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1. Antimicrobial and hemolytic activity of lipopeptides BP367-BP402

Table A. Antimicrobial activity (MIC) of the linear lipopeptides against six plant pathogenic bacteria and two fungi

Peptide Structure? Ea° PssP Psa® XapP XfP Xav® PeP Fao®
BP100 KKLFKKILKYL-NH, 3.1-6.2 3.1-6.2 1.6-3.1 1.6-3.1 3.1-6.2 3.1-6.2 >25 0.8-1.6
BP367 CsH11CO-KKLFKKILKY L-NH, 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 12.5-25 1.6-3.1
BP368 Ac-K(COCsH 11 )KLFKKILKYL-NH, 6.2-12.5 6.2-12.5 6.2-12.5 3.1-6.2 6.2-12.5 3.1-6.2 1.6-3.1 0.8-1.6
BP369 Ac-KK(COCsH11)LFKKILKYL-NH: 6.2-12.5 6.2-12.5 3.1-6.2 0.8-1.6 3.1-6.2 3.1-6.2 1.6-3.1 0.4-0.8
BP370 Ac-KKK(COCsH11)FKKILKYL-NH: 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 6.2-125 3.1-6.2 6.2-12.5 0.8-1.6
BP371 Ac-KKLK(COCsH11)KKILKYL-NH2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 0.8-1.6
BP372 Ac-KKLFK(COCsH11)KILKYL-NH: 6.2-12.5 6.2-125 6.2-12.5 3.1-6.2 3.1-6.2 6.2-12.5 6.2-12.5 0.8-1.6
BP373 Ac-KKLFKK(COCsH11)ILKYL-NH:? 3.1-6.2 6.2-12.5 3.1-6.2 3.1-6.2 3.1-6.2 6.2-12.5 3.1-6.2 0.4-0.8
BP374 Ac-KKLFKKK(COCsH11)LKYL-NH2 3.1-6.2 6.2-12.5 3.1-6.2 6.2-12.5 3.1-6.2 6.2-12.5 >25 0.8-1.6
BP375 Ac-KKLFKKIK(COCsH11)KYL-NH: 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 6.2-12.5 3.1-6.2 0.4-0.8
BP376 Ac-KKLFKKILK(COCsH11)YL-NH2 6.2-12.5 12.5-25 3.1-6.2 6.2-12.5 3.1-6.2 6.2-12.5 3.1-6.2 0.4-0.8
BP377 Ac-KKLFKKILKK(COCsH11)L-NH; 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 6.2-12.5 3.1-6.2 0.8-1.6
BP378 Ac-KKLFKKILKYK(COCsH11)-NH> 3.1-6.2 6.2-12.5 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 0.8-1.6
BP379 C3H7CO-KKLFKKILKYL-NH: 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 6.2-12.5 3.1-6.2
BP380 Ac-K(COC3H7)KLFKKILKYL-NH: 3.1-6.2 6.2-12.5 6.2-125 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 0.8-1.6
BP381 Ac-KK(COC3H7)LFKKILKYL-NH2 3.1-6.2 3.1-6.2 3.1-6.2 3.1-6.2 1.6-3.1 1.6-3.1 1.6-3.1 0.8-1.6
BP382 Ac-KKK(COC3H7)FKKILKYL-NH2 6.2-12.5 6.2-12.5 6.2-125 6.2-125 1.6-3.1 6.2-12.5 3.1-6.2 0.8-1.6
BP383 Ac-KKLK(COC3H7)KKILKYL-NH: 6.2-12.5 6.2-12.5 6.2-12.5 6.2-12.5 3.1-6.2 3.1-6.2 6.2-12.5 0.8-1.6
BP384 Ac-KKLFK(COC3H7)KILKYL-NH2 3.1-6.2 6.2-12.5 6.2-125 3.1-6.2 1.6-3.1 1.6-3.1 12.5-25 1.6-3.1
BP385 Ac-KKLFKK(COC3H7)ILKYL-NH2 6.2-12.5 6.2-12.5 6.2-12.5 0.8-1.6 1.6-3.1 0.8-1.6 6.2-12.5 1.6-3.1
BP386 Ac-KKLFKKK(COC3H7)LKYL-NH2 12.5-25 6.5-12.5 6.2-12.5 12.5-25 12.5-25 12.5-25 >25 12.5-25
BP387 Ac-KKLFKKIK(COC3H7)KYL-NH: 3.1-6.2 3.1-6.2 3.1-6.2 31-62 1.6-3.1 1.6-3.1 6.2-12.5 0.8-1.6
BP388 Ac-KKLFKKILK(COC3H7)YL-NH2 3.1-6.2 6.2-12.5 6.2-12.5 3.1-6.2 1.6-3.1 1.6-3.1 6.2-12.5 0.8-1.6
BP389 Ac-KKLFKKILKK(COC3H7)L-NH> 3.1-6.2 6.2-12.5 3.1-6.2 0.8-1.6 1.6-3.1 0.8-1.6 6.2-12.5 1.6-3.1

BP390 Ac-KKLFKKILKYK(COC3H7)-NH> 3.1-6.2 6.2-12.5 6.2-12.5 6.2-12.5 3.1-6.2 3.1-6.2 6.2-12.5 0.8-1.6




BP391 C11H23CO-KKLFKKILKYL-NH2 >25 >25 >25 6.2-12.5 3.1-6.2 6.2-12.5 >25 12.5-25

BP392 Ac-K(COC11H23)KLFKKILKYL-NH2 >25 >25 >25 3.1-6.2 0.8-1.6 3.1-6.2 >25 6.2-12.5
BP393 Ac-KK(COC11H23)LFKKILKYL-NH2 12.5-25 12.5-25 6.2-12.5 3.1-6.2 3.1-6.2 3.1-6.2 >25 16-3.1
BP394 Ac-KKK(COC11H23)FKKILKYL-NH2 12.5-25 6.2-12.5 6.2-12.5 16-3.1 0.8-1.6 1.6-3.1 12.5-25 6.2-12.5
BP395 Ac-KKLK(COC11H23)KKILKYL-NH2 12.5-25 3.1-6.2 3.1-6.2 16-3.1 1.6-3.1 1.6-3.1 12.5-25 6.2-12.5
BP396 Ac-KKLFK(COC11H23)KILKYL-NH2 >25 >25 >25 1.6-3.1 1.6-3.1 3.1-6.2 12.5-25 6.2-12.5
BP397 Ac-KKLFKK(COC11H23)ILKYL-NH2 >25 >25 >25 3.1-6.2 1.6-3.1 6.2-12.5 12.5-25 6.2-12.5
BP398 Ac-KKLFKKK(COC11H23)LKYL-NH2 >25 3.1-6.2 3.1-6.2 1.6-3.1 3.1-6.2 0.8-1.6 >25 6.2-12.5
BP399 Ac-KKLFKKIK(COC11H23)KYL-NH2 >25 3.1-6.2 3.1-6.2 16-3.1 3.1-6.2 0.8-1.6 12.5-25 6.2-12.5
BP400 Ac-KKLFKKILK(COC11H23)YL-NH2 >25 >25 >25 1.6-3.1 3.1-6.2 16-3.1 >25 6.2-12.5
BP401 Ac-KKLFKKILKK(COC11H23)L-NH> >25 6.2-12.5 6.2-12.5 1.6-3.1 3.1-6.2 0.8-1.6 12.5-25 6.2-12.5
BP402 Ac-KKLFKKILKYK(COC11H23)-NH2 3.1-6.2 3.1-6.2 3.1-6.2 16-3.1 3.1-6.2 1.6-3.1 12.5-25 6.2-12.5

2COCsH 11, hexanoyl; COC3H?7, butanoyl; COC11H23, lauroyl.
bEa, Erwinia amylovora; Pss, Pseudomonas syringae pv. syringae; Psa, Pseudomonas syringae pv. actinidiae; Xap, Xanthomonas arboricola pv. pruni; Xf, Xanthomonas fragariae;
Xav, Xanthomonas axonopodis pv. vesicatoria; Pe, Penicillium expansum; Fo, Fusarium oxysporum.



Table B. Hemolytic activity of the linear lipopeptides

Peptide Structure? 250 uM 375 uM
BP100 KKLFKKILKYL-NH? 43+14 57+4.6
BP367 CsH11CO-KKLFKKILKYL-NH2 83+6 95+13
BP368 Ac-K(COCsH11)KLFKKILKYL-NH2 96 +0.9 97+ 3
BP369 Ac-KK(COCsH11)LFKKILKYL-NH2 84+8 86+8
BP370 Ac-KKK(COCsH11)FKKILKYL-NH: 11+2 14+3
BP371 Ac-KKLK(COCsH11)KKILKYL-NH? 75+4 95+3
BP372 Ac-KKLFK(COCsH11)KILKYL-NH2 97 £2 100+ 0.9
BP373 Ac-KKLFKK(COCsH11)ILKYL-NH2 92+1 95+6
BP374 Ac-KKLFKKK(COCsH11)LKYL-NH: 19+3 28+2
BP375 Ac-KKLFKKIK(COCsH11)KYL-NH2 70£6 86+3
BP376 Ac-KKLFKKILK(COCsH11)YL-NH2 90+4 892
BP377 Ac-KKLFKKILKK(COCsH11)L-NH2 925 89+2
BP378 Ac-KKLFKKILKYK(COCsH11)-NH2 2604 52+6
BP379 C3H7CO-KKLFKKILKYL-NH2 93+0.8 9%6+1
BP380 Ac-K(COC3H7)KLFKKILKYL-NH2 936 97+5
BP381 Ac-KK(COC3H7)LFKKILKYL-NH: 54+6 76 +2
BP382 Ac-KKK(COC3H7)FKKILKYL-NH: 100+ 0.9 1002
BP383 Ac-KKLK(COC3H7)KKILKYL-NH2 22+4 40+4
BP384 Ac-KKLFK(COC3H7)KILKYL-NH2 100+ 4 1002
BP385 Ac-KKLFKK(COC3H7)ILKYL-NH2 100+ 3 100+ 4
BP386 Ac-KKLFKKK(COC3H7)LKYL-NH2 1+01 3+0
BP387 Ac-KKLFKKIK(COC3H7)KYL-NH2 14+05 18+1
BP388 Ac-KKLFKKILK(COC3H7)YL-NH: 38+4 8910
BP389 Ac-KKLFKKILKK(COC3H7)L-NH: 22%2 39+3
BP390 Ac-KKLFKKILKYK(COC3H7)-NH2 5+0.3 709
BP391 C11H23CO-KKLFKKILKYL-NH2 100+ 0.9 100+ 0.5
BP392 Ac-K(COC11H23) KLFKKILKYL-NH2 100+ 0.9 100+2
BP393 Ac-KK(COC11H23) LFKKILKYL-NH2 97 £0.6 99+05
BP394 Ac-KKK(COC11H23)FKKILKYL-NH: 100+1 1002
BP395 Ac-KKLK(COC11H23)KKILKYL-NH: 100 + 2 100+2
BP396 Ac-KKLFK(COC11H23)KILKYL-NH: 100+ 4 1007
BP397 Ac-KKLFKK(COC11H23)ILKYL-NH2 100+ 4 1005
BP398 Ac-KKLFKKK(COC11H23)LKYL-NH2 100+ 3 1005
BP399 Ac-KKLFKKIK(COC11H23)KYL-NH2 100+5 100+ 6
BP400 Ac-KKLFKKILK(COC11H23)YL-NH2 99+0.4 100 + 14
BP401 Ac-KKLFKKILKK(COC11H23)L-NH2 1001 100+ 3
BP402 Ac-KKLFKKILKYK(COC11H23)-NH2 100+ 4 100+ 0.5

3COCsH11, hexanoyl; COC3Hy7, butanoyl; COC11H23, lauroyl.

bPercent hemolysis at 250 and 375 uM plus confidence interval (o = 0.05)



2. Synthesis of lipopeptides BP367-BP402

CsH11CO-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP367)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with H2oO/CH3CN (70:30)
afforded CsH11CO-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP367) in >99% purity.
tr = 7.77 min. MS (ESI) m/z: 760.1 [M + 2H]?**, 1520.1 [M + H]*; HRMS (ESI) m/z: calcd for
C7sH137N17013 [M + 2H]?* 760.0285, found 760.0270; calcd for CzsH13sN17013 [M + 3H]**

507.0215, found 507.0201; calcd for C7sH13sN17013 [M + 4H]** 380.5179, found 380.5165.

Ac-Lys(COCsH11)-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP368)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (70:30)
afforded Ac-Lys(COCsH11)-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NHz (BP368) in >99%
purity. tr = 7.91 min. MS (ESI) m/z; 521.3 [M + 3H]**, 781.6 [M + 2H]?*, 1562.1 [M + H]*; HRMS
(ESI) m/z: calcd for CgoH13N17014 [M + 2H]?* 781.0338, found 781.0319; calcd for CsoH140N17014

[M + 3H]?* 521.0250, found 521.0252.

Ac-Lys-Lys(COCsH11)-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP369)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25)
afforded Ac-Lys-Lys(COCsH11)-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH. (BP369) in 92%
purity. tr = 7.53 min. MS (ESI) m/z: 521.4 [M + 3H]?*, 781.1 [M + 2H]?*, 1562.1 [M + H]*; HRMS
(ESI) m/z: calcd for CgoH13eN17014 [M + 2H]?* 781.0338, found 781.0316; calcd for CgoH140N17014
[M + 3HJ** 521.0250, found 521.0263; calcd for CgoH141N17014 [M + 4H]* 391.0205, found

391.0192.



Ac-Lys-Lys-Lys(COCsHu1)-Phe-Lys-Lys-1le-Leu-Lys-Tyr-Leu-NH2 (BP370)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20)
afforded Ac-Lys-Lys-Lys(COCsH11)-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP370) in >99%
purity. tr = 7.06 min. MS (ESI) m/z: 526.1 [M + 3H]?*, 789.1 [M + 2H]?*, 1577.1 [M + H]*; HRMS
(ESI) m/z: calcd for CgoH140N 15014 [M + 2H]?* 788.5393, found 788.5380; calcd for CgoH141N15014
[M + 3H]** 526.0286, found 526.0275; calcd for CgoH142N1s014 [M + 4H]* 394.7733, found

394.7725.

Ac-Lys-Lys-Leu-Lys(COCsHa11)-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP371)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20)
afforded Ac-Lys-Lys-Leu-Lys(COCsH11)-Lys-Lys-lIle-Leu-Lys-Tyr-Leu-NH2 (BP371) in >99%
purity. tr = 7.11 min. MS (ESI) m/z: 771.6 [M + 2H]?*, 1542.2 [M + H]*; HRMS (ESI) m/z: calcd for
C77H142N15014 [M + 2H]?" 771.5471, found 771.5471; calcd for C77H143N1s014 [M + 3H]**

514.7005, found 514.7003; calcd for C77H144N18014 [M + 4H]** 386.2772, found 386.2768.

Ac-Lys-Lys-Leu-Phe-Lys(COCsHi1)-Lys-lle-Leu-Lys-Tyr-Leu-NH:z (BP372)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (70:30)
afforded Ac-Lys-Lys-Leu-Phe-Lys(COCsH11)-Lys-lIle-Leu-Lys-Tyr-Leu-NH2 (BP372) in >99%
purity. tr = 7.64 min. MS (ESI) m/z: 781.1 [M + 2H]?*, 1562.1 [M + H]*; HRMS (ESI) m/z: calcd for
CsoH139N17014 [M + 2H]?* 781.0338, found 781.0336; calcd for CgoH140N17014 [M + 3H]**

521.0250, found 521.0247; calcd for CsoH141N17014 [M + 4H]** 391.0205, found 391.0199.

Ac-Lys-Lys-Leu-Phe-Lys-Lys(COCsHai1)-1le-Leu-Lys-Tyr-Leu-NH:z (BP373)
This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20)

afforded Ac-Lys-Lys-Leu-Phe-Lys-Lys(COCsHi1)-lle-Leu-Lys-Tyr-Leu-NHz (BP373) in >99%
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purity. tr = 7.94 min. MS (ESI) m/z: 781.6 [M + 2H]?*, 1561.1 [M + H]", 1583.1 [M + Na]*; HRMS
(ESI) m/z: calcd for CgoH13eN17014 [M + 2H]?* 781.0338, found 781.0330; calcd for CgoH140N17014

[M + 3H]*" 521.0250, found 521.0244.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-Lys(COCsHai1)-Leu-Lys-Tyr-Leu-NH:z (BP374)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20)
afforded Ac-Lys-Lys-Leu-Phe-Lys-Lys-Lys(COCsH11)-Leu-Lys-Tyr-Leu-NH2 (BP374) in >99%
purity. tr = 6.91 min. MS (ESI) m/z: 789.1 [M + 2H]?*, 1577.1 [M + H]*, 1598.1 [M + Na]*; HRMS
(ESI) m/z: calcd for CgoH140N 15014 [M + 2H]?* 788.5393, found 788.5393; calcd for CgoH141N15014
[M + 3H]** 526.0286, found 526.0284; calcd for CgoH142N1s014 [M + 4H]* 394.7733, found

394.7733.

Ac -Lys-Lys-Leu-Phe-Lys-Lys-lle-Lys(COCsHa1)-Lys-Tyr-Leu-NH2 (BP375)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25)
afforded Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Lys(COCsH11)-Lys-Tyr-Leu-NH2 (BP375) in >99%
purity. tr = 7.17 min. MS (ESI) m/z: 789.1 [M + 2H]?*, 1577.1 [M + H]*, 1599.1 [M + Na]*; HRMS
(ESI) m/z: calcd for CgoH140N15014 [M + 2H]?* 788.5393, found 788.5383; calcd for CgoH141N15014
[M + 3H]** 526.0286, found 526.0276; calcd for CgoH142N18014 [M + 4H]*" 394.7733, found

394.7729.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys(COCsH11)-Tyr-Leu-NH2 (BP376)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (70:30)
afforded Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys(COCsH11)-Tyr-Leu-NH2 (BP376) in >99%
purity. tr = 7.48 min. MS (ESI) m/z: 781.6 [M + 2H]?*, 1561.1 [M + H]*, 1583.1 [M + Na]*; HRMS
(ESI) m/z: calcd for CgoH13eN17014 [M + 2H]?* 781.0338, found 781.0311; calcd for CgoH140N17014

[M + 3H]*" 521.0250, found 521.0233.



Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Lys(COCsHu1)-Leu-NH2 (BP377)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25)
afforded Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Lys(COCsH11)-Leu-NH2 (BP377) in >99%
purity. tr = 7.58 min. MS (ESI) m/z: 763.6 [M + 2H]?*, 1526.2 [M + H]*; HRMS (ESI) m/z: calcd for
C77H142N15013 [M + 2H]?* 763.5496, found 763.5486; calcd for C77H143N1s013 [M + 3H]**

509.3689, found 509.3700; calcd for C77H144N18013 [M + 4H]** 382.2785, found 382.2791.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Lys(COCsH11)-NH2 (BP378)

This lipopeptide was prepared following the procedure described in the manuscript using hexanoic
acid. Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20)
afforded Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Lys(COCsH11)-NH2 (BP378) in >99%
purity. tr = 6.96 min. MS (ESI) m/z: 788.6 [M + 2H]?*, 1577.1 [M + H]*; HRMS (ESI) m/z: calcd for
CsoH140N18014 [M + 2H]?* 788.5393, found 788.5396; calcd for CgoH141N1sO14 [M + 3H]**

526.0286, found 526.0308; calcd for CsoH142N18014 [M + 4H]** 394.7733, found 394.7742.

