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PLATON( V- 311206) - Run for:

klat596a in P2(1)/n TIME: Jun 23 13:58:07 2008

(C) 1980-2007 A. L. Spek

I nput Cell
a = 12.639(2) Angstrom
b = 14. 028(3)
c = 20. 282(4)
V = 3596. 1(12) Cubic- Angstrom
Lanbda( MoKa) = 0. 71073 Angstrom

(Lattice Type: P) - Temp = 120K Reduced Cel | (Acta Cryst.(1976), A32, 297-298)
al pha = 90 Degree a = 12.639 al pha = 90.00 V = 3596.1
beta = 90. 087(3) b = 14.028 beta = 90.09
gama = 90 c = 20. 282 gamma = 90. 00
d(100) = 12. 6390 Angstrom Ni ggli Val ues
d(010) = 14. 0282 159. 744 196. 790 411. 368
d(001) = 20. 2822 0. 000 -0.389 0. 000

O thogonal i zation Matrices

(See e.g. J.D. Dunitz,

(X9 (
(YO =(
(20 (

Xray Anal ysis and Structure Determ nation of Organic Mlecules, Cornell Univ. Press, 1979, P236)

12. 63900 0 -0.03080 ) (X , (X ( 0.07912 0 0.00012 ) (XO Ot hogonal Axes AO, BO and CO
0 14.02800 0)*(Y) , (Y) =( 0 0.07129 0 )*(YO are defined as:
0 0 20.28197 ) (2) , (2) ( 0 0 0.04930 ) (ZO AO// A CO// C, BO// CO X AO

(See e.g. G Burns & A M d azer,

Space &

Lattice Type nP, Centric,

Nr

A wWN P

oup P21/ n

Space Group Symmetry

Space Groups for Solid State Scientists, Academ c Press, 1990 or Int. Tables A)
No: 14, Laue: 2/m[Hall: -P 2yn ]

Monoclinic, Oder 4( 2) [Schoenflies: C2h~"5 ]

*rxkx Symmetry Operation(s) *****

X
1/2 - X
- X
1/2 + X

Y, Z
/2 +Y, 1/2 - Z
- Y, - Z
12 - Y, 1/2 + z
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( Not-Rul e Rounded) Coordi nates of Uni que Resi due(s)

Site = Site Symetry;
il Move = Transformation on |Input
SYMBOLS: Type = DA = Potential Donor
FoRK KKK El Type = AK = Alkali Metal,

ARU = Asymmetric Residue Unit
RESI DUE = col |l ection of ARU s constituting an isolated unit

or Acceptor
AE = Al kaline Earth, HL
encoded as skl m nn,

I dentifi ed.

SSN = Site Synmetry Number;
Data: N.1JK (N = SymOp,

St andard Deviations in the Last

Hal ogen,

= calculated, R=riding G = group

1. 555 = nonove

LN = Lant hani de,
klm= transl ati on,

SSOF = SHELX Site QOccupation Factor (= S.O F / SSN).
I JK = Transl ati on)
atom D-H = H on Donor atom MET = Metal.
AN = Acti ni de,
with s = symetry op,
(= mol ecul e,

Digit are in Parentheses.

TR = Transition El ement.
resi due #.

FLAGS d = determned, c

Atom Types C H Cr I N
Cov. Rad( Ang) : 0. 68 0. 35 1.35 1. 40 0. 68
At om Vol ure : 13.87 5.08 28.10 46.20 11.80
At om Nunber : 6 1 24 53 7
At om Wi ght 12.010 1.008 52.00 126.90 14.01
Scat.Fact.f0: 5.999 1.000 23.994 53.001 6.995
Scat.Fact.f’: 0.003 0.000 0.321 -0.474 0.006
Scat.Fact.f": 0.002 0.000 0.624 1.812 0.003
Mu/ Rho( MbKa) : 0.58 0.37 29.88 36.68 0. 84
Elem Type : -- -- TR HL --
Sources - Cov. Radii Manual

Canbri dge Crystall ographic Data Base
B58, 489-493

table 4.2.4.2, pl93-199

- Atom Volune: D.WM Hof mann (2002). Acta Cryst.

- Atomic W. SHELXL97

- Scat. Fact.: SHELXL97 (International Tables)

- mu/rho I nternational Tables C,
Fl ags Label Fractional Coordi nates (x,Y, z)
- (1) - 0. 09286 0.54186 0. 06267
- Cr 0. 02274 0.37472 0. 05369
- a1 -0. 10068 0.27898 -0.00479
- N( 1) 0. 14063 0.27274 0. 04927
- N( 2) -0. 02074 0. 32141 0. 14366
- c(1) 0. 31510 0. 33751 0. 02266
- C(2) 0. 40357 0. 33019 -0.01858
- C(3) 0. 40387 0. 28699 -0.07768
- C(4) 0.31776 0. 23182 -0. 09570
- C(5) 0. 22625 0.22871 -0. 05575
- C(6) 0. 22977 0. 28056 0. 00420
- c(7) 0.12961 0. 17297 -0.07674
- c(8) 0.14672 0. 06466 -0. 06851
- c(9) 0. 09811 0. 19648 -0. 14973
- C(10) 0.31198 0. 39538 0. 08549
- C(11) 0. 37481 0. 49068 0. 08276
- C(12) 0. 34696 0. 34446 0. 14092
- C(13) 0.14139 0. 19437 0. 08440
- C(14) 0. 07425 0.16974 0.13828

