Practicals

In ChemicalCrystallography.zip you find

* ademo version of XPREP

e * p4p (cell dimension and formula)

* and *.hkl of seven example structures

You should have installed

* all SHELX programs (SHELXS, SHELXD, SHELXL, SHELXT)
* PLATON

* Shelxle

Define in Shelxle the path for
* SHELXL
* Platon

Shelxle: Define SHELXL

i@ shelXle - A Qt GUI for SHELXL (Re 943}(64b|t)
File Edit Settings View Pack @ xtra Tools Help
” E & J ‘3 ‘ sme’; 1y to refine until WGHT converges (max 10 runs)

“m.l automatic H-Fix
I—TA

()rlhn

Ortho-projection DISPersion from WAVElength

[ move centers of gravity into unit cell
update UNIT instruction
weed unused sfac numbers
update WGHT instruction
change sort order 4
sort atoms in file.
create Q-Peaks from Fo-Fc map
invert structure
Fix some parameters
UNIQue

Gopecify SHELXL runtime options

——

Shelxle: Define SHELXL

1 SHELXL runtime options ? X

< E . .
Full path to executable |C:/bn/SXTL/shelxl. ex rowse yOU r d i rectory Wlth
Commandiine options the file shelxl.exe

[~ I want to set the B-array size myself

oK | Cancel |

Shelxle: Define Platon

i@ shelXle - A Qt GUI for SHELXL (Rev: 943)(64bit)
File Edit Settings View Pack SHELX( Extra JTools Help

“ gu J @ ‘ sme atnm tuhes@ add external progra
(|):'i'h M " BB run PLATON !
rtho F 4‘

Ortho-projection
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1@ External programs ? x
PLATON -

MName of external program for menu entry: |PI ATON /
Full path to executable |C:,fpwt,|fplalm.m V"4 Browse

Commandline options |

Alternative file Extension |.(:i‘f

F~ Give file name as argument [ Omit "* res' extension In argument ¥ start detached | Copy .res file to ins file before execution

Add program | Remowe program Cancel




Practical Training on Twinning in Chemical Crystallography

(Pseudo)(Reticular)-merohedral Twins

For every structure you have the following files:
1. *.p4p cell constants and molecular formulae
2. *.hkl reflection file

1. ANILIN: C6H7N
21.645 5.833 8.319 90.00 101.12 90.00
P. Miller, R. Herbst-Irmer, A. L. Spek, T. R. Schneider, M. R. Sawaya, Crystal Structure Refinement
— A Crystallographer’s Guide to SHELXL, Oxford University Press, 2006.

2. CITRO: C24 H54 03 Si3
10.047 48.415 90.27 89.83 119.79
R. Herbst-Irmer, G. M. Sheldrick, Refinement of obverse/reverse twins, Acta Crystallogr. B58, 477
(2002).
P. Miller, R. Herbst-Irmer, A. L. Spek, T. R. Schneider, M. R. Sawaya, Crystal Structure Refinement
— A Crystallographer’s Guide to SHELXL, Oxford University Press, 2006.

3. HP33B: K Au (CN)2
7.2397 7.2397 26.4450 90.0000 90.0000 120.0000
R. Herbst-Irmer, Twinning in Chemical Crystallography — A Practical Guide, Z. Kristallogr., 231, 573
(2016).

4. CS: C15H20 N Cs
11.370 11.370 20.496 90.00 90.00 120.00
R. Herbst-Irmer, Twinning in Chemical Crystallography — A Practical Guide, Z. Kristallogr., 231, 573
(2016).

5. ALUMONE: (C27 H26 AIN2 1
16.9337 16.9337 12.6033 90.0000 90.0000 120.0000
R. Herbst-Irmer, Twinning in Chemical Crystallography — A Practical Guide, Z. Kristallogr., 231, 573
(2016).

6. UWEA4S: C36 H88 Li4 N4 Si4,
11.793 11.793 34.780 90.00 90.00 90.00
L. Ruwisch, U. Klingebiel, S. Rudolph, R. Herbst-Irmer, M. Noltemeyer, (Di-tert-butylmethylsilyl)-
amide - a Building Block for Azasilacyclobutane Synthesis, Chem. Ber. 129, 823 (1996).

7. MELLING: C72H60P30s O
12.623 12.623 26.325 90.00 90.00 120.00
R. Herbst-Irmer, G. M. Sheldrick, Refinement of Twinned Structures with SHELXL97, Acta
Crystallogr. B54, 443 (1998)
P. Miiller, R. Herbst-Irmer, A. L. Spek, T. R. Schneider, M. R. Sawaya, Crystal Structure Refinement
— A Crystallographer’s Guide to SHELXL, Oxford University Press, 2006.



