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Fig. S1 Experimental and Simulated Powder X-ray Diffraction Patterns for the Bulk Sample of 3(OTf). 
 



3 
 

500 1000 1500

0

5

10

15

20

(c)

(b)

In
te

ns
ity

, c
ps

 / 
10

6  

m/z, amu

(a)

1200 1204 1208 1212
0

2

4

6

 

In
te

ns
ity

, c
ps

 / 
10

6  

1200 1204 1208 1212
0

20

40

60

80

100

Re
la

tiv
e 

Ab
un

da
nc

e
m/z, amu  

Fig. S2 (a, b) ESI mass spectrum (positive mode) and experimental isotopic distribution pattern of 
3(OTf) in MeOH. (c) Simulated isotopic distribution pattern of 3(OTf).  
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Fig. S3 (a, b) ESI mass spectrum (positive mode) and experimental isotopic distribution pattern of 
4(OTf) in MeOH. (c) Simulated isotopic distribution pattern of 4(OTf).  
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NMR Spectra for complexes 3 and 4 

Remark: Solution (CD2Cl2) NMR spectra of 3(OTf) displayed a combination of at least three species 

(determined from 31P−31P COSY experiment, see pages 8 and 14); similar NMR spectra were still 

obtained after multiple recrystallization (two to four times). Investigation on the solution behavior by 

low-temperature NMR experiments was hampered by the poor solubility of the sample in CD2Cl2. The 

NMR spectral data for 3(OTf) were therefore not assigned, but all NMR spectra recorded are included 

in the Supplementary Information for reference.  
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