SR AERPOPPEPDNMNNMNAEOOOWORREOR

NNEOOONODNWWWEEDRDRWWO N
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C( 15) 0. 00103 0. 23498 0. 16927 0.0078 3.2963 3. 4331 1 1 1 -
C( 16) - 0. 04407 0. 20267 0. 22987 -0.5641 2.8431 4.6622 1 1 1 -
o(17) -0. 02610 0.11166 0. 25417 -0.3377 1. 5664 5. 1551 1 1 1 -
C(18) 0. 04029 0. 04703 0. 22177 0.5024 0. 6597 4. 4979 1 1 1 -
C(19) 0. 09053 0. 07836 0. 16483 1.1391 1. 0992 3.3431 1 1 1 -
o( 20) -0. 02035 0. 44245 0. 23094 -0. 2643 6. 2067 4.6839 1 1 1 -
o 21) -0. 07445 0. 50247 0. 27412 -0. 9494 7.0486 5. 5597 1 1 1 -
o 22) -0. 18493 0. 50558 0. 27319 -2.3457 7.0923 5. 5408 1 1 1 -
o 23) - 0. 24063 0. 45085 0. 22991 -3. 0484 6. 3245 4.6630 1 1 1 -
o 24) -0.18828 0. 38902 0. 18584 -2.3854 5. 4572 3.7692 1 1 1 -
o( 25) -0. 07739 0. 38518 0. 18819 -0. 9839 5. 4033 3. 8169 1 1 1 -
o( 26) 0. 10059 0. 44315 0. 23177 1.2642 6. 2165 4.7008 1 1 1 -
o 27) 0. 14668 0. 54504 0. 22927 1.8468 7.6458 4. 6500 1 1 1 -
o( 28) 0. 14205 0. 39072 0. 29379 1.7863 5. 4810 5. 9586 1 1 1 -
o 29) - 0. 25065 0.33134 0. 13865 -3.1722 4. 6480 2.8121 1 1 1 -
o( 30) -0. 30243 0. 24432 0. 16940 -3.8276 3. 4273 3. 4358 1 1 1 -
C(31) - 0. 33837 0. 39981 0. 10828 - 4. 2800 5. 6085 2.1961 1 1 1 -
o(32) -0. 16151 0. 31473 -0. 05946 -2.0395 4. 4150 -1. 2060 1 1 1 -
o 33) -0. 24918 0. 24963 -0. 06970 -3. 1472 3.5018 -1.4137 1 1 1 -
o 34) -0. 18932 0. 16245 -0. 05890 -2.3910 2.2788 -1.1946 1 1 1 -
o[ 35) -0. 13057 0. 18102 0. 00835 -1. 6505 2.5393 0.1694 1 1 1 -
1(1)a 0. 09286 0. 45814 -0. 06267 1.1756 6. 4268 -1.2711 1 1 1  3.565 DA
o a -0. 02274 0. 62528 -0. 05369 -0. 2858 8.7714 -1.0889 1 1 1 3.565 Met
1)a 0. 10068 0.72102 0. 00479 1.2723 10. 1145 0.0972 1 1 1  3.565 DA
a1)
N(1)a -0. 14063 0.72726 -0. 04927 -1.7759 10. 2020 -0.9993 1 1 1  3.565 DA
N(2) a 0. 02074 0. 67859 -0. 14366 0. 2666 9.5193 -2.9137 1 1 1 3.565 DA
C(1)a -0.31510 0. 66249 -0. 02266 -3.9819 9.2934 -0. 4596 1 1 1 3.565 -
2)a - 0. 40357 0. 66981 0. 01858 -5.1013 9.3961 0.3768 1 1 1 3.565 -
C(2)
C(3)a - 0. 40387 0. 71301 0.07768 -5. 1069 10. 0021 1.5755 1 1 1  3.565 -
C(4)a -0.31776 0. 76818 0. 09570 -4.0191 10. 7760 1.9410 1 1 1  3.565 -
o(5)a -0.22625 0.77129 0. 05575 -2.8613 10. 8197 1.1307 1 1 1  3.565 -
6)a -0.22977 0.71944 -0. 00420 -2.9039 10. 0923 -0. 0852 1 1 1  3.565 -
C(6)
7)a -0. 12961 0. 82703 0. 07674 -1. 6405 11. 6016 1. 5564 1 1 1  3.565 -
c(7)
C(8)a -0. 14672 0. 93534 0. 06851 -1. 8565 13. 1209 1.3895 1 1 1  3.565 -
9)a -0. 09811 0. 80352 0.14973 -1.2446 11. 2718 3.0368 1 1 1 3.565 -
10) a -0.31198 0. 60462 - 0. 08549 -3. 9405 8. 4816 -1.7339 1 1 1  3.565 -
C(10)
11)a -0.37481 0. 50932 -0. 08276 -4.7347 7.1447 -1.6785 1 1 1 3.565 -
ol
c(12)a -0. 34696 0. 65554 - 0. 14092 - 4. 3809 9.1959 -2.8581 1 1 1 3.565 -
C(13)a -0. 14139 0. 80563 - 0. 08440 -1.7844 11. 3014 -1.7118 1 1 1  3.565 -
C(14) a -0. 07425 0. 83026 -0.13828 -0.9342 11. 6469 -2.8046 1 1 1  3.565 -
15)a -0. 00103 0. 76502 -0. 16927 -0.0078 10. 7317 -3.4331 1 1 1 3.565 -
C(15)
C(16) a 0. 04407 0.79733 -0. 22987 0. 5641 11. 1849 - 4. 6622 1 1 1 3.565 -
o(17) a 0. 02610 0. 88834 -0. 25417 0.3377 12. 4616 -5. 1551 1 1 1  3.565 -
C(18) a -0. 04029 0. 95297 -0.22177 -0. 5024 13. 3683 - 4. 4979 1 1 1  3.565 -
C(19) a -0. 09053 0. 92164 -0. 16483 -1.1391 12. 9288 -3.3431 1 1 1  3.565 -
a . . - 0. . . -4, . -
C( 20) 0. 02035 0. 55755 0. 23094 0. 2643 7.8213 4.6839 1 1 1 3.565
a . . - 0. . . - 0. . -
o(21) 0. 07445 0. 49753 0. 27412 0.9494 6.9794 5. 5597 1 1 1 3.565
a . . -0. . . - 0. . -
o 22) 0. 18493 0. 49442 0.27319 2.3457 6.9357 5. 5408 1 1 1 3.565
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C(23)a
C(24)a
C(25)a
C(26) a
C(27)a
C(28)a
C(29)a
C(30)a
C(31)a
C(32)a
C(33)a
C(34)a
C(35)a

