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Table S1: "H-"H COSY correlations for bromophycolides J-Q (1-8). For diastereotopic protons
with dissimilar chemical shifts, the proton whose chemical shift is listed first in Table 1 of the
main article is termed “a” and the other is “b”. “NA” (not applicable) indicates that no proton
signal exists for that position.

'Hat COSY correlations observed between protons listed on far left and those below:
position 1 2 3 4 5 6 7 8
#:
3 - - - - Sa - 16 -
Sa Sb, 6 5b Sb Sb 3,5b,6 5b, 6 5b Sb
5b S5a 5a 5a 5a 5a, 6 S5a 5a, 6 S5a
6 Sa NA NA NA S5a, 5b,20 Sa 5b, 23b NA
7 NA 8a, 8b 8a, 8b NA NA NA NA NA
8a 8b, 9b 7, 8b 7, 8b, 9a 8b, 9b 8b,9a,9b 8b,9a,9b 8b,9a,9b 8b,9a
8b 8a,9a,9b, 7,8a,9a, 7, 8a, 9a 8a 8a, 9b 8a,9a,9b 8a,9% 8a, 9a, 9b
24 9b
9a 8b,9b,10 8b,9b, 10  8a, 8b,9b, 9b, 10 8a,9b,10 8a,8b,10 8a,9b,10 8a, 8b, 9D,
10 10
9b 8a, 8b,9a, 9a, 8b 9a, 10 8a,9a,10 8a,8b,9a, 8a, 8b 8a, 8b,9a, 8b,9a, 10
10 10 10
10 9a, 9b 9a 9a, 9b 9a, 9b 9a, 9b 9a 9a, 9b 9a, 9b
12a 12b, 13a, 12b, 13a, 12b, 13a, 12b, 13b 12b, 13a, 12b, 13a, 12b, 13a 13b
13b 13b 13b 13b 13b
12b 12a, 13a, 12a, 13a, 12a, 13b 12a, 13b 12a, 13a 12a, 13a, 12a, 13a 13a, 13b
13b 13b 13b
13a 12a, 12b, 12a, 12b, 12a, 13b 12a, 12b, 12a, 12b, 12a, 12b, 12b, 13b
13b, 14 13b, 14 13b,14 13b, 14 13b, 14 13b
13b 12a, 12b, 12a, 12b, 12a, 12b, 12a, 12b, 12a, 13a, 12a, 12b, 13a, 14 12a, 12b,
13a, 14 13a, 14 13a, 14 13a, 14 14 13a, 14 13a, 14
14 13a, 13b 13a, 13b 13a, 13b 13b, 26a, 13a, 13b 13a, 13b 13b 13b
26b
16 17 17 17 17 17 17 3,17 17
17 16 16 16 16 16 16 16 16
20a 21a,21b,  20b,21a, 20b 20b, 21a 6,21a, 21,23 20b, 21b 20b, 21a,
22 21b 21b, 23 21b
20b NA 20a, 21a, 20a, 21 20a,21b, NA NA 20a, 21a 20a, 21b
21b 23
2la 20, 21b, 20a,20b,  20b, 24 20a,21b, 20, 21b, 20, 22 20b, 21b,  20a, 21b,
22 21b 22 22 22 22
21b 20, 21a, 20a,20b, NA 20b, 21a, 20, 21a, - 20a, 21a, 20a, 20b,
22 21a, 24b 22 22 22 21a, 22
22 20, 21a, NA NA 21a,21b 21a,21b 21 21a,21b 21a,21b
21b
23a - - - 20b 20 20 - -
23b NA NA NA NA NA NA 6 NA
24a 8b 24b 21 - - - - -
24b NA 24a,21b NA NA NA NA NA NA
25 - - - - - - - -
26a - - 26b, 27 14, 26b, 26b, 27 - - -
27
26b NA - 26a, 27 14, 26a, 26a, 27 NA NA NA
27
27 - - 26a, 26b 26a, 26b 26a, 26b - - -
28 - NA NA NA NA NA NA NA
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Table S2: HMBC correlations for bromophycolides J-Q (1-8). For diastereotopic protons with
dissimilar chemical shifts, the proton whose chemical shift is listed first in Table 1 of the main
article is termed “a” and the other is “b”. “NA” (not applicable) indicates that no proton signal
exists for that position.

