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Supplementary material

Table S1: Analytical data for compounds used in the study.

Code | Compound Experimental HPLC Purity
Molecular peak %
weight ( min)

5 H-Arg-[3-amino-3(1-napthyl)-propionic acid]-Phe-OH 519.4 14.55 99

6 (S) H-Arg-[3-amino-3(1-napthyl)-propionic acid]-Tyr-OH 535.3 11.58 98

6(R) H-Arg-[3-amino-3(1-napthyl)-propionic acid]-Tyr-OH 535.3 10.0 99

7(S) H-Arg-[3-amino-3(1-napthyl)-propionic acid]-Asp-OH 487.2 11.68 96

7(R) H-Arg-[3-amino-3(1-napthyl)-propionic acid]-Asp-OH 487.3 13.53 93

8(S) H-Arg-[3-amino-3(1-napthyl)-propionic acid]-[3-amino-3(1- | 569 5.02 95

napthyl)-propionic acid]-OH

9(S) H-Arg-[3-amino-3(1-napthyl)-propionic acid]-Phe-Asp-OH 636 7.88 99

10(S) | H-Arg-[3-amino-3(biphenyl)-propionic acid]-Phe-OH 545.3 12.93 99

10(R) | H-Arg-[3-amino-3(biphenyl)-propionic acid]-Phe-OH 545.3 14.10 98

11(S) | H-Lys-[3-amino-3(biphenyl)-propionic acid]-Phe-OH 517.2 14.583 98

11(R) | H-Lys-[3-amino-3(biphenyl)-propionic acid]-Phe-OH 517.2 15.42 98

12(S) | H-Arg-Pro-[3-amino-3(1-napthyl)-propionic acid]-Phe-OH 615.34 8.92 98
615.28 12.92 98

12(R) | H-Arg-Pro-[3-amino-3(1-napthyl)-propionic acid]-Phe-OH

13(S) | H-Arg-Pro-[3-amino-3(1-napthyl)-propionic acid]-Tyr-OH 632.6 11.27 96

13(R) | H-Arg-Pro-[3-amino-3(1-napthyl)-propionic acid]-Tyr-OH 632.5 12.08 95

14(S) | Cyclo (1,4)  Arg'-Pro’-[3-amino-3(1-napthyl)-propionic | 597.88 11.15 96

acid]’-Phe’

15(S) | Cyclo (1,5)  Arg'-Pro’-[3-amino-3(1-napthyl)-propionic | 862.98 14.88 98
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acid]’-Phe*-DBF’
16(S) | Ac- Arg-[3-amino-3(1-napthyl)-propionic acid]-Phe-NH2 560.4 16.13 99
16(R) | Ac- Arg-[3-amino-3(1-napthyl)-propionic acid]-Phe-NH2 560.3 19.53 99
17(S) | H-Arg-[3-amino-3(1-napthyl)-propionic acid]-Phe-Cys-OH 622.3 15.83 97
17(R) | H-Arg-[3-amino-3(1-napthyl)-propionic acid]-Phe-Cys-OH 622.4 18.60 96
FITC- | FITC-Aminocaproicacid-Arg-[3-amino-3(1-napthyl)- 1020.9 13.92 95
5 propionic acid]-Phe-OH
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Fig. 1. HPLC of compound 5
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Fig. 2. Mass Spectrum of compound 5
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Sample ID: AAF131 // 287095-11(11-12) in ACN/H20

System: BECKMAN

Column: YMC C18, 4.6 X 250mm 60°C

Solvent: A=0.1%TFA/H20, B=0.1%TFA/ACN

Flow: 1ml/min

Detector: 215nm

Method: C:\32Karat\Projects\Default\Method\35-65%B in 30 min.met
Filename: C:\32Karat\Projects\Default\Data\HPLC 1\AAF131.D113.dat

Acquisition Date: 9/20/2010 9:06:50 AM
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Results .
Pk # Retention Area Area Percent Height
Time
1 9.18 16990 0.19 1166
2 10.33 85597 0.97 4114
3 12.08 14753 0.17 1269
4 13.60 240568 2.74 7238
5 13.92 8381756 95.29 602994
6 14.20 18650 0.21 2001
7 15.13 37571 0.43 2462
Totals
8795885 100.00 621244

Fig. 3. HPLC of FITC-5
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Fig. 4. Mass Spectrum of FITC-5
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Fig. 5. HPLC of compound 6(S)
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Fig. 7. HPLC of compound 6(R)
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Fig. 9. HPLC of compound 7(S)
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Fig. 10. Mass spectrum of compound 7(S)
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Fig. 12. Mass spectrum of compound 7(R)
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Fig. 13. HPLC of compound §(S)
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Fig. 14. Mass spectrum of compound 8(S)
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Fig. 16. Mass spectrum of compound 9(S)
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Fig. 17. HPLC of compound 10(S)
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Fig. 18. Mass spectrum of compound 10(S)
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Fig. 19. HPLC of compound 10(R)
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Fig. 20. Mass spectrum of compound 10(R)
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Fig. 21. HPLC of compound 11(S)
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Fig. 22. Mass spectrum of compound 11(S)
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Fig. 23. HPLC of compound 11(R)
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Fig. 24. Mass spectrum of compound 11(R)
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Fig. 25. HPLC of compound 12(S)
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Fig. 26. Mass spectrum of compound 12(S)
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Fig. 27. HPLC of compound 12(R)
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Fig. 28. Mass spectrum of compound 12(R)
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Fig. 31. HPLC of compound 13(R)
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Fig. 34. Mass spectrum of compound 14(S)
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Fig. 35. HPLC of compound 15(S)
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Fig. 36. Mass Spectrum of 15(S)




Electronic Supplementary Material (ESI) for Medicinal Chemistry Communications
This journal is © The Royal Society of Chemistry 2011

1.01 10
054 r0.5
L . :l ll!l : oo
0 ; » 1I0 1I5 2I0 2‘5 30
Minutes
0.2 0.2
= 0.1 2 ] F0.1
8 © i
N 2 L
0.0 i g Foo
15.0 15|.5 16‘.0 1&.5 17].0 1';'.5 18.0
Minutes
Nat+ 1AR
Fig. 37. HPLC of compound 16(S)
LNy T NS BT wmr v _~75,6,0.4
100
90
80
o 70
Q
[
3 60
c
3
£ 50
2
= 40
3 561.3
x 30
20
514.6
10 562.4 1119.2 1219.1
420‘61 7252 21 77 1343.7 16816 18776
TP VOITIY e I Eiobuiin-NE | S U R St by s e IR BN R T
Oﬁmlmlméc')o T e " 1500 2000

miz
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Fig. 39. HPLC of compound 16(R)
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Fig. 40. Mass spectrum compound 16(R)
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Fig. 44. Mass spectrum 17(R)
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Fig. 45. CD spectra of compound S and its analogs in water. For synthesis of compounds 5, 9, 14
and 15 B-amino acid used had S chirality. For other compounds described in this report, B-amino
acid used was a racemic mixture. During purification by HPLC, the epimers could be separated.
Chirality of the epimers was identified by CD spectra. For reference CD spectra of compound 5
was used. A) compound 5, solid line represents the spectra of compound with S chirality at p-
amino acid. Dashed line represents CD spectra of compound 5 with R chirality at B-amino acid.
B) compound 9(S), C) compounds 10(S) and 10(R), D) 12(S) and 12(R), E) 16(S) and 16(R) F)

17(S) and 17(R). Dashed lines represent compounds with R configuration at the -amino acid.
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Fig. 46. Schematic diagram of synthesis of FITC-5. Amino acids used had L-chirality.
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