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1. Crystallography

Table S1. Crystal Data and Structural Refinement Details for Cobalt Complexes.

Complox | KRDG | GamGpIEa | GG | et
CCDC number

1566342 1567495 1567486 1567487
T Gocone | BURISOF? | SR, & | FoRd 03P
formual wt. 536.43 786.46 634.28 535.38
space group C2/c C2/c P 212121 R3c
a(A) 9.149(2) 16.0338(18) 9.2044(11) 25.992(3)
b(A) 13.467(2) 11.4266(14) 12.7702(17) 25.992(3)
c(A) 20.060(6) 17.658(2) 19.650(3) 17.3325(15)
o(deg) 90 90 90 90
R(deg) 96.18(2) 104.712(9) 90 90
y(deg) 90 90 90 120
V(A3) 2457.1(10) | 3129.1(6) 2309.7(5) 10141(2)
Z 4 4 4 18
pealc(g/cm?) 1.450 1.669 1.824 1.578
temp(K) 150(2) 150(2) 150(2) 150(2)
wavelength(A)

0.71073 0.71073 0.71073 0.71073
aoSt(mm) | 0.939 0.756 0.999 0.907
R1(Fo?) = 0.0953 0.0469 0.0376 0.0370
WR2(Fo?) = 0.2144 0.0924 0.0509 0.0563

a[| > 26(') bwR1 = ZHFol - |Fc| |/|Fo| ‘wR2 = {ZW(Foz-Fcz)z]/E[W(Foz)z]]‘/2 w = 1/[52(':02) + (aP)2 + bP] where P = (F02 +
2F2)/3



Table S2. Crytal Data and Structural Refinement Details for Nickel Complexes

compioc | BUNGA | BuEc | FGIeRT | BV R
ccDC
number 1566343 1566346 1566345 1567488 1567489
formula ﬁ4216NiH38 Cl2 ﬁi24 H34 CI2 N4 &217Ni Bisp F6 ﬁioNil?)szspFe ﬁl 5NiH(1)3; ng F6
formual wt. 536.21 508.16 691.33 565.18 574.02
space group | C 2224 C2/c P 2i/c P -1 P 21/n
a(A) 9.0137(16) 8.8352(17) 18.1480(18) 7.6252(10) 12.0210(16)
b(A) 13.3814(17) | 13.1417(17) 9.4592(8) 11.0029(14) | 16.226(3)
c(A) 20.352(3) 19.920(3) 20.795(2) 14.884(2) 12.4026(16)
a(deg) 90 90 90 71.316(10) 90
R(deg) 90 91.985(16) 119.919(7) 81.906(11) 103.909(10)
v(deg) 90 90 90 87.281(11) 90
V(A3) 2454.8(6) 2311.5(6) 3094.0(5) 1171.2(3) 2348.3(6)
z 4 4 4 2 4
peaic(g/cm?) 1.451 1.460 1.484 1.603 1.624
temp(K) 150(2) 150(2) 150(2) 150(2) 150(2)
wavelength(A

0.71073 0.71073 0.71073 0.71073 0.71073
aoStt (mm-) | 1031 1.090 0.754 0.970 1.189
R1(Fo?) = 0.0311 0.0258 0.0352 0.0478 0.0678
WR2(Fo?) = 0.0603 0.0670 0.0775 0.1669 0.1275
all > 25(l) PwWR1 = Z||Fo| - |F¢||/|Fo] °WR2 = {Ew(Fo2-F2)2/Z[W(Fo2)?]]* w = 1/[s%(Fo2) + (aP)? + bP] where P = (Fo? +

2F2)/3




Table S3. Selected bond lengths [A] and angles []:

[Co(1)Cl2]
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[Ni(1)Cl]
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UV-Vis Spectra of Complexes
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Cyclic Voltammograms of Complexes 0.001 M
in Acetonitrile with 0.1 M TBAPFs supporting
electrolyte
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