C3sH7CO-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP379)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
C3H7CO-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH> (BP379) in >99% purity. tr = 7.52
min. MS (ESI) m/z: 746.0 [M + 2H]?*, 1491.1 [M + H]*, 1513.1 [M + Na]*; HRMS (ESI) m/z: calcd
for C76H133N17013 [M + 2H]** 746.0129, found 746.0102; calcd for C76H134N17013 [M + 3H]*"

497.6777, found 497.6770; calcd for C76H13sN17013 [M + 4H]** 373.5101, found 373.5104.

Ac-Lys(COCsH7)-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP380)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (70:30) afforded
Ac-Lys(COC3H7)-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP380) in >99% purity. tr =

7.79 min. MS (ESI) m/z: 1533.3 [M + H]*, 1555.3 [M + Na]*; HRMS (ESI) m/z: calcd for
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C7sH135N17014 [M + 2H]?* 767.0182, found 767.0158; calcd for CzsH13sN17014 [M + 3H]®*

511.6812, found 511.6805; calcd for C7gH137N17014 [M + 4H]** 384.0127, found 384.0117.

Ac-Lys-Lys(COCsHy7)-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP381)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20) afforded
Ac-Lys-Lys(COC3H7)-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP381) in >99% purity. tr =
6.96 min. MS (ESI) m/z: 511.9 [M + 3H]**, 767.5 [M + 2H]?*, 1533.1 [M + H]", 1555.3 [M + Na]*;
HRMS (ESI) m/z: caled for C7gH13sN17014 [M + 2H]?* 767.0182, found 767.0160; calcd for
C7sH136N17014 [M + 3H]*" 511.6812, found 511.6803; calcd for CzsH137N17014 [M + 4H]**

384.0127, found 384.0119.

Ac-Lys-Lys-Lys(COCsH7)-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP382)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20) afforded
Ac-Lys-Lys-Lys(COC3H7)-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP382) in >99% purity. tr =
6.91 min. MS (ESI) m/z: 1548.2 [M + H]"; HRMS (ESI) m/z: calcd for CgoH13sN1014 [M + 2H]?*
774.5236, found 774.5220; calcd for C7sH137N1sO014 [M + 3H]** 516.6848, found 516.6845; calcd

for C7sH133N1s014 [M + 4H]** 387.7654, found 387.7648.

Ac-Lys-Lys-Leu-Lys(COCsHy7)-Lys-Lys-1le-Leu-Lys-Tyr-Leu-NH2 (BP383)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20) afforded
Ac-Lys-Lys-Leu-Lys(COCsH7)-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP383) in >99% purity. tr =
6.41 min. MS (ESI) m/z: 1514.2 [M + H]%, 1536.1 [M + Na]*; HRMS (ESI) m/z: calcd for
C7sH137N1g014 [M + H]* 1514.0556, found 1514.0535; calcd for CzsH13sN17014 [M + 2H]?

757.5314, found 757.5312.



Ac-Lys-Lys-Leu-Phe-Lys(COCsH7)-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP384)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
Ac-Lys-Lys-Leu-Phe-Lys(COC3sH7)-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP384) in >99% purity. tr =
6.91 min. MS (ESI) m/z: 1533.2 [M + H]*, 1555.2 [M + Na]*; HRMS (ESI) m/z: calcd for
C7sH13sN17014 [M + 2H]?* 767.0182, found 767.0158; calcd for CzsH13sN17014 [M + 3H]**

511.6812, found 511.6821; calcd for C7gH137N17014 [M + 4H]** 384.0127, found 384.0114.

Ac-Lys-Lys-Leu-Phe-Lys-Lys(COCsHy7)-lle-Leu-Lys-Tyr-Leu-NH2 (BP385)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys(COC3zH?7)-lle-Leu-Lys-Tyr-Leu-NH2 (BP385) in >99% purity. tr =
7.02 min. MS (ESI) m/z: 1533.2 [M + H]%, 1555.1 [M + Na]*; HRMS (ESI) m/z: calcd for
C7sH135N17014 [M + 2H]?* 767.0182, found 767.0189; calcd for CzsH13sN17014 [M + 3H]**

511.6812, found 511.6818; calcd for C7gH137N17014 [M + 4H]** 384.0127, found 384.0140.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-Lys(COCsH7)-Leu-Lys-Tyr-Leu-NH2 (BP386)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (85:15) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys-Lys(COCsH?7)-Leu-Lys-Tyr-Leu-NH2 (BP386) in >99% purity. tr =
6.25 min. MS (ESI) m/z: 1548.2 [M + H]*, 1570.1 [M + Na]*; HRMS (ESI) m/z: calcd for
C7sH136N18014 [M + 2H]?* 774.5236, found 774.5234; calcd for C7sH137N1sO14 [M + 3H]®*

516.6848, found 516.6867; calcd for C7gH13sN18014 [M + 4H]** 387.7654, found 387.7666.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Lys(COCsH7)-Lys-Tyr-Leu-NH2 (BP387)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys-1le-Lys(COCsH7)-Lys-Tyr-Leu-NH> (BP387) in >99% purity. tr =

6.49 min. MS (ESI) m/z: 7745 [M + 2H]?*, 1549.0 [M + H]*; HRMS (ESI) m/z: calcd for
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C7sH137N1s014 [M + 3H]*" 516.6848, found 516.6839; calcd for CzsH13sN1sO14 [M + 4H]**

387.7654, found 387.7648.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys(COCsH7)-Tyr-Leu-NH2 (BP388)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys(COC3zH?7)-Tyr-Leu-NH2 (BP388) in >99% purity. tr =
6.80 min. MS (ESI) m/z: 767.1 [M + 2H]?*, 1533.1 [M + H]*, 1555.1 [M + Na]*; HRMS (ESI) m/z:

calcd for CzsH134N17014Na [M + H + Na]?* 778.0091, found 778.0070; calcd for C7sH135sN17014 [M
+ 2H]?* 767.0182, found 767.0160; calcd for C7gH13sN17014Na [M + 2H + Na]** 519.0085, found

519.0070; calcd for C7gH13sN17014 [M + 3H]** 511.6812, found 511.6805.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Lys(COCsH?7)-Leu-NH2 (BP389)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Lys(COCsH7)-Leu-NH2 (BP389) in >99% purity. tr =
6.73 min. MS (ESI) m/z: 1498.2 [M + H]*; HRMS (ESI) m/z: calcd for C7sH133N1sO013 [M + 2H]?*
749.5340, found 749.5328; calcd for C7sH13sN15013 [M + 3H]** 500.0251, found 500.0268; calcd

for C7sH140N18013 [M + 4H]* 375. 2706, found 375.2692.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Lys(COCsH7)-NH2 (BP390)

This lipopeptide was prepared following the procedure described in the manuscript using butyric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys-1le-Leu-Lys-Tyr-Lys(COC3H7)-NH2 (BP390) in >99% purity. tr =
6.27 min. MS (ESI) m/z: 516.7 [M + 3H]**, 774.6 [M + 2H]?*, 1548.2 [M + H]*, 1570.1 [M + Na]"* ;
HRMS (ESI) m/z: caled for CgsHi3sN1sO14 [M + 2H]?* 774.5236, found 774.5216; calcd for
C7sH137N1s014 [M + 3H]*" 516.6848, found 516.6843; calcd for CzsH13sN1sO14 [M + 4H]**

387.7654, found 387.7665.
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C11H23CO-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP391)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (70:30) afforded
C11H23CO-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP391) in >99% purity. tr = 8.06
min. MS (ESI) m/z: 535.4 [M + 3H]**, 802.6 [H + 2H]?*, 1604.2 [M + H]*; HRMS (ESI) m/z: calcd
for CsaH149N17013 [M + 2H]?** 802.0755, found 802.0738; calcd for CsaHis0N17013 [M + 3H]*"

535.0528, found 535.0527; calcd for CesH151N17013 [M + 4H]** 401.5414, found 401.5427.

Ac-Lys(COCi11H23)-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP392)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (70:30) afforded
Ac-Lys(COC11H23)-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP392) in >99% purity. tr =
8.25 min. MS (ESI) m/z: 549.1 [M + 3H]**, 823.1 [M + 2H]?*, 1646.2 [M + H]*: HRMS (ESI) m/z:
caled for CasH1s1N17014 [M + 2H]?* 823.0808, found 823.0808; calcd for CssH1s2N17014 [M + 3H]**

549.0563, found 549.0558; calcd for CesH153N17014 [M + 4H]** 412.0440, found 412.0437.

Ac-Lys-Lys(COCi1Hz23)-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP393)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20) afforded
Ac-Lys-Lys(COC11H23)-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP393) in >99% purity. tr =
7.68 min. MS (ESI) m/z: 549.3 [M + 3H]**, 823.5 [M + 2H]?*, 1645.3 [M + H]*, 1667.1 [M + Na]*;
HRMS (ESI) m/z: caled for CgsHis1N17014 [M + 2H]?* 823.0808, found 823.0789; calcd for

CssH152N17014 [M + 3H]®* 549.0563, found 549.0548.

Ac-Lys-Lys-Lys(COCi1H23)-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP394)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
Ac-Lys-Lys-Lys(COC11H23)-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP394) in 97% purity. tr =

7.32 min. MS (ESI) m/z: 554.1 [M + 3H]**, 831.1 [M + 2H]?*, 1661.3 [M + H]*, 1683.3 [M + NaJ*;
12



HRMS (ESI) m/z: caled for CgsHis2N1sO14 [M + 2H]?* 830.5862, found 830.5847; calcd for
CssHi153N1s014 [M + 3H]*" 554.0599, found 554.0601; calcd for CgsH1s4N1sO14 [M + 4H]**

415.7967, found 415.7987.

Ac-Lys-Lys-Leu-Lys(COCi1H23)-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NHz (BP395)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
Ac-Lys-Lys-Leu-Lys(COC11H23)-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP395) in >99% purity. tr =
7.39 min. MS (ESI) m/z: 1627.3 [M + H]*; HRMS (ESI) m/z: calcd for CgsH1s3N18O14 [M + H]*

1626.1808, found 1626.1755; calcd for CesH154N18014 [M + 2H]** 813.5940, found 813.5911.

Ac-Lys-Lys-Leu-Phe-Lys(COCi1H23)-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP396)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (70:30) afforded
Ac-Lys-Lys-Leu-Phe-Lys(COC11H23)-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP396) in >99% purity. tr =
7.76 min. MS (ESI) m/z: 549.4 [M + 3H]?*, 823.1 [M + 2H]?*, 1646.3 [M + H]*: HRMS (ESI) m/z:
caled for CasH1s1N17014 [M + 2H]?* 823.0808, found 823.0791; calcd for CssH152N17014 [M + 3H]**

549.0563, found 549.0570; calcd for CesH153N17014 [M + 4H]** 412.0440, found 412.0432.

Ac-Lys-Lys-Leu-Phe-Lys-Lys(COCi11H23)-1le-Leu-Lys-Tyr-Leu-NH2 (BP397)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (70:30) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys(COC11H23)-lle-Leu-Lys-Tyr-Leu-NH2 (BP397) in 97% purity. tr =
8.10 min. MS (ESI) m/z: 549.4 [M + 3H]**, 823.1 [M + 2H]?*, 1646.3 [M + H]*: HRMS (ESI) m/z:
caled for CasH1s1N17014 [M + 2H]?* 823.0808, found 823.0806; calcd for CssH1s2N17014 [M + 3H]**

549.0563, found 549.0586; calcd for CesH153N17014 [M + 4H]** 412.0440, found 412.0444,
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-Lys(COCi1Hz23)-Leu-Lys-Tyr-Leu-NH2 (BP398)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (80:20) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys-Lys(COC11H23)-Leu-Lys-Tyr-Leu-NH2 (BP398) in >99% purity. tr
=7.26 min. MS (ESI) m/z: 554.1 [M + 3H]**, 830.6 [M + 2H]?*, 1660.3 [M + H]*, 1682.3 [M + Na];
HRMS (ESI) m/z: caled for CgsHis2N1sO14 [M + 2H]?* 830.5862, found 830.5852; calcd for
CssHi153N1s8014 [M + 3H]*" 554.0599, found 554.0602; calcd for CgsH1s4N1sO14 [M + 4H]**

415.7967, found 415.7972.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Lys(COCi1H23)-Lys-Tyr-Leu-NH2 (BP399)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Lys(COC11H23)-Lys-Tyr-Leu-NH2 (BP399) in >99% purity. tr =
7.38 min. MS (ESI) m/z: 554.1 [M + 3H]**, 831.1 [M + 2H]?*, 1660.3 [M + H]*, 1682.3 [M + Na]*;
HRMS (ESI) m/z: caled for CgsHis2N1sO14 [M + 2H]?* 830.5862, found 830.5847; calcd for
CssHi1s3N1s014 [M + 3H]*" 554.0599, found 554.0593; calcd for CgsHis4N1sO14 [M + 4H]**

415.7967, found 415.7968.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys(COC11H23)-Tyr-Leu-NH2z (BP400)

This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.
Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys(COC11H23)-Tyr-Leu-NH2 (BP400) in >99% purity. tr =
7.60 min. MS (ESI) m/z: 823.1 [M + 2H]?%, 1645.3 [M + H]*, 1667.3 [M + Na]*; HRMS (ESI) m/z:
caled for CasH1s1N17014 [M + 2H]?* 823.0808, found 823.0796; calcd for CssH1s2N17014 [M + 3H]**

549.0563, found 549.0565; calcd for CesH153N17014 [M + 4H]** 412.0440, found 412.0434.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Lys(COC11H23)-Leu-NH2 (BP401)
This lipopeptide was prepared following the procedure described in the manuscript using lauric acid.

Acidolytic cleavage of the resulting resin and purification eluting with HoO/CH3CN (75:25) afforded
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Lys(COC11H23)-Leu-NH2 (BP401) in >99% purity. tr =
7.77 min. MS (ESI) m/z: 537.5 [M + 3H]**, 806.1 [M + 2H]?*, 1610.3 [M + H]*, 1632.3 [M + Na]*;
HRMS (ESI) m/z: caled for CgzHisaN1sO13 [M + 2H]?* 805.5966, found 805.5955; calcd for
CssHissN1s013 [M + 3H]*" 537.4002, found 537.3999; calcd for CssHissN1sO13 [M + 4H]**

403.3019, found 403.30109.

Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Lys(COC11H23)-NH2 (BP402)

This lipopeptide was prepared following the procedure described in the manuscript using
lauric acid. Acidolytic cleavage of the resulting resin and purification eluting with
H>O/CH3CN (75:25) afforded Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-
Lys(COC11H23)-NH2 (BP402) in 99% purity. tr = 7.29 min. MS (ESI) m/z: 554.4 [M + 3H]*",
831.1 [M + 2H]?*, 1661.3 [M + H]*; HRMS (ESI) m/z: calcd for CgsH152N 18014 [M + 2H]?
830.5862, found 830.5866; calcd for CgsH1s3N1s014 [M + 3H]3* 554.0599, found 554.0601;

calcd for CssH154N15014 [M + 4H]* 415.7967, found 415.7969.
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3. Characterization of lipopeptides BP367-BP402: HPLC of crude and purified
lipopeptides, ESI-MS and HRMS

CsH11CO-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP367)
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HPLC of purified peptide (A=220 nm)

700 AHQEMHQEFZE 15_abrl27-04-2015 Oa [modified by Administrador] volum injectat 40,0 pl
Jmal WWL:220 nm
G500 =
E -
i P
500
%- 4:":!—_
g ]
300
E ]
F=
2]
L
< 200
100+ |
] r~,| |I
T i
- | SRR S
D—_ W - — - —
] | min
-100 i i I i i i I I I i ] i T i I
0.0 20 4,0 8.0 a0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL mAL*min Y
1 7T 525,723 39,635 100,00
Total: 525723 39,635 100,00
ESI-MS (m/2)
+MS, 0.5-0.9min #(23-42)
760.1
1520.1
507 .4
: , ) [L n . . 13921 o, 16780 .
200 400 600 800 1000 1200 1400 1600 1800 miz

17



HRMS (m/2)
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Il i

I
doNS A

| ‘ || | 381.9195

CTBHT35N1TO13, M+nH 1522 07|

"
Il
|
I
I\ 3812704
i

\ r",\\BB'I.5213

3795

'380.0

380.5

381.0

"7 3815 3820 | 3825 3830 3835 | miz
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Ac-Lys(COC5H11)-Lys-Leu-Phe-Lys-Lys- I Ie-Leu-Lys-Tyr-Leu-NHz (BP368)

o o} Y

_Y\ﬁ

HN_ O NH,

HPLC of crude peptide (A=220 nm)

200 ﬁ;ngel‘lﬁ.ngem:l 15 _maigf22-05-2015 [modified by Administrador] volum imjectat 20,0 pl
Bty WWL:220 nm
1 '."5—:
1 le—:
1 25_:
2 ]
FA
] 100
g ]
3]
g 07 | 3
S | -
25 H -
7 [
__.._.l |/..__ i i U_\‘-J‘—-_. ———————— ]
'2[:- Al r . - 1 - 1 - - 1+ - 1 - - Imin
0.0 2.0 4.0 g,0 8,0 10,0 12,5
Temps de retencid [min]
MNo. | Ret.Time (detected) Height Area Rel.Area
min maL mALFmin %
1 7.48 60,911 4478 56,85
2 7,60 32597 2633 3343
3 7,89 9958 0,765 972
Total: 103 566 R 100,00
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HPLC of purified peptide (A=220 nm)

350 Angel‘.ﬁ.ngel‘l?.[”ﬁ abril’23-04-2015 [modified by Administrador] wolum injectat 40,0 pl
HmAl WWL-220 nm
3007
g o
] =
i L
250—_
2001
= ]
E 10
- i
o ]
g5 1
100+
g |
<L
50 |
] Y
D_: o |'ﬂ |'r_ o T o 7
] I"| I| ||
-50 ‘ | ll
] min
L e e e E e I A
(1] 20 4.0 8,0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mALFmin L
1 7,91 240,601 18423 100,00
Total: 240,601 18423 100,00
ESI-MS (m/z)
Intens. +MS, 0.5-0.8min #(21-39)
x1077
7816
151 1562.1
1.01
0.54
1 521.3
0.0+— : . ~l .esf"s.‘- ll»-* . T : . - : - f . . - ;
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens._]

x106

0.8+

0.6

0.2

0o

521.3590

7815327

ldhunl |. i ——— L-L 9.?_8{:33%31.

+MS, 130.0-134.1s #(128-133)

400 600 800 1000

1200

1400 1600 1800 mfz

Intens.
%105

781.0319 7815327
1)
[

||

|

| 782.0330
I i

7830341
AN

783.5303

+MS, 130.0-134.1s #{129-123)

2000

15004

1000+

500

=

7810338 751 5354

7820371
o L

| | | | (l
7825388
783.0405

CBOHT37TNTTO 14, M+nH , 1562.07|

781 782 " 183

784 785 miz

Intens.
x106

| | A 522.3584
- [ [ \ 522 6908

+MS, 130.0-134.1s #(129-123)

5210250
| 521380

521 }6938

1
|| | ‘| || I‘I III
| | |
[ [ { \ o
| \ [ | I 522.3628
AN N \ /A .