'H at HMBC correlations observed between protons listed on far left and carbons at positions listed below:
position 1 2 3 4 5 6 7 8
#:
3 1,5,16,18 1,5,16,18 1,16,18 1,5,16,18 1,5, 16, 1,5, 16, 1,5, 16, 1,5, 16,
18 18 18 18
5a 4,7 7 6 3,6,7,18, 3,4,6,7, 4,6 4,6,7,18, 3,4,6,18,
19 19 19 19
5b 3,4,6,7, 4 4,6 3,6,7,18, 3,4,6,18, - 3,4,6,18, 3,4
18,19 19 19 19
6 - NA NA NA - 19 4,7,19, NA
24
7 NA - - NA NA NA NA NA
8a - - - 7,22 - - - 9
8b - - - 6 - 9 6,7
9a - - - - 7 - 10 10
9b - - - - - - - -
10 11,12 - - - - - - -
12a - - - - - 10, 11 10,11,13 10,11, 13
12b - - - 10, 11, 13 - 13 10, 11,13, 11,13
14
13a - - - 11 - - 12,14,15 14
13b - - - - - - - 14
14 1,12 1 - 15 - 1 1,12 1,12
16 1,3,18 - 1,3,18 1,3,18 1,3,18 3,18 , 3, 3,18
17 2,4 2 2,4 2,4,18 2,4,18 2,4,18 2,4,18 2,4,18
20a - - - - - - - -
20b NA - - 22 NA NA - -
2la - - - 7,19,22 - - 22 -
21b - - NA 7 - - - -
22 - NA NA 20 21,24 6,21,24 24 -
23a 6, 19,20 6, 19,20 6,19,20  6,19,20 6,19,20  6,19,20 6,20 6, 19,20
23b NA NA NA NA NA NA 6,20 NA
24a 6,7,8,22 7,21 7,21,22  6,7,8,22 6,7,8,22 6,7,822 6,7,822 6,7,8,22
24b NA 7,21 NA NA NA NA NA NA
25 10,11,12  10,11,12  10,11,12 10,11, 12 10,11,12 10,11,12 10,11,12 10,11,12
26a 14, 15,27 14,15,27 - 14,27 14,15,27 14,15,27 14,15,27 14,15,27
26b NA NA 14 14, 15,27 14,27 NA NA NA
27 14,15,26  14,15,26  14,15,26 14,15,26 14,15,26 14,15,26 14,15,26 14,15,26
28 19 NA NA NA NA NA NA NA
OH (18) - 17,18 - 4,17,18 4,18 4 - -
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Table S3: Observed NOEs from ROESY (1-7) or NOESY (8) NMR experiments, for
bromophycolides J-Q (1-8). For diastereotopic protons with dissimilar chemical shifts, the
proton whose chemical shift is listed first in Table 1 of the main article is termed “a” and the
other is “b”. Only NOEs important to determinations of stereochemistry are listed.

