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The Rieke method is a practical protocol for producing highly reactive metal particles and has
been widely used for the synthesis of a variety of organometallic compounds.'~ However, this
method usually requires large amounts of toxic organic solvents, an inert gas atmosphere, and
a strictly dehydrated environment, making the synthetic procedure very complicated. Our
group has studied mechanochemical methods characterized by solvent-minimized conditions,
short reaction time, and simple operation under air.*® In this study, we attempted to overcome
the drawbacks of the conventional Rieke method by developing a new, effective
mechanochemical solid-state Rieke method. Details of the reaction conditions, surface
observations of the metals through XPS analysis, and the application of the prepared active
Rieke metals to organic synthesis will be discussed.
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