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1 0.000 0.000 0.000 229 3 72.6 581
2 0.000 0.000 0.500 10 1 15.3 122
3 0.333 0.667 0.667 229 3 75.7 606
4 0.333 0.667 0.167 11 1 14.5 116
5 0.667 0.333 0.333 229 3 73.9 591
6 0.667 0.333 0.833 11 1 15.1 121
Total (Positive) Electron Count in Voids/Cell = 11
Total (Fo-Fc)map Electron Count in Unit Cell = 11
VO D- Fo- Fc- Map: Rho(nmin) = -1.19, Rho(max) = 4.13, RhoCutOf = 0.00
PeaksCl oseToAt ons: Rho(min) = -2.43, Rho(nex) = 1.18, RhoCutOFf = 0.50
Fo-scal e =0.442383E+00 - SinT/L-Mn = 0.20 for Fo/ Fc-Scaling
Cycle = 4, R(F) = 0.15, Nref(Hem) = 25663, R(F > 4SIGF) = 0.05 Nref = 9255

Refl ection Data are READ fromFile : i12899s. hkl - ( OBS-Dat a)

TRWX = 1.00 0.00 0.00 -1.00 -1.00 0.00 0.00 0.00 -1.00
Reflection Data are READ fromFile : i12899s. hkl - ( OBS-Data)

TRWX = 1.00 0.00 0.00 -1.00 -1.00 0.00 0.00 0.00 -1.00
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.13
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.13
11
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. 07
.13
.10
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.10
.13
11
11
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.14
.12
.12
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.09
11

F(o

82
77
77

354.
356.
358.

81.

80.

73.
483.
468.
471.
483.
385.
395.
476.
483.
474.
601.
610.
211.
484.
482.
479.
597.
512.
530.
523.
264.
270.
268.
128.
410.
374.
367.
374.
425.

42.

38.

67.
419.
435.
430.
425.
378.
260.

bs)

. 68
. 37
. 85
30
94
31
15
45
07
63
86
79
39
75
48
19
60
56
84
82
83
58
12
53
04
64
91
50
41
20
11
18
31
03
99
36
20
33
42
17
15
02
85
97
09
66

F(rmod) F(solv)

88.

88.

88.
364.
364.
364.

88.

88.

88.
516.
516.
516.
516.
405.
405.
495,
495.
495.
635.
635.
246.
516.
516.
516.
635.
560.
560.
560.
285.
285.
285.

44,
424,
435.
435.
435.
442.

26.

26.
125.
437.
454.
454.
454,
296.
302.

87
87
87
75
75
75
87
87
87
40
40
40
40
17
17
95
95
95
45
45
34
40
40
40
45
04
04
04
50
50
50
84
69
71
71
71
57
15
15
65
65
34
34
34
47
81

12.
12.
13.
11.
11.
11.
12.
13.
12.
11.
11.
11.
11.
. 89
.01
.09
.14
.09
. 80
. 82
.01
. 89
. 89
. 93
. 83
.61
. 58
. 58
.91
.08
.81
.50
. 62
.52
.52
.51
.51
.55
.55
. 68
. 07
. 20
.25
.21
. 97
.92

98
98
03
54
55
55
98
03
98
89
93
93
89

F(tot) D(FA2)/S

101.
101.
101.
376.
376.
376.
101.
101.
101.
504.
504.
504.
504.
4009.
4009.
502.
503.
502.
625.
625.
229.
504.
504.
504.
625.
552.
552.
552.
287.
288.
288.

99.
427.
412.
412.
412.
448.

10.

10.

90.
433.
458.
458.
458.
342.
285.

76
78
79
26
28
28
76
79
78
52
50
50
52
91
97
97
00
96
75
78
38
52
52
50
75
49
52
51
98
02
00
31
13
21
21
22
05
40
45
10
62
48
49
46
34
91
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.76
. 07
. 97
.59
.17
.13
. 88
.03
. 86
.63
. 62
. 88
. 80
.14
. 28
. 25
.08
.08
. 20
.18
. 07
.51
. 86
.48
. 05
.34
.03
.35
. 33
.16
.73
.29
.43
.02
. 64
. 06
. 67
.41
.19
. 36
.47
.90
.75
. 06
.31
. 24

6835.
5986.
6060.
125530.
127404.
128386.
6585.
6472.
5339.
233901.
219826.
222584,
233663.
148802.
156407.
226756.
233866.
225206.
362206.
373101.
44873.
234815.
232437.
229948.
356450.
262803.
281870.
274048.
69911.
73006.
71882.
16429.
168353.
139898.
135417.
140146.
180793.
1791.
1476.
4512.
175687.
189244,
185629.
181452.
142950.
67942.

