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Experimental Section 

 
Reagents and Methods 
Reagents were obtained from commercial sources and used without further purification. All experiments were carried out 
using Schlenk techniques under dry nitrogen. Solvents were dried according to standard procedures and distilled prior to 
use. Gas chromatography analyses were performed with a Carlo Erba HRGC 8000 Top instrument using a VB-1 capillary 
column and p-xylene as internal standard. 1H-NMR and 13C-NMR spectra were recorded on a Varian Mercury 300 and a 
Bruker DRX 300 spectrometers at 300.1 and 75.4 MHz respectively. 1H and 13C chemical shifts are reported relative to 
TMS and were determined by reference to residual 1H and 13C solvent resonances. IR spectra were recorded on a 
Shimadzu 8400s FT-IR spectrophotometer. GCMS spectra (EI, 70eV) were performed on an Agilent GC 6890N equipped 
with a HP-5ms capillary column and an Agilent 5973 Network mass analyzer. [Pd(tBuDAB)(ma)] 2 [1]  and IMes.HCl 3.HCl 
[2]were synthesized according to published procedures.  

 

General procedure for the transfer hydrogenation of alkynes  
The appropriate solvent (30 ml), 1,3-bis(2,4,6-trimethylphenyl)-imidazolium chloride 3.HCl (0.055 mmol), and KOtBu (0.22 
mmol) were introduced into a two-necked Schlenk tube, equipped with a septum and a stirring bar. After stirring for 1 h at 
20 °C, [Pd(1,4-(tert-butyl)1,4-diazabutadiene)(maleic anhydride)] 2 (0.05 mmol) was added. The reaction mixture was 
stirred for 1 h at 20 °C before adding the appropriate alkyne (5 mmol), triethylamine (25 mmol), formic acid (25 mmol) and 
p-xylene (5 mmol) and then heated to the appropriate temperature until reaction was complete (3-24 h). Samples were 
recorded periodically for GC analyses. At the end of the reaction, the mixture was allowed to cool to room temperature, 
filtered over celite, diluted with pentane (30 ml), washed four times with water (4x50 mL) and eventually dried over 
MgSO4. The solvent was removed under reduced pressure and the crude reaction mixture was analyzed by 1H-NMR 
spectroscopy and GC. Products were compared with commercial samples, and products that were not commercially 
available were also analyzed by 13C-NMR, IR and GC-MS. 
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