0,0,0

COHE, EESE-AE, R/N_FiEAH

o

SFo= 51460.65 SFc= 51128.72 SFd= 3263.82 R= 0.0634 (wR= 0.0837)
S$=2.96829

CYCLE= 10 SCALE= 1.00048 ( 0.00191) Ball= 0.0310 ( 0.0070)
XDM= 1.00000

n atom X y z B Ai Dx Dy Dz DB DAi
1K 1 0.16927 0.08543 0.25000 1.9650.400 0 0 0 -39
2K 2 099416 0.70883 0.25000 1.4120.500 0 0 0 5
3Rb1  0.16932 0.08725 0.25000 0.7200.100 1 3 0 -36
4 Se 0.22470 0.42026 0.25000 0.9130.500 0 0 0 6
501 0.01428 0.42440 0.25000 3.7900.500 2 4 0 -40
602 030260 0.56640 0.25000 2.2230.500 1 -2 0 -6
703  0.29541 0.34740 0.02724 2.6901.000 2 3 0 5
Last R=0.0634236
DEV/SIG FOR a,x,y,z,B..
1 K 10.0000 0.0085 0.1937 0.0000% 3
2K 20.0000 0.0454-0.2087 0.0000 4.7085
3 Rb 10.0000 0.2724 0.9350 0.0000%
4 Se 0.0000-0.0747 0.6089 0.0000 7.9074
501 0.00000.1167 0.4429 0.0000-6.6933
602 0.00000.1078-0.2947 0.0000-1.5867
703 0.0000 0.2873 0.5585 0.0001 1.8490

maximum dev./sig. is 0.9350 for axis= 2 atom= 3

10



DOE

BYUBAY.SHEERZD

Input (0)End, (n)Continue N =0
*** Input NC, NAR, NAN, ICTR=0,0,0,0
<final calc F>XDM=1.00000

Now calculating in 1932 RD loop.
Print RD (yes...1, no...0)=0

SFo= 51485.43 SFc= 51125.26 SFd= 3320.52 R=0.0645
(WR=10.0842) S=2.98773

FOR ALL REFLECTIONS 1932

now NMTI=1, IRDI= 2 IAPI= 3 IRDIP= -1 IAPIP= 0
*** Input NMTO, IRDO, IAPO, IRDIP, IAPIP=0,0,4,0,0
File status(0=UNKNOWN, 1=OLD,2=NEW) at 4 =0
Open UNKNOWN file in 4. Input file name...
KRSO-1.apf

AP is written in 4

PRINT bond length & angle (yes=1 or >0, no=0)=0

*** END of JOB (yes...0 , no...1) =0
Estimated scale for input RD=0.28538
JOB started at  0.000000 hour ( 0.000 sec)

we0002i stop end of BDLS

HASKERFERI 7ML
FlfHa— F & RAFGZEDERNFMEATILNS

7 0 0 (K1-xRbx)2Se04 x=0.1 2002/10/6 site 1 occupied

K 1 1 16927 8543 25000 2489 0.40000 36 24 0 18 0
K 2 1 99416 70883 25000 1788 0.50000 24 16 0 12 0
Rb 1 2 16932 8725 25000 912 0.10000 40 28 0 19 0
Se 3 22470 42026 25000 1157 0.50000 9 6 0 9 0
01 4 1428 42440 25000 4800 0.50000 138 92 0 76 0
02 4 30260 56640 25000 2816 0.50000 98 67 0 45 0
03 4 29541 34740 2724 3407 1.00000 13 49 98 35 0

Xdm= 1.00000 axis= 0 IDFP= 0 |IDFDP= 0 IWGT= 0 0.00000

NAP= 0

NCL= 0
0110100000011010000001101000000110100000011010000001101000000111100000
NEX= 0

R= 0.0645 (wR= 0.0842) S= 2.9877 Xdm= 1.00000 NO= 1932 NOC= 1932 NP= 24
MAX (dev. /sig.)= 0.9350 axis=2 atom= 3

Re= 0.0000 (wRe= 0.0000) Se= 0.0000

BDLSE 2 %[

ESHLERFERI7AILOoHEID—FZEHARAA T, ET

BDLS V=2.00a 2001.6.4 Limit of RD=20000 NA= 200
Input MODE (0=TSS, 1=TSS+file out, 2=batch, -1=DLS) ?=1
A file BDLSLOG.TXT is open for OUTPUT at #7.

