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[bookmark: _Hlk46741382]Figure S1. High-resolution mass spectrum of compound 1 comparing the experimental isotope pattern for the base peak arising from [M+Na]+ (top) with the calculated isotope pattern (bottom).
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Figure S2. High-resolution mass spectrum of compound 2 comparing the experimental isotope pattern for the base peak arising from [M+Na]+ (top) with the calculated isotope pattern (bottom).
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Figure 3. 1H NMR spectrum (500 MHz, DMSO-d6, 298 K) of 1,4-dibromo-2,5-bis(2-phenylethoxy) benzene, 1. * = H2O.
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Figure S4. HMQC spectrum (500 MHz 1H and 126 MHz 13C{1H}, DMSO-d6, 298 K) of 1. * = H2O; ** = DMSO-d6 and DMSO-d5.
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Figure S5. HMBC spectrum (500 MHz 1H and 126 MHz 13C{1H}, DMSO-d6, 298 K) of 1. * = H2O; ** = DMSO-d6 and DMSO-d5.
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Figure S6. 1H NMR spectrum (500 MHz, DMSO-d6, 298 K) of 1,4-dibromo-2,5-bis(2-phenylpropoxy) benzene, 2. * = H2O; ** = DMSO-d5.
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Figure S7. HMQC spectrum (500 MHz 1H and 126 MHz 13C{1H}, DMSO-d6, 298 K) of 1. * = H2O; ** = DMSO-d6 (13C) or DMSO-d5 (13C and 1H).
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Figure S8. HMBC spectrum (500 MHz 1H and 126 MHz 13C{1H}, DMSO-d6, 298 K) of 1. * = H2O; ** = DMSO-d6 (13C) or DMSO-d5 (13C and 1H).
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Figure S9. Solid-state FT-IR spectrum of compound 1.
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Figure S10. Solid-state FT-IR spectrum of compound 2.
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Figure S11. The four crystallographically independent molecules of 1 (polymorph I) as they are arranged in the unit cell. Symmetry codes: i = –x, –y, –z; ii = –1 – x, 2 – y, 1 – z; iii = –1 – x, 1 – y, –z; iv = –x, 1 – y, 1 – z. Ellipsoids are plotted at 40% probability level, and H atoms are omitted for clarity.
[image: ][image: ]
Figure S12. An overlay of the structures of molecules of 1 (polymorph I) containing atoms Br1 (red) and Br2 (blue), and containing Br3 (green) and Br4 (orange). Angles between the planes of the phenyl and central arene ring are 82.6o for the molecule with Br1, 81.6o for that with Br2, 82.3o for the molecule with Br3, and 81.1o for that with Br4.
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Figure S13. Details of the disorder in one of the crystallographically independent molecules of 2. Ellipsoids are plotted at 40% probability level, and H atoms are omitted for clarity.
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Figure S14. X-Ray diffraction (CuKα1 radiation) patterns (red circles) of the bulk material of 1 from the first crystallization (see text) with fitting to the predicted pattern from single-crystal structure of polymorph I (triclinic). The black lines correspond to the best fits from the Rietveld refinements, and green vertical lines show the Bragg peak positions. The blue line in each plot shows the difference between experimental and calculated points.
[image: ]
Figure S15. X-Ray diffraction (CuKα1 radiation) patterns (red circles) of the bulk material of 1 from the second crystallization (see text) with fitting to the predicted pattern from single-crystal structure of polymorph II (orthorhombic). The black lines correspond to the best fits from the Rietveld refinements, and green vertical lines show the Bragg peak positions. The blue line in each plot shows the difference between experimental and calculated points, and the differences in intensities are due to differences in the preferred orientations.
[bookmark: _Hlk45532179]Supplementary Materials: The following are available online at www.mdpi.com/xxx/s1: Figures S1 and S2: mass spectra of 1 and 2; Figures S3–S8: NMR spectra of 1 and 2; Figures S9 and S10: IR spectra of 1 and 2; Figures S11–S13: additional structural figures; Figures S14 and S15: PXRD data.
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