54
01
83
32
56
21
98
81
53
83
89
34
08
89
50
72
61
77
44
19
64
77
97
64
81
19
50
28
83
28
55
41
78
42
81
95
61
93
34
20
34
25
62
75
59
67

Sig(l)

1277.
1073.
1082.
6186.
6523.
6189.
1307.
1284.
1032.
7851.
7507.
6540.
7459.
6113.
5107.
8068.
92009.
9011.
9179.
8473.
3744.
7860.
7718.
7056.
8679.
9778.
.43
9322.
3913.
3148.
4045.
1241.
5798.
4983.
5192.
3696.
7482.

698.

428.

826.
4998.
7222.
6557.
7078.
4845.
4256.

7722

08
67
63
73
45
62
30
23
07
49
23
11
97
46
68
23
30
95
94
22
14
18
18
72
25
83

08
80
09
21
90
67
78
52
26
89
34
95
79
58
64
56
58
21
51
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63.
110.
114.
129.
269.
262.
272.
522.
527.
531.
476.
480.
381.
392.
383.
115.

78.

76.

71.
170.
127.
195.
203.
161.
153.
160.
694.
697.
695.
200.
148.
152.
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500.
414.
4009.
4009.
435.
440.
124.
130.
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216.
205.
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210.
208.

83
46
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45
30
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44
08
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70
83
97
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18
64
34
16
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17
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42
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42
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32
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92
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13
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133.
128.
128.
128.

68.
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169.
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55
55
09
09
09
69
69
69
73
14
14
14
90
40
40
40
61
61
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.61
. 58
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.43
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.55
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. 38
.77
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.39
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.09
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4027.
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13099.
16718.
72683.
68872.
74029.
272930.
278469.
282841.
227502.
231134.
145297.
154165.
146949.
13261.
6230.
5801.
5156.
29042.
16241.
38161.
41429.
25933.
23434.
25770.
481988.
486389.
484062.
40325.
21922.
23304.
23202.
250814.
171750.
167947.
167369.
189737.
194142.
15605.
16902.
15528.
46714.
42106.
42518.
44516.
43489.

91
68
60
08
09
56
65
61
81
19
19
36
59
27
53
39
91
37
82
53
27
91
23
27
73
80
91
19
53
62
11
41
66
89
45
58
30
00
03
88
15
07
77
22
99
75
28
62

2932.
872.
1937.
1594.
1799.
4279.
3162.
4379.
10020.
8738.
10075.
8014.
9204.
4762.
6138.
6032.
1506.
1044.
918.
1188.
2016.
1874.
2982.
2668.
2095.
1611.
1925.
7804.
11293.
11236.
2468.
1671.
1755.
.40
5698.
3871.
6152.
5512.
5034.
6670.
1926.
2003.
2103.
3685.
3493.
3358.
3705.
3184.
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16
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16
27
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12
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75
38
49
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09
31
58
86
07
04
87
55
24
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55
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92
29
78
93
15
47
98
76
30
32
51
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161.
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411.
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112.
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302.
302.
302.
302.
296.
296.
296.
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43.
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. 20
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.21
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.76
.76
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.44
.55
. 55
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.55
.76
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.52
.49
.50
.51
.50
.62
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.25
.25
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11
.20
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88.
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88.
756.
756.
756.
756.
726.
726.
726.
727.
342.
129.
129.
129.
129.
216.
448.
448.

55.
412.
412.
412.
427.
427.
285.
285.
285.
285.
342.
342.
342.
458.
458.
458.
756.
756.
756.
756.
756.

88.

88.

88.
205.
205.