522.0283

CBOH13TNT7O14, M+nH ,1563.08

5205

5210 5215 520 5225

5230 535 miz
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Ac-Lys-Lys(COCsHa1)-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP369)

HN" X0 NH,
H 5)\'(H (@] N (o] H (@]
N N N N
AC” NS SN N N Y
= H - H - H = H

\oYo\oﬁ

G
N

NH,

HPLC of crude peptide (A=220 nm)

00 Angel"ﬂngel‘u‘?ﬂ 15 abrl/1 6-04-2015 [modified by Administrador] wolum injectat 20,0 pl
{mal s WWL-220 nm
?:ID—-
SEID—-
ECID—-
5 ]
E 400+ N
m 4
+) ]
f i
‘i 300+ |
g 4
1 =
2:II:I—_ | F
] Il
: |-II I'II |
D- “III' = i Bt J'-w\“-— _—
-100 1 " . : , : : | | In" in
0.0 20 4,0 8,0 a0 10,0 25
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 7,20 600,240 57 50 62,04
2 7.56 367,199 26,501 28,65
3 768 114,437 8.641 931
Total: 171,877 82822 100,00
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Intens.
%107+

1.07

0.8

0.4

0.24

0.0

HPLC of purified peptide (A=220 nm)

0.6

250 #ngehﬁngel‘l_?[! 15 _abril1 6-04-2015 [meodified by Administrador] volum injectat 40,0 pl
mall WWVL-220 nm
300 N
250+
2001
5 ]
E 150
o i
a ]
f ]
E 100+ ‘
2 ]
50 |-, 3 |
| | ||
] | | )
D__'_'I Il,___ S _._._u‘_& Il"\-__ — - S—— —
5]
-1004 —— | In--in
0.0 40 6.0 a0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mal mAL*min ]
1 7.4 15,021 1,526 8,06
2 753 241,900 17,408 91,54
Total: 256,921 18,834 100,00
ESI-MS (m/z)
+MS, 0.5-0.8min #(22-39)
781.1
1562.1
521.4
1 5.1 . 12069 13360
ot 1 T — .
200 400 800 1000 1200 1400 1600 1800 miz
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Intens.

*105

0.4

0.24

HRMS (m/2)

521.0263

3591.2694

atba Lkl

+MS, 36.4-36 4s #(36-28)

781.0216

[

800 1000 1200 1400 1600 miz

7681.0316

)\

7815328

+MS, 36.4-36 4s #(36-38),

fl

I

‘ |

| | T82.0333
|

|
. I 7825341

\ /
\ IR / 78036 7g3cagg

~ CBOH137NT17014, M+nH ,1562.07]

|‘ | 7820371
i

| (1 7825388

.\ ;" .\ /\ 783.0405

15 | 7820 7825 | 7830 | 7835 7810 miz

|
|
5207298 | t)j

+MS, 36.4-38.4s #(36-38)

‘ [ 5220250
| | f\
| {1 / 522.3582

R A 5226912

R

521.0250
f

521.3554
f

CBOH137N17014, N+nH | 1563.08)

\ / I\ /\ 5223628

5215 5220 825 8230 | 8235 miz
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3‘31.0192391.'2694

|
| || 3915194

|
R Y O T B 1 5
]

| i
\ | [\ 3920193 ,
JA N\ TR 3mar0

+MS, 36.4-38.4s #(36-38)

20004

15004

1000

5004

391.0205
N 391 '\2?14

T U T BT !
RV RV / \ 3520239

CBOH13TN17014, M+nH ,1564.08

3905

3910 3915 3920

3925

393.0 miz
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Ac-Lys-Lys-Lys(COCsHi1)-Phe-Lys-Lys-1le-Leu-Lys-Tyr-Leu-NH:z (BP370)

NH,
HoD oD
NI N
AC” NS SN N
- H 5 = H

NH, HN_ _O

i,
A

NH,

HPLC of crude peptide (A=220 nm)

G
A

NH,

s00 ﬁ.ngel‘l.ﬁ.ngel‘ail 15 _abnl27-04-2015 3B [modified by Administrador] wvolum injectat 20,0 pl
AL WWL:220 nm
400
. 300
:l -
£
= i
o 4
ﬁ 200
g
{ -
100+ ' "
1 2 || P
T | = | {
j —‘] o T
S0 y A —— — T T y |mwI
0.0 2.0 4.0 8,0 8.0 0.0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL mAL*min L
1 6,66 17 474 0,994 257
2 7,06 380 607 30,135 77,87
3 7,39 90,027 7572 19,57
Total: 447 108 38,701 100,00
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Intens. |
%106

HPLC of purified peptide (A=220 nm)

350 .f'-‘mgel"u'-".ngel"ZE 16 _abrli27-04-2015 3B [modified by Administrador] wolum imjectat 40,0 pl
Hmall WWL:220 mm
300 2
- =
4 [
250+
2004
=) ]
E 1504
o ]
G ]
5 1
100+
2 |
=
] \
50 || |
] I
] , |
o | —
: ]
50
b min
-100 - 1 T 1 - T " 1T T T " T 1
0.0 20 4.0 8.0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mAL*min %
1 7,06 260,633 19,6495 100,00
Total: 260,633 19,695 100,00
ESI-MS (m/z)
+MS, 0.5-0.8min #(23-40)
789.1
15771
526.1
3184 64|2,1 A . 173:5.0
200 400 : 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens..
x105

1.251

1.004

0.759

0.50

0.259

0.00

526.3615

395.0227

789.0387

nll dd "

+MS, 218.4-230.5s #(217-229)

400 600 800 1000 1200 1400

1600 1800 miz

Intens._
x104]

2.0

0.5

0.0

783.5380 769.0387

| \ [ [ 790.0291
|

| |
|
\
JI N \ .*l

‘\ f \ 7905437

+M3, 218.4-230.5s #(217-229)

20004

1500+

1000+

5004

7885393
1 789.0409

| | i 7895426

| | | | ||||

|

[ I [l 7e00as3

/| [ I\ J\ 790560

C8OH138N 18014, M+nH 157708

7885 7390 789.5 790.0 790.5 7910

7915 7920 miz
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Intens. WS, 2184 230 55 #(217-229)
%102
1.5
525“0275 526.||3515
|
|
i '
B | |||
| | || | 6266949
l | f\
05 I [ f
[ [ 'l 5270088
II ‘II | I| |I | 1’\\
\ \ 527 3622
w0 JERN AN 5276943
: CB0H138N 18012, MrnH ,1578.09
526.0286
2000] A 526.3630
i f
H I
1500 || || || ||
| | (|
10001 \ I [ 56,6975
AR f
(. ‘l l | I|
] | |
>0 ||| R N A
| [
[ [ [ /\ \ 5273664
0 LN SN SN N A
5255 5260 5265 5270 5275 5280 5285 miz
Intens 3 +MIS, 218.4-230.65 #(217-229)
X105 3947725 395751227
] .‘
5 i |
3 I ||
4] ||
] [ || 3952732
% 1 | L
] | [ Il
2 AU
] (| | \ [} 3955241
19 | I|II | | I| I\I I|"\|
1 , | [\ 3957741
o b NN 396.0208
1 CBO0HTIBNTBOTE, M+nH ,1579.10
20004 394"{? 3 395.0241
1 I \
1 I I
1500 M N
] | |
] 1
1000] [ || | 392749
] | | |
] I [ HI
§ | |
€00, T B T 11
] \ { | {
] [ \ \ /\ 3957766
"3aa0 "3945 3950 3%s5 390 3%5 mz
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Ac-Lys-Lys-Le

u-Lys(COCsHu11)-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP371)

OH

o © Hooo HooO oS oo o9
AC/N\_)J\H N\_)J\u N\_)J\H N\_)J\H N\_)J\H (NN

< 0 = 0 = X 0 :\H 0 :ﬁ/

NH, NH, NH,

HPLC of crude peptide (A=220 nm)

1.400 ﬁ.ngel'-ﬁ.n gelh2015_abrl/28-04-2015 4a [modified by Administrador] volum injectat 20,0 pl
T JmAu E WVL:220 nm
1.20 :n—
1.00 :n—
5 &0 :n—
- ]
g J
ﬁ &0 :n—
i |
< 400 5
200+ - n s
1 2 Ll =
A
] - LH’- |
m _J_ \
0 v o S -"\_A__P‘u—""-;r\ ’(J-k' L ————
1|
]| .
-200 — i I i i i I T i i I i i i I T i i [ i T i ImlrI
0.0 2.0 40 8.0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL mAL*min )
1 6,69 24 367 1,155 0,93
2 710 1213823 a7.,208 77,85
3 7,30 81,648 5491 4,40
4 7a7 245014 16,765 1343
5 an 71,924 4,245 340
Total: 1636782 124,863 100,00
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Intens. 1
x107]

2.0

107

0.0-

HPLC of purified peptide (A=220 nm)

1.57

05

350 AngeMngehZEw abril’28-04-2015 4a [modified by Adminisirador] wolum imjectat 40,0 pl
Hmal - WAWL-220 nm
] -
300
250+
2004
=) ]
£ 1504
o i
3 ]
5 1
100+
3 |
=
504 |
] lL
I T ]
1 1Y
_ED—_ |
] | min|
-100 — T I T T T T I I T T T T T I
0.0 20 40 8,0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mALU*min %
1 1 204 8O3 21,782 100,00
Total: 204 853 21,782 100,00
ESI-MS (m/z)
+MS, 0.5-0.8min #(21-38)
1542.2
7716
5148 6256 | 1138.0 1705.1
200 400 600 800 1000 1200 1400 1600 1800 miz

32



HRMS (m/2)

Intens. | +MS, 51555 b3 #(51-65)
x105] 515.0338
1,504
1.254
1.004
0.75+
1 386.5272
0.50-
0.251 7715471
ooobludule il ML e b : S
400 600 300 1000 1200 1400 miz
Intens, +MS, 515-55 55 #(51-55)
X104 m.ﬂ&m 772.0481
/ \
|
| |
||| |'I
15 | | | \
[
| l [ 7725493
1.0 || [ A
| "
|| | II f |
0.5 [ I [ 773.0479
| | I N
[ [\ L I 773.5489
00 J N Y L e . .
: CT7HI40NT8014, MnH ,1543.10
7715471
20001 i 7720487
i fi
15001 ||| [l
| I
|
10001 | || |‘ || ??2.?504
0\
\ | [ I\
500 | ‘ I [
o I 773.0521
f
| I A 7735538
7705 771.0 7715 7725 7730 7735 774.0 TT45  miz
Intens +MS, 51.5-55 5= #{51-55)
x1
- 5150338
15 Jd.ﬂ?-:-:xa |
fI
1 —
1.0 |
| | l 515.3673
| ' f
[ [ \
f Il
0.5 {1 i
[ | { {1 5157015
| {1 \ )
| [ [ [\ 51,0352 .
00 __ ) L W S e 5163620
- SO 001, e 103 10
514.7005
2000 A\ 515,040
)
) H i
500 N | |I
I L
1000 I || [ 515.2003
500 || I| f II I
1
[ . [ | sis70s
] | | \ \
, S / _ AN
E14.5 5150 5156 516.0 5165 170 mz
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Intelnt)sd +MS, 51.5-55 b3 #(51-55)
iyl
3862768 3865272
B i |I|
|\
1
| [l
4 N | 3867770
| [ | A
I L
5] | | | | |"
(1 A I 38?}1\1265
[
(T \ [\ 3872787
o N R N R R Y A A
CTTHIA0NTBO1E, WnH 154511
386.2772
20004 fI 3865280
|| II |p'
|
15001 ‘ '| '
A
o
10001 (. l‘ | 3867788
I | A\
A
500 || | || | I
[V L L serar
| \ { \ | \
/ - 387 2805
ol R W WA WA~
386.0 3865 3870 W75 3880 miz
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Ac-Lys-Lys-Leu-Phe-Lys(COCsH7)-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP372)

PUWY-A 04 i

Ty T

HPLC of crude peptide (A=220 nm)

1 600 ﬁ.ngel'x.ﬁ.ngel".zil‘ 5 _abrnl28-04-2015 5a [modified by Administrador] wolum imjectat 20,0 pl
7 Imau - WVL:Z20 nm
1.4[!:!—-
1.2|::|—-
1.000+
= 4
E B0+
m 4
o i
ﬂ - -~
3 Gl =
<
400 | E
200 E | fl E
D_:_"-"l If_hk,""_ .l'-\-__ — e e --——'-'ﬂ\-ﬁl ; gi TR R
1 |l .
-200 — 1 T T 1 T T |mwI
0.0 2.0 4.0 8,0 8.0 10,0 25
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 74 47 935 4 505 252
2 7,61 1340,772 118,085 64,77
3 7,75 485 876 359,491 21,66
4 8,05 205,759 15,107 829
5 8,79 56,449 5022 275
Total: 2146790 182 300 100,00
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Intens. ]
X107

1.257

0.751
0.50
0.251

0.00

HPLC of purified peptide (A=220 nm)

" AngeMngel‘lZE 15_abrili28-04-2015 5a [modified by Administrador] volum injectat 40,0 pl
Jmall WAVL-220 nm
1 E:
600 =
500
g 400
g i
300+
f i
L
]
L
< 200+
100+ ‘
: lL
TV VT I ——
] | .
in
-100 ' R l ; T
0.0 2.0 4.0 8.0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min maAL mAL*min %o
1 7,64 558,375 42 439 100,00
Total: 568,375 42 439 100,00
ESI-MS (m/z)
+MS, 0.5-0.8min #(21-35)
1562.1
7811
63:5.0 102IG.8 115_6,9 12{-_37,9 X 171“4_1,0
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

521.3586

781.0336

idies T T PO —

+MS, 91.7-103.8s #{91-103)

200 400 500 800 1000 1200

1400

1600 1800 miz

7820358

| || | | | |
[ { |'. 782.5362
| | | [ ."\,\
\

783.0379
AN

783.5357

+MS, 91.7-103.8s #(91-102)

\ [ |
\__J L_JI
781.0338

781 .:5354

| | | ‘ ?82.?3?1
I

I

|

|| | | A

)\ i \ I S\

7825388

CB0H137N17014, M+nH ,1562.07|

783.0405
780 781 782 783

784 765 miz

| | | s216925
| |
| |
A
Ly L[] 52200
N
|| | | | ‘II | \

5207040 | 522 3596

R 522 6932

+MS, 91.7-103.8s #(91-103)

521.!‘325[]5217“359_‘:1

522.0283
\ |l i i

R [\ 5223628
P Y N S AN }\

CB0H137N17014, MenH ,1563.08)

520.0

5205 521.0 5215 5220 5225

5230

5235 5240 miz
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+MS, 91.7-103.8s #(91-103)

Intens_
x104
84
391.0199 391'h2m4
B I f
||I [
" a [| 3915208
R [ A
| | | II ||
| | |
21 [ ! \ [ 391[&’?08
i i
[ [ [
[ \ . \ 3920199
0b— D N N B Y 392.2656
CBOHT3/NT7014, N+nH , 1564.08
20007 391".? 20 3912714
I it
I I| |I
1500 [ i
A
A [
1000] I [ | 3915222
I (1 N
|| [ I
500 I| II [ | III
] O A T 1 )
| \ | ]
V) ' 392.0239
ol —— ‘-/..j..l\..\.....
300.5 391.0 3915 3620 3925 3930 miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys(COCsHai1)-lle-Leu-Lys-Tyr-Leu-NH2 (BP373)

OH

oo HoQ o0 HoQ o0 o9
AC/N\_)J\H N\_)J\H N\_)J\H N\_)J\H N\_)J\H (NS

z (o) = O < = O :\H O :ﬁ/

NH, NH, NH,

HPLC of crude peptide (A=220 nm)

- ﬁ.ngerx.ﬁ.ngeF.Z:l‘ 5 _maigfl8-05-2015 ivDde Ga [modified by Adminisirador] volumn imjectat 26,0 pl
1.600
AL ¥ WWL:Z20 nm
7 @
] [
1400
1.200
1.000H
%‘ ]
= BDH
m .
0 i
ﬂ i
GO0
g T L)
i ]
< ™
- o
400 |
] |
i r|
200 | |.J |
1 |
—— l'\_- R - S— R — R _\u\——"""““- — —— ]
- | i
-200 T T T I T T T I T T T I T T T I T T T [ T
0.0 2.0 4.0 8.0 8.0 10,0 125
Temps de retencid [min]

Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mALmin %
1 7,95 1332 447 118,517 75,82
2 a.23 30,877 37 505 2408
Total: 1673,324 156,113 100,00
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Intens.
x107

1.2

0.8

0.45

0.25

0.0

HPLC of purified peptide (A=220 nm)

0.61

<00 ."-‘-.n-gel‘.ﬁ.ngel"_?[! 15_maig/08-05-2015 wDde Ga [modified by Administrador] volum injectat 40,0 pl
maAl = WWVL-220 nm
: <
B00H
HO0H
g 400
g |
300H
q i
L
2]
=]
< 200+
100+ |
] i |I
E |
}W‘ L B A N .
1 ‘ min
-10c — T — T T T y T
0.0 20 4.0 8,0 8.0 10,0 125
Temps de retencid [min]
MNo. | Ret.Time (detected) Height Area Rel.Area
min mal mAL*min %
1 7,94 612,471 49315 100,00
Total: 612 471 49 315 100,00
ESI-MS (m/z)
+MS, 0.5-0.8min #(21-37)
1561.1
7816
635.0 . 1026.9 N 1?%0,0
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

521.3584

391.2701

781.0330

+MS, 57 5-65.5s #(57-65)

400 600

800 1000

1200

Intens.
x104]

781

0330

| || 782.0350
[

+MS, 57.5-65.55 #(57-65)

783.0355

[ 7820371
‘ | [ I|
]

~ CBOHT3TNTTO14, M ,1562.07]

782.5388
il

I\ 783.0405

780.0 7805 781

7825 7830 7835 miz

Intens |

=
=)
A L S T AL o

(=]

5210044 521368
I [
|
i |

521 .r5920
i
I
Il

522.0257
||‘ I\

[ 522.3599

+MS, 67 5-65.bs #{57-65)

5226920

521.:?250 5913504
| N

5220283
7\
/A 522 3628
A

CBOH137N17014, M+nH , 1563.08]

5220 5225

523.0 5235 miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-Lys(COCsHu1)-Leu-Lys-Tyr-Leu-NH:2 (BP374)

NH,
oS HoD
N NI

AC” NS SN N

= H § = H

NH,

i
AN

NH, HN

(0}

HPLC of crude peptide (A=220 nm)

NH,

oS edl
A

180

ﬁ;ngel‘lﬁl.ngemil 15_maigi1 1-05-2015 iwvDde 7a [modified by Administrador]

volum imjectat 20,0 pl

man WWL:Z20 nm
] 3
- 5[!_- E
1257
5 100
é ]
W ]
a ]
i 75
I
=y ]
50 i 2
22 |
] Nl |
--— - e ..-"‘“""N S W e _——_
T Nl v
] [ )
-20 —t T T T T T |mlrI
0.0 20 40 8.0 8.0 0.0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mAL*min %
1 £, 96 133,525 9002 68,96
2 7.05 26,348 1,253 9,60
3 733 24 700 1,724 13,20
4 8,19 15,506 1,075 8,23
Total: 200170 13,054 100,00




Intens.

