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Figure 1. ESI-MS spectrum (ion positive mode) of the crude macrocyclic intemediate 3.
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Figure 2. HR-MS (ESI-FT-ICR) spectrum of cryptand 5.
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Figure 3. 'H and **C NMR spectra of cryptand 5 in CDsOD.

S3



2.3¢6
2.2¢6

2,003

1.8e5 |

1605 |

1.4 |

1.2e8

1.0e8

Intensity, cps

2.0e5

B.0e5

A.0es

2.0e5 {2753

ARE= 1y
4024 1142 1|
N P S 11 | P AP | " " .JL U._ L.

[M(8+1Ta]*
o 11627

/'W’LLN "\{’D

L HH
(3 szr~> Q
OH L
OH
ChzHN @

u} ) HE

N

Déwa“Tr ‘/ND

[u]
Caled. for [M(8)+a]": 11636

59349 1200

a0 450 500 550 200 650 700 750 B00 250 w00 ©50 4000 4050 4100 1180 4200

miz, amu

Figure 4. ESI-MS spectrum (ion positive mode) of the crude macrocyclic intemediate 8.
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Figure 5. HR-MS (ESI-FT-ICR) spectrum of cryptand 9.
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Figure 6. *H and **C NMR spectra of cryptand 9 in CDCls.
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Figure 7. ESI-MS spectrum (ion positive mode) of the crude macrocyclic intemediate 9.
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Figure 8. HR-MS (ESI-FT-ICR) spectrum of cryptand 13.
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Figure 9. 'H and **C NMR spectra of cryptand 13 in CDCls.
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Figure 10. *H and *C NMR spectra of the steroid-based clam 25 in CDCls.

S8



"
[M(25)+H]" 0 N>

Caled. for [M25)+H]*": 1344 7370 (M (25)3+1Ta]

Figure 11. HR-MS (ESI-FT-ICR) spectrum of the steroid-based "clam™ 25.
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Figure 12. HR-MS (ESI-FT-ICR) spectrum of the steroid-based "clam™ 27.
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Figure 13. *H and *C NMR spectra of the steroid-based "clam" 27 in CDCl.
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Figure 14. HR-MS (ESI-FT-ICR) spectrum of the steroid-based "clam™ 30.

S12



COgMe CHO
CHO
CH-21
a / g:f I
e
Mo O =T co Nt
MEOQCAHJkJ \i S?/’OPJ - CHrl
0~h_0 o CHy19
faad
Me0zC Sy
NHO  NEHCO
| I L I I I L I | I L I | I L I | I L I | I L I | Ll I | T I | T I | L I | T I | Ll I | T
7.0 6.5 &.0 35 50 4.5 4.0 35 3.0 2.5 20 1.5 10

bl

170 la0 150 140 150 120 1o loo S0 a0 0 &l 50 40 30 20 1o

Figure 15. *H and *C NMR spectra of the steroid-based "clam" 30 in CDCl.
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Figure 16. ESI-MS spectrum (ion positive mode) of the crude macrocyclic intemediate 32.
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Figure 17. HR-MS (ESI-FT-ICR) spectrum of macrotetracycle "igloo™ 34.
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Figure 18. ESI-MS spectrum (ion positive mode) of the crude macrocyclic intemediate 36.
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Figure 19. HR-MS (ESI-FT-ICR) spectrum of macrotetracycle 37.
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Figure 20. 'H and *C NMR spectra of macrotetracycle 35 in CDCI3.
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Figure 21. ESI-MS spectrum (ion positive mode) of the crude macrocyclic intemediate 39.
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Figure 22. HR-MS (ESI-FT-ICR) spectrum of macrotetracycle 40.
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Figure 23. 'H and *C NMR spectra of macrotetracycle 40 in CDCls.
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Analytic RP-HPLC, colunm: ODS-A 120 5um 4.6x159mm + VS (SNr.176), conditions:
CH3CN: H,0 gradient CH3CN10%>in20min>100%(5min), detection: 210 nm
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Figure 24. RP-HPLC analysis of cryptand 9.
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Figure 25. RP-HPLC analysis of cryptand 13.
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