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1. Spectra of compounds
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Figure 1: *H NMR spectrum (CDCls, 300 MHz, 298 K) of compound 4
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Figure 2: **C NMR spectrum (CDCls, 75 MHz, 298 K) of compound 4
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Figure 3: *H-'H gCOSY 2D NMR spectrum (CDCls, 300 MHz, 298 K) of compound 4
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Figure 4: *H-*C gHMQC 2D NMR spectrum (CDCls, 300 MHz, 298 K) of compound 4

S4
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Figure 5: 'H-*C gHMBC 2D NMR spectrum (CDCls, 300 MHz, 298 K) of compound 4
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Figure 6: IR spectrum (KBr) of compound 4
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Figure 7: HRMS spectrum of compound 4
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Figure 8: Adducts in HRMS spectrum of compound 4
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Figure 9: *H NMR spectrum (CDCls, 300 MHz, 298 K) of compound 5
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Figure 10: *C NMR spectrum (CDCls, 75 MHz, 298 K) of compound 5
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Figure 11: IR spectrum (KBr) of compound 5
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Figure 12: HRMS spectrum of compound 5
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Figure 13: Adducts in HRMS spectrum of compound 5
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Figure 14: Temperature dependent *H NMR spectra (C2D,Cls, 500.1 MHz) of compound 9
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Figure 15: Temperature dependent *H NMR spectra (C,D,Cls, 500.1 MHz) of compound 9
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Figure 16: C NMR spectrum (C,D,Cls, 125 MHz, 243 K) of compound 9
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Figure 17: 'H-'H COSY 2D NMR spectrum (C,D,Cls, 500.1 MHz, 243 K) of compound 9
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Figure 18: *H-*C HMQC 2D NMR spectrum (C,D,Cls, 500.1 MHz, 243 K) of compound 9
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Figure 19: *H-*C HMBC 2D NMR spectrum (C,D,Cls, 500.1 MHz, 243 K) of compound 9
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Figure 20: IR spectrum (KBr) of compound 9
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Figure 21: HRMS spectrum of compound 9
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Figure 22: Adducts in HRMS spectrum of compound 9
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Figure 23: Temperature dependent *H NMR spectra (C,D,Cls, 500.1 MHz) of compound 10
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Figure 24: Temperature dependent *H NMR spectra (C,D,Cls, 500.1 MHz) of compound 10
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Figure 25: 3C NMR spectrum (C,D,Cls, 125 MHz, 223 K) of compound 10
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Figure 26: IR spectrum (KBr) of compound 10
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Figure 27: HRMS spectrum of compound 10
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Figure 28: Adducts in HRMS spectrum of compound 10
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Figure 29: *H NMR spectrum (CDCls, 300 MHz, 298 K) of compound 11

Figure 30: *C NMR spectrum (CDCls, 75 MHz, 298 K) of compound 11
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Figure 31: 'H-'H gCOSY 2D NMR spectrum (CDCls, 300 MHz, 298 K) of compound 11
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Figure 32: *H-*C gHMQC 2D NMR spectrum (CDCls, 300 MHz, 298 K) of compound 11
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Figure 33: *H-"*C gHMBC 2D NMR spectrum (CDCls, 300 MHz, 298 K) of compound 11
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Figure 34: IR spectrum (KBr) of compound 11
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Figure 35: HRMS spectrum of compound 11

S28



134438001 ML:

134638101 B.55ES
a0 j 69_Botha_FB-pp-1,3A-
/ dimer_1#532-633 RT:
60 1349 33706 1365.30858 4 02478 AV 102 T: FTMS
X + ¢ ESI Full ms
40 1352.33632 136831004 [200.00-2000.00]
20 1354 33466 ‘ 137030900
o1 1338.96130 | | | 1360.38052 L
134933546 ML:
8 100 2.95E5
= 80 C7z hyg 0p 55 +Na:
B CraHye Og 53 Nay
é &0 pa Chrg 1
o 40
z
‘—l__‘“ 20
=, [, 1359.32535 1
1344 38006 ML:
100 2.94E5
80 crzhre 08 M1 ha:
Cr2Haz O Sa Ny
&0 pa Chrg 1
40
20
0 | , . 135436995 135937581
1365.30939 ML:
100 27BES
B0 c7z hre op 85 +K:
Cr2H7e Oz Sa Ky
&0 pa Chrg 1
40
20 ‘ l
| | 1375.30161
0 L, L L L L L L L L L LI L L L L L L L L L L L
1340 1345 1350 1355 1360 1365 1370 1375

miz

Figure 36: Adducts in HRMS spectrum of compound 11
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Figure 37: *H NMR spectrum (C,D,Cl,, 500 MHz, 403 K) of compound 13
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Figure 38: 3C NMR spectrum (C,D,Cls, 125 MHz, 403 K) of compound 13
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Figure 40: IR spectrum (KBr) of compound 13
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Figure 41: HRMS spectrum of compound 13
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Figure 42: Adducts in HRMS spectrum of compound 13
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2. Crystallographic data

The following figures show the numbering used in the crystallographic study.

Structures are depicted with displacement ellipsoids drawn at the 50% probability level. The
hydrogen atoms were omitted for sake of figures legibility (in case of 4, 5 and 9 the weakly
occupied atoms were omitted as well). In case of 13 symmetry code:
(i) -X,-y+2,-z+1.

053

052

Figure 43: ORTEP drawing of compound 4

Figure 44: ORTEP drawing of compound 13
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Figure 45: ORTEP drawing of compound 11

Figure 46: ORTEP drawing of compound 9 (CH3;CN solvate)
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Figure 48: Disorder in 5. The weakly occupied fragment is depicted in blue, the strongly
occupied in orange.
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3. Spectral data of impure compounds
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Figure 49: HRMS spectrum of compound 12
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Figure 50: Adducts in HRMS spectrum of compound 12
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Figure 51: HRMS spectrum of compound 14
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Figure 52: Adducts in HRMS spectrum of compound 14
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