1077
1.251
1.007
0_755
0.50
0.251

0.00-

HPLC of purified peptide (A=220 nm)

1400 ﬁ.ngel'u.ﬁ.ngem:l‘ 5 _maig/11-05-2015 nvDde 7a [modified by Administrador] volum injectat 40,0 pl
T Imau WWVL:220 nm
- u
- @
1.200 -
1000
g ac:n—_
g i
B
8 _
L
3 ]
£
< A0
2 ]
. |
7 {
o i 1_1 r.r‘“-..r - — |
1 |r miin
204 — ' | ' ' ' | v ' ' | ' ' ' | | ' v ' |
0.0 2,0 4.0 6,0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 6,51 1158, 422 85 276 100,00
Total: 11658 422 95 276 100,00
ESI-MS (m/z)
+MS, 0.5-0.8min #(22-36)
15771
789.1
5265 64207246 [[l 9751 1080.71171.8 1278.0 17291 1864.0
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

3950233

526.3625

7865393

L],J I.“uuhl L | Y WY

+MS, 69.4-77 4s #(58-76)

200 400 500 a00 1000 1200 1400 1600 1800 miz
Intens. +MS, 69.4-77 45 #(56-76)
x105 7835393 789.0403
1.0 \ )
1 I fl
0.8 (l il
] /| ||I
056 [ [ 769.5421
1 | | ‘ | il
0.4 | | [
] | II n A
0.2 | | I'n |I ".\ 79[:'»[\1422
] [ | | I 790.5440
| ] |
. I A Y _
1 CBOHT38NT8012, MenH,1577.08
2000] ?aa.lfaea Tag,lpans
R |
1 / I
1500] I 1
1000] N i 789.5426
] I I f
500] | B [
1 I| | I| | M 7900443
4 | |
] )\ ) \ /| J\ om0
7875 788.0 7885 785.0 789.5 790.0 790.5 7910 7915 miz
Intens +M35, 69.4-T7 4= #(6E-70)
x 5260284 §26.3625
5 |"| I'Il
i [
4 | || |
3 | || | || 528 6a5e
|
2 \ |1 1
| 1 i I I|
. I| \ | II | 5270297
| \ f \ f
f ! 527 3625 _ ~
: JA N\ / 7
TEIATSENTE0 13, MenH 1575 00
2000 26,0280 526.3630
I il
il ||' \
1 f11
| |
1000 I || | 526 6075
| | M
|I I| |I I [
| I
w0 | '|I [\ / II'I. 527.0318
AR ARV~
5287 Ead.00 52625 52450 575 537 00 £27 25 £27 50 52775 miz
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Intens
x1

384 7733 3850233

]
_ L\_ _J \J

3955232
.'I I".

[ LN

3857732 "
o 286.0214

+M3, 80.4-77 45 #{BE-TE)

| | [ | asszr40

305.5253

| A 7
\J\ 8TT6

CEOHTAENTED T4, MenH 120210

aghs

306.0

3065 miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Lys(COCsH11)-Lys-Tyr-Leu-NH:2 (BP375)

HPLC of crude peptide (A=220 nm)

550 ﬁ;ngel‘lﬁ.ngeﬁﬂﬂ 15_maigi1 1-05-2015 iwDide 8a [modified by Administrador] wolum injectat 20,0 pl
mALl WVL:ZZ0 nmy
— -
=
1 -
400
5 i
< 300+
; 4
[+ i
&
o i
E 200+ 2
<L g -
0o ‘ ‘|
4 LI |I
I, T
T rﬁlr-—”—-——-- o — e
T I|.|1 lr ! .
iy
-50 i i I i i i T i i i I i i i I i i i ] i T i I
0.0 20 4.0 8.0 8.0 10,0 12,5
Temps de retencid [min]

Mo. | Ret.Time (detected) Height Area Rel.Area
min mal mAL*min %
1 718 4234 330 31,91 75,83
2 745 132,639 10117 2407
Total: h66,969 42 028 100,00




Intens. ]
1067

1.251

0.751
050

0.25-

0.00

HPLC of purified peptide (A=220 nm)

a00 Angel"ﬂngel‘lﬁ?ﬂ 15_maig/11-05-2015 wDde 8a [modified by Administrador] wolum imjectat 40,0 pl
ALl WWL:220 nm
] g
E "~
500
400
=1 ]
T a0
E 4
¥} ]
h |
L
5 2004
0 ]
{ -
100+ \
':'—_—lluII I{(f-.u,f—-— e — T
i min|
-100 — T I i i i T i i i I T i i I ] I
0.0 20 4,0 8,0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %o
1 77 491,684 MM 100,00
Total: 491,684 M 100,00
ESI-MS (m/z)
+MS, 0.5-0.8min #(25-37)
1599.1
7891
642.0 1127.8 1735.0
. USRI I ROPPY W WA || N 938‘6_..._.‘ ik, 1279 \ - 18639
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens. +MNIS, 66.6-60.65 #(66 69)
x102
5 3950229
d__
525.3616
3_
2,
1_
789.0388
2209959 u
0l il Ll J Lol
200 400 600 800 1000 1200 1400 1800 1800 miz
Intens +M5, 58.5-50 s #(66-60)
x1
?‘BB.'EGEIS 799-'?3“53
|
¢ | |
: [
[ | ! fsuhaéns
2 [ || i\
| | | 1
[ 1 (1 i 700.0297
| ! | | [ |l|".
\ 7805418
. S\ \ 70
AT ENTE014, WenH 1T 8
2000 TEES03 g nana
I i
| |
N (-
1000 | | | | 780.5426
| | Il
| | I
500 | |I I| | || \ 700.0443
|\ ) | 7005460
e ri I\. T
TET S T8RO TEE 5 78h0 7B S 7400 To0 5 7e1.0 TE1E  mz
Intens +M5. 00,550, 65 #{60-00]
1 .
* 52—5r|3275 5‘25'35 8
!
3 |II |I
1R
) | | | |I 526 5051
|
| R f
R "
' | | 527 1268
|| II | | I| | Y
! | -
. e Y Y R A
TR IEN 15073, ManH 15750
2000 52'5{"235 5283630
[ fl
[ |'|
1500 [ a
' M
- I || s2esus
[ [ il
AR I
00 f || || |I [ | szvpse
IR, I 527.3684
. J J A )\ s .
52k 5 E28.0 5276 5 527 10 7 5 5280 miz
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intens. +15, 66 6-60 65 #66-60)
10
e 3o47720 3950220
i A
Iy |
4 [ I
N A
3] A | 3852721
|
| |I | I|I |ﬂ|
2 [ [ I| |
1
1 [ ] R
1 | \ [
| \ | \ [
. 3857722
. amsses 0 N/ O\ ) \_ \ AT 396.0205
Ca0H138N18014, Mt 1578 10
2000] JITE - 3950041
fl i
| |I I| II
1500 || | I| |I
i ||
1000 || I| || lI 3052749
R
I || \
5001 | |I [ [l
. [ [ [ 395 5256
| i | | | \ /\
\ - 395.7766
ol , Y, N / \ / N , : : , ,
3944 | 3946 3948 | 3950 3952 | 3954 | 3956 3958 3950 3962 miz



Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys(COCsHu1)-Tyr-Leu-NH2 (BP376)

FUNY-A 04 7.

ooy T

HPLC of crude peptide (A=220 nm)

HN

O

\n/\/\/

ﬁ.ngeh.ﬁ.n gel2015_ maig/13-06-2015 Da [modified by Adminisirador]

wvolum injectat 25,0 pl

" Imau WVL:220 nm
1 ?5:'—: §
1.500
1.250-]
=) ]
z
= 1.000
& ]
& ]
5 7504
S 1 |
500 | 4
260 | ”
] s
] . - 0 .
__ \l_q N —— - B —
- | | I'II
200—— T T T T T —
0.0 2.0 40 6.0 8.0 10,0 125
Temps de retencio [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 745 1536,958 155,833 ar. 70
2 779 208,985 21,863 12,30
Total: 1835943 177,696 100,00
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HPLC of purified peptide (A=220 nm)

" Angel‘.ﬁ.ngel‘lﬁ?ﬂ 15_maig/13-05-2015 8a [modified by Administrador] wolum imjectat 40,0 pl
Jmal WWL:220 nm
] g
1 -

g00- ~

500

400+

Absorbancia [mAall]
[74)
=)
7

T
fl
|

-100 — 1 - - I - - - 1 - 1T " T T 1
0.0 2.0 4.0 8.0 8.0 10,0 125
Temps de retencid [min]

Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlL mALFmin 9
1 748 574 445 A7 224 100,00
Total: 574 445 47 224 100,00

ESI-MS (m/z)

Intens._ +MS, 0.5-0.7min #(25-36)
x10°] 781.6

1583.1

835.6
1691.2

63457161 1041.8 1268.9
.28|4:3 N .n...l.l..uJ.Ll. FRRA W h._ A R L45...5.E . .l A b e 19:.‘2LSL

200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens.
x105]

521.0232

721.1253 391.0191

L .|Ll .|| ]‘Ill“

781.0310

+MS, 87.7-92.7s #(87-92)

200 400 600

800 1000

1200

1400

1600 1800 "miz

781.0311

L p—

7815325

|
J

7825338

\
\

7830338 753 51371

+MS, B7.7-91.7s #(87-91)

781.0338
1

781.5354

‘ ‘ 782.0371

h
Il

7825388

783.0405

C8DH137N17014, M+nH ,1562.07|

I

Intens. |
%105

5216912
1

I
| [l
(| || 5220252

J l\_)l

i
(4 I\ 5223603
\ J AN /

+MS, B87.7-91.7s #(87-91)

||| 5216938
||

[ |I ||

[ "|I 5220283

I\ 5223628

CBOH137N17014, N+nH | 1563.08]

)lll
5
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Lys(COCsHu1)-Leu-NH2 (BP377)

O

jjw 4() jjw ¢ jjw Am

ooy,

HPLC of crude peptide (A=220 nm)

NH2

1200 ﬁ.ngeh.ﬁ.ngel".xl‘ 5 _abrl'15-04-2015 [modified by Administradar] volumn injectat 25,0 pl
T mal WVL:220 nm
] g
1.000 =
B0
= ]
T soH 3
= 4 [y
3] 4
8
8 400
< ]
200 | |
] ,l—%" M A
. Y A" LAV ]
Iy
-200 1 | | i | : : . Imin
0.0 2.0 4.0 6,0 8.0 10,0 12,5
Temps de retencid [min]
No. | Ret.Time (detected) Height Area Rel.Area
min maAlL mALFmin %
1 747 918,568 86,749 73,159
2 7.74 430 457 31,783 2681
Total: 1349 025 118,532 100,00

53



HPLC of purified peptide (A=220 nm)

AngelAngeli2015_maig/18-05-2015 10a [modified by Administrador]

volum injectat 40,0 pl

m.m.hu WWL-220 nm
] 3
1 v
2504
200
= 15H
‘5 ]
g 100+
5
2 ]
< 5 A |
] |
] \ A
H— | - e R —
] |
50}
-0 T 1 L R | T |m"-I
0.0 20 4,0 8.0 2.0 10,0 125
Temps de retencic [min]
Ho. | Ret.Time (detected) Height Area Rel.Area
min mALl mAL*min b
1 7.58 234,018 17.188 100.00
Total: 234,018 17,199 100,00
ESI-MS (m/z)
Intens%_ +MS, 0.5-0.8min #(22-38)
x10°4 1526.2
3_
] 7636
2_
1.
ol . 0135 it UL LS | W . .
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

2742733

509.3700

382.2791

T63.5486

+MS, 155.1-160.1s #(154-159)

200

400 600

o LL N
800

1000

1200

1400 1600 miz

763.5486
! 754.P501

| | 7650514
\ i 765.5510
_ \_JK

+MS, 155.1-160.1s #{154-159)

(| 765.0546
N
|\ 7essses

CTTH140N 18013, N+nH , 1527.10

765 766

767 768 miz

509083 | \ J

509.3
i
I

700 509;044
1

5100371

[ | 5103702

L \, 5107034 £41.0379

+MS, 155.1-160.1s #{154-159)

509.3689
f 509.7033

[\ 51032

)' '-\ /\ 510.7066

CTTH140N18013, M+nH ,1528.11

"5105

5110
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Intens.

+MS, 155.1-160.1s #(154-159)

x106]
0.8 382 2791
] L
|
0.6 ||| ||
] \
' || 31827778
041 [ L]
i | || ‘ | |‘||
|
0.2 [ || | |ﬂ| 3830073
\ | \
| | |
00 smoser) \ ) | )\ JN\E®
7 CTTHIA0NTB0T3, MnH ,1529.12
] 3822785
20007 3825293
] -
1500 |I I| I||
3 1
1000 | | 3827801
] I‘ I |
] I
500 [ || Lo
] {1 /| 3830310
] P UL/ seszeis
1, W WA W A Nl . . .
3815 3820 3825 3630 3835 3840 385 3850 miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Lys(COCsHi1)-NH2 (BP378)

NH, NH,

OH
H o} H (¢] g O H e} i o} g (¢]
1A R IR AR G IR IR

YA

HPLC of crude peptide (A=220 nm)

400 ﬁ;ngel‘lﬁl.ngenz:l 15 _maig/18-05-2015 11a [meodified by Adminisirador] volum imjectat 20,0 pl
Al WWL:220 nm
350 2
300+
250+
= ]
E o]
= i
o ]
f ]
§ =] |
g ] Z
o0 | ’E
1 1 g =
50 | |I wl" =
] |
1 Py
E_ \ A L S .-"'I T —— e - ———
4 '.a
-50 l T T T T T T T I T T T I T T T I T T T [ T T T I —
0.0 20 4.0 8.0 8,0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min 5
1 6,96 312,378 27,209 68 48
2 7,19 775X 5,774 14,53
3 7,36 36,021 1,980 498
4 7,59 23,610 1,467 3,69
5 7,09 20,581 1,420 3,57
6 8,15 24528 1,881 473
Total: 494 638 39,730 100,00




HPLC of purified peptide (A=220 nm)

700 Angeﬂﬁ.ngel‘lﬂ] 15_maig/15-05-2015 11a [modified by Administrador] wvolum injectat 40,0 pl
Jmall WWL:220 mm
] g
600 o
H00H
g 400
g i
300+
" i
L
g
L
< 200 ‘
100+ |
: |n|| II
s L — A _
] ‘ min
-100 y T y T T T T T
0.0 20 4.0 8.0 a.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL maAL*min g
1 6,96 564,325 40,841 100,00
Total: 564 325 40,841 100,00
ESI-MS (m/z)
Intens. | +MS, 0.5-0.8min #(22-37)
x107 | 788.6
’ 15771
3_
2.
1
1 526.4 889.6
200 400 600 800 1000 1200 1400 1600 1800 miz

58



HRMS

(m/z)

Intens. |
x105]

1 129.1042

200

5353622

3539141

788.5378

1059.7252

+MS, 19.3-20.3s #(19-20)

400 60

1600 1800 miz

Intens.
x105]

I |
| |

| | 7895418

I| |II
| 7900420

\\_ //\ 7905424

+MS, 185.2-187 3s #(184-186)

791.0433

2000+

1500+

1000+

500

788.5393

785.0409

‘ 789.5426

|nI
il
[
I 790.0443

\ (\ 790.5460

C80H138N18014, M+nH ,1577.08

790.0 7905

7910 7915 miz

526.0308

5303713

L

535.3617

\
LA . |L

36.3641

+MS, 185.2-187 3s #(184-186)

537 3668538 6762

CBOH138N 18014, M+nH ,1578.09

524
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intens. FMIS, 185.2-167 35 #{184-196]
X102 394&?742
f
I ‘|
6 | |
l | 3952732
44 | |
|'| ||| f
|
24 | I| | | || 3955230
| [ T I
) g | ) )\ S\
CEDHT38N T80 14, NnH |, 1579.10
2047733
2000 N
|I |'|
1500 | |I
] |‘\ l
|
1000] | || | e
n
|| [ I‘ \ I\I '\l
5001 || || | || { | 395.5258
|
P /\ 3957766
0 . . S W R WV AR N . . . .
393.5 394.0 3945 396.0 395.5 396.0 396.5 397.0 miz
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C3sH7CO-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP379)

SR 4 T

W\Y

W\ﬁ

HPLC of crude peptide (A=220 nm)

NHZ

ﬁ.ngel‘lﬁ.ng ef2015 maigf22-05-2015 [modified by Administrador]

wolum imjectat 20,0 pl

450D WVL:220 nm
400 -
300
5 4
t
ﬁ 200
3]
ol
00— =
4 . -
I 5
f
1 |
Wl B | P— B L R |
[}
50 1 y T T T T T i
0.0 2.0 4.0 68,0 8.0 0.0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mALU*min %
1 7,56 343351 26,903 90,82
2 772 39,891 2718 918
Total: 383,242 20621 100,00
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Intens, ]
X106
2.57

201
151

1.0

HPLC of purified peptide (A=220 nm)

0.5

0.0-

700 .f'-‘mgel"u'-".ngel"ZE 15_maigl25-05-2015 Ob [meodified by Administrador] wvolum injectat 40,0 pl
JmaAl WWL-220 nm
s 2
500
g 400
g J
300+
8 i
L
3]
£L
< 200+
100+
1 |
o+ ‘l R — - A —_— ]
] L‘ min
-100 A T 7 T T T T
0.0 20 40 8.0 8.0 0.0 25
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mAL*min %
1 7h2 535 847 38,742 100,00
Total: 535 647 38,742 100,00
ESI-MS (m/z)
+MS, 0.5-0.7min #(24-35)
746.0
15131
498.0
8335 1386.0 1650.0
27423662 | it adia it s a0 11990 il ﬂ,& b 18904
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens.
%106

0.8+

0.6

0.4+

0.2

3735104

497 6770

746.0102

211.9832

+MS, 74.6-79.65 #(74-79)

R VP | P

200 400 500 800 1000 1200

1400 1600 1800 miz

| | | || 747.0118
| ‘ I| IrII
[ R I\'\I

|
[ [ | || 7475129

| \ .
) e \ )\ f\  msewo

+MS, 74.6-79.6s #(74-79)

1500

10007

746.0129

| | | | 747.0162
I

[ I (7475179

|\ | | '\ /ﬂ'-\ 748.0196

CTBH13INTTO13, MenH | 1492.03

745.0 7455 746.0 7455 7470 7475

7480 7485 7450 7495 miz

497._6??0 493.0112
f Iﬁl

[ [
l\ | [ [ | 4986773
| |
\ |

| N
PR L _}\ 4990103 400 3433

+MS, 74.6-79.65 #(74-79)

497 6777
| 980121
il
| [ 4983465
| n

R | | 498 6810
| \' I| \
JA S\ N\ [\ e

CTBH13INT7013, M+nH ,1493.03

4975 4980 ‘4985 4990

4995 " 5000 " 005 miz
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Intens.
x105]

s )\ )\ \ SN 0B a7y 7e50

+MS, 74.6-79.65 #(74-79)

3735104 3737602
f A

‘ 3742577
LA

CTBHT3TN17013, M+nH 149404
3735101

il 373.7609
| i

| | | I
1 B i
Py [\ 3742626

3745134
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Ac-Lys(COCsHy7)-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP380)

PR 04 .