'Hat NOE observed between protons listed on far left and protons at positions listed below:
position 1 2 3 4 5 6 7 8
#:
3 6 Sa 5a, 5b 6,10 6, 12b 6, 8a, 9b,
10, 27
Sa 3 3,23 24 24 24 24
5b 24 3,23 24 23,24 23b, 24
6 3, 8a, 20, 3, 8a,22, 3,22 3,22
28 23
7 8D, 9a,
20b
8a 6,24 6 3 8b
8b 10, 24 7 21b 10 22 8a
9a 10 10, 24a 7 22 10
9b 22 22 3,22
10 8b,9a,25 9a,25 25 25 3,25 8b, 25 3,25 9a
12a 14 14 14 25 13b
12b 14 14 14 3 13a, 25
13a 14 14 14 14 12b, 14
13b 14 14 14 14, 26 12a, 14
14 12a, 12b, 12a, 13a, 27 12a, 12b, 12b, 13b, 13a 13a, 13b, 13b
13a 13b 13a, 13b 27 26,27
20a 6,21b, 22, 21a, 21b, 21a
28 23
20b 7
21a 23 24 20 24 20a, 22
21b 20,22 22 8b, 20
22 20,21b 9b, 21b 6, 9a, 9b 6 6, 8b, 9b 21a
23a 21a, 24, 5a, 5b 5b,6, 20 23b
28
23b 5b, 23a
24a 5b, 8a, 8b, 9a 21 5a, 5b 5a, 5b S5a 5a, 5b, 21a
23
25 10 10 10 10 10 10 10, 12a,
12b
26 13b, 14,
27
27 14 14 3, 14,26
28 6, 20, 23
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Me-26, 27
Me-28

Me-25
Me-23

Me-24

H-3

Hy-21

-OH
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T

SR A M B I B A B A B A A BN BN AR
85 80 75 7.0 65 6.0 55 50 45 40 35 3.0 25 20 15 1.0 ppm

Figure S1. 'H NMR spectrum of bromophycolide J (1) (500 MHz; CDCls)
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Current Data Parameters
NAME AL Callophycus 23BD2E
EXPNO 11

Br
\l/ PROCNO 1

O F2 - Acquisition Parameters
Date_ 20080713
Time 4.54
O INSTRUM spect
PROBHD 5 mm Multinucl
PULPROG zgpg30
TD 65536
HO “10H SOLVENT cpcl3
NS 20000
o ", DS 4
) Br SWH 30030.029 Hz
FIDRES 0.458222 Hz
AQ 1.0912244 sec
RG 4096
MeO DW 16.650 usec

DE 6.00 usec
TE 298.0 K
D1 2.00000000 sec
dl1l 0.03000000 sec
DELTA 1.89999998 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13cC
Pl 9.88 usec
PL1 0.00 dB
SFO1 125.7703643 MHz
CHANNEL f2 =====z===
CPDPRG2 waltzl6
NuC2 1H
PCPD2 68.00 usec
PL2 0.00 dB
PL12 13.24 dB
IR HE .00 dB
lisFo2 500.1320005 MHz

F2 - Processing parameters
32768

125.7577914 MHz
EM

0
1.00 Hz
0

1.00

200 180 160 140 120 100 80 60 40 20 ppm

Figure S2. >C NMR spectrum of bromophycolide J (1) (125 MHz; CDCl5)
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!
HO "OH l

Current Data Parameters

\ . | NAME AL callophycus 23BD2E
o\ '’ A A A L ppm exeno 6
Br PROCNO 1

. 4 F2 - Acquisition Parameters
' : Date_ 20080706
. . Time 10.39
Meo P - ¢ ¥ . . INSTRUM spect
: o f PROBHD 5 mm TBI 1H/13
N PULPROG cosygpqf
: 1 TD 2048
1 l‘o SOLVENT cpcl3
' 8 NS 96
] a%: DS 8