[eNeoleoNoNoNolNoNolNoNoNolNolNo]

. 24063
. 18828
. 07739
. 10059
. 14668
. 14205
. 25065
. 30243
. 33837
. 16151
. 24918
. 18932
. 13057

©coooo0o00000000

. 54915
. 61098
. 61482

55685
45496
60928
66866
75568
60019
68527

. 75037
. 83755
. 81898

-0
-0
-0
- 0.
- 0.
- 0.
- 0.
- 0.
- 0.
. 05946
. 06970
. 05890
- 0.

22991
18584
18819
23177
22927
29379
13865
16940
10828

00835

PNONBEWORERRPODM®

. 0484

3854
9839
2642
8468
7863
1722
8276
2800
0395
1472
3910

. 6505

POOD®ON®®N

. 7035

5708
6247
8115
3822
5470
3800

. 6007
. 4195
. 6130
. 5262
. 7492
. 4887

-4,
-3.
-3.
-4,
-4,
-5.
-2.
-3.
-2.
. 2060
. 4137
. 1946
-0.

6630
7692
8169
7008
6500
9586
8121
4358
1961

1694

PRRPRPRPRRREPREPRRERER

PRRPRRPRPRRREPREPRRERER
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. 565
. 565
. 565
. 565
. 565
. 565
. 565
. 565
. 565
. 565
. 565
. 565
. 565
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Asymmetric Residue Unit (= ARU) Code Li st

ARU- CODE Symet ry- Code symTX TY TZ lres x(cen) y(cen) z(cen)

Note: Synmetry Operations Refer to the Coordinates listed in the Fractional Coordinate Tabl e gi ven above

SYM - Nunber of the Symmetry Operator.
X(J) = X(sym + TX, Y(J) = Y(sym + TY , Z(J) = Z(sym + TZ, Ires - Resi due Number.
TX, TY, TZ - Unit Cell Translations.
Ordered Structure Unit Cell Contents (Based on Contents of Atom List, that may be Inconplete)
Resd Site X(cen) Y(cen) Z(cen) MI.W S OF Z C H Cr | N (0]
1 -1 0 1/2 0 1286.54 1 2 70 - 2 2 4 2
Unit Cell Weight = 2573. 08 140 0 4 4 8 4

n
(o2}
o
w

Cal cul at ed Anal ysis (Percent) 0.0 8.119.7 4.4 2.5

Moiety Formula = C70 G2 12 Nd Q2
Sum Formula = C70 Cr2 12 NMd Q2

For mul a_Wei ght

1286.54 [Note: Based on SHELXL97 Atomi c Wi ght s]

Formula_Z = 2
SpaceG oup_Z = 4 ===> 7 = 2]/ 4= 0. 500
Cal cul ated Density = 1.1882(4) g cm3 [= My m 3] ** \WARNI NG **
Pl ease Check the Derived Crystal Data.
F(000) = 1236.0 [ 1235. 80] They may be Incorrect for Disordered,
I nconpl ete or Polymeric Structures.
mu( MoKa) = 12.00 cm 1 = 1.200 m1

Resonant Scattering = 3.92 Percent - (Grard,E. et al. (2003). Acta Cryst. D59, 1914-1922)
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Predi cted Vol une = 2379.0[ 2338.7] Ang**3, 298[120]K - (D.WM Hof mann (2002). Acta Cryst. B58, 489-493)

Note on F000: The first number is a pure electron count, the second number between [] is calculated fromf,f' & f"
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Search for and Anal ysis of Solvent Accessible Voids in the Structure -