\*\“

NH2
O
HPLC of crude peptide (A=220 nm)
250 ﬁ;ngel‘lﬁ.ngei‘xﬂ[l 15 maig/22-05-2015 [modified by Administrador] wolum injectat 20,0 pl
mAll WWL:220 nm
] .
=
200 -
150
5 ]
]
E i
00—
f .
8
Fy 7 1 -
< ] || k4
-]
50
1 2| |
] 3
] | =l
1] AW
E—_l | r————— —- e — —
4 Iw
I min
-50 T T T I T T T I T T T I T T T I T T T T T
0.0 20 4.0 8,0 8.0 10,0 125
Temps de retencid [min]

Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlL mAL*min %
1 748 13,540 1,010 4 86
2 763 7,761 0,816 383
3 783 186,064 15,078 7259
4 a.35 44 933 3,066 1861
Total: 252 699 20770 100,00
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HPLC of purified peptide (A=220 nm)

200 AngeMngel‘QE 15_maig/25-05-2015 1b [modified by Administrador] volum imjectat 40,0 pl
—{mal WWL:220 mm
] w
- r
e -
T
525—-
3 soo]
W ]
o i
I
] J
b4 ]
<L i
250 ‘
125 \
] A
o] .lHI'\__ = S 3
'1:"3-"'|"'| T+ 1 T |n""-I
0.0 20 4.0 8.0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL maAL*min %
1 779 738,105 A7,784 100,00
Total: 738,105 57,784 100,00
ESI-MS (m/z)
Intensﬁ. +MS, 0.5-0.8min #(35-55)
%10
] 1533.3
257
2.0
1.5
1.0+
05- 1398.2
1236.1 1691.2
0.0'10?—1'9195-.9'1. .1~12l9'0--.*. NS | l- . L L — DS .
1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 m/z
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HRMS (m/2)

Intens.
x105

511.6805
B84

3840117

J T67.0158

+MS, B7.7-92.8s #(87-92)

| 841.9954
2450776 ‘
0 l Lot e | m I n \ | |u e
i ' 0o ‘ 600 ' '

200 4 800 ' 1000 1200

1400 1600 miz

3 767.0158 ?e?.llswz

768 .n01 79

7685176

|4 M\
o R R R AL LT

+MS, B7.7-92.8s #(87-92)

2000 ;
1500

1000

2003 | a I 7es52m2

I . i\ ).-"\ 769.0249

CTBH132NT7O14, M+nH ,1534.04

766 767 766 769

770 771 mz

5116805 512fm p
|

] [ [l 512370

| |
024 I I f | s
|
1 i I| I‘ I| | II

N s
0.04 Y R Y R U AL

+MS, 87.7-92.8s #(87-92)

513.3492

2000

=2
i~
=0
&

1500 A f
1000]

500 | \ [
| . [ | 5126645

S /\ s13.01%0

CT78H133N17014, M+nH ,1535.05

5115 "s120 | &125 81300

5135 T 5140miz
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Inlelr;]ss. +MIS, B7.7-92.8s #{B7-92)
X 384.0117
61 | eazete
| |
(I
1 | | I
L
[ i 3a¢_h5115
|
| I| | Il
g || II |I l'
A [\ serens
| \ \ f
| | Y / 3850108
0 33015 | 0 )\ ) N\ 3852625
CTBHT33NT7014, MenH ,1536.05
384.0127
20001 il 334.{;535
I f|
1500] ([ |"|
[ I
L
1000 | I | 3845144
| | (. A
I| | I | \
5001 R R
[0 | 3eares2
)\ “\ J /\ 3850161
0 ; , . . . ;
3835 3840 3845 3850 3855 860 mz
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Ac-Lys-Lys(COCsH7)-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP381)

O

PR3N 04 O

ooy,

NH2
HPLC of crude peptide (A=220 nm)
1600 AngelAngel2016 novembre/28-11-2016 [modified by Administrador] volum injectat 20,0 pi
’ Jmau WHYL:220 nm
1.400-] 3
1.200—
1.000—
5‘ i
=y
E  go0
o
g -
£ soos 38
o & -
0
< i |
400 ‘ ‘ ||
200+ || ‘ |||
] A
U‘_Lq T e M AV P .
_ |
min
_EGG T | T T I T T T | T T T I T T T | T T T I T T T |
0,0 2,0 4.0 6,0 8,0 10,0 12,9
Temps de retencic [min]
No. | Ret.Time (detected) Height Area Rel.Area
min mAU mAU min %
1 5,88 491,197 18,143 9,03
2 6,95 1312,045 134,699 67,01
3 7,21 480,384 48,178 23,97
Total: 2283626 201,020 100,00
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HPLC of purified peptide (A=220 nm)

1400 AngelAngel2016_novembre/28-11-2016 [modified by Administrador] volum injectat 40,0 i
) JmaAl WAVL:220 nm
1.200+ 2
. %
i w
1.000+
= 800
=z i
E J
= 7
g 600
E -
2 ]
0
< 400+ ‘
200+ ‘
- |
| lh
CI—_ o kl e —
1
i | .
min
-200 T T T I T T T | T T T I T T T I T T T I T T T I
0,0 2.0 4,0 6,0 8,0 10,0 12,5
Temps de retencio [min]
No. | Ret.Time (detected) Height Area Rel.Area
min mAU mAU min %
1 6,96 1109,076 100,505 100,00
Total: 1109,076 100,505 100,00
ESI-MS (m/z)
Intens. | +MS, 0.5-0.9min #(24-46)
x100 7675
3-
2-
] 511.9 15331
5743 861,
N 2742 3936 0937',6“ 1128.7 1336.0 L 16702 1851.1
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

511.6803

767.0160

667.9480

+MS, 48.5-60.5s #(48-60)

a00 1000 1200

1400

1600 1800 miz

Intens_]
x10°
1.259
1.00
0.751

0.504

0251

[
J

|
| | 768.0180

\ 7685180
A

\ 7690161
o

+MS, 48 5-60.5s #(48-60)

2000+

1500

1000+

500

7670182

7675198

7685232
769.0249

CTBHT33NT7O14, M+nH ,1534.04

7685 7690

7695
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Intens A
x1057

- =] w - (]
P i W AT A AT 1

2

5116803 5120143

\ 5126811
\

II II“\\
N N AN

5130141 £i994e9

+MS, 48.5-60.5s #(48-60)

g

g

511.6812

(| 5120158

f
i ‘l|

[ I 512.3501
| A

5126845
J . \ J\ /-’r\\ 513.0190

CT8H133N17014, M+nH ,1535.05

511.0 5115 512.0 5125 5130 5135

514.0 miz

3840119 384.2619
()

3845123
h

|
. [\ 3847622

[ [ [
SN

\ ) Y
) jf\\ 3850118 3g5 535

+MS, 48.5-60.5s #(48-60)

1000

384.0127
."'u‘ 384 2635

L T |\ 3847852

385.0161

CTBH133NT7014, M+nH , 1536.05

3835 384.0

.'“\.f;hs\. /\

3850

3855 386.0 miz
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Ac-Lys-Lys-Lys(COCsH7)-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP382)

i 04 7.

S .Sy

j\% NH2
HPLC of crude peptide (A=220 nm)
25D ﬁ;ngel‘lﬁ.ngeﬁzﬂ 15 _maigf22-05-2015 [modified by Administrador] volum imjectat 20,0 pl
ALl WWL:Z20 nm
300}
] 5
et
-1 w
250
%- ZDD—_
g ]
= 150+
5 i
0 i
a i
B i
< 100+
i . E
] || ~
50 2|a
1 I
. I :—I_ = [
o}— [L—— HJLHI O —
] Iw
1 min
50 i T i T i i i I i i T I i i i I i T i I i
0.0 20 4.0 8.0 8.0 10,0 125
Temps de retencid [min]

Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mALU*min %

1 6,78 7.516 0,551 218
2 6,54 248 872 19,212 75,596
3 722 10,420 0,588 232
4 753 48,490 3,767 14,89
5 782 16,044 1,176 4 65
Total: 331,343 25,263 100,00
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HPLC of purified peptide (A=220 nm)

250 ﬁ;ngel‘l.ﬁ.ngenz:l 15 _maigf22-05-2015 [modified by Administrador] volum imjectat 40,0 pl
JmAL WWL220 nm
] @
i S
300+ o
250
%-20[!—_
g ]
150+
= i
= u
5 i
B ]
< 100+
] rl
A0 ||
E |
4 | fh
O | I| - - — ]
] l,
1 min|
L I e L e s
0.0 2.0 4.0 8.0 8.0 10,0 12,5
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 &,81 267 492 17,120 100,00
Total: 267 492 17120 100,00
ESI-MS (m/z)
Intens. +MS, 0.6-0.7min #(19-24)
x107 ]
1548.2
3.
2_
11
0 1249.9 N .l.‘ N
1000 1100 1200 1300 1400 1500 1600 1700 1800 1900  miz

74



HRMS (m/2)

Intens._| +MS, 60.5-80 6s #{60-80]
%105 516.6845

1 387.7648

775.0230

D- .!158']9643 mi lJllM

ikl L iL ail i L_,.L.A-._ T —
T T T T

200 400 500 800 w00 1200 1400 T 1600 mi

|nten94__ +MS, 60 5-60 65 #(60-60)
x10 7745220 775.0230

|
X [ i {| 7760246
l |I | A
\ N [\ 765257
0 N S N S S
] CTBHT3ANTEO 14, MenH , 1549.05
1745236
| 50252

I
[ (| 7760286
1 [ i I N
] [ [ /| [\ 7765303
: J\ :
774 Ti5 776 777 778 79 mz

Intens. ] VIS, 60.5-50.65 #(60-20)
x105] 516.6845
517.0186

%] (] e [l

. I [ si7ess
[ (. [ N s
0 JoA ; 518.3520
] CTOHTINTEO T2, Meni 550,06
516 6848
T

1 [ . | 'I, 517 6882

] | | i |

] )\ }’ \ j* | /\ 518.0226
5

170 5175 518.0 5185 519.0 miz



inene WIS, 60.5-50.65 #(50-80]
X el
3877648
3_
] H |]|
2] U ‘|
1 | “388.r2649
: I !
i | Lo I
] e
1 CLL L [\ sesTen
o] L W L N AN -
] C7BHT3aNTE014, WnH 156106
] 387.7654
20001 | 3880163
] [ |1
1500] I ||‘
10007 | | | | 3882671
] | | | | |‘I||
SDD: | | | I| |
] P | |3885179
] ) UL [\ asezees
A O U N 0 < N —
386.0 3865 387.0 3875 388.0 3885 380.0 3805 390.0 3905 | mz
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Ac-Lys-Lys-Leu-Lys(COCsHy7)-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP383)

O

iy 44

W\Y

W\ﬁ

HPLC of crude peptide (A=220 nm)

NH2

250 ﬁ;ngel‘lﬁ.ngeﬁ.‘!ﬂl 15_juny/15-08-2015 4b [modified by Administrador] volum imjectat 20,0 pl
Jnsl WWL:220 nm
300
] 3
] s
250+
5 2007
% i
g ]
LI
3 |
< 100+ | &
] | |
50- | h
] L
AT e e —— A
11
-5 51N - . T . . . I I I I , Imln
0.0 2.0 4.0 8.0 8.0 0.0 125
Temps de retencid [min]
No. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %o
1 6,43 240,285 18131 82,4
2 5,04 55,808 4112 17,69
Total: 296,093 23243 100,00
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Intens.
x109

2.5:

2.0+

1'5i

1.0+

05-

0.0-

HPLC of purified peptide (A=220 nm)

1200 ﬁ.ngerx.ﬁ.ngeF.Z:l‘ 5 juny15-08-2015 4b [modified by Administrador] volum imjectat 40,0 pl
T WWL:220 nm
1 =
1000
B0
= ]
T soo
; .
3] 4
5 ]
5 400+
< ] |
2004 |
T [
:n——] Ir-—— — ——— — ]
-200 T ‘ T T I T T T I T T T I T T T I T T [ T T IITIII'I
0.0 2.0 40 6.0 g0 10,0 25
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mALmin %
1 6,41 995 875 73,746 100,00
Total: 9495 875 73,746 100,00

ESI-MS (m/z)

1000 1100 1200 1300

1536.1

1400 1500 1600 1700

1673.0

+MS, 0.5-0.8min #{19-28)

17771 1933.1 1997.3

1800 1900 miz
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Intens.

HRMS (m/2)

757.5312

-

+MS, 2.0-2.3min #(119-135)

1514.0535

T

500

1000 1500 2000 miz

Intens. ]
x10%

151 4r‘.0535

+MS, 2.0-2.3min #(119-135)

1515.0571

1516.0589

151750600

\ Iy
—— \._.\, e s e

12004

1000+

8004

600+

4004

200+

C75H136N180 14, M+nH ,1514.06|

1517.0656
f

[ i f\

1513

SN s

1517 1518 | 1519 " miz
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Intens | +MS, 2.0-2.3min #(119-135)
X102 757.5312
' i 758.0326
\

N
[=]

-
(4]

-
o

9
[}

| |
[ [ A 759.0347

r
\ IR
[

AN ) J N

PR AR S A H S S A R SR R
-~
o
b
== {n
(9]
()
wr

759.5350
N

o
o
h

¢

C75H136N18014, M+nH ,1515.08
12004

10004 |H\ I

800j | |

600-|
400 R |

|
2004 || [ I 759.0364
J [ o [ N

. [ ] A 7595381
| -

/ / \ Y

- J N N NN -
756.5 757.0 757.5 758.0 758.5 759.0 759.5 760.0 760.5 761.0 miz
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Ac-Lys-Lys-Leu-Phe-Lys(COCsH7)-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP384)

PR 04 O

\*\“

NH2
O
HPLC of crude peptide (A=220 nm)
550 ﬁ;ngel‘lﬁ.ngem:l 15_juny15-08-2015 5b [modified by Administrador] volumn injectat 20,0 pl
ALl WWL:220 nm
— o
- &
L
400
= i
< 300+
; 4
O i
&
o i
E 2004
<L i
100
—— I-"'_ B e —
{1 1 _
min
50 A i I i i i I T i i I i i i T i T i I i i T I
0.0 2.0 4.0 8,0 8.0 10,0 12,5

Temps de retencid [min]

No. | Ret.Time (detected) Height Area Rel.Area
min maAlL mALFmin %
1 6,91 426,920 27,025 66,79
2 6,598 112,434 3823 945
3 714 112,964 5813 13,62
4 77 73501 4103 10,14
Total: 725818 40 463 100,00




HPLC of purified peptide (A=220 nm)

1200 ﬁ.ngerx.ﬁ.ngehz:l‘ 5 _juny/15-06-2015 5b [modified by Administrador] volum imjectat 40,0 pl
= Al WWL:220 nm
] e
=
1.000 "
B0+
5 4
T soo
1 ]
o 4
] _
L
5 400+
=l i
=y
200 |
o}~y —— A -~ S
| H min|
-Z00 — T T T T T
0.0 2.0 8,0 8.0 10,0 12,5
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL mAL*min )
1 6,01 031,844 70,418 100,00
Total: 931,844 70,418 100,00
ESI-MS (m/z)
Intens. 1 +MS, 0.6-0.8min #(18-28)
%1077
1533.2
2.0+
1.5
1.0
0.5
1111.8 1239.9 1691.0
0 . N e R LHP:-H—HPL —
1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 m/z
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HRMS (m/2)

|nte|nnsé +MS, 66.6-92.75 #(66-92)
"
511.6821
1.04
0.8
067
0.4
3840114 767.0158
841.9954
021
916.9743
221.1257 650.0805
0.0 .l‘ ||| . t M II..l TN Lll ll.ll . . . .
200 400 600 800 1000 1200 miz
|ntg;§5_ +MS, 66.6-92.75 #(66-92)
x ?S?hﬂ"% 7675169
3 | \lll
I f|
I I
24 | | | |
| | 7680177
| N f
ll
1 | | | || I| II
|| ', [ || 7essie
\ | [ M ,
0 o) |\ J N\ 20192 7695151 1701875
CTBHT33N17014, MenH ,1534.04]
767.0182
20004 | 775198
I| (i
1500] | I
I i
1000 ‘ | | ‘ 768.0215
I
| | | | II I|
5004 [ | | I
| | 769.0249
0+—, I \ J\ : : :
766 767 768 769 770 T miz
Inlernsé_ +MS, 66.6-92.75 #(66-92)
"
5116821 5
10 f 5 '2;\?153
il [\
0.8 | " 1
| | [ 512.3489
06 | | | h
| | Il
| | | ||
0.4 | | ‘ | |
[ [ [ | 5126819
02 l\ , [ | I'n A
‘ | .
00 siaee |\ ) \__,' A S1352 543 3489
CTBHI33NTTO14, MenH ,1535.05
511.6812
20001 | 512018
| f
||| ||
15001 | (
| ‘| | 1
|
10007 I | || 5123501
I [ M\
| | | ‘ |1
5001 [ | [
- f| || 51268
]
/N J\ /\ 513.0190
5110 5115 5120 5125 5130 5135 514.0 5145 miz
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Intens. WIS, 66.6 92,75 #6692
x105 384.0
3] p 3842617
| |\
) | |||
| " | || 3m.ﬂs1w
| | |
" || II | l\ |I II
1
[ l\ | [\ 3847619
| | [ f "
0 A R R A U
CTBH133NTTO14, M+nH , 1536.05
384.0127
20001 || 384253
| I
|
15001 |‘ || I lI
|
I |
10007 || || ‘l ‘I 3845144
A
EE [
| |
5004 ‘l i i I|I |
I| |I | |I [ 384 7652
RN j' RS /\ 385.0161
3835 364.0 3845 385.0 3855

386.0 386.5miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys(COCsHy7)-lle-Leu-Lys-Tyr-Leu-NH2 (BP385)

(o}

HPLC of crude peptide (A=220 nm)

+00 Angehﬁ.ngel‘l?.[! 15_juny'17-06-2015 Gb [modified by Administrador] volum injectat 20,0 pl
JmaAl = WAWL-220 nm
SEID—-
EEID—-
5 400
T ]
g ]
ﬁ SEID—_ |
;] X
< 200 | :{t
1:ID—- - |2|
1 Jﬂ
| \ 1.,
Y | -
-100 ] || i I i i i I i T i I i i T I i i i I i T i In" d
0.0 20 4,0 6.0 a0 10,0 125
Temps de retencio [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 267 24 266 3.591 5,79
2 7,04 592,498 48281 7ra3
3 7,31 45100 2.200 3,55
4 744 122,228 7.962 12,83
Total: 784,093 62 033 100,00




HPLC of purified peptide (A=220 nm)