' SWH 4251.701 Hz
' D " “ FIDRES 2.076026 Hz

0 0 2 N AQ 0.2408948 sec

. ) e RG 812.7
& —y — 2 oW 117.600 usec
) » h P DE 6.00 usec
4 I TE 295.0 K

[ R ¢ do .00000300 sec

[] D1 .48689198 sec

r * | M n b ,d13 100000400 sec

3 ¥ r D16 .00020000 sec

A . [ INO 00023520 sec

'] 3 MCREST .00000000 sec

H MCWRK .48689198 sec

]
U ] == CHANNEL f1
o™

. & 4 H

<

T

pass -od ! Bl

roocooro

T

t
¢ -
! F GPNAML SINE.100
[ GPNAM2 SINE.100
[ GPX1 0.00 %
q F GPX2 0.00 %
é 4 r GPY1 0.00 %
e ' -5 GPY2 0.00 %
¢ | F Gpzl 10.00 %
E GPz2 10.00 %
, . [ P16 1000.00 usec
E F1 - Acquisition parameters
¢ ' r NDO 1
4 ' 6 ™ 128
# - F SFol 500.1321 MHz
FIDRES 33.216412 Hz
. r sw 8.501 ppm
. . r FnMODE QF
" [ X .
h r F2 - Processing parameters
L sI 4
44 +— . 7 SF 500.1300179 MHz
NIR{ [ 3 WDW SINE
* ' ¢ [ SSB 0
[ LB 0.00 Hz
5 L GB 0
1 ‘ r pC 1.00
o . v L Fl - Processing parameters
8 sI 1024
ﬂ Q v r MC2 QF
] ; N SF 500.1300213 MHz
L. o Wow SINE
i v ssB 0
LB 0.00 Hz
0

8 7 6 5 4 3 2 1 ppm ©

Figure S3. 'H-'"H COSY spectrum of bromophycolide J (1) (500 MHz; CDCl3)
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HO

N w

MeO

- ot

Current Data Parameters

NAME AL_Callo_G23BD2E
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080720
Time 20.23
INSTRUM spect
PROBHD 5 mm TBI 1H/13
PULPROG roesyph
TD 2048
SOLVENT CDC13
NS 72
DS 4
SWH 4251.701 Hz
FIDRES 2.076026 Hz
AQ 0.2408948 sec
RG 1024
DW 117.600 usec
DE 6.00 usec
TE 298.0 K
do 0.00010779 sec
D1 2.00000000 sec
di2 0.00002000 sec
INO 0.00023520 sec
MCREST 0.00000000 sec
1.00000000 sec
45
== CHANNEL fl ========
1H
.13 usec
200000.00 usec
0.00 dB

20.79
500.1321489 MHz

Fl - Acquisition parameters
NDO 1

TD

SFO1 500.1321 MHz
FIDRES 16.871828 Hz
sw 8.501 ppm
FnMODE States-TPPI

F2 - Processing parameters

SI 1024

SF 500.1300186 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.00

Fl - Processing parameters
SI 1024

MC2 States-TPPI

SF 500.1300212 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

Figure S4. ROESY spectrum of bromophycolide J (1) (500 MHz; CDCl5)



Me-26, 27

Me-25

Me-23

L

I I I I T T

85 80 75 7.0 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm

[T e ;

Figure S5. 'H NMR spectrum of bromophycolide K (2) (500 MHz; CDCls)
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“1OH

Current Data Parameters

......... |ARARRALS LARAARARRY MAARAAARAS MAAAARRAN RALA AR RALRALAL S A MALAARY AAASAALS RAAARARASY RAALAARELS LA RS AR SR Kt saatiny B ARRARARAAY RAARRARARS LARLARRAAS RARAARARS:

170 160 150 140 130 120 110 100 90 80 70 63 50 40 30 20 pPpm

Figure S6. '>C NMR spectrum of bromophycolide K (2) (125 MHz; CDCl5)
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NAME AL_Callo_23BD2H
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080726
Time 17.46
INSTRUM spect
PROBHD 5 mm Multinucl
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 53851
DS 4
SWH 30030.029 Hz
FIDRES 0.458222 Hz
AQ 1.0912244 sec
RG 2298.8
DW 16.650 use
6.00 use
298.0 K
2.00000000 sec
0.03000000 sec
1.89999998 sec
0.00000000 sec
0.01500000 sec
======== CHANNEL fl =======
13C
9.88 use
0.00 dB
125.7703643 MHz
======== CHANNEL f2 ==z=====
CPDPRG2 waltzl6
INUC2 1H
PCPD2 68.00 use
PL2 0.00 dB
PL12 13.24 dB
l|PL13 120.00 dB
SFO02 500.1320005 MHz
F2 - Processing parameters
ST 32768
SF 125.7577914 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
lpc 1.40