Input COMMENT(60words) for this run

test run 2

*** X-file is opening as #1

Open OLD file in 1. Input file name... KRSO.xf

Open file name in 1 =KRSO.xf

X-FIL=(K.9Rb.1)2SeO4 at RT Shigematsu sample 2002/10/6
*#* [nput IRDI, IAPI, IDTIN, SCLIN, ICTR=2,3,0,0.28538,1
Open OLD file in 2. Input file name... krso.3rd

Open file name in 2 = krso.3rd

SCALE= 1.00000 FORM=-1 X-RAY=Mo WL= 0.71068
TITLE=Nakashima Shigematsu sample RT 15.678 0.128
number of reflection data 1070

Open OLD file in 3. Input file name... krso-l.apf

XDM= 1.00000 MM= 0
Anorm. disp. Real= 0 Imag.= 0
Weight= 0 FW=0.00000

*** Input NC, NAR, NAN, ICTR=1,0,0,0
cycle= 0 XDM= 1.00000 SCALE= 1.00000
Now calculating in 1070 RD loop.

SFo= 27729.50 SFc= 28392.55 SFd=2111.70 R= 0.0762 (WR=
0.0984) S=3.44541

CYCLE= 0 SCALE= 1.00054 ( 0.00293) Ball= 0.1371 ( 0.0108)
XDM=1.00000

*** Input NC, NAR, NAN, ICTR=10,7,0,1
** Input INGT & DAMPINGS for xyz,Bij,Biso,Ai=0,.05,.05,.05,.05

CCTI0HAVILEE
cycle= 10 XDM= 1.00000 SCALE= 0.28537
Now calculating in 1070 RD loop.

SFo= 27728.48 SFc= 27831.50 SFd= 1873.45 R=0.0676 (WR=0.0917)
S=3.24484

CYCLE= 10 SCALE= 1.00003 ( 0.00281) Ball= 0.0670 ( 0.0105)
XDM= 1.00000

n atom X y z B Ai Dx Dy Dz DB DAi

AP-FIL= 7 0 0 (KI-xRbx)2Se04 x=0.1 2002/10/6 site 1 occupied 1K 1 0.16926 0.08543 0.25000 2.1540.400 0 0 0 15

2K 2 0.99419 0.70882 0.25000 1.4610.500 0 0 0 4
(€-1:))

maximum dev./sig. is -0.3471 for axis= 1 atom= 4
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DODE srnzsmz

*** Input NC, NAR, NAN, ICTR=10,7,7,0
** Input IWGT & DAMPINGS for xyz,Bij,Bis0,Ai=0,.05,.05,.05,.05
*#%* Input Number of Atom Pair NAP= 0
*#* Input Number of molecular clusters NCL= 0
*** Input ATOM NUMBER on mirror & its AXIS
1,3 2,3 33 43 53 6,3
0,0
*** Input ATOM NUMBER changing KEY from standard 0
Num. of parameters= 47
*** Input EXcluding reflection INDEX as 2 13 0,0,0
cycle= 10 XDM= 1.00000 SCALE= 0.99763
Now calculating in 1070 RD loop.

SFo= 27663.71 SFc= 27888.31 SFd= 1529.96 R=0.0553 (WR=
0.0821) S=2.93076

CYCLE= 10 SCALE= 0.99973 ( 0.00254) Ball= 0.0762 ( 0.0095)
XDM= 1.00000

n atom X y z B Ai Dx Dy Dz DB DAi

1K 1 0.16926 0.08544 0.25000 2.1230.400 0 0 0 9
2K 2 0.99418 0.70884 0.25000 1.4640.500 0 0 0 4
3Rb1  0.16934 0.08738 0.25000 0.8990.100 0 1 0 11
4 Se 0.22466 0.42027 0.25000 0.9660.500 0 0 0 4
501 0.01407 0.42449 0.25000 3.9840.500 -2 0 0 24
602 0.30270 0.56628 0.25000 2.3080.500 1 -1 0 9