Gid = 0.20 Ang.,

Probe Radi us

1.20 Ang.,

NStep = 6

van der Waals (or ion) Radii used in the Analysis

1.70 1.20 2.15 1.98 1.55 1.52

Gid: X-Axis Step = 0.0167 = Points 60, Angstrom Step = 0.21
Gid: Y-Axis Step = 0.0139 = Points 72, Angstrom Step = 0.19
Gid: Z-Axis Step = 0.0104 = Points 96, Angstrom Step = 0.21
Total Potential Solvent Area Vol 590. 2 Ang”3

per Unit Cell Vol 3596.1 Ang”3 [16.4%

Not e: Expected volunes for solvent nol ecul es are:
A hydrogen bonded H2O nol ecul e 40 Ang”3
Smal | nol ecul es (e.g. Toluene) 100-300 Ang"3

Val ues bel ow for gridpoints and volunmes in []
refer to areas where atomcenters may reside.

Area #GidPoint Vol Perc. Vol (A*3) X(av) Y(av) Z(av) Eigenvector(frac) Sig(Ang)

1 32264] 6477] 8 280[ 56.2] 0.000 0.500 0.500

2 930[ 21 O 8[ 0.0] 0.183 0.180 0.297

3 32235[ 6477] 8 280[ 56.2] 0.500 0.000 0.000

4 879 2] 0 8[ 0.0] 0.320 0.679 0.203

5 879 2] © 8[ 0.0] 0.679 0.321 0.797

'
CPOOPOOORORPOOORO

(o2}

N

[

[EnY

o

o

@

o

6 882 2] © 8[ 0.0] 0.820 0.821 0.703

WNPFPWNRFPWNPEPWONRPWONE WNPRE

[
= O
N
o]
(&)
[
o
o
o
o

X y z Shortest Contacts within 4.5 Angstrom ( Excl.

o
S
o
COCOOCOOCOOORPWOOOREPW

H)

1 0.000 0.500 0.500 C4 4.43; C4 4.43; CG3 4.49;, 3

4. 49;
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2 0.183 0.180 0.297 C27 2.92; Cl7 2.94; C28 3.00; C33 3.00; C18 3.01; Cl6 3.19; Cl19 3.25; Cl4 3.50; C32 3.51;
3 0.500 0.000 0.000 C4 4.43; C4 4.43; C3 4.49; C3 4.49;
4 0.320 0.679 0.203 Cl7 2.90; C27 2.94; Cl18 2.97; C28 3.02; C33 3.02; Cl6 3.16; Cl9 3.23; Cl4 3.49; Cl5 3.53;
5 0.679 0.321 0.797 Cl7 2.89; C27 2.94; C18 2.97; C28 3.01; C33 3.02; Cl6 3.15; Cl19 3.23; Cl4 3.49; Cl5 3.52;
6 0.820 0.821 0.703 Cl7 2.90; C27 2.94; Cl18 2.98; C28 3.01; C33 3.02; Cl6 3.16; Cl19 3.23; Cl4 3.49; Cl5 3.53;
Note: use CALC VO D (not CALC SOLV) for Packing | ndex.
Report the Distance from VO D-CG to Boundary in EV-Directions
Nr M nEV1l MaxEV1l M nEV2 MaxEV2 M nEV3 MaxEV3 MaxDi st ( Ang)
1 -9.18 9.17 -3.70 3.70 -3.38 3.38 9.18
2 -1.22 1.23 -1.21 1.21 -1.13 1.13 1.27
3 -9.16 9.19 -3.73 3.70 -3.38 3.38 9.19
4 -1.23 1.24 -1.17 1.21 -1.11 0.81 1.31
5 -1.24 1.23 -1.21 1.18 -0.81 1.11 1.31
6 -1.21 1.25 -1.21 1.18 -1.12 0.80 1.31
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(An)isotropic, Equivalent and Main Axes Displ acenent Paraneters - Unusual Values Marked with a # - [Optional Coordinate Split-up]

Atom Label ULl or Uiso u22 Us3 u23 uL3 u12 Ueq( sUeq) uL w2 U3 U3/ UL

1 11 0. 04307 0. 03503 0. 02513 0. 00840 0.01171 0. 00311 0.03440 0.0171 0.0346 0.0515 3.02
[ -0.0863 0. 5445 0.0642] [ -0.0995 0. 5392 0. 0611]

2 O 0.02777 0.02973 0.01722 0. 00249 0. 00371 -0. 00235 0.02490 0.0154 0.0280 0.0313 2.03
[ 0.0203 0.3778 0.0537] [  0.0252 0.3717 0. 0537]

3 o 0. 04330 0. 03762 0. 03154 0. 00058 -0. 00516 -0.00871 0.03749 0.0283 0.0334 0.0507 1.79
[ -0.0969 0. 2769 -0.0052] [ -0.1045 0.2811 -0. 0044]

4 M 0. 02664 0. 03765 0. 02141 0. 00039 0. 00422 -0. 00351 0.02856 0.0189 0.0281 0.0387 2.05
[ 0.1391 0. 2767 0.0492] [ 0.1422 0. 2687 0. 0494]

5 N2 0. 02856 0.03214 0.01978 0. 00150 0. 00573 -0.00102 0.02682 0.0168 0.0313 0.0324 1.93
[ -0.0219 0. 3249 0.1437] [ -0.0196 0. 3180 0. 1437]

