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Report:
In this session high-resolution powder diffraction patterns were measured at room temperature of thirteen
GLIIHUHQWFRPSRXQGVUHIHUUHGWREHORZDV000 363&2*+$&20$/===
Z1083, Y154c, Y177, Y178, D37 and B13, respectively , on behalf of various on-going projects in the lab.
The wavelength in most experiments was 0.99542 H[FHSWIRU'%=DQG=WKDWZHUH
measured at 0.4997452 ([FHSWIRU&2*+$DQG&20$/WKHVDPSOHVZHUHSUHSDUHGLQFDSLOODULHV$OO
samples were rotated during exposure
7KHSDWWHUQRI WULWHWUDGHFDQR\OJO\FHURO WULP\ULVWLQRU 000 ZDVFROOHFWHGLQWKHLQWHUYDO
48.0º 2 ZLWKº 2 PLQ-1 and a sampling time of 100 ms during 5 hr. After data collection the scans were
binned at 0.005º 2 7KHSDWWHUQKDVEHHQLQGH[HGXVLQJ,72DQGPDQXDOLQWHUIHUHQFH*ULGVHDUFKDQG
Rietveld refinement have been used to determined and refine the structure respectively. The final Rp value is
7.1%. A publication is in press (Van Langevelde et al., 2001).
Short data collections were carried out of the cocoa butters COGHA (from Ghana) and COMAL (from
Malaysia), intended to support the analysis of SAXS measurements at the DUBBLE-CRG beam line. In
either case thin sticks ( ~ 3 mm thick and 3 cm long) were carved from a blocks of the respective cocoa
butters. Data collection was carried out in the interval 0-35.0º 2 ZLWKº 2 PLQ-1 and a sampling time of
100 ms during 1 and 2 hrs respectively. Although the cocoa butters are co-crystallized mixtures and the total
exposure time was short, the diffraction patterns were of surprizing good quality. Very recently, we even
managed to index them.
7KHFRPSRXQG 363LVKLJKO\UHOHYDQWLQRXUUHVHDUFKRIFRFRDEXWWHUDQGLWVFRQVWLWXHQWWULDF\OJO\FHUROV
EHFDXVHLWLVWKHRQO\WULDF\OJO\FHURORIZKLFKERWKDVWDEOH SKDVHDQGDVWDEOH ¶SKDVHLVDYDLODEOH'DWD
was collected from 0- 48 º 2 7KHSDWWHUQKDVEHHQLQGH[HGDQLQLWLDOPRGHOKDVEHHQIRXQGDQGLVFXUUHQWO\
being refined.

The compounds Z1063, Z1070, Z1071 and Z1083, four differently substituted derivates of trans,trans-1,4bis[2-phenylethenyl]benzene [compounds 1, 8, 13 and 4 respectively from Yang et al (1990)] were
PHDVXUHGZLWKVOLJKWO\GLIIHUHQWVFDQSURWRFROVDQG PD[LPD DQGUHVSHFWLYHO\ WDNLQJ
into account the quality of the patterns and the available beam time. The pattern of the compound Z1083 has
been indexed and the structure has been solved. Structure determination of the other compounds is currently
in progress.
In the framework of a project on the examination of the yellow coloured pigment Naples Yellow,
commonly assumed to be lead antimony oxide (Pb2Sb2O7), the samples B13 and D37, originating from the
KLVWRULFDO% FNOLQDQG'DUPVWDGWSLJPHQWFROOHFWLRQVKDYHEHHQPHDVXUHGXSWRDQGº 2 UHVSHFWLYHO\
The sample B13 turned to consist of a few known phases but in the D37 pattern the presence of six different
crystalline phases has been established, including one not known before. A paper is in preparation.
Data collection for the compound Y154c, a Re-dioxolene complex, upto 45 º 2 ZDVSUREOHPDWLFEHFDXVH
WKHSDWWHUQZDVXQH[SHFWHGO\QRLV\HYHQDWORZ DQGWDNLQJLQWRDFFRXQWWKHJRRGFU\VWDOOLQLW\DQGGDWD
collection time, and showed also a ‘shoulder-like’ behaviour at positions of completely resolved reflections.
After additional experiments and analysis together with Dr. Masson, it was concluded that these phenomena
could be attributed to bad particle statistics. At the time, this problem could not be solved because of the
limited amount of sample and impossibility to grind it (complex is not stable when ground).
Two organo-metallic complexes (Y178 and Y177) were measured upto 45 and 88 º 2 UHVSHFWLYHO\$Q
analysis of the Y177 pattern on the spot showed a possible metallic contamination
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