703 0.29532 0.34748 0.02694 2.7071.000 -1 0 -3 4
Last R=0.0553057
DEV/SIG FOR a,x,y,z,B..
1K 10.0000-0.0432 0.0508 0.0000-1.3382 2.9460 3.3386 0.5334 0.0000 0.0000
2K 20.0000 0.0846 0.0833 0.0000-2.6205-0.4708 6.5562 0.1291 0.0000 0.0000
3 Rb 10.0000 0.0778 0.3720 0.0000-0.5088 3.4956 2.9935 0.5855 0.0000 0.0000
4 Se 0.0000-0.5030 0.0544 0.0000 0.9341 1.1875 7.6285-1.2478 0.0000 0.0000
501 0.0000-0.2267 0.0461 0.0000-5.8581 0.8686 4.7655-0.5278 0.0000 0.0000
602 0.00000.1350-0.1759 0.0000 0.5920-2.8399 3.1840-2.2193 0.0000 0.0000
703 0.0000-0.1345 0.1479-0.4432 3.0250 0.3767-2.8443 2.4203 0.8683-2.3030
maximum dev./sig. is -0.5030 for axis= 1 atom= 4
Input (0)End, (n)Continue N =0
*** Input NC, NAR, NAN, ICTR=0,0,7,0
< final calc F > XDM=1.00000
Now calculating in 1070 RD loop.
Print RD (yes...1, no...0)=0

SFo= 27656.33 SFc= 27848.94 SFd= 1495.69 R=0.0541 (wR=0.0812) S=
2.89732

FOR ALL REFLECTIONS 1070

now NMTI=1, IRDI= 2 IAPI= 3 IRDIP=-1 IAPIP=0

*** Input NMTO, IRDO, IAPO, IRDIP, IAPIP=0,0,4,0,0
File status(0=UNKNOWN,1=0OLD,2=NEW) at 4 =0

Open UNKNOWN file in 4. Input file name... KRSO-2.apf
Open file name in 4 = KRSO-2.apf

AP is written in 4

1)1jg? HAEN-RFEZT 7 AL
7 7 0 (K1-xRbx) 2Se04 x=0.1 2002/10/6 site 1 occupied

K 1 1 16926 8544 25000 2688 0.40000 46 B5 0 78 0
,‘Eﬁﬁﬁgﬁ . ﬁ F;o)a‘llxyg K 2 1 99418 70884 25000 1854 0.50000 30 23 0 47 0
PRINT bond length & angle (yes=1 or >0, no=0)=1 Rb 1 2 16934 8738 25000 1138 0.10000 52 40 0 80 0
(K1-xRbx)2Se04 x=0.1 2002/10/6 site 1 occupied Se 3 22466 42027 25000 1223 0.50000 12 9 0 18 0
Interatomic distances within a molecule 01 4 1407 42449 25000 5046 0.50000 151 129 0 392 0
Atoml Atom2  Dist. Atoml Atom2  Dist. 02 4 30270 56628 25000 2923 0.50000 127 87 0 234 0
K1 Rbl  0.02040.0056 Se Ol 1.6257 0.0117 03 4 29532 34748 2694 3428 1.00000 96 67 123 182 0
Se 02 1.6468 0.0093 Se 03 1.6378 0.0074 K1 2346 2826 2894 53 0 0 125 137 141 123 0 0
Bond angles within a molecule K 2 1648 1763 2152 5 0 0 77 79 8 74 0 0
Atoml - Atom3 - Atom2 Angle Atoml - Atom3 - Atom2. Rb 1 821 1295 1298 57 0 0 128 142 145 127 0 0
Ol Se 02 10989121 O1 Se 03 110211 Se 1169 1181 1320 27 0 0 3 31 33 3 0 0
02 Se O3 10821085 01 2650 5247 7242 -205 0 0 470 666 846 528 0 0
% END of JOB (yes...0 , no...1) =0 02 2965 2138 3666 -524 0 0 409 349 452 338 0 0
03 4016 3457 2811 429 182 -433 338 301 304 296 307 285

Estimated scale for input RD=0.99736
JOB started at  0.000000 hour ( 0.000 sec)

jwe0002i stop end of BDLS NAP=

RITHOATITZDHE.
BDLSLOG.txt
[CHAEND,

NEX=

Xdm= 1.00000 axis= 0 [IDFP= 0 IDFDP=0 IWGT= 0 0.00000

0
0

0110111100011011110001101111000110111100011011110001101111000111111111

0

R= 0.0541 (wR= 0.0812) S= 2.8973 Xdm= 1.00000 NO= 1070 NOC= 1070 NP= 47
MAX (dev. /sig.)= -0.5030 axis=1 atom= 4
Re= 0.0000 (wRe= 0.0000) Se= 0.0000
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Part 2