Wy
. 2 r
" . a
. : :
4 o |a®@ :
i e | gl
<
o S
. e p
la 2 b
’7 -
— ~ . .
. - -
L e
— .-
L4
- >
403 ;

8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 3:5 3.0

25 2.0 15 1.0

0.5

8
ppm

Current Data Parameters

NAME AL Callophycus 23BD2H
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20080621
Time 15.48
INSTRUM spect
PROBHD S mm TBI 1H/13
PULPROG cosygpaf

TD 2048
SOLVENT CDC13

NS 352

DS 8

SWH 4006.410 Hz
FIDRES 1.956255 Hz
AQ 0.2556404 sec
RG 1625.5

DW 124.800 usec
DE 6.00 usec
TE 298.0 K
do 0.00000300 sec
Dl 1.48689198 sec
dis3 0.00000400 sec
D16 0.00020000 sec
INO 0.00024959 sec
MCREST 0.00000000 sec
MCWRK 1.48689198 sec
======== CHANNEL fl ========
NUC1l 1H

PO 9.13 usec
Pl 9.13 usec
PL1 0.00 dB
SFO1 500.1320239 MHz
====== GRADIENT CHANNEL =====
GPNAM1 SINE.100
GPNAM2 SINE.100
GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZ1 10.00 %
GP22 10.00 %
P16 1000.00 usec

Fl - Acquisition parameters
NDO 1

TD 124
SFO1 500.132 MHz
FIDRES 32.311378 Hz
sw 8.011 ppm
FnMODE QF

F2 - Processing parameters
ST

SF 500.1300196 MHz
WDW SINE
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
Fl - Processing parameters
SI 1024
MC2 OF
SF 500.1300212 MHz
WDwW SINE
SSB 0
LB 0.00 Hz
GB 0

Figure S7. 'H-'H COSY spectrum of bromophycolide K (2) (500 MHz; CDCls)
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Current Data Parameters

NAME AL Callophycus 23BD2H
| o PPM  Exeno e
; == PROCNO 1
+ F2 - Acquisition Parameters
[ Date_ 20080703
Time 18.23
S 3 INSTRUM spect
[ PROBHD 5 mm TBI 1H/13
H 1 PULPROG roesyph
Y TD 2048
. 4 [ SOLVENT cpcl3
D b ’ = e & NS 156
) 0 oS, i Pe<| DS 4
q A - r SWH 4006.410 Hz
a s IF [ FIDRES 1.956255 Hz
g 2562 aQ 0.2556404 sec
' [N N + RG 8
) u L 2 DW 124.800 usec
[ sl < DE 6.00 usec
oo fi—] B 3 TE 295.0 K
@ A0 4 r o 0.00011498 sec
| ) D1 2.00000000 sec
7 T di2 0.00002000 sec
l ﬂ ’ L INO 0.00024959 sec
4 , MCREST 0.00000000 sec
, ST l 5 3 MCWRK 1.00000000 sec
b N 9' ', [ STICNT 45
- L
O r ======== CHANNEL fl ========
' R R ) [ NUCl 1H
°0 . Pl 9.13 usec
9 N NS P15 200000.00 usec
ﬂzﬂ ¥ 7 -4 PL1 0.00 dB
i [ PL11 20.79 dB
, SFO1 500.1320242 MHz
cﬁ 4, ) [ Fl - Acquisition parameters
F'@' ' NDO 1
ol 1 ) X D
! 5 SFO1 500.132 MHz
FIDRES 19.544443 Hz
[ Sw 8.011 ppm
Sl [ [ FnMODE States-TPPI
o
. F2 - Processing parameters
8 L ST 1024
SF 500.1300253 MHz
6 WDW QSINE
SSB 2
LB 0.00 Hz
% F GB 0
[ PC 1.00
‘l —n F Fl - Processing parameters
. I 7 sI 1024
< + MC2 States-TPPI
=" é SF 500.1300405 MHzZ
J , [ WDW QSINE
, L SSB 2
POy ' [ P 0.00 Hz

