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ITC Experiments: Concentrations of biscyclopeptides 2b-d and of salts in the ITC titrations. All

salts were used with sodium as counterion.

receptor cor:?:ZifrtStrion sulphate lodide bromide chloride
/[ mM / mM /[ mM / mM
/ mM
2b 0.45 mM 14 14 12 20
2c 0.25mM 25 25 5 15
2d 0.25 mM 25 5 15 10

% A receptor concentration of 0.5 mM was used in this titration.
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'H NMR spectrum: 2b (1 mM) in D,O/CD;OD 1:1 (a), 2b (1 mM) + 5 equiv of Na;SO4 in

D,0/CD;0D 1:1 (b).
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'H NMR spectrum: 2c (1 mM) in D,O/CDsOD 1:1 (a), 2¢ (1 mM) + 5 equiv of Na,SO, in

D,0/CD;0D 1:1 (b).
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NOESY NMR spectrum: 2b (1 mM) in D,O/CD3;OD 1:1 (mixing time 300 ms) (Bruker Avance
600).
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NOESY NMR spectrum: 2b (1 mM) + 5 equiv of Na;SO,4 in D,O/CD3;0OD 1:1 (mixing time 300

ms) (Bruker Avance 600).
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NOESY NMR spectrum: 2¢ (1 mM) in D,O/CDsOD 1:1 (mixing time 300 ms) (Bruker Avance

600).
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NOESY NMR spectrum: 2¢ (1 mM) + 5 equiv of Na;SO4 in D,O/CDs0D 1:1 (mixing time 300 ms)

(Bruker Avance 600).
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NOESY NMR spectrum: 2d (1 mM) in D,O/CD3;OD 1:1 (mixing time 300 ms) (Bruker Avance
600).
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NOESY NMR spectrum: 2d (1 mM) + 1 equiv of Na;SO,4 in D,O/CD3;0OD 1:1 (mixing time 300

ms) (Bruker Avance 600).
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ESI mass spectrum: 2b in 1:1 (v/v) water/methanol (0.1 mM) after the addition of 0.33 equivalents

of each NaCl, NaBr, and Nal.
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m/z calcd. m/z exp.
2b-H* C76H73N20014 1489.6 1489.6
2b +Cl Cr6H74N20014 - Cl 1525.5 1525.5
2b+Br Cz6H74N29014 - Br 1569.5 1569.5
2b+1 C76H74N29014 - | 1617.5 1617.5
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ESI mass spectrum: 2c in 1:1 (v/v) water/methanol (0.1 mM) after the addition of 0.33 equivalents

of each NaCl, NaBr, and Nal.
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m/z calcd. m/z exp.
2C - H+ C80H71N22018 1627.5 1627.5
2c+Cl CgoH72N»,015 - ClI 1663.5 1663.5
2c+ Br CsoH72N22015 - Br 1707.5 1707.5
2c+1 CsoH72N22015 - | 1755.4 1755.6
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