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Figure S1. 1H-NMR spectra of compound 1. 

 

 

Figure S2. 13C-NMR spectra of compound 1. 
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Figure S3. 1H-NMR spectra of compound 2. 

 

 

Figure S4. 13C-NMR spectra of compound 2. 
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Figure S5. 1H-NMR spectra of compound 3. 

 

Figure S6. 13C-NMR spectra of compound 3. 
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Figure S7. 1H-NMR spectra of fragment B. 

 

Figure S8. 13C-NMR spectra of fragment B. 
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Figure S9. 1H-NMR spectra of compound 8. 

 

Figure S10. 13C-NMR spectra of compound 8. 
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Figure S11. 1H-NMR spectra of compound 5. 

 
Figure S12. 13C-NMR spectra of compound 5. 
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Figure S13. 1H-NMR spectra of fragment C. 

 

Figure S14. 13C-NMR spectra of fragment C. 
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Figure S15. 1H-NMR spectra of compound 6. 

 

Figure S16. 13C-NMR spectra of compound 7. 
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Figure S17. 1H-NMR spectra of compound 7. 

 

Figure S18. 13C-NMR spectra of compound 7. 
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Figure S19. 1H-NMR spectra of fragment D. 

 

Figure S20. 13C-NMR spectra of fragment D. 
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Figure S21. 1H-NMR spectra of compound 8. 

 

Figure S22. 13C-NMR spectra of compound 8. 

 



13 
 

 

Figure S23. 1H-NMR spectra of compound 9. 

 

Figure S24. 13C-NMR spectra of compound 9. 
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Figure S25. 1H-NMR spectra of compound 10. 

 

Figure S26. 13C-NMR spectra of compound 10. 
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Figure S27. 1H-NMR spectra of intermediate A. 

 

Figure S28. 13C-NMR spectra of intermediate A. 
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Figure S29. 1H-NMR spectra of pasireotide. 

 
Figure S30. 13C-NMR spectra of pasireotide. 
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Figure S31. HPLC spectra of compound 18 after LiBr/NaOH hydrolysis conditions. 

 

 

Figure S32. HPLC spectra of compound 18 after NaOH hydrolysis conditions. 

 

 
Figure S33. preparative reversed-phase HPLC spectra of pasireotide. 

 

Table S1. Cyclization conditions：coupling reagents, reaction temperature, time, and reagent concentration. 
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Entry Coupling reagent Temperature(°C) Time(h) Reagent 

concentration (mM) 

Yield (%) 

1 DCC/HOBT 0 2 64 30 

2 BOP/DMAP 0 2 64 47 

3 TBTU/4-methylmorpholine 0 2 64 69 

4 TBTU/4-methylmorpholine -5 6 64 71 

4 HATU/HOBt 0 2 64 80 

5 HATU/HOBt -5 2 32 87 

6 HATU/HOBt 25 2 1 69 

 

Table S2. Gradient elution conditions. 

Compound  Chromatographic 

column 

Time (min) A (%) B (%) 

fragment B Agilent Eclipse 

XDB-C18, 4.6 × 250 nm, 

5uM 

0 20 80 

  30 80 20 

  31 20 80 

  40 20 80 

fragment C Agilent Extend-C18, 4.6 

× 250 mm, 5uM 

0 45 55 

  15 70 30 

  30 75 25 

  35 75 25 

  40 45 55 

  45 45 55 

fragment D Agilent Extend-C18, 4.6 

× 250 mm, 5uM 

0 35 65 

  30 50 50 

  45 80 20 

  50 80 20 

  55 35 65 

10  Waters UPLC BEH C18, 

2.1 × 50 mm, 17uM 

0 5 95 

  6 95 5 
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  8 95 5 

  50 5 95 

crude parireotide SHIMADZU Shim-pack 

PRC-ODS (H), 20 mm × 

250 mm 

0 5 95 

  20 95 5 

  50 95 5 

  50.1 5 95 

  70 5 95 

 


