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Figure S2. IR spectrum of compound 5 (¢ = 5 x 102M)
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Figure S3. '"H NMR spectrum of compound 5 (¢ = 2.5 x 102M)
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Figure S4. '3C NMR spectrum of compound 5 (¢ =5 x 102M)
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Figure S5. COSY NMR spectrum of compound 5 (¢ = 2.5 x 10-2M)



Compound 7

x10 5 +ESI| Scan:1 (13.401-13.822 min, 25 Scans) Frag=135.0V 2597_20140317_DAD_MS.d Subtract

3.54
3_
2.5+
2
1.5
14
0.5-
G 1 1 1
100 200
Peak List
m/z Abund
330.1 125219.8
331.2 24889
373.1 267647
374.1 23015.7
427.2 28753.2
429.1 237638.6
430.2 F0686.9
450.1 20177 .4
452.2 317638.1
453.2 F2568.7

500 600 700 800 900 1000 1100 1200 1300 1400
Counts vs. Mass-to-Charge {m/z)

300 400

Figure S6. ESI-MS spectrum of compound 7
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Figure S7. IR spectrum of compound 7 (c =5 x 10°M)
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Figure S8. "H NMR spectrum of compound 7 (¢ = 2.5 x 10-2M)
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Figure S9. 3C NMR spectrum of compound 7 (¢ =5 x 102M)
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Figure S10. COSY NMR spectrum of compound 7 (¢ = 2.5 x 10-2M)
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Figure S11. NOESY NMR spectrum of compound 7 (¢ = 2.5 x 10-2M)
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Figure $12. HRMS spectrum of compound 3b
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Figure S13. LC-MS assessment of purity of 3b (97%) dissolved in MeOH. Elution conditions: 30-70% gradient elution system with
H20 + 0.1% FA (solvent A) and MeOH + 0.1% FA (solvent B) over 20 min at 0.5 mL/min.
Coloumn used: Zorbax C18 XDB 3.5 um, 4.6x75 mm (Agilent, palo Alto, CA, USA).
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Figure S14. Concentration-dependent IR spectra of compound 3b
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Figure S15. "H NMR spectrum of compound 3b (¢ = 5 x 10-2M)
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Figure S16. '3C NMR spectrum of compound 3b (¢ = 5 x 10-2M)
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Figure S17. Concentration-dependent NH chemical shifts of compound 3b
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Figure S18. Temperature-dependent NH chemical shifts of compound 3b (¢ = 2.5 x 102M)



F [} Me
e :i v o
* @KN\/\NJ\OBu
o ¢
3b
*
[ [ ]
o0
. LJCDC|3 +50% DMSO
oo ® ° *
_JW Jk WCDCIQ, +20% DMSO
k
® [ ]
[ X J
i CDCl; + 10% DMSO
K
*
[ ) [ ]
[ N )
L ] JL CDCI, + 0% DMSO
T T T T T

NARARN N N7 N
residual CDCl; residual CH,Cl,

Figure S19. Solvent dependence of NH chemical shifts of compound 3b at varying concentrations of dg-DMSO in CDCl5 (¢ = 2.5 x 102M)
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Figure S20. COSY NMR spectrum of compound 3b (¢ = 5 x 10-2M)



SpinWorks 3: M. KMES98

.. a (
&Mi .‘
- -~
. : 3
90 L .‘
- . I
o r .
> = :1
> - B!
r i
o = e ® . Z :l

PP

Figure S21. NOESY NMR spectrum of compound 3b (c =5 x 10-2M)
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Figure S22. HRMS spectrum of compound 3¢
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Figure S23. LC-MS assessment of purity of 3¢ (95%) dissolved in MeOH. Elution conditions: 30-70% gradient elution system with
H20 + 0.1% FA (solvent A) and MeOH + 0.1% FA (solvent B) over 20 min at 0.5 mL/min.
Coloumn used: Zorbax C18 XDB 3.5 um, 4.6x75 mm (Agilent, palo Alto, CA, USA).
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Figure S24. Concentration-dependent IR spectra of compound 3¢
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