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Abstract 

The crystal structure of [P(C6Hs)4]Br.H20, recently 
published by Vincent, Knop, Linden, Cameron & 
Robertson [Can. J. Chem. (1988), 66, 3060-3069], was 
determined independently. The results are confirmed. 
Using the same (non-standard) cell setting for P1, the 
present lattice parameters are a =  10.035 (4), b =  
10.685 (4), c = 10-677 (3) A, a = 102.45 (3), /3 = 83.30 (3), 
y = 108.08 (3)°; these differ slightly from the earlier deter- 
mination by 0-020 to 0.030,~ and 0.01 to 0.16 °, respec- 
tively. Atomic coordinates coincide within 200. 

Experimentelles 

Nachdem wir die Kristallstruktur von PPh4Br.H20 
bestimmt hatten, erschien die Arbeit yon Vincent, Knop, 
Linden, Cameron & Robertson (1988), in der die gleiche 
Struktur beschrieben wird. Wir k6nnen deren Ergebnisse 
in vollem Umfang best/itigen. Lediglich bei den Gitterpa- 
rametern haben wir (bei gleicher Mel3temperature 293 K) 
geringffigige Abweichungen gefunden (siehe Abstract); sie 
wurden mit 19 Reflexen 16 < 0 < 19 ° bestimmt. Die Atom- 
koordinaten beider Untersuchungen stimmen innerhalb 

von 20 °, vielfach auch innerhalb von 100 i.iberein, so dal3 
wir auf ihre Wiedergabe verzichten. Die Strukturbestim- 
mung erfolgte mit 1398 unabhfingigen Reflexen mit F >  
200(F) von 1560 gemessenen Reflexen. Vierkreisdiffrak- 
tometer Enraf-Nonius CAD-4, Mo Ka Strahlung, ,~ = 
0,7107 A, to-scan, Absorptionskorrektur des vermessenen 
Kristalls (0,21 × 0,22 × 0,34 mm), Transmissionsfaktoren 
0,62 bis 0,68. Verfeinerung durch Minimieren yon 
Y.w(fFo/-lF~l) 2, w=l,4/002(F), R=0,034,  wR=0,027. 
Rechenprogramm: SHELX76, Sheldrick (1976). In der 
Struktur sind die Anionen und Wassermoleki.ile zu zentro- 
symmetrischen Ringen (Br-.HzO)2 assoziiert; die PPh~ 
lonen bilden Zickzacklinien wie beim fl-AsPh4[UC16].- 
2CH2C12 (Strukturtyp II nach M~ller, Klingelh6fer, Eicher 
& Bohrer, 1984). 
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Abstract 

Re-examination of the structure of potassium nitroprusside 
0.8 hydrate [Castellano, Rivero, Piro & Amalvy (1989). 
Acta Cryst. C45, 1207-1210] with the program M I S S Y M  
[Le Page (1987). J. Appl. Cryst. 20, 264-269; Le Page 
(1988). J. Appl. Cryst. 21,983-984] suggested that a center 
of symmetry could have been overlooked in the original 
analysis. In fact, refinement in the centric space group 
Pnam (Pnma, number 62 with y and z axes relabelled z and 
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- y )  with the original data, produced the atomic coordi- 
nates reported in the present paper and gave residuals R = 
0.074 and wR--0.080. The structure is essentially that 
proposed originally except for the fact that the water 
content of this compound is one rather than 0.8 per 
nitroprusside complex (thus the modified name of the 
compound in the present communication). 

Atomic coordinates from the refinement in space group 
Pnam are given in Table 1. 
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Table 1. Fractional atomic coordinates and isotropic 
temperature factors (A 2) 

A t o m  labels  a re  cons i s t en t  wi th  those  used  to  desc r ibe  the  s t ruc-  
tu re  in the  s u b g r o u p  Pna2~. 

