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Supporting Information 

RP-HPLC traces for scaffolds and peptide ligands at 220 (black) and 280 (red) 
nm: 
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061208_ME_a174_ref_--c-TPra#2--_10to50.DATA [PS325 Absorbance Kanal 1    ]
061208_ME_a174_ref_--c-TPra#2--_10to50.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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ME_231208_a0223_ref_--c-TPraK-R1--_10to80.DATA [PS325 Absorbance Kanal 1    ]
ME_231208_a0223_ref_--c-TPraK-R1--_10to80.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→72% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min. 
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081208_ME_a177_ref_--4-azidobutanonic acid--_10to50.DATA [PS325 Absorbance Kanal 1    ]
081208_ME_a177_ref_--4-azidobutanonic acid--_10to50.DATA [PS325 Absorbance Kanal2      ]

mAU

 

gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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041208_ME_a159_purity-impovement--RGD-4---_10to50_b.DATA [PS325 Absorbance Kanal 1    ]
041208_ME_a159_purity-impovement--RGD-4---_10to50_b.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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081208_ME_a176_ref_--RGD-8--_10to50.DATA [PS325 Absorbance Kanal 1    ]
081208_ME_a176_ref_--RGD-8--_10to50.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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051208_ME_a167_purity-improvement--N3-cMyc---_10to50_d.DATA [PS325 Absorbance Kanal 1    ]
051208_ME_a167_purity-improvement--N3-cMyc---_10to50_d.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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041208_ME_a161_purity-impovement--N3-Brain---_10to50_b.DATA [PS325 Absorbance Kanal 1    ]
041208_ME_a161_purity-impovement--N3-Brain---_10to50_b.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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ME_151208_a0197_click23A_--c-TPra--+--azbu--_CuAsc_DIEA_10to50_174min5.DATA [PS325 Absorbance Kanal 1    ]
ME_151208_a0197_click23A_--c-TPra--+--azbu--_CuAsc_DIEA_10to50_174min5.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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061208_ME_a172_purityimprovement_--c-TPraX4RGD-4--_10to50_b.DATA [PS325 Absorbance Kanal 1    ]
061208_ME_a172_purityimprovement_--c-TPraX4RGD-4--_10to50_b.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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091208_ME_a178_purityimprovement_--c-TPraX4RGD-8--_10to50_b.DATA [PS325 Absorbance Kanal 1    ]
091208_ME_a178_purityimprovement_--c-TPraX4RGD-8--_10to50_b.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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101208_ME_a185_ref_--TX4cMyc--_10to50_#2.DATA [PS325 Absorbance Kanal 1    ]
101208_ME_a185_ref_--TX4cMyc--_10to50_#2.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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101208_ME_a186_ref_--TX4Brain--_10to50_#2.DATA [PS325 Absorbance Kanal 1    ]
101208_ME_a186_ref_--TX4Brain--_10to50_#2.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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ME_140409_a026_Click001_--c-TPraK(FITC)X4RGD8_p1_15_5_--_ME_10to80loop_excelexp.DATA [PS325 Absorbance Kanal 1    ]
ME_140409_a026_Click001_--c-TPraK(FITC)X4RGD8_p1_15_5_--_ME_10to80loop_excelexp.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→72% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min. 

 

 



Supplementary Material (ESI) for Organic & Biomolecular Chemistry 
This journal is (c) The Royal Society of Chemistry 2009 
 

14 
 

RP-HPLC traces for the macrocyclization of NH2-Pra-Lys(Boc)-Pra-
Pro-Gly-Pra-Ala-Pra-Pro-Gly-OH to cyclo-(Pra-Lys(Boc)-Pra-Pro-Gly-
Pra-Ala-Pra-Pro-Gly)  using HBTU or at 220 (black) and 280 
(red) nm: 

HBTU activation: 
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011208_ME_a153_--o-TPraK-crude--_10to50.DATA [PS325 Absorbance Kanal 1    ]
011208_ME_a153_--o-TPraK-crude--_10to50.DATA [PS325 Absorbance Kanal2      ]
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gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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Reaction mixture: 
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021208_ME_a154_--c-TPraK-crude--_10to50.DATA [PS325 Absorbance Kanal 1    ]
021208_ME_a154_--c-TPraK-crude--_10to50.DATA [PS325 Absorbance Kanal2      ]
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Rt= 26 min: guanidinated open chain precursor 

Rt= 30 min: cyclo-(Pra-Lys(Boc)-Pra-Pro-Gly-Pra-Ala-Pra-Pro-Gly) 

gradient: 9→45% acetonitrile in 0.1% TFA over 30 minutes at 1 mL/min 
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PyBOP activation: 
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ME_190309_a001_--o-T-PraK(Boc)_crude--_30to80.DATA [PS325 Absorbance Kanal 1    ]
ME_190309_a001_--o-T-PraK(Boc)_crude--_30to80.DATA [PS325 Absorbance Kanal2      ]
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gradient: 30→80% methanol in 0.1% TFA over 30 minutes at 1 mL/min



Supplementary Material (ESI) for Organic & Biomolecular Chemistry 
This journal is (c) The Royal Society of Chemistry 2009 
 

17 
 

Reaction mixture: 
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ME_200309_a003_--c-T-PraK(Boc)_ref_for_test_Boc-cleavage--_30to80.DATA [PS325 Absorbance Kanal 1    ]
ME_200309_a003_--c-T-PraK(Boc)_ref_for_test_Boc-cleavage--_30to80.DATA [PS325 Absorbance Kanal2      ]
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Rt= 24 min: cyclo-(Pra-Lys(Boc)-Pra-Pro-Gly-Pra-Ala-Pra-Pro-Gly) 

gradient: 30→80% methanol in 0.1% TFA over 30 minutes at 1 mL/min 
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ESI-MS: 

Conjugate 8: C56H78N22O18 Calc. Mass: 1346.6 
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Conjugate 9: C140H194N50O46, Calc. Mass: 3311.4 
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Conjugate 10: C216H326N78O62, Calc. Mass: 5004.5 
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Conjugate 11: C256H402N74O102, Calc. Mass: 6144.9 
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Conjugate 12: C324H474N106O90, Calc. Mass: 7289.6 
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Conjugate 13: C240H344N80O67S, Calc. Mass: 5450.6 
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GFC traces at 220 nm: (eluent: 150 m aq. NaCl at flow rate 0.75 mL / min) 

Conjugate 9: 
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Conjugate 10: 
Peptide ligand 5: 
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Conjugation product 10: 
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Conjugate 11: 
Peptide ligand 6: 
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Conjugation product 11: 
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Conjugate 12: 
Peptide ligand 7: 
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Conjugation product 12: 
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Conjugate 13: 

Peptide ligand 5 see “conjugate 10” 

Conjugation product 13: 
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GFC trace of 13 at 220 nm and 485 nm: 
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