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Procedures for the DLS Experiments.  Under an argon atmosphere, in two separate J. Young 
NMR tubes, complex 5b (0.0125 mmol) was dissolved in 0.5 mL of toluene-d8.  One of the samples (B) 
was degassed by a freeze-pump-thaw cycle and then mixed with 1 atm of H2, while the other sample (A) 
was kept under argon.  After 12 h at room temperature, sample B changed from colorless to faint yellow 
while sample A remained colorless even after 48 h.  Neither 1H NMR nor 31P{1H} NMR spectra of the 
two samples showed any sign of decomposition.  Both samples were diluted with toluene and examined 
by a particle size analyzer using dynamic light scattering techniques (toluene was used as reference).  
Sample B revealed particles distributed in the range of 0.18-0.30 µm.  When centrifuged, sample B also 
showed some black particles.  Appearance of the two samples before centrifugation is shown in Fig. S1. 

 

Fig. S1 Toluene solutions of 5b with (sample B) and without (sample A) exposure to H2.   

 

Fig. S2 ORTEP drawing of [2,6-(tBu2PO)2C6H3]PdCl (1a)  at the 50% probability level.  

Hydrogen atoms are omitted for clarity.   

Electronic Supplementary Material (ESI) for Inorganic Chemistry Frontiers
This journal is © The Partner Organisations 2014



 

S3 

 

 

Fig. S2 ORTEP drawing of [2,6-(cPe2PO)2C6H3]PdCl (1c) at the 50% probability level.  

Hydrogen atoms are omitted for clarity.   

 

 

 

 

Fig. S3 ORTEP drawing of [2,6-(tBu2PO)2C6H3]PdH (2a) at the 50% probability level.  

Hydrogen atoms are omitted for clarity.     
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Fig. S4 ORTEP drawing of [2,6-(cPe2PO)2C6H3]PdH (2c) at the 50% probability level.  Hydrogen 

atoms are omitted for clarity.   

    

Fig. S5 ORTEP drawing of [2,6-(tBu2PO)2C6H3]PdC≡CPh (3a) at the 50% probability level.  

Hydrogen atoms are omitted for clarity.   
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Fig. S6 ORTEP drawing of (E)-[2,6-(iPr2PO)2C6H3]PdCH=CHPh (4b) at the 50% probability 

level.  Hydrogen atoms are omitted for clarity.   

 

Fig. S7 ORTEP drawing of [2,6-(iPr2PO)2C6H3]PdCH3 (5b) at the 50% probability level.  

Hydrogen atoms are omitted for clarity. 
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