6 Cl 0. 02954 0. 05763 0. 03404 0.01321 0. 00617 0. 00074 0. 04040 0.0234 0.0340 0.0638 2.73
[ 0.3160 0. 3442 0.0242] [  0.3142 0. 3308 0. 0212]

7 @ 0. 03540 0.07937 0. 04763 0. 02618 0. 01253 0. 00412 0.05412 0.0246 0.0421 0.0957  3.89
[ 0.4059 0. 3401 -0.0158] [  0.4012 0. 3203 -0.0214]

8 C3 0. 04838 0. 08743 0. 04644 0. 03220 0. 02250 0.01774 0.06073 0.0219 0.0447 0.1156 5. 28
[ 0.4104 0. 2983 -0.0743] [  0.3973 0. 2756 -0.0810]

9 0. 05089 0.07573 0. 03053 0. 00800 0. 01309 0.01181 0.05237 0.0241 0.0496 0.0834  3.47
[ 0.3226 0. 2402 -0.0946] [  0.3129 0. 2235 -0. 0968]

10 C5 0. 04290 0. 05041 0. 02863 0. 00720 0. 01323 0. 00848 0. 04063 0.0206 0.0397 0.0616 2.98
[ 0.2317 0. 2339 -0.0544] [  0.2208 0.2235 -0. 0571]

11 C6 0. 03187 0. 04287 0. 02690 0. 00815 0. 00880 0.00174 0.03387 0.0189 0.0346 0.0481 2.54
[ 0.2323 0. 2856 0.0055] [ 0.2273 0. 2755 0. 0029]

12 C7 0. 05856 0. 05560 0. 02742 -0. 00990 0. 00969 0. 00264 0.04718 0.0216 0.0587 0.0613 2. 84
[ 0.1374 0.1726 -0.0758] [ 0.1218 0.1733 -0.0777]

13 C8 0. 10057 0. 05533 0. 04437 0. 00120 0. 01308 -0.01378 0.06674 0.0401 0.0533 0.1068 2. 66
[ 0.1564 0. 0626 -0.0677] [  0.1371 0. 0667 -0. 0693]

14 9 0. 08762 0. 06534 0. 03040 -0.01107 -0. 00147 0. 01808 0.06112 0.0269 0.0580 0.0984  3.65
[ 0.1085 0. 2015 -0.1502] [  0.0877 0.1915 -0. 1493]

15 Cl0 0. 04207 0. 06458 0. 03652 0.01184 -0.00414 -0. 02027 0.04773 0.0289 0.0343 0.0800 2.77
[ 0.3073 0. 4021 0.0865] [ 0.3167 0. 3887 0. 0844]

16 Cl1 0. 04000 0.07074 0. 07954 0. 02243 -0.01170 -0. 02044 0.06344 0.0298 0.0549 0.1056  3.55
[ 0.3699 0. 4986 0.0869] [ 0.3797 0. 4828 0. 0786]

17 Cl12 0. 07689 0. 08401 0. 04725 0. 03190 -0.02478 -0. 04259 0.06941 0.0288 0.0387 0.1407 4.88
[ 0.3360 0. 3545 0.1437] [  0.3580 0. 3345 0. 1381]

18 C13 0. 02566 0. 03864 0. 02194 0. 00074 0. 00142 -0. 00064 0.02874 0.0214 0.0261 0.0387 1.81
[ 0.1412 0. 1980 0.0845] [  0.1416 0. 1908 0. 0843]

19 Cl4 0. 02781 0. 03198 0. 02216 0. 00048 -0. 00049 -0. 00567 0.02732 0.0221 0.0239 0.0360 1.63
[ 0.0723 0. 1720 0.1383] [ 0.0762 0.1674 0. 1382]

20 CI5 0. 02688 0. 03328 0. 01925 0. 00152 -0. 00107 -0. 00370 0.02647 0.0190 0.0252 0.0352 1.85
[ -0.0008 0. 2381 0.1695] [  0.0028 0.2318 0. 1691]