Bifmmaigmonay

1) &7 —%4(fdat.cry/AFC5R.dat) K YIRURFEIEL . F>3c(F)ZEEH T
2 HREIFIVIEITL, FERHNZFHIEL, F>5c(F)ZEEHT
3) R/INZFEEDET

4H)DERTFIVY

5) BULVREIF<5o (F)ZEHT-. 2B T —2(RINFHIEFAH)ERRIC
Fp & F LB RAFEF VY,

AXS 89 Version Up 2002-10-17

1. RDRDF20.exe [FRDRDF02.exe™~
2. CNVRDF20.exel&CNVRDF02.exe
WIht. AHDERRIFELL,

rdrdfIZE W TIE, fdat.cryF iR A IAATZIZE TH,
NG SURMBEULT NSO RBEIHE X,
F/sigFDIENBNEDZEH AN LHERTES LD
':E&ETL/T:O

envrdfDRET X HRBIFvoDDE, (FLEHL
=Rt DF/sigFDEZRART HLI(ZLT=,
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RDRDFO02.exe 2002/10/17

FHAHIAHTTAIL
fdatcry -+++  HUBER(XYY)DIHFE
afcSr.dat =+++ AFCSR(UAY)DIGE

MIBOFBOY
rdrdflog.txt

1\ F IR D
C:¥work>. ¥prog¥axs¥rdrdf02.exe < rdrdf_inp.txt

CNVRDEFO02.exe

INYFRLIE D

C:¥work>. ¥prog¥axs¥cnvrdf02.exe < cnvrdf inp.txt

Rdrdf inp.txt® 11

AFC5R.dat 1 , file out

Mo AFC5R.rd3

0 , statistics of 0 , new file

observation 1 , absorption correction

1 , restart 0 , keyboard input

Mo 24.373 , mu

-1 , hkl symmetry check 0.138 , T

3 , Hl vs -1 correlation 0 , OK

0.1 , checkout condition 0 , output format

0 , quit 0 , OK

1 , restart 3.0 , F>3*sigF

Mo 0 , remove unbalanced F
LAKE<|| 0 , no decay correction

JH I DAFCSR. datZ A iAH  BERGFDEEFZFvIL. IDIEA
D10% LU EDIESDEE) AL, WUNFEIERF>3sigFDLDEFIRT7
A4 JLAFC5R.rd3[ZESEH T,
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Rdrdf inp.txt®D 2

fdat.cry
0 , statistics of std. Ref.
1 , restart
-1 , check correlation
1 , +h and -h correlation
0.1 , checkout condition
0 , quit
1 , restart
1 , file out
fdatery.rd3
0 , new file
LS

, absorption correction
, keyboard input

, mu

o I

, OK

, output format

, OK

, F>3*sigF

, remove unbalanced ref.

, no decay correction

v Dfdat.cryz i id A BERFOEEZFVvIL. HDIEEED
10% A EDIESDEF AL, RUNFHIE EZF>3sigFDELDEFR I74

JUfdatery.rd3I2EEH T,

cnvrdf inp.txt@®D 41

AFC5R.rd3

3 , exchange index
0,0,1

0,1,0

1,0,0

2 , extinction check

0 , (hKkl) no condition
0 , (hkO0) no condition
2 , (hOl) h=2n

3 , (OKl) k+I=2n

1 , show excluded reflections

AAFL| 1.0

6 , averaging index

1 , +hand-h

0 , with no condition

1 , sorting

1,2,3 , order

1 , OK

0 , file out

1 , open new file

Rb2SeO4.rd5

5.0 , select F>5*sigF

-1 , output format
, RD scale

1 , with title

1 , OK

AFC5R.rd3% 5 A8 K e Dhé&lZ ANEZ . ZMEEEPnam® E iR A
ZFIvIL D EEDEFMRSZFHELIERO B UEZZITL.
F>5sigFDHLDEFHIR T 74 ILRb2Se04.1d5IZEZTH T,
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cnvrdf inp.txtD 2

fdatcry.rd3 .
N 1 , sorting
2 , extinction check .
.. 1,2,3 , sorting order
0 , (hkl) no condition
. 1 , OK
0 , (hk0) no condition 0 file out
2 » (hOD h=2n ol;en new file
+= ’
3 » (OKD) ketl=2n . Rb30%r.rd5
1 , show excluded reflections .
. . 5.0 , select F>5*sigF
6 , average equivalent reflections
1 h index -1 , output format
> o 1.0 , RD scale
0 , with no condition o L.
EAFEC 1 , with title
AR , OK

fdatcry.rd3% 5 A A H . ZRE B Pnam D EHRAZFvIL. hDIEEDE
fRGFTEFIELIEBD A UVEZ LT, F>5sigFDIDEFHR I 74
JLURb30%rrdSIZEEH T,