80 75 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 ppm
Figure S8. ROESY spectrum of bromophycolide K (2) (500 MHz; CDCls)
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Me-25

Me-27

Me-23 Mef24

-OH

H-3 H-17

| T T LR | P A L ™ T T 1

8 7 6 5 4 3 2 1 ppm
Figure S9. 'H NMR spectrum of bromophycolide L (3) (500 MHz; CDCl5)
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Figure S10. HSQC spectrum of bromophycolide L (3) (500 MHz; CDCl3;)
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Current Dats Paramatars
HAME FErT
1

ieion Paramaters
20001048
0.34

IieSTRIM Epect
FROMND 5 mm TBI 11C/B
PROG h

FUL sqoetqpall

™ 1024

SCLVENT

[

s

W

FIDRES

AL

no

o

oE

™

o 1450000000

4o -00000300 meo

o 0090000 mec

a4 OD1TILL mee
01020008 see

413 00050408 mes

016 0020006 mec

o -000#E3NT &,
001346 mew

DELTAL 00120808 sec

DELTAY 00006307 mes

OELTAY 0.50033414 mee

™o 0.90002310 see

STLCNT 1

8

messmese CHAMNEL £1 sswemuss
mcL

o 9.13 uses
18.36 usee
Fab 1008.00 usee
L 8.00 4B
aFoL 500.1325230 Mz

menmmern CHAKNEL £3 ssmsnsss
garm

Wy 1

2]

16.00 usec
B 1.
PePOR 6L.71 usec
[ -§.00 dp
iz .73 dB
sro2 1397691072 MHz

-5
¥i6 1006.00 usec
i 602,00 uses

Fi - hoquisition parasaters

156
a1 1357601 MHz
FIDRES 89176654 Hx
e 179.589 ppm
FEMCOE  Echo-Antisshe
F2 - Processing paramste
F 1024
i 5001300205 o
W QsINE
=58 2
w 0.00 Hx
o [

P 1.00

FL - Processing parase
162

scho-antischo
135, 7570075 MHz
QSINE

esggsEn

3
0.90 Hx
[



Current Data Parameters
il M 1 A HAHE

23BDlla
lj L 1 I " S EXENO 5
PROCNO 1
ppm F2 - Acquisition Parameters
Date_ 20081019
,I'I: Time 16.41
- INSTRUM spact
] t L PROBHD 5 mm TBI 13C/B
3 PULPROG cosygpqgE
-] ,H. - TD 2048
Y | Y = | SOLVENT coell3
wi¥ 9 NS 100
[ 3 ‘ - Ds 8
.t l.‘ ', - SWH 5000.000 Hz
» FIDRES 2.441406 Hz
I 1] h [ AQ 0.2048500 sec
8 ¢ Tl o RG 1824.6
i Fiy - 2 oW 100.000 usec
{ H v L DE 6.00 usec
" . 2 - TE 298.0 K
i) o e ol E a0 0.00000300 sec
- Dl 1.48689198 sec
- d13 0.00000400 sec
P - 3 D16 0.00020000 sec
b | g " o INO 0.00020000 sec
- 3
Mo ====z=== CHANNEL £l ========
NuUCl 1H
B L PO 5.13 usec
p .’ - 4 Pl 5.13 usec
- PL1 0.00 dB
[ SFO1 500.1325230 MHz
i i L ====== GRADIENT CHANNEL =====
£ @ w A E GENAML SINE.100
= — {— 5 GENAM2 SINE.100
L GPX1 0.00 %
R GPX2 0.00 %
- | wo ] GPY1 0.00 &
¥ N GPY2 0.00 &
B - GPZ1 10.00 %
6 GPZ2 10.00 %
o P16 1000.00 usec
f o Fl - Acquisition paramaters
' NDO 1
— (] i q ™0
- o 7 SFOL 500.1325 MHz
) . - FIDRES 43.859650 Hz
¥ C SW 9.997 ppm
b d FnMODE oF
= b 5 F2 - Processing parameters
H r SI 1024
Pl - 8 SF 500.1300202 MHz
0 - WOW SINE
. SSB 0
y o LB 0.00 Hz
E GB 0
- 9 c 1.40
- Fl - Processing parameters
[ SI 1024
d Mc2 oF
- SF 500,1300196 MHz
WOoW SINE
R R RS B s UL A — e e e 1) 558