1000 ﬁ.ngel'x.ﬁ.ngel".ﬂm 5 juny/17-08-2015 8b [modified by Administrador] wolum imjectat 40,0 pl
) AL WWL:220 nm
] o
B75 =
- =
750+
625
% ]
ER
o J
5 J
£ -
5 ars]
F=]
< ]
260 ‘
125_: JJ\
_- —_ |IFI'.'“_—\— _F'_H_'ﬁ\_.!'\'\—__\_ﬂ_,_-
b | min|
'1”'3'| T R —— A
0.0 2.0 8.0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAlL*min k!
1 7,02 795,497 Ao 612 100,00
Total: 795 497 59612 100,00
ESI-MS (m/z)
IntenST. ] +MS, 0.6-0.7min #(21-25)
X101 1533.2
1.50+
1.251
1.00]
0.751
0.50+
0.251
] 11219 1239.9 L l 1692.0
0.00 T Pl el remtah T r t = — L L T T
1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 miz
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HRMS (m/2)

Intens.
x106

1254

0.75

0.50

0259

122 0581

+MS, 78.6-89.7s #(75-89)

511.6818

767.0189

2450784
" l Lot .Jl nL L LIL. rm I[.]|.64|1DDB

ol

200 400 600 800 1000 1200 1400 16800 1800 miz

Intens. |
x106]

+MS, 78.6-89.7s #(73-89)
?5?.P1 83
i

T67.5200
I f

| \ 7680199
|| ' f

‘ [ I
| 7885204

\ | { A
[ o\ k J\_ 7690206 7gg5g

CTBH133N1TO 14, M+nH ,1534.04
767.0182
f\ 7675198
II || ‘r\
i

F 7685232

J A NS o

766.5 7670 7675 768.0 7685 769.0 769.5 770.0 7705 miz

0.75

2

=]
[ve)
o

S

+MS, 78.6-89.7s #(78-89)

[ || . [\ 5130163
siiaee4 |\ ) N AL s

g

g

CT8H133N17014, M+nH ,1535.05

511.6812
512.0156

b | 5123501
/ \ ,'I | I/f \
] l I‘ . IJ' \

\ \ 126845
/ \ \/ v\ 5130190

5
5115 5120 5125 " 5130 5135 514.0 miz
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ntens +NIS, 76.6-89.75 #(76-59)
'
] BOUD 34 05
1.0 fl i
J (' I
0.8 M [
4 |
| \ || | 3845122
067 | |‘ | II ln‘
1 |
041 || |I [ [
] [ [ [\ 3847614
0.2 [ [ [ il
ool 3838055 ) | ) . L_ ) \ 3002 595 2600
7 CTeH133NT7074, MenH 1536.05
] 384.0127
20007 | 3842835
] (l f
1500] (| (|
] ol
] |
1000] | || || | 3845144
] ‘ | i
] || | M
5007 . [ M
] [ | I 3847652
] I [ [ N
] S ) J\ 385001
0l . , , . . . : , , .
38325 38350 36375 38400 38425 38450 38475 38500 38525 38850 miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-Lys(COCsH7)-Leu-Lys-Tyr-Leu-NH2 (BP386)

NH, NH,
OH
Ho O HoQ a9 HoO o9 b9
D R i e I i i

ARG
i

o}

HPLC of crude peptide (A=220 nm)

" Angel"ﬂngel‘QE 15_jumy/17-08-2015 Tb [modified by Administrador] volum imjectat 50,0 pl
Jmau = WWL=220 n
EIID—-
EIID—-
5 400
T ]
g i
ﬂ EIID—_
3 ]
< 200+ L
100 { g
] i \ v
D—-‘— | |IL___““-— Y. \"IJ'LH__;—"”'M__H__J..__FH e
1
1 || min|
-100 L I — T T T y T
0.0 2.0 4.0 8.0 8.0 0.0 125
Temps de retencid [min]
No. | Ret.Time (detected) Height Area Rel.Area
min mAl mAlL*min k!
1 6,25 592 905 38,948 70,32
2 6,34 108,977 5,107 9,22
3 6,78 120 662 0529 17,20
4 7,80 33047 1,805 326
Total: 865,491 55,388 100,00
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HPLC of purified peptide (A=220 nm)

500 Angel"ﬂngel‘lﬁ?ﬂ 15 _juny/17-06-2015 Tb [modified by Administrador] wolum injectat 40,0 pl
ALl WWL:ZZ0 nm
i ]
- L
e
400
300
%. ]
g -
200+
f
o ]
: - ‘
L
L ]
100
) |
EF_WIL_“_ I » W ]
i mmiin
-100 '|I T ' T T T T T
0.0 20 4,0 5.0 a0 10,0 12,5
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min i
1 6,25 405,383 28,199 100,00
Total: 405,383 28199 100,00
ESI-MS (m/z)
Intens. ] +MS, 0.6-0.7min #(20-24)
%1067
] 1548.2
51
4_
31
2
] 1514.2
; l
S UUUURO SO ik DU oSO O W 1 SO L
1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 miz
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HRMS (m/2)

Intens.
x108

122.0581

Ll

387 7666

L

+MS, 39.4-44 5g #(39-44)

7745234

200

800 1000 1200 1400 1600

1800 miz

.

(%]

=]

=

\ |
W

+MS, 39.4-44 5s #(39-44)

[ (| 7760260
\ I M

J A\ TT6.5260 777 goop

\ )
| J

776.0079 778.5081

%]
=2
=2
T

15004

1000

500

7745236

|
|
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0.6

0.44

0.24

0.0

| L
3?,7-_5\5@ L J| L Jl IL_,) N Y 3890112359 5609

+MS, 39.4-44 bs #(39-44)
3875655388.0170

r | [ 3882673

o
‘ | | | || 388 5142
| i
‘ L
-
|| 3887624

15004

1000+

C78HT34N13014, M+nH ,1551.06]
387.7654
i 388.0163

[ L L[ e

) I\ ) "\ jl '\ /P\ 388.7688

3870

388.0 3885 389.0 3895 390.0miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Lys(COCsH7)-Lys-Tyr-Leu-NH2 (BP387)

O

NH,

A, NJLQE%E‘Y;E‘Y
\ o

HPLC of crude peptide (A=220 nm)

/in/[ \)J\NHZ

NH2

2 00 ﬁ.ngel'x.ﬁ.ngel".ﬂﬂ‘ 5 juny/18-08-2015 Bb [modified by Administrador] volum imjectat 30,0 pl
S Jmal g WWVL:220 nm
1.750-]
1.500-]
1.250-]
=) ]
t
o 1.000 1
a ]
3 ]
g 750 -
] 5
500 ‘ I
2 EE
] |
] #__I-JI_ _lM
- -l I,— . .
] | .
200 T | T T T T T T | T T T T T T T | T T | Ll
0.0 2,0 4.0 6,0 8.0 10,0 25
Temps de retencid [min]
No. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %o
1 6,48 1641,202 103,705 5043
2 6,54 662,273 25655 14,70
3 6,88 470,800 35,575 20,39
4 733 90 025 6,624 3,80
] 782 62,032 2,926 1,68
Total: 2835 332 174 486 100,00
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HPLC of purified peptide (A=220 nm)

500 AngeMngel‘lZE 15 _jumy'18-06-2015 8b [modified by Administrador] volum imjectat 40,0 pl
Jmall WWL-Z220 nm
] -
TOO £
4 L=
G00-
500
= ]
E 4004
m 4
[+ ]
ﬂ il
300+
3 ]
L
< |
200
100 ‘
: J‘l-_||L_ —_—
b - T _'
] min
-100 T I i i I i T i I i i i I I i T i I i i i I
0.0 20 4.0 8,0 8.0 10.0 12,5
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %o
1 6,4% 614,564 41,220 100,00
Total: 614 564 41,220 100,00
ESI-MS (m/z)
Intens. +MS, 0.6-0.8min #25-40)
x107
1.04
1549.0
0.8- 7745
0.6
0.4
0.24
9326
1864.0
0.0 T T T T - U I"" — i T T v A I|l T T ¥ T
200 400 GO0 800 1000 1200 1400 1600 1800 m/z
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Intens. |
x10%

HRMS (m/2)

129.1023
L Lo diwly

+MS, 3.2-10.2s #(3-10),
516.6639

387.7648

9249805
SV N N VT

200

400 500 a00 1000 1200 1400 miz

Intens.
%105

+MS, 3.2-10.2s #(3-10)
516;15839 517.0183

517 6655

i
[ IR 518.0188 ’
\ . / 518.3503 519.0053 519.3394

CTBHI34NTBO14, MnH 155006

| || 5176882
518.0226

S\ I\

516.0

5165 517.0 5175 518.0 5185 519.0 5195  miz

Intens.
x105]

+MS, 3.2-10.2s #(3-10)
387.‘?648

|

|| ‘|3es.2541
.l |
1!

I |
| ][] ssesta
| | Lo

| | \
L] \ [\ 388.7636
| L AN 3907635

CT7BH134N18014, M+nH ,1551.06
38776
1

54
A 333.P1 63

| | || 3882671
| ‘ | | Iﬁ|
l |I |
! | | 3885179
VPV L [\ 2seess

| J A\

386.5 389.0 391.0 miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys(COCsH7)-Tyr-Leu-NH:2 (BP388)

ME R 04 T

Y\ﬁ

NH2

HPLC of crude peptide (A=220 nm)

\n/\/

O

f‘-‘-.n-gel".ﬁ.ngel‘l.?[! 15_juny22-06-2015 9B [modified by Administrador]

volum injectat 20,0 pl

Q:ID_m.ﬁ.._l WAWVL-220 nm
?50—:
525—:
2 so
< ]
o ]
] i
8 375
E ] B
=y ] i
250 I;F
125-] | =
] =
- | [
: [} 'I_
':'—__\. —— i —v\'\aﬂf\_ﬁ__ —
_1:||3_ ||| . — — — | : min
oo 20 4,0 8.0 an 0.0 125
Temps de retencio [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mAL*min %%
1 6,81 734,597 55,356 71,07
2 6,596 202,939 12415 15,84
3 7,08 96,940 6,290 8,09
4 787 32 676 3,822 481
Total: 1067 152 77853 100,00
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Intens.
x107

0.51

0.0

HPLC of purified peptide (A=220 nm)

1200 ﬁ.ngel'x.ﬁ.ngel".zil‘ 5 juny22-06-2015 8B [modified by Administrador] wolum imjectat 40,0 pl
T mau x WWVL:220 nm)
] s
1000
B0
= _
T soo
; ]
a _
] _
L
5 400+
=l 4
<L
2
b l
:,_W — e B
i ‘ min
200 ' | ' ' I ' ' ' | ' ' ' I ' ' ' | ' | ' ' ' |
0.0 2,0 4.0 6,0 8.0 10,0 12,5
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 6,80 1043 680 T7 875 100,00
Total: 1043690 77,975 100,00
ESI-MS (m/z)
+MS, 0.5-0.7min #(19-31)
1533.1
7671
s209 || 9287 10418 N
400 600 800 1000 1200 1400 1600 1800 2000  miz
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HRMS (m/2)

Intens.
x105

A4

511.6805

767.0160

2450783 357 7641

.JL.LML . .

+MS, 62.5-65.55 #(62-65)

200 400 600 800 1000 1200

1400 1600 1800 miz

Intens..

fad
W

- =]

[=]

767.0160

7730165 774.5190

+MS, 62.5-65.55 #(62-65)

778.0070
by
1
||| I

[=]

Iy
I\
CTBHT33NT7O14, M+nH ,1534.04

o2
=2 =2
T T

C78HT3I3NT/O14NaH, M, 1556.02
778.0091

=

511.6805

|

Il I||I | 516.6823

| N

+MS, 62.5-65.55 #(62-65)
519.0070

| |~|

2000
1500
1000

500

=

511.6812

|
i L_‘ (WA
CT78H133N17014, M+nH ,1535.05

C7BH13INT70O14NaH2, M, 1557.03
519.0085

512 514 516 518
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Lys(COCsH7)-Leu-NH2 (BP389)

O

“jjw J?jjw ¢ JB\( AHZ

Loy T

HPLC of crude peptide (A=220 nm)

NH2

400 ﬁ;ngel‘lﬁ.ngem:l 15_juny23-08-2015 10c [madified by Administrador] volum imjectat 25,0 pl
L WWVL:220 nm
350 =
300+
250
=) ]
3 200
- ]
a -
] ]
§ |
<] g
100] 2
: I | 5
50 © e
] ~ J_u_'. || I
- -1'4
o e M~
S0 T ' T T T T ' —
0.0 2.0 4.0 8.0 8.0 0.0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min maAL mAL*min %o
1 278 11,120 3623 9,81
2 6,74 304,240 23,356 63,24
3 6,56 40 294 24872 7,78
4 7T 75,149 5192 14,06
5 7.7 18,724 1,088 295
i 782 19,966 0,802 217
Total: 478,493 36 634 100,00
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HPLC of purified peptide (A=220 nm)

00 Angel"ﬂngel‘u‘?ﬂ 15 juny23-06-2015 10c [modified by Adminisiradar] wvolum injectat 40,0 pl
Jmall WWL:Z220 nm
] R
700 =
500+
500
= ]
E 400
m 4
+) ]
ﬂ il
300+
3 ]
F=]
< 1
200+
100 |
] I
o S U .
i k | min
-100 — T T T T T T
0.0 20 4,0 8,0 a0 0.0 25
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 6,73 652.224 47,088 100,00
Total: 652 224 47 088 100,00
ESI-MS (m/z)
Intens. +MS, 0.5-0.7min #(17-25)
x107
1498.2
3_
2_
14
O- T T T T T .L120=_UIF} T T T T T T T T T T T 'lA'L'L' T ¥ L T T T T T T T T T T T
1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 miz
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HRMS (m/2)

Intens..
x106

0.6

0.4+

0.2

0.0

129.[1 042

500.0268

375.2692

7495328

Liaoa

+MS, 62.5-72.6s #(62-72)

200 400

IAJIIALL
6

00 800 1200

1400 miz

Intens._

7495328
| 7500342

I\ ﬁf'l ‘\__J/\

750 i"5354

[n!
|
[\ 7s10%6
7515359
v

+MS, 62.5-72.6s #(62-72)

751.0390
751.5407

C75H136N18013, M+nH ,1499.07

| M
J | A
5

7810 78515

(| 5010264
\ A\

| |
\ {
) \ 013805 £01.6926

+MS, 62.5-72 6s #(62-72)

2000

1500

10001

500

5006939
fi
[
| 'I
[ | 5010284

)" \ / /\

501.3629

CT5H136N180132, M+nH ,1500.08

5 E01O0 5015 "502.

0 5025 miz
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Intens.

+MS, 62.5-72 6s #(62-72)

x10°] 375.2692
207 '|
1 I 375.{1519?
15 / |\
] || |
] | I
1.0 | | [| 3m7702
] i i f
4 I | ‘I
0.54 | ‘ | | |
1 || , | A 3?5.!9204
] | | | I
00 | ]\ \_ AN AN 3772617
] C75HT3ENT8013, MenH ,1501.08
2000] 3752706
] f|  ar55214
] H I\
1500 | II I| |I
1 |
] [ II |
. [ |
10007 | |‘ | 3757723
] [ T B
4 | | | | II
5004 | I| | | |
1 T | 3760231
] | [
] J \ )\ 376.2740
3750 3765 376.0 765 770 75 mz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Lys(COCsH7)-NH2 (BP390)

N;SY f? JB\W ¢ i &L
ooy

HPLC of crude peptide (A=220 nm)

NH2

NH

ﬁ.ngel'u.ﬁ.n gel2015_juny'23-06-2015 11b [modified by Administrador]

wvolum injectat 25,0 pl

1200 maAl E WWL220 nm
o
100
=T
= ]
T soo $
; i .
a | o
A x
5 4p0—
< 3
200 N = E
1 _F RE- s
_ | |I _,E
\
| W
:Hﬂ e : U
J | |
20— || ' T T T T T —
0.0 2.0 4.0 6,0 a0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 6,28 1011,506 57 532 39 69
2 6,32 444 905 26,334 1817
3 6,45 290,645 16,081 11,09
4 6,52 146,149 7347 h,07
5 6,65 67,035 4 255 2584
6 6,82 195,858 15,276 10,54
7 715 48,854 7.528 5,19
a 7,36 21532 1,062 0,73
5 7.7 34648 1,810 1,25
10 782 110,083 7,753 5,35
Total: 2371,346 144 969 100,00
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HPLC of purified peptide (A=220 nm)

1400 ﬁ.ngel'x.ﬁ.ngel".zil‘E_iuanE-EE-E:I‘ﬁ 11b [modified by Administrador] wolum imjectat 40,0 pl
T mal WWL:220 nm
1.200+ =
1 @
1.000-
% 8|::n—_
g J
a00—
] i
L
3 ]
£
< 400+
200
] I
J !
0 [ _.,-J—'L_ — ]
1 ' I
-200 y || y T T T T y |mwI
0.0 2.0 8,0 8.0 10,0 12,5
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 6,27 1063,134 76,691 100,00
Total: 1068134 76,691 100,00
ESI-MS (m/z)
Intensé.- +MS, 0.5-0.7min #{23-35)
x10%; 7746
1.25
1.00 1570.1
0.751
0.50+
] 516.7
0.25
611.5 l 1700.1
0.001- 279; 49}3,8 ) Iy ' i s . 1293.3 . " . i 133:6,9 197;.1,'5
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

0.8

0.64

0.4

387.7665

516.6843

7745216

+MS, 96.7-103.8s #{96-103)

NN
;

1000 1200

1400

1600 1800 miz

7745216

[ 7750228

| 775 15238

776.0246

J\ 776525

+MS, 96.7-103.8s #(96-103)

778.0099778.5087

776.0286
[\ 7765303

CTBH13ANT8014, MenH , 154905

73

Ti4

776

778 779 miz

Intens. ]
%106 |

51 6.’6843

| || 517.3512

Il
Al
\

|
J

\

|| 5176850
518.0177
Y

+MS, 96.7-103.8s #(96-103)

\

| | ||I 517.6882
| A

[

518.0226

CT8H134N 18014, N+nH , 1550.06

5155

517.0 5175

518.0

518.5

519.0 5155 520.0 miz
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Intens.
%106]

0.84
0.6
0.4
0.2

0.0

38?[.3665395_01 B4
f
1

| |
A 3682642
1

[ l‘ I‘I'. 3885128
| \ i\
P\ seszenr

\
[ |
| i .
3878536 A\ f \ )\ T . 3890103

+MS, 96.7-103.8s #(96-103)

2000

15004

387.7654
fi 388.0163
| f

Fyobr [ seesime
Vo /N 3sszess

C78H134N 18014, M+nH ,1551.08

0=
387.0

3875 388.0 3885

389.0

3895

3900 miz
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C11H23CO-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP391)

RTA m &

W\Y

W\ﬁ

HPLC of crude peptide (A=220 nm)

NH2

f‘-‘-.n-gel";ﬁ.ngel‘l_?[! 15_jumy'12-08-2015 [modified by Administrador]

volum imjectat 25,0 pl

g:lc_m.ﬁ.._l WWL:220 nm
?50—:
525—:
2 500
§ ]
w ]
o i
g 375
3]
< i
250 E
1 H '
o] _m . LY N N .
-10& ] | i I i i i T I T i i I i T i i i InﬁirI
0.0 20 4,0 8.0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL maAL*min %o
1 a1 746197 78,152 84,86
2 8,26 168,248 13942 1514
Total: 014 445 52093 100,00
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HPLC of purified peptide (A=220 nm)