21 C16 0. 03479 0. 03608 0. 02253 0. 00647 0. 00500 - 0. 00357 0. 03113 0.0178 0.0361 0.0394 2.21
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[ -0.0466 0. 2066 0.2303] [ -0.0415 0.1987 0. 2294]
22 Cl17 0. 03769 0. 03959 0. 02765 0. 00360 0.00114 -0. 00543 0.03498 0.0260 0.0345 0.0444 1.71
[ -0.0287 0.1143 0.2544] [ -0.0235 0. 1090 0. 2540]
23 C18 0. 04251 0.03414 0. 02994 0. 00519 0. 00117 -0. 00307 0. 03553 0.0260 0.0370 0.0435 1.67
[ 0.0439 0. 0460 0.2217] [  0.0367 0. 0481 0.2218]
24 Cl19 0. 03566 0. 03562 0. 02810 0. 00506 -0. 00098 0.00121 0.03313 0.0253 0.0357 0.0383 1.51
[ 0.0913 0. 0807 0.1654] [  0.0897 0. 0760 0. 1643]
25 C20 0. 06173 0. 04860 0. 02347 -0. 00104 0. 01601 -0.01711 0. 04458 0.0168 0.0399 0.0771  4.59
[ -0.0102 0.4374 0.2322] [ -0.0305 0. 4475 0. 2297]
26 21 0. 10447 0. 05859 0. 04744 -0. 02064 0. 03824 -0. 02463 0.07013 0.0259 0.0483 0.1362 5.26
[ -0.0599 0. 4970 0.2772] [ -0.0890 0. 5079 0. 2711]
27 22 0.11041 0. 03601 0. 07055 -0. 01347 0. 05922 -0.01118 0.07226 0.0256 0.0360 0.1552  6.05
[ -0.1682 0. 5032 0.2779] [ -0.2016 0. 5080 0. 2685]
28 (23 0. 07229 0. 03168 0. 05190 0.01377 0. 03731 0. 01003 0.05192 0.0205 0.0310 0.1043 5. 10
[ -0.2282 0. 4537 0.2337] [ -0.2531 0. 4480 0. 2261]
29 24 0. 03964 0. 03608 0. 02757 0.01064 0. 01364 0. 00872 0.03442 0.0174 0.0290 0.0569 3. 27
[ -0.1819 0. 3932 0.1877] [ -0.1947 0. 3849 0. 1840]
30 25 0. 04218 0. 02883 0.01816 0. 00415 0. 01240 -0. 00144 0.02971 0.0118 0.0300 0.0474  4.02
[ -0.0690 0. 3853 0.1896] [ -0.0857 0. 3851 0. 1868]
31 26 0. 05645 0. 08226 0. 02821 -0. 00315 0. 00040 -0. 02806 0. 05564 0.0279 0.0387 0.1003 3. 60
[ 0.0937 0. 4518 0.2316] [ 0.1074 0. 4345 0. 2320]
32 7 0. 08602 0. 10062 0. 06709 0. 02875 -0. 01529 -0.05119 0. 08459 0.0388 0.0585 0.1565  4.03
[ 0.1363 0. 5552 0.2315] [  0.1570 0. 5349 0. 2270]
33 28 0. 08525 0. 08193 0. 05573 0. 00381 -0. 01620 -0.01619 0.07432 0.0482 0.0703 0.1045 2.17
[ 0.1486 0. 3865 0.2928] [ 0.1355 0. 3949 0. 2948]
34 29 0. 02984 0.07731 0. 04159 0. 00047 0. 00424 0. 00678 0.04957 0.0277 0.0428 0.0783 2. 83
[ -0.2492 0. 3393 0.1388] [ -0.2521 0.3234 0. 1385]
35 C30 0.14104 0. 04054 0. 10953 0. 02252 -0.07124 -0.01874 0.09711 0.0337 0.0540 0.2036 6.04
[ -0.2839 0. 2409 0.1635] [ -0.3210 0.2478 0. 1753]
36 C31 0. 06906 0.12105 0. 15383 0. 09638 -0. 05917 -0. 05056 0.11470 0.0382 0.0398 0.2662 6.97
[ -0.3502 0. 4155 0.1171] [ -0.3266 0. 3842 0. 0994]
37 C32 0. 06741 0. 06108 0. 04929 -0.00133 -0. 03089 0. 00001 0.05929 0.0261 0.0611 0.0907  3.48
[ -0.1515 0. 3150 -0.0624] [ -0.1715 0.3145 -0. 0565]
38 (33 0. 10915 0. 04677 0. 24730 0. 00699 -0.12698 -0.00713 0.13453 0.0331 0.0469 0.3235 9. 76#
[ -0.2703 0. 2508 -0.0559] [ -0.2281 0. 2485 -0. 0835]
39 C34 0. 15435 0. 03990 0. 19003 -0. 00543 -0. 12665 -0. 00835 0.12822 0.0320 0.0521 0.3005 9. 40#
[ -0.2131 0. 1626 -0.0483] [ -0.1656 0. 1623 -0. 0695]
40 35 0. 05299 0. 03530 0. 05589 -0.01037 0. 00129 -0. 00943 0. 04806 0.0282 0.0530 0.0630 2. 24
[ -0.1263 0. 1780 0.0107] [ -0.1348 0. 1840 0. 0060]
Wi, j)-Average 0. 0582 0. 0534 0. 0501 0. 0077 -0. 0045 -0.0071 0.0539 0.0438 0.0506 0.0674 1.54
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The Di spl acenent Factor has the Form of Exp(-T)
wher e
T = 8*(pi **2)*Ui so*sin(theta/l anbda) **2, for |sotropic Atons,
T = 2*(pi **2)*(ULL1*(h*as) **2+U22* (k*bs) **2+U33* (| *cs) **2+2* U23*k*| *bs*cs+2* UL3*h*| *as*cs+2*Ul2*h*k*as*bs), for Ani sotr. Atons

Ref erence U(eq):

ul,

Ueq

1/3 Sun(i,j) (Uij*as(i)*as(j)*a(i).a(j))

U2, U3 are the three Main Axes Conponents of Uij

R X. Fischer & E. Till manns,

Ueq [or U(iso)] Averages per

El enent

Acta Cryst.