95
90
95
80
80
80
20
25
25
18
92
97
97
00
62
34
39
34
39
87
11
04
34
26
22
26
13
13
86
91
91
91
48
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34
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18
20
25
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18
75
75
80
90
95
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. 93
.09
.34
.61
. 83
.92
. 26
.27
.39
. 65
. 46
. 36
.10
. 56
. 65
.05
.24
.14
.07
.72
.48
. 57
.27
. 64
. 20
.34
.27
.93
.48
.91
.45
.10
.49
.61
.90
. 68
. 26
.72
. 84
.50
.43
.51
. 95
.45
.62
.08
. 25
.31

26972.
26205.
26678.
4116.
5004.
4834,
519042.
503349.
509725.
525980.
498990.
493564.
492129.
474005.
137883.
25658.
27003.
26727.
23023.
36384.
181932.
174202.
1312.
133227.
135296.
132487.
169264.
165525.
67606.
66285.
69054.
69179.
139924.
135982.
137725.
185895.
190070.
191308.
511130.
507644.
502580.
489031.
508216.
5451.
3443.
46009.
25647.
27167.

91
37
57
55
14
19
53
12
12
19
84
00
50
47
47
96
83
30
05
64
61
16
49
11
47
55
19
09
26
27
45
90
25
61
73
77
31
12
25
81
00
53
25
73
58
76
03
24

2604.
1604.
2483.
816.
1019.
1044.
12395.
8288.
6622.
12551.
11969.
7999.
11740.
11947.
5615.
1767.
2417.
1628.
2046.
2865.
7594.
7423.
534.
5536.
3762.
5107.
5808.
5782.
4055.
3957.
3680.
3064.
5040.
5182.
5264.
6606.
6174.
6938.
10385.
11671.
8226.
11029.
12856.
988.
788.
803.
2311.
2086.

53
17
02
70
76
47
08
28
30
72
39
78
24
27
86
40
59
65
07
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40
39
80
17
60
58
49
86
10
62
46
27
14
54
42
51
99
70
21
39
26
61
47
19
85
73
13
89
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212.
212.
553.
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546.
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55.
400.
390.
650.
637.
322.
548.
548.
172.
153.
156.
164.
223.
214.

75.

70.

65.

72.

48.

39.
128.
124.
130.
287.
644.
640.
489.
395.
369.
561.
198.
200.
207.
203.
367.
405.
153.
421.

98
30
98
49
18
56
39
29
98
64
78
13
19
61
81
40
26
14
78
77
73
85
66
90
55
47
69
69
16
40
12
50
19
09
54
30
67
50
40
39
89
58
66
56
98
09
67
60

240.
240.
240.
240.
641.
641.
641.
186.
186.

74.

70.
444.
444,
654.
654.
300.
641.
641.
178.

99.

99.

99.
237.
237.
125.
125.
125.
125.

26.

26.
169.
169.
169.
226.
654.
654.
440.
444,
444,
552.
160.
160.
160.
160.
388.
388.
186.
453.

97
97
97
97
95
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95
48
48
55
81
38
38
05
05
77
95
95
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14
14
14
58
58
65
65
65
65
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15
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87
87
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38
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08
08
40
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35.
.78
. 80
. 80
42.
42.
42.
14.
14.
28.
.05
24.
23.
15.
15.
.33
42.
42.
.07
34.
34.
34.
.21
.21
35.
35.
35.
35.
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36.
20.
20.
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43.
15.
15.
31.
23.
23.
27.
23.
22.
23.
23.
30.
30.
14.
11.

07

04
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13
66

03
97
92
95
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35
35

68
79
68
69
55
55
72
77
72
61
94
95
96
97
97
86
08
99
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08
11
11
12
89

205.
234.
234.
234.
599.
599.
599.
172.
172.

45.

75.
420.
420.
669.
669.
310.
599.
599.
185.
133.
133.
133.
239.
239.

90.

89.

90.

90.

10.

10.
149.
149.
149.
270.
669.
669.
472.
420.
420.
580.
183.
183.
183.
183.
418.
418.
172.
441.