x y z B~o 
Fe(1) 0.1164 (0) 0.0175 (1) 0-0159 (1) 1.31 (3) 
N(I) 0.1402 (2) 0.1181 (5) -0.0417 (4) 1.7 (2) 
O(1) 0.1582 (2) 0-1822 (5) -0.0843 (3) 3.1 (2) 
C(I 1) 0.0841 (2) 0.1169 (6) 0.0933 (4) 1.4 (2) 
N(I 1) 0.0633 (2) 0.1691 (5) 0.1409 (4) 2.4 (2) 
C(12) 0-0638 (2) 0.0086 (6) -0.0523 (5) 1.7 (2) 
N(12) 0-0326 (2) 0.0043 (5) -0.0957 (5) 3.1 (2) 
C(13) 0-1441 (2) -0.1056 (6) -0.0503 (4) 1.6 (2) 
N(13) 0-1596 (2) -0.1725 (5) -0"0943 (4) 2.9 (2) 
C(14) 0.1641 (2) 0.0164 (6) 0.0972 (5) 1.8 (2) 
N(14) 0.1926 (2) 0.0233 (6) 0.1456 (4) 2.7 (2) 
C(15) 0.0891 (2) -0.1051 (6) 0.0790 (5) 2.0 (2) 
N(15) 0.0719 (2) -0-1760 (5) 0.1175 (5) 3.0 (2) 
Fe(2) 0.1IS1 (0) 0.5113 (l) -0'0022 (l) 1"29 (3) 
N(2) 0.1440 (2) 0.6147 (5) 0.0517 (4) 1.7 (2) 
0(2) 0.1623 (2) 0.6838 (4) 0-0887 (3) 2.8 (2) 
C(21) 0.0696 (3) 0.4908 (7) 0.0778 (5) 2.5 (3) 
N(21) 0.0419 (2) 0.4799 (6) 0.1273 (5) 3.9 (3) 
C(22) 0.1499 (2) 0.3869 (6) 0.0525 (4) 1-6 (2) 
N(22) 0.1683 (2) 0.3125 (5) 0.0865 (4) 2.6 (2) 
C(23) 0-1612 (2) 0.5143 (6) -0.0922 (4) 1.7 (2) 
N(23) 0.1878 (2) 0.5245 (5) -0.1440 (4) 2.5 (2) 
C(24) 0.0807 (2) 0.6153 (6) -0.0667 (4) 1.7 (2) 
N(24) 0-0589 (2) 0-6737 (5) -0.1045 (5) 2.9 (2) 
C(25) 0.0881 (2) 0.3905 (6) -0.0654 (4) 1.9 (2) 
N(25) 0.0696 (2) 0.3230 (5) -0.1007 (4) 2.7 (2) 
Fe(5) 0.2435 (1) 0.0217 (1) 0.75 1.59 (5) 

Table 1 (cont.) 
x y : B~o 

N(5) 0"1868 (3) 0.0233 (8) 0.7 2-5 (3) 
0(5) 0.3504 (3) 0.5256 (8) 0.25 4.5 (3) 
C(51) 0.2466 (4) 0"1865 (9) 0"75 2-5 (3) 
N(51) 0.2495 (3) 0"283 (!) 0"75 4-0 (4) 
C(52) 0.2482 (2) 0.0262 (7) 0.8704 (5) 2.1 (3) 
N(52) 0.2499 (2) 0.0333 (7) 0-9413 (5) 3.4 (3) 
C(53) 0.2481 (3) -0.148 (1) 0.75 2-0 (3) 
N(53) 0.2486 (3) -0.2462 (8) 0.75 2.4 (3) 
C(55) 0.3092 (4) 0.0216 (9) 0.75 2-1 (3) 
N(55) 0.1532 (3) 0.5268 (9) 0.25 3.3 (3) O(W1) 0.2506 (2) 0.8290 (8) 0.0562 (5) 7.1 (3) 
0(14/2) 0.0597 (3) -0.1363 (7) -0.25 3-5 (3) 
0(W3) 0.0720 (5) -0.493 (l) -0.25 8.1 (4) 
O(W4) -0.0199 (3) -0.2356 (7) 0.25 4.2 (3) 
K(I) 0.2535 (1) 0.2071 (2) 0.4288 (1) 3-30 (7) 
K(2) 0.0025 (1) 0.3290 (2) 0.25 2-77 (9) 
K(4) 0.0230 (1) 0"9780 (2) 0-25 3.21 (9) 
K(5) 0"1349 (i) 0.6993 (3) -0.25 3-8 (1) 
K(6) 0.1475 (1) 0.2404 (3) 0.25 3-6 (1) 
K(7) 0"0685 (1) 0.6509 (2) 0.25 3.07 (9) 
K(8) 0-0015 (1) 0.2262 (2) 0'5013 (I) 3.72 (8) 
K(9) 0.2524 (l) -0.0008 (3) 0.25 5.7 (2) 
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Abstract 

Some incorrect features in Fig. 1 of Dupont, Dideberg, 
Pirotte & Delarg e [Acta Cryst. (1989), C45, 1928-1930] are 
corrected. 

Le r6sum6 contient tous les d6tails pertinents. 
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Fig.  1. F o r m u l e s  ch imiques :  (1) c o m p o s 6  6tudi6,  (2)  h a l o g 6 n u r e  

acide c o r r e s p o n d a n t ,  (3) a m i d e  an ion ique .  
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