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1. X-ray crystallography

Data were collected on an Oxford-Diffraction Supernova diffractometer, equipped with a
CCD area detector utilizing Mo-Ko. (A = 0.71073 A) or Cu-Ka (A = 1.54184 A) radiation. A
suitable crystal was attached to glass fibers using paratone-N oil and transferred to a
goniostat where they were cooled for data collection. Empirical absorption corrections
(multi-scan based on symmetry-related measurements) were applied using CrysAlis RED
software.! The structure was solved by direct methods using SIR922 and refined on F? using
full-matrix least squares using SHELXL97.® Software packages used: CrysAlis CCD! for
data collection, CrysAlis RED' for cell refinement and data reduction, WINGX for
geometric calculations* and MERCURY? for molecular graphics. The non-H atoms were
treated anisotropically. The hydrogen atoms were placed in calculated, ideal positions and
refined as riding on their respective carbon atoms. CCDC 886629 and 886630 contain the
supplementary crystallographic data for this paper. These data can be obtained free of charge
via www.ccdc.cam.ac.uk/data_request/cif. Selected crystal data for all compounds are given
in Table S1.
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2. X-ray crystallographic information (crystal data/structure refinement) for 12 and
16

Table S1: Selected crystallographic data for compounds 12 and 16

Compound 12 16
empirical formula C1gH200s C17H19NOg
formula weight 364.34 333.33
Crystal system Triclinic Monoclinic
a/A 5.2551(4) 13.3575(6)
b/A 12.1219(7) 15.2746(8)
c/A 14.271(2) 7.8745(4)
al® 109.989(6) 90.00

pl° 95.075(7) 98.222(4)
y/° 94.816(5) 90.00

VIA® 844.7(2) 1590.2(2)
Radiation type MoKa CuKa
Temperature/K 100(2) 100(2)
Space group P-1 P2:/c

VA 2 2

w/mm™ 0.114 0.890
Total/ independent reflections 2969/2441 2836/2229
Rint 0.0222 0.0280

R:2 / WR(F)® (1 > 26(1)) 0.0436/0.1197 0.0452/0.1177
GOF 1.053 0.946

"Ri=Z[[Fo |- [Fe[/= [Fo [ PwR(F)=[X[w(F,” ~ F) VE[wFo YT, w=1/[o(Fo") + (m-p)?
+ n-p], p=[max(F,*,0) + 2FC2]/3, and m and n are constants.

S3



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

3. Crystal packing and interactions in the crystal structure of 12

Figure S1

4. Crystal packing and interactions in the crystal structure of 16

Figure S2
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5. 1H NMR and £C NMR spectra of compounds 9, 10, 12, 16 and 14

'H NMR spectrum of 9 (300 MHz, CDCls)
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13C NMR spectrum of 9 (125 MHz, CDCls)
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'H NMR spectrum of 10 (500 MHz, CDCls)
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3C NMR spectrum of 10 (125 MHz, CDCls)
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'H NMR spectrum of 12 (500 MHz, CDCls)
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3C NMR spectrum of 12 (125 MHz, CDCls)
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'H NMR spectrum of 16 (500 MHz, CDCls)
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3C NMR spectrum of 16 (125 MHz, CDCls)
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'H NMR spectrum of 14 (500 MHz, CS,/CDCls, 1:1)
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3C NMR spectrum of 14 (125 MHz, CS,/CDCls, 1:1)
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6. High resolution mass spectra (APCI+) of compounds 9, 12 and 16

Dimethyl 4,5-di(bromomethyl)-1,4-cyclohexadiene-1,2-dicarboxylate (9)
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Tetramethyl 1,4,5,8-tetrahydro-2,3,6,7-naphthalenetetracarboxylate (12)
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Dimethyl 2-methyl-1,3-dioxo-2,3,3a,4,5,8,9,9a-octahydro-1H-benzo[f]isoindole-6,7-dicarboxylate (16)
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7. High resolution MALDI-TOF mass spectra of 14

Fullerene monoadduct 14 (negative mode, DCTB matrix)
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8. DSC and TGA data of 6, 11 and 17
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Size: 9.8210 mg Br | S/,O TGA
Method: Ramp Br N6

Instrument: TGA Q500 V6.4 Build 193
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Size: 8.4870 mg
Method: Ramp
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Size: 0.4000 mg DSC
Method: SIMPLE
Instrument: DSC Q1000 V9.4 Build 287
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Size: 4.2460 mg
Method: Ramp
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