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Single-crystal X-ray diffraction experiment
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H3thme =

Hdpm = dipivaloylmethane
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Experimental Parameters
Empirical formula C76H132Fe4O18

Formula weight 1557.22
Crystal size 0.28 × 0.23 × 0.21 mm
Temperature 203(2) K
Wavelength 0.71073 Å

Unit Cell Determination
Crystal system Trigonal
Space group R-3c
Unit cell dimensions

a = 16.353(1) Å αααα = 90����
b = 16.353(1) Å ββββ = 90����
c = 56.917(6) Å γγγγ = 120����
Volume 13181.6(18) Å3

Z 6

Data Collection
Time required 65h

Scan type θ-2θ
Theta range 2.50 to 25.0����
Reflections collected 5701
Independent reflections 2584 [R(int) = 0.0456]
Redundancy 2.2
Average I/σ(I) 17.73

Structure Refinement
Data / restraints / parameters 2584 / 7 / 172
Final R indices [I>2σ(I)] R1 = 0.0454, wR2 = 0.1080
R indices (all data) R1 = 0.0799, wR2 = 0.1234
Largest diff. peak and hole 0.251 and -0.262 eÅ-3
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Experimental Parameters
Empirical formula C76H132Fe4O18

Formula weight 1557.22
Crystal size 0.28 × 0.23 × 0.21 mm
Temperature 120(2) K
Wavelength 0.71073 Å

Unit Cell Determination
Number of frames 60 (3 runs)
Exposure time 5′′
Time required 11′
Scan type ω, ω, ω
Scan range 0.3�
Detector-to-sample distance 40 mm
Crystal system Trigonal
Space group R-3c
Unit cell dimensions

a = 16.2069(2) Å αααα = 90����
b = 16.2069(2) Å ββββ = 90����
c = 57.1099(8) Å γγγγ = 120����
Volume 12991.0(3) Å3

Z 6

Data Collection
Number of frames 1999 (3 runs)
Exposure time 10′′
Time required 10h 20′′′′
Scan type φ, φ, φ
Scan range 0.3�
Detector-to-sample distance 40 mm
Theta range 2.99 to 28.27����
Reflections collected 44659
Independent reflections 3571 [R(int) = 0.0415]
Redundancy 12.5
Average I/σσσσ(I) 34.60
Completeness to θ = 28.27� 99.4 %

Structure Refinement
Data / restraints / parameters 3571 / 7 / 172
Final R indices [I>2σ(I)] R1 = 0.0381, wR2 = 0.1022
R indices (all data) R1 = 0.0606, wR2 = 0.1131
Largest diff. peak and hole 0.657 and -0.198 eÅ-3
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