0. 0573 0. 0000 0.0249 0.0344 0.0277 0.0375
0. 0265 0.0000 0.0249 0.0344 0.0268 0.0375
0.1345 0.0000 0.0249 0.0344 0.0286 0.0375
5.0824 0.0000 1.0000 1.0000 1.0649 1.0000

Aver age
M ni num
Maxi mum
Ratio
Nunber

Refl ection Data are READ fromFile :

TRWX =

0. 0539
0. 0249
0. 1345
5. 4024

40

1.

00

35

0.

00

0

0.

00

1

0.

00

1

1.

00

2

0.

kl at 596as. hkl

00

0.

(1988). C44, 775-776
1
( OBS-Dat a)
00 0. 00 1.00
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SQUEEZE - Procedure (cf. BYPASS-procedure - P. van der Sluis & A L. Spek (1990). Acta Cryst. A46, 194-201)

# Accepted Reflns Hmax Kmax Lmax
44181 16 18 27

12. 639 14.028 20. 282

A, B, C (Angstrom

NX, NY, NZ (SOLV-MAP) = 60 72 96

NX, NY, NZ (FFT-MAP) = 64 64 64

Resol ution (FFT-MAP) = 0.20 0.22 0. 32 Angstrom
Nurber of Rempved Systematic Extinctions = 985

Nurber of Non-extinction Refl ections = 43196

Nunmber of M ssing Low Order Reflections = 0

Fo-scal e =0. 396660E+00 - SinT/L-Mn = 0.20 for Fo/ Fc-Scaling

Cycle = 1, R(F) = 0.09, Nref(Hem)

17526, R(F > 4SIGF) = 0.06 Nref = 12318
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Uni que Density Maxima in Enhanced Difference Map (CutOff level = 0.50 eA-3)
# X y z (el A"3) Shortest Contacts within 3.2 Angstrom (Excl. H)
1 0.062 0.607 0.436 2.53 void
2 0.075 0.568 0.465 2.50 void
3 0.642 0.674 0.847 2.31 Cl2 0.39; Cl10 1.78; C1 2.71; C11 2.73
4 0.029 0.565 0.482 2.27 void
5 0.547 0.979 0.030 2.02 void
6 0.903 0.131 0.480 1.97 0.55; C1 1.48; C3 1.63; Cl10 2.46; C6 2.56; C4 2.68; Cl1 2.72; C5 3.06
7 0.220 0.856 0.031 1.90 C34 0.73; C35 1.48; C33 1.72; OL 2.48; C32 2.58
8 0.519 0.101 0.564 1.84 Cr 0.40; N2 2.01; NL 2.36; 11 2.46; OL 2.66; C25 2.81; I1 2.86; Cl5 3.14;
9 0.407 0.987 0.577 1.79 11 0.50; C 2.48; C25 2.89; C24 3.06; N2 3.14
10 0.551 0.061 0.030 1.69 void
11 0.892 0.525 0.030 1.68 11 0.72; Cr 2.45; O 2.72
12 0.905 0.491 0.048 1.65 11 0.77;, T 2.21; O 2.94; oL 3.17
13 0.360 0.604 0.896 1.61 C31 0.30; C29 1.80; C30 2.61; C24 2.74; C23 3.07
14 0.185 0.148 0.590 1.49 C31 0.82; C29 1.31; C30 2.22; 4 2.57
15 0.396 0.009 0.047 1.36 void
16 0.464 0.969 0.014 1.33 void
17 0.594 0.074 0.449 1.27 11 0.51; C 2.43; C6 2.89; N1 3.02; C 3.17
18 0.592 0.952 0.443 1.25 11 1.27; O 1.81; N2 2.69; OO 2.73; C25 2.83; C4 3.02; C29 3.11; C32 3.17
19 0.894 0.554 0.080 1.24 11 0.43;, O 3.05; Cr 3.07
20 0.048 0.464 0.915 1.05 11 0.73;, C 2.51; C25 3.00; Cr 3.10
21 0.768 0.734 0.544 0.90 C33 0.61; C34 1.45; C32 1.79; C35 2.18; 0L 2.35
22 0.652 0.518 0.923 0.90 Cll1 0.38; CI10 1.31; C12 2.32; C1 2.34; C2 2.96
23 0.842 0.745 0.315 0.89 C30 0.60; C29 1.93; C31 2.68; C24 2.81;
24 0.729 0.233 0.171 0.87 C30 0.43; C29 1.55; C24 2.44; C31 2.80; Cl6 3.13
25 0.859 0.970 0.855 0.85 Cl9 1.01; C18 2.02; C14 2.13; Cl13 2.61;
26 0.281 0.543 0.808 0.84 C23 0.93; €4 1.51; C31 2.01; C29 2.10; C2 2.16; C25 2.76; C30 3.03; C1 3.16
27 0.643 0.106 0.778 0.80 C28 0.32; €6 1.29; C27 2.35; C20 2.38; C21 3.15
28 0.591 0.878 0.437 0.80 Cr 1.45; OL 1.96; N2 2.02; I1 2.30; C25 2.54; C29 2.62; C32 2.78; C4 2.78; C35 3.02
29 0.313 0.549 0.769 0.79 C23 0.91; C2 1.98; C24 2.02; C31 2.61; C29 2.64; Cl17 3.05; C30 3.16
30 0.593 0.727 0.256 0.79 Clé 0.76; Cl7 1.84; Cl5 1.93; C25 2.49; N2 2.59; C24 2.83; C30 3.06; Cl8 3.07; Ci4 3.12
31 0.954 0.103 0.504 0.78 c2 1.22; C1 1.98; Cl1 2.30; C3 2.34; Cl0 2.44; Cl12 3.18
32 0.081 0.740 0.758 0.78 Cl6 0.96; Cl5 1.85; C25 2.07; Cl7 2.20; N2 2.31; C4 2.54; C20 2.68; Cl4 3.15; C29 3.17
33 0.549 0.523 0.734 0.75 Cl8 1.02; C19 2.06; C17 2.16
34 0.190 0.133 0.085 0.75 Cl3 1.06; C14 1.89; Cl19 2.18; NI 2.18; C6 2.69; G 3.20
35 0.801 0.219 0.657 0.75 Cl2 1.10; C10 2.16; C13 2.78; C1L 2.83; N1 2.98
36 0.138 0.520 0.218 0.73 C27 0.43; C6 1.22; C20 2.30; C28 2.39; C21 2.94;
37 0.907 0.963 0.079 0.73 C8 0.80; C7 1.96; C9 2.66
38 0.330 0.121 0.449 0.72 C32 0.92; 01 1.90; C33 2.10; C34 3.05; C35 3.06
39 0.613 0.314 0.361 0.71 c9 0.33 C7 1.29; €8 2.26; G5 2.29; ¢4 2.80
40 0.283 0.886 0.205 0.71 C28 0.95; 26 2.12; C7 2.75
41 0.422 0.689 0.553 0.71 C7r 0.84; C5 1.95; C8 1.97; €@ 1.97; N0l 2.51; C6 2.58; O 2.77; Cl3 2.90; C35 2.93
42 0.470 0.153 0.660 0.71 N2 0.50; C25 0.99; Cl15 1.63; C20 1.98; C24 2.16; Cr 2.28; Cl6 2.48; C26 2.58; C29 2.83
43 0.139 0.098 0.920 0.70 C8 0.53; C7 1.06; C9 2.04;, G5 2.19; &4 2.95
44 0.045 0.176 0.825 0.70 c9 0.90; Cc7 2.27; C8 2.97
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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(Mod) = SI GVA( ABS(ABS(FchMbd) - Fo)) / SI GVA( Fo)

