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RESULTS
* Figure S1. "H NMR spectrum of the compound 3b.
* Figure S2. 13C NMR spectrum of the compound 3b.
* Figure S3. NOESY 1H-1H NMR spectrum of the compound 3b.
* Figure S4. MALDI MS of the compound 3b.
* Figure S5. "TH NMR spectrum of the compound 3c.
* Figure S6. 3C NMR spectrum of the compound 3c.
* Figure S7. MALDI MS of the compound 3c.
* Figure S8. 'TH NMR spectrum of the compound 3d.
* Figure S9. 13C NMR spectrum of the compound 3d.
* Figure S10. NOESY 1H-1H NMR spectrum of the compound 3d.
* Figure S11. MALDI MS of the compound 3d.
* Figure S12. 'TH NMR spectrum of the compound 3.
* Figure S13. 13C NMR spectrum of the compound 3.

* Figure S14. MALDI MS of the compound 3.
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Figure S1. 'TH NMR spectrum of the compound 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-phthalimidoethoxy]-2,8,14,20-
tetrathiacalix[4]arene (1,3-alternate) (3b). (CDCl;, 25°C, 400 MHz).
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Figure S2. 13C NMR spectrum of the compound 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-phthalimidoethoxy]-2,8,14,20-
tetrathiacalix[4]arene (1,3-alternate) (3b). (CDCl;, 25°C, 400 MHz).
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Figure S3. NOESY 'H-'H NMR spectrum of the compound 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-phthalimidoethoxy]-
2,8,14,20-tetrathiacalix[4]arene (1,3-alternate) (3b). (CDCl;, 25°C, 400 MHz).
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Figure S4. MALDI MS of 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-phthalimidoethoxy]-2,8,14,20-tetrathiacalix[4 ]arene (1,3-
alternate) (3b). (p-nitroaniline matrix).
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Figure S5. 'TH NMR spectrum of 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-aminoethoxy]-2,8,14,20-tetrathiacalix[4]arene (3c¢).
(CDCls, 25°C, 400 MHz).
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Figure S6. 13C NMR spectrum of 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-aminoethoxy]-2,8,14,20-tetrathiacalix[4]arene

(3¢). (CDCls, 25°C, 400 MHz).
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Figure S7. MALDI MS of 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[ 2-aminoethoxy]-2,8,14,20-tetrathiacalix[4]arene (3c). (p-
nitroaniline matrix).
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Figure S8. 'TH NMR spectrum of 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-(bis-tert-butoxycarbonyl-guanidine)ethoxy]-
2,8,14,20-tetrathiacalix[4]arene (1,3-alternate) (3d). (CDCls, 25°C, 400 MHz).
S9



I = b——L-—-—uL—lw MJW

20 220 210 200 190 180 170 160 150 140 130 120 110 100 9% 80 70 60 50 40 30 20 10 0O
ppm
Figure S9. 13C NMR spectrum of 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-(bis-tert-butoxycarbonyl-guanidine)ethoxy]-
2,8,14,20-tetrathiacalix[4]arene (1,3-alternate) (3d). (CDCls, 25°C, 400 MHz).
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Figure S10. MALDI MS of 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-(bis-tert-butoxycarbonyl-guanidine)ethoxy]-2,8,14,20-
tetrathiacalix[4]arene (1,3-alternate) (3d). (p-nitroaniline matrix).
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Figure S11. NOESY 'H-'"H NMR spectrum of the compound 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-(bis-tert-
butoxycarbonyl-guanidine)ethoxy]-2,8,14,20-tetrathiacalix[4]arene (1,3-alternate) (3d). (CDCl;, 25°C, 400 MHz).
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Figure S12. '"H NMR spectrum of the compound 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-guanidiniumethoxy]-2,8,14,20-

tetrathiacalix[4]arene chloride (1,3-alternate) (3). (CDCls, 25°C, 400 MHz).
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Figure S13. 3C NMR spectrum of the compound 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-guanidiniumethoxy]-2,8,14,20-
tetrathiacalix[4]arene chloride (1,3-alternate) (3). (CDCls, 25°C, 400 MHz).
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Figure S14. MALDI MS of 5,11,17,23-Tetra-tert-butyl-25,26,27-tridecyl-28-[2-guanidiniumethoxy]-2,8,14,20-tetrathiacalix[4 ]arene
chloride (1,3-alternate) (3). (p-nitroaniline matrix).
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