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Analytical Methods. Solution NMR spectra were collected at room temperature using a Mercury-
300BB spectrometer (Varian Inc., Palo Alto, CA, USA) unless otherwise stated. The spectral
frequency was 96.3 MHz for *'B and the NMR shifts in ppm were reported with reference to external
standards of BF;-Et,0 for the B nucleus. Field emission-transmission electron microscopy (FE-
TEM) and energy dispersive X-ray (EDX) observations were carried out on a JEOL JEM 2100F high
resolution field emission microscope. Powder X-ray diffraction (XRD) data were collected on a
Rigaku D/MAX-2500 (18 kW) diffractometer.

Figure S1. TEM image of NiNPs prepared from Ni(OAc),-4H,0. The agglomerates in the size range

of 100—200 nm coexisted with the smaller 5 nm size NiNPs.
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Figure S2. Evolution of the *'B NMR spectra of borazine formation (96.3 MHz, C4D¢)  borazing;
A B-(cyclodiborazanyl)aminoborohydride (BCDB); o ammonia borane (AB). Spectra were recorded
after (@) 0 min, (b) 30 min, (c) 2 h, and (d) 6 h reaction times at 80 °C.
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