90
19
17
17
92
86
81
36
36
90
85
35
43
95
99
10
86
92
98
44
49
49
53
53
10
95
10
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45
40
16
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16
46
98
99
26
43
43
70
14
05
17
14
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51
36
52
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. 63
. 66
.17
.00
.49
.99
.94
. 93
.47
. 23
. 06
.43
.00
.17
.12
. 06
. 54
.18
.21
.24
. 66
. 55
.71
.57
.43
. 98
. 80
.31
. 66
.48
. 63
.38
.58
. 38
. 23
.79
.37
.14
. 84
.79
.08
.45
.27
.07
. 66
.39
.76
. 25

27217.
46356.
45362.
45153.
306004.
292205.
298542.
25055.
23097.
878.
3111.
160103.
152250.
423293.
406803.
103940.
300591.
300452.
29852.
23646.
24563.
27175.
50025.
46179.
5707.
4966.
4314.
5284.
2319.
1552.
16414.
15501.
16949.
82423.
415433.
409989.
239774.
156416.
136455.
315155.
39558.
40231.
43122.
41437.
135405.
164099.
23615.
177744.

54
08
30
49
56
56
41
42
02
48
42
55
97
06
16
80
41
47
48
55
22
46
90
95
12
35
87
52
35
12
66
25
49
49
62
19
86
50
22
59
55
18
49
49
67
39
63
56

1576.
3187.
2271.
3225.
5678.
7526.
7711.
1588.
2676.
551.
864.
6818.
4904.
11747.
10222.
3780.
9050.
6473.
2145.
1802.
2532.
2634.
2716.
3133.
990.
1050.
1000.
1229.
603.
581.
2215.
1991.
2052.
2745.
10351.
10251.
4970.
6479.
4557.
7895.
2891.
1950.
2239.
3811.
5186.
4622.
2205.
7642.

27
94
40
06
88
02
66
10
51
73
52
14
66
89
70
37
80
31
51
12
18
53
49
10
09
11
10
06
79
13
26
22
35
47
24
22
06
75
68
58
47
82
01
62
90
93
53
09
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DONNIMMOWWOO®
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-3
-3
-3
-3

-1
-1
-1
-1
-1

coooo0o00000

.14

14
14
14
14
13
13
13
13

.13

411.
414.
404.
422.
504.
443,
448.
445,
442.
446.

20
85
91
01
76
22
73
73
10
14

453.
453.
453.
453.
503.
511.
511.
511.
511.
511.

40
40
40
40
90
61
61
61
61
61

11.
11.
11.
11.
15.
31.
31.
31.
31.
31.

83
83
83
89
88
55
55
55
56
56

441.
441.
441.
441.
519.
480.
480.
480.
480.
480.

58
58
58
52
77
10
06
06
09
09

WabwoaNdND WA

. 62
.04
.44
. 25
. 07
.21
. 66
. 25
.18
. 97

169083.
172102.
163954.
178090.
254783.
196446.
201362.
198679.
195450.
199039.

16
27
97
38
30
30
36
25
16
36

5607.
7532.
6989.
7479.
7428.
6541.
7947.
7470.
6765.
7919.

78
61
03
07
17
54
41
07
66
19
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SQUEEZE Statistics on the Difference Map Phasing

FcMbd = Average contribution to Fc from di screte nodel

FcSol v = Average contribution to Fc from sol vent region

FcTot = Average Fc total ( = nodel + solvent contrib.)

Del M5 = Average Phase difference between nodel and solvent contrib.
Del M = Average Phase difference between nodel and conbi ned contrib.
N = Nurber of reflections in Sin(Theta)/Lanbda range

R(Mbd) = SI GVA( ABS(ABS(Fchbd) - Fo)) / Sl GVA( Fo)
R(Tot) = SI GVA(ABS(ABS(FcTot) - Fo)) / Sl GVA(Fo)

SinT/L <FcMod> <FcSol v> <FcTot > <Fo> <Del M5> <Del MI> N R(Md) R(Tot)

