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Synthesis of Compound 3

[Fell;7(L)o(u3-0)13(us-OH) ] (PFe)6-2H20-8 CH3CN (3-2H20-8CH3CN):

A methanolic solution (3 mL) of HsL (21.9 mg, 0.06 mmol) and triethylamine (16.5 uL,
0.12 mmol) was added to a solution of FeCly-4H20 (23.9 mg, 0.12 mmol) in methanol (7
mL). The reaction mixture was stirred and a solution of triazole (4.0 mg, 0.06 mmol) in
methanol (2.5 mL) was added and the resultant mixture heated for 10 minutes. After
cooling, the solution was filtered and evaporated to yield a brown solid. The dried
brown solid was dissolved with NH4PFs (19.6 mg, 0.12 mmol) in methanol/acetonitrile
(4:1) and left for slow evaporation. The recrystallization was repeated several times to
give dark-brown crystals of [Fel;7(L)o(us-0)13(us- OH)(PFe)¢:2H20-8CH3sCN (3) and a
pentanuclear triazole bridged [Fe5] cluster, [Fes(1)3(ms-0)(trz)sICls [V in extremely low
yield. The crystals were visually indistinguishable, so while a single crystal structure

could be determined for compound 3, full analyses were impossible at this time.

[1] Triazole bridged [Fe5] cluster, T. Shiga, M. Noguchi, G. N. Newton, H. Oshio, unpublished

result.
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Figure S1.
given in Table S1.

Table S1. Mossbauer parameters of 2.

Moéssbauer spectra of 2 at 20 K (top) and 300 K (bottom).
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Fitting parameters

Least-square-fit parameters; dis, AEQ, I', and A

are the isomer shifts compared to metallic iron, quadrupole splitting, Lorentzian linewidth,

area ratio, respectively.

Temp. Spin state s (mm s1)  AEQ (mms?) I'(mms?) A (%)
20K Fe(IDHS! 0.534 0.304 0.479 48
Fe(IDHS 1.212 3.278 0.309 31
Fe(IDHS 0.994 1.698 0.213 21
300 K Fe(IIDHS 0.535 0.262 0.524 52
Fe(IDHS 1.136 2.701 0.267 27
Fe(IDHS 0.770 1.366 0.208 21

Parameters were calculated relative to metallic iron.[a] HS = High-Spin



