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Figures S1-S16: NMR spectra of compounds 8-20, and 2-4.
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Figure S1. 'H and ’C NMR (500 and 125.7 MHz, respectively, CDCls) spectra of

compound 8.



NHBoc
BocHN o N\”/NV\NHTF

Ac
S
H-5 H-6a
H-1
Me,C
- CH,NHCS H-6b
H2 4 “H3
MeCO
T T T T T T T T T T T T T T 1
5.8 5.6 54 5.2 5.0 4.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 3.2 ppm
Ph
Jm CH,NHTr
X y h
T

) L L L L I IR
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 ppm

c5 |
c-2
C-4
c-6
Ph,C c-3
Me,C
CH,
Me,C
c-1
T T T T T T T T T 1
85 80 75 70 65 60 55 50 45 ppm
Ph
MeCO
MeCO Jk
co
ST Y | R T

\ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppm

Figure S2. 'H (400 MHz, 323 K, CD;0D) and "*C NMR (100.6 MHz, 313 K, CD;0D) spectra

of compound 9.
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Figure S3. 'H (500 MHz, 323 K, CD;0D) and °C NMR (125.7 MHz, 323 K, CD;0D) spectra

of compound 10.
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Figure S4. 'H and '*C NMR (400 and 100.6 MHz, respectively, MeOD, 313 K) spectra

of compound 11.
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Figure S5. 'H (500 MHz, 313 K, CD;0D) and "°C NMR (125.7 MHz, 313 K, CD;0D) spectra

of compound 12.
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Figure S6. 'H (500 MHz, 323 K, CD;0D) and °C NMR (125.7 MHz, 323 K, CD;0D) spectra

of compound 13.
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Figure S7. '"H and °C NMR (400 and 100.6 MHz, respectively, D,0, 323 K) spectra of

compound 14.



S H-4
CH,NH,
H-2
H-3
H-5 Me,C
H-6a
H-6b
T T T
3.55 3.50 3.45 3.40 3.35 3.30 3.25 3.20 ppm
CH,NHCS
H-1 L
T T T T T T T T 1
5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 ppm
C-2
C-5
C-a Me,C
C-1

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 ppm
Figure S8. 'H (500 MHz, 323 K, 12:1 CD;0D-D,0) and *C NMR (125.7 MHz, 323 K, 12:1

CD;0D-D,0) spectra of compound 15.
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Figure S9. 'H (500 MHz, 323 K, CD;0OD)and "*C NMR (125.7 MHz, 323 K, CD;OD) spectra

of compound 16.
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Figure S10. 'H (500 MHz, 343 K, DMSO-d,) and °C NMR (125.7 MHz, 313 K, DMSO-dj)

spectra of compound 18.
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Figure S11. 'H and TOCSY (500 MHz, 333 K, 5:1 CD30D-D,0) spectra of compound 2.
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Figure S12. BC NMR (125.7 MHz, 323 K, DMSO-d;) spectrum of compound 2.
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Figure S13. 'H (500 MHz, 333 K, CD;0D) and "*C NMR (125.7 MHz, 333 K, CD;0D) spectra

of compound 19.
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Figure S14. 'H NMR (500 MHz, 333 K, CD;0D) and ?C NMR (125.7 MHz, 323 K, CD;0D)

spectra of compound 3.
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Figure S15. 'H (500 MHz, 323 K, CD;0D) and "*C NMR (125.7 MHz, 323 K, CD;0D) spectra

of compound 20.
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Figure S16. 'H (500 MHz, 333 K, CD;0D) and °C NMR (125.7 MHz, 333 K, CD;0D) spectra

of compound 4.
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