450 Angel"ﬂngel‘u‘?ﬂ 15 juny07-07-2015 Oc [modified by Administrador] wolum injectat 40,0 pl
mAL WWL:Z220 nm
i &
- =
=
300+
2 I
T 200
+) ]
5
L -
3 1
< |
100
. |
(i —_— —_—— e e —
-100 | T ' | T " —
0.0 20 4,0 8,0 a0 10,0 25
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 8,06 371,606 32,445 100,00
Total: 371,606 32 445 100,00
ESI-MS (m/z)
Intens. +M3, 0.5-0.7min #{25-32)
x1 802.6
6_
335.4
1604.2
4
2_
6470 928.0 1115.4
0 . 39|I|-4 L |‘I L.J.L.I. .thl.. il ok i L.I.I;._ll PR 1 l - 1:4236 . lL adins ’ 19178 .
200 400 600 8O0 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens.
x106)

401.7926

535.3866

802.5751

+MS, 69.6-83.7s #(59-83)

0.2
ol .HLL
0 600

Ll

1000 1200

1400 1600 1800 miz

Intens
x1

15 BO7 0738 BDE.:ETEI

[

|
. | l [ | 803 5767
| tl I | Rargel)

f | [ I
- JA N N

804 0750

+M3S, 80.6-83.7s #{60-83)

BD4.5748

o8t O (TR P P = B o R

Ei miz

5350527 535.3666
[}

£36.0532
[
| [ |

VAN

536.3856

536.7178

+MS, 69.6-83.7s #(69-83)

536.0561

; | I'. | \ / I'- /

, | 536.3005
A N S W S

CB4H147N17013, N+nH ,1605.16]

"536.0

"5365

5370 " Te3rs | me
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Intens

x106
1.04

0.84
0.6
0.4+
0.24

0.0

401 5427401.7926

R || 4022004
. | A
401.3209 'l l'. |I ||\ [\ 4025399
- /

o SN A 4070

+MS, 69.6-83.7s #(59-83)

20004

1500

1000

500

4015414401792
fi 1
| I
i

402.0430
|
R
L T A T
L[| 02203

C84H147N17013, M+nH ,1606.17

}. .\\ | ‘.\/ ‘\ | I40I254IA?
0 4025

4035 4040 miz
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Ac-Lys(COCi11Hz23)-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP392)

PRYCAY 04 T

C11H23

O

LTy,

HPLC of crude peptide (A=220 nm)

NH2

450 ﬁ;ngel‘lﬁ.ngeﬁ.‘!ﬂ 15 juny12-08-2015 [modified by Administrador] volum imjectat 25,0 pl
L) WWL:Z20 nm
400+ =
300+
=) i
T
g 4
ﬂ 200+
= =
| |
o0+ ||I | |
] | 3
|
] | \
n Ch A
D__- H (- — — _V_
-50 . I . . . I I I I : min
0.0 2.0 4.0 8.0 8.0 0.0 125
Temps de retencio [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min maLl mAL*min o
1 6,85 34,448 1,872 4,00
2 6,94 18,777 1,534 3,28
3 753 116,711 9,544 20,39
4 832 343,030 J3eaT 7233
Total: 513,966 46,758 100,00
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HPLC of purified peptide (A=220 nm)

200 Angel"ﬂngel‘lﬁ?ﬂ 15_jumy07-07-2015 1c [modified by Administrador] wolum imjectat 40,0 pl
ALl WWL:220 nm
- z
o
i -
300
%‘ 200
= ]
i+ ]
5
-] ]
E 100 ‘
=1
i |
4 II
—H— I-"'__"—— e T Ly
1 I
| min
-100 i i T I i i i T i i i I T i i I ] I
0.0 20 4,0 8,0 8.0 10,0 12,5
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %o
1 8,25 327,932 26,627 100,00
Total: 327,932 26,627 100,00
ESI-MS (m/z)
Intens.- +M3, 0.6-0.6min #27-31)
x107
25]
8231
2.04
1.5
2421
] 16462
1.0
0.5
B847.0
0.0 : e . hais " |I L 94?5 . 1113-4| . Il.i ll. .
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens. |
x102

0.84

0.6

0.44

0.2

8235622

549.3901

412.2950

+MS, 2.2-12.25 #(2-12)

e

1000 1200 1400 1600 1800 "miz

[ [ 1
| I|I |
J N

\ {1 M\
L L N L N o

M5, 22123 B2-12)

[\  eezewm

BB ge s7mn

E23.0808 5235824
[] fi
I |

CECHTAUN T T 1a, Ment . 153G, 10|

I\ _)I‘ l"\ J

+MS, 2.2-12.2s #(2-12)

550.40530
A
[
\ _559?3923 550.7217

CBGH149NT7014, M+nH 164717

550.0596

\
f \ SOOI oo 785

550.0 550.5 551.0 5515 miz
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4122950

412.\043? Il
i (

412.7950

[ [ [
[ | | '\
J \_ Jl \7 _),' rj’ -\ 413.0440 3,285

+MS, 2.2-12.2s #(2-12)

1500

1000

412.0440 412-”2948

FIV L ] an27ees
/ \ [

ARWARNVARN

413.0474

C8BH149N17014, M+nH ,1648.18
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Ac-Lys-Lys(COCi1H23)-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP393)
O

C11H23

R g ST
AT

HPLC of crude peptide (A=220 nm)

ZI

‘DALY D, Sig=220,4 Rei=360,100 (CA\Users\U_.r fent 2017-06-20 14-44-572017 -06-20-P1-01-BP383pT3 impuwr.D) - DAD1 D, Si
Morm. 7] §
] i
1250
1000
TEI]—_
- o
] F~
E0I0 o
250 |
] | | B
4 i || | I\-\.\_ o
i BE U S S LN —
-260
-500 3
750
T T T T T T T
2 4 5] B 10 12 14 iy
Peak RetTime Type Width Area Height Area
# min [min] [mAD* = [mAT] 3
Il e |— - |———
1 £.712 W R 0.05%1 1917.23145 455 56% 19.8588
2 J.664 VE R 0.0773 7394.40186 1301.64868 7T6.5917
3 8.541 VB 0.0%98% 342,.67871 48.83156 3.5495
Totals : 9654, 31201 1806.06593
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HPLC of purified peptide (A=220 nm)

*DADM D, Sig=220,4 Ref=360,100 (CAllzersiL_.. nar fent 2017-06-20 14-44-572017 -06-20-P1-D3-BP203pT0 40.0) - DAD1 D, Si

mAL o
1000 | e
800
600
400 ‘
200 ||
i |
i i
(1 S— | I'. I 1l II\"-_I — R

200}
-400
500 -}

| | T — - - 1 - - 1 - - 1 T T

2 4 5] B 10 12 14 i

Peak FetTime Type Width Area Height Area

# [min] [min] [mAU* =] [mAlr] £
- |— - |- | ————— |- |
1 7.685 BV R 0.0748 5476.25000 1001.53162 100.0000
Totals : 5476.25000 1001.531&62
ESI-MS (m/z)
Intens. +M3, 0.8-1.1min #{37-52)
x1
G- 823.5
4
16671
2_
5483
0 . . . i al 6]”2:4;'. e LLL ‘AIL. e g?z? 1?256 y u14|995 :1541D| I': . . .
200 400 00 200 1000 1200 1400 1600 1800 m/z

116




Intens.

HRMS (m/2)

%1067

0.0 J

I ‘uLIJl I L

+MS, 40.4-48 55 #(40-48)
4456370

5493892
667 9488
334.4778

823.0789

898.5614

| IL‘.lll..LL‘ " Ll

Intens

300

IALAI —r

400 500 600 700 800 900 miz

x1

0.5

+M3S, £0.4-48 Be #40-48)

A
v \ .
Nl le L LJI \ 52.5_).3\.42

8245700

CEEHT2ONT/O14, MenH | 1645.10

§23.0806 523.5624

Intens.

x105]

+MIS, 66.6-84 75 #(66-84)

|
| [ (| s500856
o \ [ f

\ /
v/

L 550.3882
J N

550.7177

20004

1500

10004

500

CBEHT4ONTTO 14, M+nH 164717
549 rI0553 54‘3.?90?
Il

5497251

n
| | | | I| |I

550.0596

N\ .
/ \ 5503941 50 7085

5500 5505 "551.0° 5515 miz
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Ac-Lys-Lys-Lys(COCi1H23)-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP394)

PRYTY-A 3 o

XOX L.

11H23

HPLC of crude peptide (A=220 nm)

NH2

200 f‘-‘-.n-gel";ﬁ.ngel‘l_?[! 15_jumy’12-06-2015 [modified by Administrador] volum injectat 25,0 pl
—maAl WWL-220 nm
?ED—_
525—:
=) EEID—-
E ]
@ ]
0 i
g o]
2 ]
= i 2
250 - |
125 = ‘ =
T Ir'|I a | || ey
1 <
A B e S
100 | ; T T T T T |""irI
0.0 20 4,0 8.0 a0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 6,28 16,698 0,824 1,06
2 6,89 188,087 13325 1719
3 Tar 709,203 61,388 79,19
4 73 33,524 1,979 255
Total: W7 512 77516 100,00
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HPLC of purified peptide (A=220 nm)

."-‘-.n-gel‘.ﬁ.ngel"j uliol_2015/20-07-2015b [modified by Administrador]

volum injectat 40,0 pl

Q:ID_ mAlLl WYL-220 nm|
?5:::—: N
525—:
2 500
E O]
m .
g ]
8 375
8
< ]
250+
125 3
N — -
. I
-100 1 T — T T y |"""-I
0.0 2.0 4,0 8.0 8.0 0.0 12,5
Temps de retencid [min]
MNo. | Ret.Time (detected) Height Area Rel.Area
min mAlL mALFmin %
1 732 748607 69,484 96,84
2 8.7 7432 2 2609 3,16
Total: 786,039 71,753 100,00
ESI-MS (m/z)
Intens?. +MS, 0.5-0.7min #(25-36)
x10 831.1
1.54 1661.3
1.0+
0.5 554.1
o0 Bos.T |JJ.1 | 9975 11081 12399 13913 LA, 18233
200 400 600 800 1000 1200 1400 1600 1800




HRMS (m/2)

Intens. +MS, 67.6.75 65 #{6775)
x10
1.0 416.0489
554 3942
0.8
064
044
024
531.0861
U_D_M‘LM.M Lok
200 400 500 800 1000 1200 1400 1600 1800 miz
Intens. | +MS, 67.6-75.65 #(67-75]
x105] 831.0861
1.5 saorsaa? )
1 fi
J I |
1 D: | | | |
] | | | 8315872
1 [ ' A
i | ‘ | [
1 | | Il
05 | | [
] ‘| ‘ [ || s3208ma
4 | [ \ /
1 | [ |
1 | I [ [\ 8325881
0.0] _ &A,J (N N
o3 CBEHTE0NT8014, M+nH ,1661.17]
] 831.0878
2000] 530.5862 |
] f I
1500] || I
] i i 8315895
1000 | A\
] | ||\
] N H (
5007 I | ‘||| 8320912
1 [ | | |
1 [ | I | 8325929
0 : I\ J \ J A\ / \ 8330046 :
830 31 832 833 834 miz
Inle;;]ss, +MS, 67 6-75.65 #(67-75)
X
8 554 0601 554ﬁ3942
n |
fl III
6 | |I | |I
|' \ I 5547267
(1 I A
4 | | | | I| ||‘
| |l I
|| I| | I" I
) | .II I .‘l ".\ 55,0598
‘
| | | \ [\ {
AN o )L / 553-3\9&36 555.7256
0 CBGH150NTB0 14, MnH ,1662.16
5543943
2000] 554,{{\1599 ;
| i
M it
I I
15004 |‘ | i
| [
|' \ I 554.7208
10004 (1 [ i
| BR 1
R B [\
| | | | IR
5001 [ 1) (1| [ 555.0632
| \ | \ /
/ / 5563977
D\e\ / 5657322
55375 55400  554.25

55450 55475  B5500 65525 G550 | 55575 55600 | miz
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Intens.
x106

0.8

0.4
0.24

0.0

4157987 4160489
M ‘ \

|
' [ | 416.5456
|| | | || II Ir‘ll

| | | n
/A T A Y A I.' | 4167954

assre ) \ )\ )\ )N\ AT amom

+MS, 67.6-75.6s #(57-75)

4157967 416.0476
! 1

|
[ | 4165492

Y F
N N \ 4168001, oo

C8BH150N 18014, M+nH ,1663.19

4155 416.0 4165 4170

4175 4180 miz
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Ac-Lys-Lys-Leu-Lys(COCi11H23)-Lys-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP395)
O

Hz C11H23

s 44

Loy T

NH2
HPLC of crude peptide (A=220 nm)
+00 Angel"ﬂngel‘ljulbl_ﬂ[l" 5r20-07-2015b [modified by Administrador] wolum injectat 25,0 pl
JmaAl = WWL-220 nm
SCID—-
EEID—-
5 400
]
g i
ﬁ BEID—_ ‘
3 ] =
< 2004 - |
100 < | |§E
_ % || [
] i )
- b
o R o
'1:"3- '|" —71 - - - 1 - - - 1 - - -~ 1 - - - T - = |""irI
0.0 20 4.0 8.0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 241 26,660 6,826 756
2 6,92 169,022 16,254 12,00
3 Tar 611,413 59 858 66,28
4 7,64 45 647 4813 533
5 782 38,161 2,564 284
Total: 800,902 90 316 100,00
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Intens.

x1071

HPLC of purified peptide (A=220 nm)

280 ﬁ;ngel‘l.ﬁ.ngel‘njuli-::l_ED‘ Bi20-07-2015b [modified by Administrador] volum injectat 40,0 pl
Al WWL:220 nm
300 -
R 3
~
250
%- EDD—_
g ]
50+
= ]
=] m
5 ]
2 ]
< 100+
50 |
] | II
A T —— e A A
h i
-50 - 1 - T 1 T T 1 T T T
0.0 20 4.0 6.0 a0 0.0 12,5
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mal mAL*min Yo
1 7,30 260,046 23,056 100,00
Total: 269 945 23056 100,00
ESI-MS (m/z)
+MS, 0.5-0.8min #(17-28)
1627.3
1499.2
1790.4
1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 miz
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HRMS (m/2)

Intens.
x105

el

813.5911

1626.1755

1

+MS, 3.0-3.3min #(177-194)

500

1000

" 1500 " 2000

2500 miz

16261755 10271790

) N S N

1628.1828
"
i
/'
|

I 1629.1835
1 n
[ \

1630.1804

e e ———— e

+MS, 3.0-3.3min #(177-194)

1626.1

808 1627.1840

1628.1874

‘ " 1629.1908

f
I it 1630.1942
)Y BN \

C83H152N18014, M+nH ,1626.18

1625

1626

1628 1629 1630

1631

832 miz
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813.5911

81 4]0929

814.5938
1|
N

815.0940
N

N

+MS, 3.0-3.3min #(177-194)

1200+
1000+
8004
6004
400-

200

814.:5973

815.0990

4
.-’l \

CB3H1_E?2-N1 8014, M+nH ,1627.19

N S

813.0

815.0

815.5 816.0 816.5 miz

125



Ac-Lys-Lys-Leu-Phe-Lys(COC11H23)-Lys-lle-Leu-Lys-Tyr-Leu-NH2 (BP396)

PRRTAW m&

\*\“

O

HPLC of crude peptide (A=220 nm)

NHZ

2 000 Angel'u.ﬁ.ngel".]ulml 2015/20-07-2015 B¢ [modified by Administrador] wolum injectat 25,0 pl
) AL WWL:220 nm
1.750 "
1.500-]
1.250-]
=) ]
Z o
= 1.000 g
3 ] = |
3 ]
5 750 |
2 ] ‘
500 E
250 Lo | =
] | |
: A
- I—— JM_M_HJ“J‘L” A
- |
200-{— '| ' T ' T T T | y —
0.0 2.0 4.0 8.0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL mAL*min %
1 713 823,490 65,565 2207
2 72 1572 407 206,739 69,60
3 832 210,668 14,235 479
4 893 137,039 10,506 354
Total: 2743604 297,045 100,00
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HPLC of purified peptide (A=220 nm)

700 Angel‘.ﬁ.ngel‘ljuli\:\l_xl‘ 5/20-07-2015 5c [medified by Administrador] volum injectat 40,0 pl
Jmal WAVIL-220 nm
G004 E
500
g 400+
g i
300+
n |
L
3]
F=]
< 2004 |
1004 ||
E l
o I.-———~—\_ — - ey el —— — -
T min|
An————— — : | | :
0.0 20 4,0 8.0 8.0 10,0 25
Temps de retencid [min]
MNo. | Ret.Time (detected) Height Area Rel.Area
min mal mAL* min %
1 7,75 553,408 51,363 100,00
Total: 553,458 51,363 100,00
ESI-MS (m/z)
Intens. +M3, 0.6-1.0min #(30-50)
x108] B23.1
2.0
1 549.4
1.51
1.04
J 771.0
035 676.5 1646.3
' 997.7 11108 l
ol b B T OO 12240 gssay szt f] ,
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens.
x106 |

0.44

0.24

0.0

5490570

6235809

412.0432

LJJL

10977702
dimer

+MS, 165.1-175.2s #(164-174)

400 600 800 1000 1200 1400

1600 1800 miz

| | | | 820819
\

824 5818

A
\ | IR 826.0812 8255821

JI I\_,__JI

+M3, 165.1-175.2s #(164-174)

823.0808 323.?324
)

824 5858

M
A
\ || ‘JI II\ /l | 8250875 8255892

C8EH 149N 17014, M+nH ,1646.16)

J
823 824 825 826

a7 miz

Intens.
x106
1.09

0.8
0.6
0.44
0.24

0.0

| II ‘ |I | I‘ 550.0572
‘ !
| | \

[ |/ \  /\ ss03010
saa7s3e )\ ) ) ) A 5507240

+MS, 165.1-175.2s #(164-174)

20004

1500

1000

500

5490563 549?90?
. |

550.0596

A
AR RUYAN

5503941 5507285

CBEHT49N17014, M+nH ,1647.17

550.0 5505 5510

5515 5520 miz
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Intenss._
x10 .
4 I2.i0432 4122935

25] I
| ||

412743

413.0446

+MS, 165.1-175.2s #(164-174)

413.2905

412.0440 412-3948

il I

(1 (11 4128457
N

5001 Yy ] [ 1l 4127985

413.0474

CBBHT49N17014, M+nH ,1648.14]

41150 41175 412,00 41225 41250 21275

413.00

4132982
4325 41350 4375 mz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys(COCi11Hz23)-1le-Leu-Lys-Tyr-Leu-NH2 (BP397)

NH,

O

011H23

S utgix ¢¢t&

\*\“

HPLC of crude peptide (A=220 nm)

NH2

1000 ﬁ.ngeh.ﬁ.ngel‘.julinl_Zm 5/21-07-2015 B¢ [medified by Administrador] volum injectat 15,0 pl
T JmaAu WWL:220 nm
875 £
750
825

= ]
2 ]
El
3 ]
3 ]
g 375 .
2 ] E
260 ‘
125 |'|| = =
] \ ||.~5~ | I|I
a1 | \ DU WY Lt S S
s ]| min
-100 T T T I T T T I I I [ T T I
0.0 20 4.0 6.0 8.0 10,0 25
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mAL*min %
1 7 240 174 20133 18,19
2 7,69 25870 1,525 1,38
3 7.8 27742 1,354 1,26
4 2,08 796,771 81,633 73,74
5 853 80,745 6,016 h43
Total: 1180302 110,706 100,00
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HPLC of purified peptide (A=220 nm)

