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Comparison of *H-NMR data of synthetic and natural 3-bromofascaplysin,
3.10-dibromofascaplysin, 14-bromoreticulatate and 14-bromoreticulatine

1. 3-Bromofascaplysin (recorded in MeOH-d4)*

Position

synthetic natural
1 7.93,s 7.93,s
2 7.93,s 7.93,s
4 8.68 s 8.66, s
6 9.35, d (6.2) 9.34, d (6.0)
7 8.95, d (6.2) 8.93, d (6.0)
8 8.48,d (8.1) 8.45, d (7.5)
9 7.52,1(7.6) 7.51,1(7.5)
10 7.88,1(7.6) 7.87,1(7.5)
11 7.79,d (8.1) 7.76, d (7.5)

I NMR data of natural 3-bromofascaplysin presented in Segraves, N. L.; Lopez, S.; Johnson, T. A.; Said,
S. A.; Fu, X.; Schmitz, F. J.; Pietraszkiewicz, H.; Valeriotec, F. A.; Crews, P. Structures and
cytotoxicities of fascaplysin and related alkaloids from two marine phyla—Fascaplysinopsis sponges and
Didemnum tunicates. Tetrahedron Lett. 2003, 44, 3471-3475.
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2. 3.10-Dibromofascaplysin (recorded in MeOH-d4)?

Position 'HNMR
synthetic natural
1 7.97,d (0.8) 7.96,d (1.2)
2 7.97,d (0.8) 7.96, d (1.2)
4 8.69, bs 8.70,1(0.9)
6 9.38, d (6.4) 9.39, d (6.4)
7 8.97,d (6.4) 8.97,d (6.4)
8 8.41, d (8.8) 8.41,d (8.4)
9 7.71,dd (8.6, 1.7) 7.70, dd (8.5, 1.6)
11 8.05, d (1.4) 8.03,d (1.2)

2 NMR data of natural 3.10-dibromofascaplysin presented in Segraves, N. L.; Robinson, S. J.; Garcia, D.
Comparison of Fascaplysin and Related Alkaloids: A Study of Structures, Cytotoxicities, and Sources J.
Nat. Prod. 2004, 67, 783-792.
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3. 14-Bromoreticulatate (recorded in MeOH-d4)3

5 43 2+CI7 15 . Br
° N\ / g
7 No o:
8 H b,
Position 'H NMR
14-Bromoreticulatate | 14-Bromoreticulatate natural
(10) (10) (dried)
1 9.29, s 9.37,s 9.41, bs
3 8.56, d (6.4) 8.59, d (6.5) 8.63, dd (6.4, 1.2)
4 8.72,d (6.4) 8.75, d (6.3) 8.77,d (6.6)
5 8.46, d (8.1) 8.47,d (8.1) 8.50, ddd (8.1, 0.9, 0.9)
6 7.50,t (7.4) 7.50, 1 (7.4) 7.53,ddd (8.1, 7.0, 1.0)
7 7.85,m 7.83,m 7.88,ddd (8.4, 7.1, 1.3)
8 7.78, m 7.83, m 7.82,ddd (8.4, 0.8, 0.8)
12 8.01, m 8.17,d (8.4) 8.25, d (8.4)
13 7.93,dd (8.2, 1.5) 8.00, d (8.4) 8.07, dd (8.5, 1.9)
15 7.98,d (1.7) 8.06, s 8.12,d (1.7)

3 NMR data of natural 14-bromoreticulatate presented in Segraves, N. L.; Lopez, S.; Johnson, T. A.; Said,
S. A.; Fu, X.; Schmitz, F. J.; Pietraszkiewicz, H.; Valeriotec, F. A.; Crews, P. Structures and
cytotoxicities of fascaplysin and related alkaloids from two marine phyla—Fascaplysinopsis sponges and
Didemnum tunicates. Tetrahedron Lett. 2003, 44, 3471-3475.
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4. 14-Bromoreticulatine (recorded in MeOH-d4)*

4 3 Cl B
] —\ 2, 15 r
° \ / 13
7 No O1
i i O~cH
Position 'H NMR
synthetic natural
1 9.40, s 9.41, bs
3 8.60, d (6.4) 8.60, d (6.4)
4 8.76, d (6.4) 8.76, d (6.3)
5 8.48,d (8.1) 8.48,d (8.1)
6 7.50, dt (7.5, 0.9) 7.51,1(7.4)
7 7.84, m 7.84, m
8 7.84, m 7.84, m
12 8.20, d (8.5) 8.21,d (8.3)
13 8.05, dd (8.5, 1.8) 8.06, dd (8.4, 1.6)
15 8.12,d (1.9) 8.13,d (1.6)
OCH; 3.64,s 3.66, s

4 NMR data of natural 14-bromoreticulatine presented in Segraves, N. L.; Lopez, S.; Johnson, T. A.; Said,
S. A.; Fu, X.; Schmitz, F. J.; Pietraszkiewicz, H.; Valeriotec, F. A.; Crews, P. Structures and
cytotoxicities of fascaplysin and related alkaloids from two marine phyla—Fascaplysinopsis sponges and
Didemnum tunicates. Tetrahedron Lett. 2003, 44, 3471-3475
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Spectra Data
'H NMR spectra of 1-(2.4-dibromobenzoyl)-7-bromo-g-carboline (18).
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13C NMR spectra of 1-(2.4-dibromobenzoyl)-7-bromo-p-carboline (18).
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'H NMR spectra of 1-(2.4-dibromobenzoyl)-5-bromo-g-carboline (19).

000+ 1

00— % 1007 )
e :
9zt
zJ
i 85 1—
: 907——
\ B S~
i =y O\_ 2
-]
2
| u...
| [«
nm%TleL = [E°
S;ll\l../lullu Z Kl Fa
e “J 4 A

LZ - -
Ly 1~ 1 =
oﬁ% -
8&% Ta™
68'L .
298
n@.nl/l.Jx.O,U
08'8— L8
188 ]

mm.e,lL

0.105



13C NMR spectra of 1-(2.4-dibromobenzoyl)-5-bromo-p-carboline (19).
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Chemical Shift (ppm)

11

'H NMR spectra of 1-(2.4-dibromobenzoyl)-B-carboline.
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13C NMR spectra of 1-(2.4-dibromobenzoyl)-B-carboline.
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'H NMR spectra of 1-(2.5-dichlorobenzoyl)-g-carboline.
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13C NMR spectra of 1-(2.5-dichlorobenzoyl)-g-carboline.
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'H NMR spectra of 3.10-dibromofascaplysin (5)
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13C NMR spectra of 3.10-dibromofascaplysin (5)
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H NMR spectra of compound 20
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13C NMR spectra of compound 20
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'H NMR spectra of 3-bromofascaplysin (3)
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13C NMR spectra of 3-bromofascaplysin (3)
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'H NMR spectra of compound 21
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13C NMR spectra of compound 21
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H NMR spectra of compound 10
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13C NMR spectra of compound 10
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H NMR spectra of 14-bromoreticulatine (7)
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13C NMR spectra of 14-bromoreticulatine (7)
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