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1. NMR spectra
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Figure S1. "H NMR spectrum of [Cu(CN(2,6-Me>C¢H3))(LigH2)](PFs) (2(PFs)) (CD3CN, 400
MHz).
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Figure S2. 'H-'H COSY NMR spectrum of [Cu(CN(2,6-Me2CeHz))(LigH2)](PFs) (2(PFs))
(CD:CN, 400 MHz).
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Figure S3. 1°C NMR spectrum of [Cu(CN(2,6-Me>CsH3))(LigH2)](PFs) (2(PFs)) (CD3CN, 150

MHz).
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Figure S4. '"H NMR spectrum of the reaction between [Cu(CN(2,6-Me>CsH3))(LigH2)](PF)
(2(PFs)) and (NEt4)2[M0O4] (CD3CN, 400 MHz).
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Figure S5. "H NMR spectrum of [Cu(PMes)(LigH2)](PFs) (4(PFs)) (CDsCN, 400 MHz).
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Figure S6. 'H-'"H COSY NMR spectrum of [Cu(PMes)(LigH2)](PFs) (4(PFs)) (CD3CN, 400
MHz)
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Figure S7. >*C NMR spectrum of [Cu(PMes)(LigH2)](PFs) (4(PFs)) (CDsCN, 150 MHz)
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Figure S8. >'P NMR spectrum of [Cu(PMes)(LigH2)](PFs) (4(PFe)) (CD3CN, 400 MHz).

10



L B L B o B o B B B aL s o
9 8 7 6 5 4 3 2
Chemical Shift (ppm)

Figure S9. "H NMR spectrum of the reaction between [Cu(PMes)(LigH2)](PFs) (4(PFs)) with
(NEt4)2[M00O4] (CD3CN, 400 MHz).
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Figure S10. *'P NMR spectrum of the reaction between [Cu(PMe3)(LigH2)](PFs) (4(PFs)) with
(NEt4)2[M0O4] (CD3CN, 400 MHz).
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Figure S11. '"H NMR spectrum of the reaction between [Cu(PPh3)(LigH2)](PFs) (3(PFs) and
(NEt4)2[M0O4] (CD3CN, 400 MHz).
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Figure S12. *'P NMR spectrum of the between [Cu(PPh3)(LigH2)](PFs) (3(PFs) and
(NEtz)2[MoOs] (CD:CN, 400 MHz).
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Figure S13. '"H NMR spectrum of the reaction between 1(PFs) and NaCN (CDsCN, 400 MHz).
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Figure S14. "H NMR spectrum of the reaction between 1(PF¢) and styrene (CD2Cla, 400 MHz).
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Figure S15. '"H NMR spectrum of [CuzM0204(12-O)(Lig)2] (6) (CDsCN, 400 MHz).
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Figure S16. '"H NMR spectrum of [CuzMo0,04(u2-O)(Lig)2] (6) (DMF-d7, 400 MHz).
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Figure S17. 'H-'H COSY NMR spectrum of [CuzMo0204(p2-O)(Lig)2] (6) (DMF-d7, 400 MHz).
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2. Mass spectra
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Figure S18. High-resolution mass spectrum of [Cu(CN(2,6-Me2CsH3))(LigH2)]" (27).
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Figure S19. High-resolution mass spectrum of [Cu(PMes)(LigH2)]" (3").

21

800.2452
SARLARALAAM RaM A
801

801.2473
T




=)
S

1703.3330

1704.3289

©
o

©
=3

©
o

@
S

~
o

~
o

=)
o

1701

-3
=3

o
o

S 2NN W s A
o @ o a & a oS o

3

Relative Abundance
o
S
o T T P B T D Tt Do T o Do D T T s Tl

3345

1702.3288

1703{3292

17043337

1706.3350
CsyHes O11Ns C

4.841

2 Moz =1706.3267
ppm

1706.967f

1708.3296

1708[3296

17093319

1710.3353

1710{3305

17118292

T
1701

T
1702

T
1703

T
1704

T
1705

T
1706

m/z

T T
1707

T
1708

T
1709

T
1710

T
1711

Figure S20. High-resolution mass spectrum of [CuxM0204(u2-O)(Lig)2]" (6%).
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3. IR spectra
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Figure S21. IR spectrum of [Cu(CN(2,6-Me>CsH3))(LigH2)](PF¢) (2(PF¢) (isocyanide CN
stretch region).
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Figure S22. IR spectrum of the reaction product between [Cu(CN(2,6-Me>CsH3))(LigH2)](PFé)
(2(PF¢) and (NEts)2[M0O4] (isocyanide CN stretch region).
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