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Figure S2. 'H-NMR of TOMBU (Expansion for S1).
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Figure S3. >*C-NMR of TOMBU.
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Figure S4. HRMS of TOMBU.
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Figure S5. 'H-NMR of COMBU.
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Figure S6. 'H-NMR of COMBU (Expansion of S5).
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Figure S7. *C-NMR of COMBU.
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Figure S8. HRMS of COMBU.
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S9-S24 HPLC Analyses

1-Z-Phg-Pro-NH; model.

Figure S9. HBTU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG10865.D)
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2 6.734 FM 0.2097 108.76921 8.64380 6.5298
3 8.880 MM 0.1483 107.47305 12.08140 6.4520

Totals : 1665.74092 199.02751



Figure S10. HATU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG10800.D)
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Totals : 1529.39886 183.18653
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Figure S11. COMU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG10291.D)
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Figure S12. TOMBU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG10263.D)
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Figure S13. COMBU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG10410.D)
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2-7Z-Phe-Val-Pro-NH; model

Figure S14. HBTU.

VWD1 A, Wavelength=220 nm (YAHYA\SIG11199.D)
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Figure S15. HATU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG11201.D)
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Figure S16. COMU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG11165.D)
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Figure S17. TOMBU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG11200.D)
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Figure S18. COMBU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG11207.D)
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3-H-Tyr-Aib-Aib-Phe-Leu-NH; model

Figure S19. HBTU.

VWD1 A, Wavelength=220 nm (YAHYA\SIG10359.D)
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Figure S20. HATU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG10374.D)
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Totals : 1138.28049 182.22665
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Figure S21. COMU.

VWD1 A, Wavelength=220 nm (YAHYA\SIG11472.D)
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Figure S22. TOMBU.
VWD1 A, Wavelength=220 nm (YAHYA\SIG10248.D)
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1 €.529 PV 0.09€3 933.7937¢€¢ 149.22453 90.437¢6
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Figure S23. COMBU.

VWD1 A, Wavelength=220 nm (YAHYA\SIG10467.D)
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Figure S24. COMBU (Fmoc-amino acids were preactivated with only 1 equiv. DIEA for
15-30 s, with addition of another 1 equiv. onto the resin after the first addition).

VWD1 A, Wavelength=220 nm (YAHYA\SIG10532.D)
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