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

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

0. 05 144. 87 38. 17 156. 40 159. 15 76. 11 4.01 64. 0.231 0.062
0.10 74.87 20. 33 73.57 78.08 97. 45 11.19 279. 0.272 0.110
0.15 88. 44 8.64 89. 76 96. 26 84. 48 5.68 668. 0.147 0.113
0. 20 80.78 3.87 80.70 85. 33 91. 61 4.30 1202. 0.102 0.097
0.25 62. 97 2.46 62. 93 64. 81 90. 92 3.81 1838. 0.088 0.080
0. 30 54.78 1.77 54. 88 55.76 88. 34 1.94 2636. 0.072 0.067
0.35 46. 13 1.14 46. 17 46. 40 86. 97 2.06 3639. 0.065 0.061
0. 40 40. 44 0. 83 40. 44 40. 46 89. 98 1.42 4268. 0.065 0.061
0. 45 34. 06 0.70 34. 09 33. 86 88. 46 1.27 4996. 0.072 0.069
0. 50 25.58 0.61 25.57 25.12 91. 86 1.66 5472. 0.096 0.094
0.55 23. 07 0.53 23. 07 22.78 91. 40 2.07 6090. 0.105 0.103
0. 60 19.01 0.51 19. 04 18. 84 88.41 2.45 6428. 0.135 0.133
0. 65 14. 50 0. 40 14. 50 14. 53 91. 43 2.63 5616. 0.195 0.191

Conmments on and Anal ysis of the SQUEEZE run

- Significant Residual Density Excursion(s) in the
Ordered part of the Structure: -1.6 2.3

Note 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 PLATONwith the new .hkl and .res files
with the instruction 'CALC FCF to produce a final FoFc-ClIF on .hkp
- Renanme this .hkp file to .fcf.
- Append the .sqf file produced by PLATON (detailing the SQUEEZE results)
to the .cif produced by SHELXL
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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 2 --- GEQVETRY
Page 7 --- VA DS
Page 9 --- ADP- Anal
Page 42 --- SUMVARY

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

N. No S.U’'s (esd) on observed/cal cul ated paraneters.
N: No-Hydrogen atons in this structure

N Nunmber of Ignored Lines on INPUT ... ... . .. . i 3

of which blank in colum 1 ... ... .. .. . .. . . .. . . .. 3
W Number of unusual anisotropic displacement paraneters ................. 2
N: Total Potential Solvent Accessible Void Vol .................. 590. 2 Ang”"3
N. Electron Count / Cell = 44 - To be included in D(calc), FO00 & Mol. Wjht.

Input Xtal Data fromFile klat596as.ins - Data Type RES

NORVAL END of PLATON : 43 Pages on:

kl at 596as.1is (ASCI I, 132 Characters Wde)
kl at 596as. | ps (PostScript Version of .lis)
kl at 596as. pdf (PDF Version of .lis)

SQUEEZE xyz on : Kkl at 596as. sqz
SQUEEZE CIF on : Kkl at 596as. sqf



