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Kishi’s method, to remove tetra-n-butylammonium and tluoride ions
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entry ligand solvent temperature (°C) time (h) 16 17 recovered starting material (%)
1 PhyP DMF 80 8 24 12 23
2 P(o-tolyl), DMF 80 8 L - -
3 dppp DMF 80 8 26 28 25
4 dppb DMF 80 8 44 3
5 dppf DMF 80 8 3 18 20
6 dppb 1,4-dioxane 80 12 B - -
7 dppb MeCN 80 12 26 - 57
8 dppb MeOH 80 12 40 - 57
9 dppf MeOH 80 12 66 - 13
10 dppf MeOH 80 36 70
11 dppf MeOH 90 12 77
“Fach reaction was conducted in a 0.04 mmol scale in the presence of Pd(OAc), (10 mol %), ligand (20 mol %), and HCO,NH, (1.5 equiv).
®Only a trace amount of 16 was detected. “Only a trace amount of the starting material (15) was recovered. ¥No reaction. “Only a trace amount of
17 was detected.
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the acidity of the reaction mixture was
modulated to supress Prins reactions
which is facilitated under acidic
conditions
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the acidity of the reaction mixture was modulated to supress Prins reactions which is facilitated under acidic conditions
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