= — ~ .
Bx [J\ _% ;ﬁBDLS BDLS20.exe  500KB 2001/06/05 21:16
7\ F TR
C:¥work>. ¥prog¥axs¥bdle2(0.exe < bdls_inp.txt

1

some comment for this job
Rb2SeO4.xaf

2,1,0,1.0,1

Rb2SeO4.rd5

1,0,0,0

20,6,0,1

0,.07,.07,.07,.07

30

0

FERIZ/INTA—=2T7A)Lbdls_inp.txtDETHF ., 774 JLRb2SeO4.xaf kU £

ATF—8 RFERE, T—/IN\FGA—REFHHAD , RETT—2I1E
Rb2Se04.1d5,. £9 . EAMERERF CTRIEBREDRT—ILEHEZEL.
HENT20H0/2)LEIL, 5230149 )ILEHLLT. — Bz 5,
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1,0,6,0
20,6,6,0

0,.03,.03,.03,.03

0

0

1,3

> HLT. BAMERE
4:3 ?fZIT_‘ l/ﬁ*)ﬁ
53 D&, EAMET20H
0,0 A4 9IEYT, TDIHFE
0 DFEIEFaI—FEABDL
3’0’0 TW3, itE#%R. #R
0,0,6,0 EIRFT—F2EEDHT.
0 Rb2Se04r. xrad VS
3,3,3,8,0 TJ7A4IIC—FELTE
0 THI,

Rb2SeO4r.xra

1.0

1

0

[ RFDZEE 3

F(K)=X f. exp(-W;) exp(iKr))

atom J

LRI o [ERTHRAETERSNDRMEBROL TORTF O

RRELORFIIFERAFTERNERICELGD — a;=0.5

j-atomZTEHT B
f(K) — (1-x) f® +x f®rb)

a.f+a.f, {@EL aw=a.+a.
?}ﬁa&n}—/%? wééi m/J#E}-F/I#E}ﬁ/%l-F&/'}— Tttt
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ZEEZ/NTA—ERETHRIN_TIE

8 0 0 (K1-xRbx)2Se04 x=0.8 2002/10/5 site 2 occupied
Rb 1 2 17149 8862 25000 1969 0.47935 14 11 0 10 33
K 1 1 16949 8019 25000 2000 0.02065 795 599 0 0 77
Rb 2 2 99197 70785 25000 1769 0.32058 21 15 0 11 31
K 2 1 99010 70562 25000 2393 0.17942 101 75 0 25 77
Se 3 22763 42014 25000 1038 0.50000 12 9 0 10 0
01 4 2231 41900 25000 4048 0.50000 159 116 0 49 0
02 4 30112 56324 25000 2483 0.50000 122 90 0 33 0
03 4 30161 34920 3313 2970 1.00000 87 65 124 26 0

Xdm= 1.00000 axis= 0 IDFP= 0 |IDFDP=0 IWGT=0 0.00000
NAP= 2

12 3 4
NCL= 0
1110100000111000000011101000001110100000011010000001101000000110100000
0111100000
NEX= 2

0020 31

(K,,Rb,),Se0O, x=0.5DiHE
EFIL(1) RblEHARIZ KITHAR2(25E G

DNFEx=50%THA M., INFRH>TR/N-FEZEZENE
BIZIEXx=31%THNIEX, HMF2[EFT RXRTKT, 1M1 ERbH62%, KH38%HX

Rb 1 2 16906 8818 25000 2329 0.31000 21 16 0 38 0
K 1 1 17015 8714 25000 866 0.19000 57 43 0 8 0
K 2 1 99305 70803 25000 1322 0.50000 24 18 0 39 0
Se 3 22555 42024 25000 1606 0.50000 12 9 0 20 0
01 4 1676 42077 25000 6026 0.50000 107 126 0 425 0
02 4 30255 56497 25000 3307 0.50000 118 80 0 236 0
03 4 29650 34750 3168 3958 1.00000 95 62 110 18 0
BIZ[Ex=67%THNIEX, HAF1IETRXTRLbT, H/F2%RbH34% ., KH66 %
Rb 1 2 16944 8788 25000 2479 0.50000 14 11 0 25 0
Rb 2 2 99365 70916 25000 2290 0.17000 41 30 0o 71 0
K 2 1 99239 70656 25000 2330 0.33000 48 35 0 82 0