0. 05 44. 84 54.50 99. 31 128. 18 2.64 1.45 1. 0.650 0.225
0.10 245.78 21.70 244.58 235.81 96. 97 7.06 219. 0.154 0.079
0.15 216. 58 12. 29 218. 00 209. 22 84. 89 2.09 649. 0.088 0.058
0. 20 156. 94 7.43 157. 20 150. 79 84. 14 2.25 1424. 0.087 0.068
0.25 136. 81 5.93 137. 00 132. 97 89. 80 2.06 2199. 0.087 0.075
0. 30 130. 70 3.90 130. 58 126. 11 91.76 1.71 3305. 0.080 0.075
0.35 100. 37 2.28 100. 29 97. 30 92. 82 1.53 4710. 0.103 0.101
0. 40 92.15 2.64 92.12 88. 98 90. 47 2.36 4689. 0.116 0.112
0. 45 76. 43 2.71 76. 54 74.58 88. 57 2.17 5256. 0.150 0.146
0. 50 67.59 2.20 67. 65 67.53 88.92 2.39 5385. 0.189 0.187
0.55 56. 47 1.83 56. 56 58. 40 89.41 2.98 5546. 0.264 0.263
0. 60 46. 50 1.96 46. 69 49. 90 86. 17 3.68 5854. 0.376 0.374
0. 65 39.01 2.06 39.10 40. 84 89. 19 3.84 4483. 0.491 0.488
0.70 33. 65 1.87 33.85 34.27 85.79 4.41 812. 0.582 0.572

Comrents on and Anal ysis of the SQUEEZE run

- Significant Residual Density Excursion(s) in the
Ordered part of the Structure: -2.4 1.2

Not e on how to Proceed after SQUEEZE:

- The file .hkp now contains solvent free reflection data.
- Renane this file .hkp to . hkl
- Use this new .hkl file to continue SHELXL refinenent with a solvent-free .ins.
- After L.S.-convergence, run PLATON with the new .hkl and .res files
with the instruction ' CALC FCF to produce a final FoFc-CIF on .hkp
- Renane this .hkp file to .fcf.
- Append the .sqgf file produced by PLATON (detailing the SQUEEZE results)
to the .cif produced by SHELXL




"i112899 in " PLATON- SUMVARY  Page

110

R S S O I S O R S O I G N O T I C E R S S O R S I S O

PLATON Ref erence : Spek, A L. (2003), J.Appl.Cryst. 36, 7-13
Qut put Val ues (Esd) nay have been set to 99, 999 or 9999 to Avoid Format Overfl ow

Derived Paranmeter SU s (= Esd’'s) may be Incorrect in Cases where Covariances in the Atom Paraneters shoul d have been taken
into Account (e.g. Those Involving Atons That were Refined with Constraints)

ROUNDI NG, in particular of the Input Coordinate Data, nmay give deviating values for derived geonetry paraneters.
However, differences should be within the associ ated esd-range.

PLATON i s NOT a Finished Program The |nplenentation of Additional Options is Planned. Some of the Mre Advanced
Features are Experinental and may Contain Loose Ends.

The Communi cation of Gitches Encountered will be Appreciated: E-nmail: a.l.spek@hem uu. nl
Recent versions of PLATON nay be obtai ned by Anonynous FTP from xraysoft.chem uu. nl

More | NFO can be found on http://ww. cryst.chem uu. nl/pl aton/
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Page - | ndex

Page 1 --- GENERAL
Page 3 --- GEOVETRY
Page 7 --- VA DS
Page 9 --- ADP- Anal
Page 110 --- SUMVARY

Sunmary and Remarks : N = NOTE, W= WARNING, E = ERROR

N. No S.U’'s (esd) on observed/cal cul ated paraneters.

N: Number of Ignored Lines on INPUT ... ... .. e 3

of which blank in colum 1 ......... .. ... ... ... ... ... ... ... ... 3
N: Total Potential Solvent Accessible Void Vol .................. 724.0 Ang”"3
N: Electron Count / Cell = 11 - To be included in D(calc), FOO0O & Mol .Wjht.

Input Xtal Data fromFile i12899s.ins - Data Type RES

NORMAL END of PLATON : 111 Pages on:

i12899s.lis (ASCIl, 132 Characters W de)
i 12899s. 1 ps (PostScript Version of .lis)
i 12899s. pdf (PDF Version of .1is)

SQUEEZE xyz on :i 12899s. sqz
SQUEEZE CIF on :i12899s. sqf



