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Experimental Section

B-CD 1 was kindly provided by Wackegis-decalin 2 was purchased from Merck-
Schuchardt. The@1 complex was crystallized from DMF using an excek2. Colorless
crystals precipitated from the solution stored &B X for several days were ground and

placed in the 4mm rotor.

NMR spectra were recorded on a 500 MHz Bruker Agalhspectrometer operating at
125.77 MHz for**C. Standard®*C CPMAS NMR method was used at the 10 and 3.7 kHz
rotation speeds. QuantitativiC MAS spectrum was recorded using the one pulsererpnt
with inverse gated proton decoupling and delay toh€0 s. The spectra of liquid samples

were measured in the rotor at the 3.7 kHz rotadjmeed.

Temperature control was achieved by using4feb chemical shift of Pb(Ng} as a
thermometel'® 2°Pb NMR spectra of the solid Pb(N@ were always recorded prior or
directly after a measurement of tB&@1 complex using exactly the same conditions (set
temperature, VT gas flow, rotation speed) in oreachieve stable temperature conditions,
the measurements have been carried out after at B minutes waiting before each
experiment. At least 1 hour was allowed when chamgiie set temperature. Nevertheless, the
distribution of temperatures inside the samplehm riotor was sometimes as high as 40°C at

highest temperatures. Therefore, the temperathiesrsin the figures are averaged values.
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Figure S1*C CPMAS NMR spectra of the frdeand the2@1 complex B-CD part) at room

and low temperature.
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Figure S2. Quantitative’C MAS NMR spectrum of the@1 complex. Signals labelled with
asterisks belong to DMF.
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Figure S3. Eyring plots for the sold@1 complex and for liquic.