800 AngeMngel‘ljulbl_EIl‘ 5/21-07-2015 Gc [modified by Administrador] volum imjectat 40,0 pl
{maAu WWL:220 nm
i &
500 =
400H
= i
T a0
r J
o i
g ]
5 2004
a1 4
{ -
100+ " |
- Il g |
4 ( |I i
O I L U - ___E,J—l"\__________/\
1 min
-100 : T — l ; T
0.0 20 4.0 8.0 8.0 0.0 125
Temps de retencid [min]
No. | Ret.Time (detected) Height Area Rel.Area
min mAL mAL*min %o
1 7,68 15,962 0,995 2,51
2 810 452 427 38,610 g7 49
Total: 468,389 39,606 100,00
ESI-MS (m/2)
Intens?. +MS, 0.5-0.8min #{24-41)
x10 823.1
1646.3
1.54
1.04
0.5 549 4
TT1.0
15411
0.0 . . | da, I..IJ.1|. L QQE",B 1110.8 ;1241_0. . . |.|. . ;
200 400 GO0 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens.
x106
1.04

0.8

0.6+

0.4

0.21

0.0

5450586

412.0444
823.5822

BRI TR

+MS, 18.3-21.3s #(18-21)

1000

1200 1400 1600 1800 miz

Intens.]
x109]

=] w = (]

|
| | ﬂ [| 8245831
| || | | f\

A

[\ 25082
\L__/' \

+MS, 18.3-21.3s #(18-21)

825.5826

823.0808 323.?324
)

824.'\5858
I fl

\ I\ FERN /

[ '.\ 8250875

C8EH 149N 17014, M+nH ,1646.16)

825.5892

J
823 824 825

826 T e T T Tme

Intens.
x106]

0.4
0.2

0.0

5430586  549.3926
\ N\
[ [ 549.7251
i || i
| | [ \

\ '\ ss00575
| | | | I I

{ ‘II | o i
sis7ees |\

+HMS, 18.3-21.3s #(18-21)

550.3911
550.7248

2000+

15004

1000+

5004

549.0563 549-390?
I i

I I 550.0596

| | .I'I,\\
J ST

CBBHT49N17O14, M+nH 1647 17|

5503541 550.7285

550.0

550.5

551.0 5515 miz
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Intens, +MS, 18.3-21.35 #(18-21)
xlﬂ& 4120444 412;,]2945
‘h ‘ll
|
I
41 [ [ 4125440
| i
A
| | I
21 [ [ (1
[ | \ [ 4127938
[ o ( |||I [
(N /
. ansaer |\ ) ) /\ 4130445 413231
CBEHT4ONTTO14, NenH , 1648.18
4122948
20001 4120440 i
I'
il i
[ [
15001 | || | ‘I
| |
(1 || 4125487
10004 [ I ‘
| H
L
| |I | || I| II
5001 [ | [ | 4127965
| | | | \
jl '.\ j' n\ j'l \ /\ 4130474 oo
0
4115 4120 4125 4130 4135 4140 mz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-Lys(COCi1Hz23)-Leu-Lys-Tyr-Leu-NH2 (BP398)

NJB\( I;¢Bﬁ( ¢ iR,

LTy YT

I

C11H23 NH,

HPLC of crude peptide (A=220 nm)

Absarbancia [mal]

1.200 ﬁ.ngel'x.ﬁ.ngel".juliol_Zm 5/22-07-2015 [modified by Administrador] volum injectat 25,0 pl
T mau WVL:220 nm
] 2
1 £l
1.0040 ™
200
=]ty ‘
400 = |
1 =
] < ||
200 |
i ﬁ =
(-]
i |I I ~
- I.II 1
i L"| T ——-“—-ﬂ"'-*‘--—\_J—L'J_PVIbf“-—.- P - |
- 1 | min
200 T T T e
0.0 20 4.0 8.0 8.0 10,0 125
Temps de retencia [min]

MNo. | Ret.Time (detected) Height Area Rel.Area
min mal mAL*min %
1 6,79 256 048 19,043 16,63
2 725 041,040 92 115 a0 44
3 7,64 46,558 3,356 2483
Total: 1243 546 114 517 100,00
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HPLC of purified peptide (A=220 nm)

500 Angel"ﬂngeﬁjulbl 2015/22-07-2015 [modified by Administrador] volum injectat 40,0 pl
Jmall WWVL-220 mm
| &
]
TO0 -~
00—
500+
= J
E 400+
m n
] i
ﬁ J
300+
3 ]
L
< |
200+
100 ||
] f \
.:,__.\\l'k h_iiﬁ_ — ]
] min|
-100 T T T T T
0.0 2.0 40 6.0 8.0 10,0 258
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mal mAL*min %
1 7,26 666,796 56,101 100,00
Total: 666, 796 56,101 100,00
ESI-MS (m/z)
Intens. | +MS, 0.5-0.89min #(25-43)
x108] 830.6
207
1.5
9541
1 165823
I.D—_
0.54
] 684.0
0ol 456.7 L 1149.2 1255.9 15042 \A]. 18122
© 200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/z)
Intens. ] FMS, 114 8-116.8s #(114-118)
x105]
6l 554.0602
5,
] 4157972
] 831.0868
4_
3_
2_
1 7115743
D- Lo .| AL\ \ ll N T
200 400 500 800 1000 1200 1400 1600 miz
Intens.] +MS, 114.6-116.8s #(114-116)
x105]
i 330i5852 sa-lhoasa
4 |
4] i [
] A [l
3 [ I
i 1 M 8315878
] I f\
2 || [ I\
] I II | ‘l II
1] [ I| | [ 832 f‘DﬁBn
] (. | \
] . [ [ | 32,5880
o _ RN IR NS _ \\ A 833.0867 |
1 CBGHTE0NTB0 14, M#nH ,1661.17]
] 831.0878
2000] 8305852 |
] | I
1 | | (|
1500 I 1
] [ [ §31.5895
1000] [ | [ i
b | | | I
b | | [ f
500 ] | I 832.0012
] [ [ [ A
] \ | | |
; | |\ |\ J\ BZ3929 4330046
8205 ' 8300 8305 B30 8315 8320 "8325 ‘8330 miz
Intens. SMS, 114.8-118.8s #(114-118)
x105
6 55‘1-'0502 554.3942
|
j I ﬁ
[l [l
4] | I [
| | | sea7277
] | l | |"||
| | |I
21 ‘ | | l | |
I \ [ (| 555£514
j | | | /
[ [ I [\ s5539m
. ; 5567278 |
0 COGHI50NTB0 14, M+nH ,1662.10
] 5543943
2000] 554.|"0599 2
] | |
] I i
15007 | || il
1 |
] I | | oe47288
1000 A | I I
] [ I| | |||‘
1 | |
500 | [ i | sss0632
[ I [ ] i)
] [ [ | /
5530 5535 5540 5545 5550 5555 556.0 5665 miz



Intens.]

g +MS, 114.8-118.8s #(114-118)
x102]
5 4157972 4460474
] f', PI
4] Il i
] I [
3 [ || 4162973
1 | fl
24 || ‘| | | ‘l ‘II
] |
] [ | ".I I} 4165478
] B R N\ sie7s80
0] mssrss ) \ ) N\ ) N\ )N\ TOAT” armoaes
] CBBHT50NTBO14, NHnH |, 1663.19
] 416.0476
2000] 4157967 g
] i |
] A [
1500] [ || ||
] I
1 ‘l | [ | 4162084
1000 (| |I I |
] I
] Il I| | |‘ [
] | i
500 Py wemm
] PV L/ sesom
. IR 201 417 0509
4155 416.0 416.5 4170 4175 4180 miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Lys(COCi1H23)-Lys-Tyr-Leu-NH2 (BP399)
O

NH, NH, C11H23

o R s

\*\“

NH2
HPLC of crude peptide (A=220 nm)
1800 ﬁ.ngel'x.ﬁ.ngel".julicl_Zm h/22-07-2015 [modified by Administrador] wolum imjectat 25,0 pl
= mAu - WWL:220 nm
]
1 5[::!—:
1 253—:
2 4 oo
E ]
m ]
a
5 7o) z
i :
= i
500
] | E
250} s B
] |.?.' | r'1| ;
4 | || \
:|_- —_ |h'\_ — ] WI_FTLJ_\_»‘L\_ L S
-200 ] T || T T T T T T I T T T T T T T I T T T I T min
0,0 2,0 4.0 6,0 8.0 10,0 12,5
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %o
1 6,87 572,985 47,760 17,15
2 7,05 71,263 8,638 3,10
3 7,36 1538,740 184,103 66,12
4 7,70 173,523 16,079 RTT
5 7,84 210,519 14,740 529
] 843 86,993 7105 255
Total: 2664 054 278 426 100,00
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HPLC of purified peptide (A=220 nm)

=00 Angel‘.ﬁ.ngel‘ljulbl 2015/22-07-2015 [modified by Administrador] wolum imjectat 40,0 wl
JmaAl ) WWVL-220 nm
] 3
700
600+
500
= ]
E 400
m 4
4] ]
ﬂ il
300+
E ]
< 1
200+
100+ ||
LN [\
o, e —— - -
] min
L e e s s e
0.0 20 4,0 8,0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 7,38 705,265 64,787 100,00
Total: 705,265 64,787 100,00
ESI-MS (m/z)
Intens? +MS3, 0.5-0.8min #{23-38)
x10 8311
3_
1661.3
2_
1 5541
1 6241 | 14948
D T T T T ‘I L II L I| T T T T .I T T T
200 400 600 800 1000 1200 1400 1600 1800 m/z
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HRMS (m/2)

415.7968

554 0593

+MS, 82.6-89.7s #(82-89)

831.0861

L

2742743
il i

200

800 1000

1200 1400 1600 1800

Intens.i
x1057]

125

o =
=)

=]
3

025

+MS, 82.6-89.7s #(82-89)

8305647  831.0861
i

831.5877
' | \
| [ fl
| M
. | | i
[ [ [
i

' L\_Jl \_J

832.0880
\ 8325883

| I
AN AN 833.0081

B o
g8 8

CBEH150N18014, M+nH ,1661.17

ganseez 831 .EB?B
[

| 831.5895
| |ﬂl‘
|

8320912
832.5929

833.0946

8325

8330

+MS, 82 6-89 7s #(62-89)

5540593 £y 1924

| \ 555.0613
| II |IA

[
)\ )\ N P50 069 556.3834

C8EH150N 18014, M+nH ,TE62.18
554 1051313 554.?943
f

‘ | | =550632

5563977 557322

,fl \,I ,'I l\ jl l\ \

"565.0' "5555 "556.0° miz
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Inte‘;ﬁ; +MS, 2600 7= #(02-60)
*10% HITHE 41804m1
h \ i
4 I f
3: [ | |
] [ | | 215207
23 | || | Iﬂl
] | !
] | | | \ |
. || | (T
] | | i1 || | f
] 4155641 _fl I\k J o I\\ J N\ YT e
0 TR TSN S0 14, Ment s 10
] 4157087 4160478
2000 | |1
; 1 ||
o] | |
] | | 416.2084
1000] | | |nl
: I
500 [ | | | 418 5402
] [ I | N\ £18.2001
ol J L ‘,I | J J e 417.0508
41850 T T 41575 41600 418.35 416.50 41875 417.00 41725 T T 41750 417 75miz
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys(COC11H23)-Tyr-Leu-NH:z (BP400)

PR 04 o

ooy,

HN CllH23
O
HPLC of crude peptide (A=220 nm)
—00 Angel"ﬂngel‘ljulbl_z:l‘ 5/22-07-2015 [maodified by Administrador] volum injectat 25,0 pl
{mall - WWL:220 nm
1 2
G500
500
%- 4:ID—_
g i
300
5 |
L
3 -
< 200+ ] -
- = -
=
i | -
1 o
100 | <) I—
i ) | - b
i | | | ==
o . 'k i - e PP e
1 | min
-100 i i i I i i i I i T i I i i T I i i i I i T i I
0.0 20 4,0 6.0 8.0 10.0 125
Temps de retencio [min]

Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min %
1 6,95 139,996 10,696 14,22
2 7,60 601,296 55,148 7332
3 754 24 928 1,222 1,63
4 AT 05 266 5,750 7,64
5 8,63 17,523 1,080 1,45
] 8,87 20128 1,311 1,74
Total: 895,138 75217 100,00
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HPLC of purified peptide (A=220 nm)

Angel‘.ﬁ.ngel‘lju liol_2015/22-07-2015 [modified by Administrador] volum injectat 40,0 pl
600
{maAl - WYWL-220 nm
] 2
500
400+
=) i
T apd
o J
o i
8 _
L
5 200+
=] 4
=y
100 |
J A
o], I\ . SN ]
1 min
-100 T T T T T y T
0.0 20 4.0 8,0 8.0 0.0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAl mAL*min L
1 7,60 518,077 42 421 100,00
Total: 518,077 42 421 100,00
ESI-MS (m/z)
|ﬂ19f18? +MS, 0.6-0.8min #(26-40)
x10 823.1
4_
3_
1646.3
2 .
1 -
540 4 7580
| 6785 1058.8 }
D T T T T T ut il T T T II T T T
200 400 600 800 1000 1200 1400 1600 1800 m/z
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HRMS (m/2)

Intens. +MS, 4645155 #(46.51)
xlﬂg
5493909
5_
4 823.5811
2_
412.2940
274-12?44 IUSYLYGEIE
D T ‘l ‘l |I T T = -lA T T T T T T
200 400 600 800 1000 1200 1400 1600 1800 miz
Interns +M5, 26451 5= #(46-51)
x1 B33 0705 823 5811
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1 ||
| {
| [ | 824 0825
: I | | |IIII
| | !
B [ A
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0 J I N S S PN 825.5823
TOEHTSON T 1S, Ment 159510
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f | |I | Il
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4120434 412.2940

AN

4127951
413.0453

413.2932

+MS, 46.4-51.5s #(46-51)

L
I

4120440 412.2948
II|

I'||I 412.7965

\ /\ 413.0474

C8BH 149N 17014, M+nH ,1648.18)
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T 4115
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Lys(COCi11Hz3)-Leu-NH2 (BP401)
O

C11H23

ijw gjjw ¢ JB\( JLNHZ

ooy T

NH2
HPLC of crude peptide (A=220 nm)
1.200 ﬁ.ngel'uﬁ.ngel‘.juliol_Zm 5/22-07-2015 [modified by Administrador] volum injectat 40,0 pl
T Al WWL:220 nm
1000 "
B
= ]
L soc
; 4
3] i
3 ] |
5 400+ £ =
< ] - ] =
200 I\E | h _ g 3
: lIr-- II |I ] - -
] L CYLE ) \
5 A — PR T AN A
-200 i | i i I i i i I T i i I i i i I T i i [ i T i Im'rI
0.0 2.0 4.0 6,0 80 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAlU mAL*min %%
1 715 281,402 274972 12,86
2 7,359 69,176 5,638 259
3 7. G55,047 132927 61,10
4 8,07 251,104 27182 12 49
5 8,46 36,744 221 1,03
6 9,11 103,107 10,872 5,00
7 10,42 100,065 10,747 484
Total: 1797 546 217 569 100,00
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HPLC of purified peptide (A=220 nm)

250 Angel"ﬂngel‘ljuli\:\l 2015/22-07-2015 [modified by Administrador] wolum injectat 40,0 pl
qmAl WWL-220 nm
300 5
250+
200+
=) ]
£ 150
= ]
U -
g 1
100
5 ]
2 ]
g |
o I |
|| N
e VT — — - -
1 4
o
b min
-100 | T T T T
0.0 20 4.0 8.0 8.0 10.0 25
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL mAL*min L
1 7T 281,578 23,709 100,00
Total: 281,578 23709 100,00
ESI-MS (m/z)
Intens..J +MS, 0.5-0.8min #(26-41)
2.07 1610.3
1.5
1.D-j
05
] 11056 1257.0
0.01— . o '
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

Intens.
x105]

0.0

274 2745

I\“i
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||i A
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1013.1985
To— | —
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J
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f
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A
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il

I
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[
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!
JRN f\ 538136 5390608
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fi
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il
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Intens.]

:-:'ID5;

5]
=]

o

=]

[=]
o

[=]
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4033018 404 5591

| | | \ [ 404.0527
[ [ [
S N J \

404 3032 404 5524

+MS, 51.5-64 bs #(51-64)

2000

403.3019 4035527
Il i
i
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J
L e e B v e — T T
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"d0d75 7 " 40s.00 40525 mez
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Ac-Lys-Lys-Leu-Phe-Lys-Lys-lle-Leu-Lys-Tyr-Lys(COCi11H23)-NH2 (BP402)

“jjw ﬁ? JB\( ¢ L ﬁ%
ooy

HPLC of crude peptide (A=220 nm)

Ci1H23

NH2 NH—<

2 000 ﬁ.ngel'x.ﬁ.ngel".julicl_Em 5/22-07-2015 [modified by Administrador] wolum injectat 40,0 pl
T mau WWVL:220 nm
1.750-] ~
1.500+
1.250-]
g ]
o 1.000 E
o J
3 ]
g 7507 5
g ] =
500 | 2 =
] \ It s g
250 W
] ||r‘.1 1— | |
] ,1'“ — ﬂl"‘k;’u
1 |
200—— | — T T —
0.0 2.0 4.0 8.0 8.0 10,0 125
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL mAL*min k!
1 6,81 566,169 45 463 11,20
2 724 1628,606 241,328 54,65
3 754 730,921 65,463 14,82
4 7,86 294 068 29 508 6,70
5 8,28 160,723 21,558 488
] 8,05 169,545 14,511 3,249
7 916 241,635 19,678 4 46
Total: 3800,670 441,600 100,00
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HPLC of purified peptide (A=220 nm)

500 Angel"ﬂngel‘ljulbl 2015/22-07-2015 [modified by Administrador] wolum imjectat 40,0 pl
JmaAl 2 WWVL-220 nm
?IID—-
SIID—-
5:u:|—-
= J
E 400+
m 4
o i
ﬂ J
300+
E |
< |
200+
100+ =
D_-_'w |'k AJ—IK_
] min|
-100 L 7 T T T T
0.0 20 4.0 8.0 8.0 0.0 25
Temps de retencid [min]
Mo. | Ret.Time (detected) Height Area Rel.Area
min mAL mAL*min %o
1 7,05 13,668 0,753 1,00
2 7,259 598,961 74 585 99,00
Total: 2 628 75,339 100,00
ESI-MS (m/2)
Intens?. +M3, 0.5-0.9min #23-42)
X107 831.1
254
2.09 1661.3
1.54
1.0
354.4
9121
0.5
50]3.? I JL 1823.3
0.0l — : P IDWS ENURGRESSU N [N S : , RO T § Pt ‘
200 400 600 800 1000 1200 1400 1600 1800 miz
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HRMS (m/2)

274 2746

+MS, 92.7-96.7s #(92-96)
831.0885
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416.0472

| Ll 11077806
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Intens, +M5, 92.7-25.7s #(02-08)
x 4157060 4'5-1“"“_'2
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