18



ETIL(1) DR x Re

0.31 0.0487
XEZEHELT.BDLSEETT B, g'gg 8'8322
x<1/2Ex>1/20EAIZUINER, F 0'37 0'0481
ZT. ' '

0.39 0.0492
XZEEELTEFTTHE. BDRD LS 0.41 0.0506
[ZFEMIZ. x=0. 35&£0. 63124 TIL 0.43 0.0523
2= L, 0.45 0.0542
LAvh, x=0. 5H5, FULSALMIT e
BENT-FER, ' '

0.55 0.0509
CHIEAREM? 0.57 0.0477
BB, REEYELx=0. 63L#5 o s
MCEDDMN? b

0.63 0.0426
X=1/2TRIZDRTHTELHILE 0.65 0.0427
B TAEL ! 0.67 0.0438

ETIL(2)

RblEH AR 1IZKIZHAR2IZAYDTVELTEH, —
HIEHEWZY A2, 1ITHEADSTULNS

BIZIEx=46%ET B, FDS5L . 37T%DRbIEH ARz, BYDI%ITH A F2I1ZAD
T2, RbDEYIZKEZED T, AR TIZKA13%., A F21241% LB M

Rb 1 2 16963 8791 25000 1977 0.37000 12 9 0 21 0
Rb 2 2 99332 70848 25000 1868 0.09000 48 36 0 82 0
K 1 1 16746 8766 25000 3368 0. 13000 85 65 0 200 0
K 2 1 99296 70779 25000 2008 0.41000 25 18 0 42 0
Se 3 22559 42021 25000 1419 0.50000 8 6 0 14 0
01 4 1777 42140 25000 5715 0.50000 11 85 0 288 0
02 4 30185 56424 25000 3090 0.50000 82 56 0 159 0
03 4 29631 34775 3188 3618 1.00000 65 43 15 124 0

ZDESIZ. ZEEARDT) . A(Rb2), A(K1). A(K2)ZFixL=77M4ILZAEL.
Ny FUIETBDLSEEITT 5,




ETIL(2) DEEE

X=50% X=52%
A(K1) Re #HRK A(K1) Re #ARK
0.09 0.0352 K9-41R41-9 0.09 0.0342 K9-39R41-11
0.10 0.0344 K10-40R40-10 0.10 0.0337 K10-38R40-12
0.11 0.0335 K11-39R39-11 0.11 0.0338 K11-37R39-13
0.12 0.0334 K12-38R38-12 .
0.13 0.0338 K13-37R37-13 X=46% .
0.14 0.0349 K14-36R36-14 AK1) Re #EAk
0.11 0.0363 K11-43R39-7
0.12 0.0350 K12-42R38-8
X=48% ’ 0.13 0.0338 K13-41R37-9
A(K1) Re #AmK 0.14 0.0332 K14-40R36-10
0.11 0.0347 K11-41R39-9 0.15 0.0334 K15-39R35-11
0.12 0.0337 K12-40R38-10
0.13 0.0331 K13-39R37-11 ETIL2TRIZEEIMIZT A S,
0.14 0.0333 K14-38R36-12 X[£48% TK13-39R37-11 D#ARK TRIE
0.15 0.0345 K15-37R35-13 =/
-~ — -l-l-l_l
RD2XTiaE X=50%
Rb(2)
0.2
0.19
0.18
0.17 4.38
0.16
0.15 4.27
0.14 379
0.13 335 3.38 3.38 ) 4.26
0.12 3.33 3.34 3.37
0.11 / 1334 3.31 3.35 342 4.33
0.1 { 3.32 3.37 3.44]
0.09 3.38 347 3.52 452
0.08 1 —735
0.07 3.63 4.77
0.06
0.05 5.09
0.04
0.03
0.02
0.01
01 4.87 448 4.75 481 492 5.06 523 542 5.7 6.02

0.31/ 0.32 0.33 0.34 0.35 0.36 0.37/ 0.38 0.39 0.4 041 042 043 0.44 045 0.46/0.47 048 049 0.5 Rb(1)

ETILNDIEFRFOESOAHERENT; ZTOHR. —R. AT ILE=TLéx=0. 512hRT,
ETIL(2)T. RYDIZRLNRNEE(ER), EESITEISEL,
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