]
LB 0.00 Hz
]

10 9 8 7 6 5 4 3 2 1 ppm
Figure S11. 'H-'H COSY spectrum of bromophycolide L (3) (500 MHz; CDCl5)
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L Current Data Parameters
I

" . ] 1 L A ppm MaE 2330112
"1 PROCNO 1
F2 - Acguisition Parameter:
Date_ 20081020
Time 17.56
k 1 INSTRUM spect
r PROBHD 5 mm TBI 13C/B
F PULPROG roesyph
£ TD 2048
F SOLVENT cDCl3
[ NS 80
J - 2 Ds 4
— F SWH 5000.000 Hz
E FIDRES 2.441406 Hz
[ AQ 0.2048500 se
t RG 5792.6
F 3 oW 100.000 use
F DE 6.00 us¢
' ¢ F TE 298.0 K
' L do 0.00009019 sed
r D1 2.00000000 sec
L diz 0.00002000 sec
4 INO 0.00020000 set
L STICNT 45
L ======== CHANNEL f1 ===
] - NUC1 1H
b Pl 9.13 use
3 . L 5 P15 200000.00 us¢
| 3 PL1 0.00 4B
r PL11 20.79 dB
r SFOl 500.1325230 MH:
o 6 Fl - Acquisition parameter:
s NDO 1
R N TD
ra 2 SFO1 500.1325 MH:
[ FIDRES 19.531250 Hz
- H s W 9.997 ppr
- ~ 7 FnMODE States-TPPI
—_— [
- F2 - Processing parameters
[ 51 1024
3 i s SF 500.1300209 MH:
o 8 WDW QSINE
q SSB 2
A ' s LB 0.00 Hz
L GB 0
o F PC 1.40
IH
- 9 Fl - Processing parameters
) - SI 1024
i o MCc2 States-TPPI
i [ SF 500.1300211 MH:
' F WDW QSINE
F 88B 2
i G iGhaRInER Skl Eiia A o ihi BELE AT Hhhdihtd MShklitd kA iAd 10 LB 0.00 Hz
GB 0
g 8 7 6 5 4 3 2 1 ppm

Figure S12. ROESY spectrum of bromophycolide L (3) (500 MHz; CDCl5)
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Figure S13. 'H NMR spectrum of bromophycolide M (4) (500 MHz; CDCl;)
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Figure S14. >C NMR spectrum of bromophycolide M (4) (125 MHz; CDCl;)
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Current Data Parameters

NAME AL Callophycus 23BSE
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080521
Time 6.45

“1I0H INSTRUM spect
PROBHD 5 mm Multinucl
PULPROG zgpg30

'y TD 65536

Br SOLVENT cnc1l

NS 19448
Ds 2
SWH 30030.029 Hz
FIDRES 0.458222 Hz
AQ 1.0912244 sec
RG 2896.3
DwW 16.650 usec
DE 6.00 usec
TE 298.1 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13c
Pl 9.88 usec
PL1 0.00 dB
SFO1 125.7703643 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 68.00 usec
PL2 0.00 dB
PL12 13.24 dB
PL13 120.00 dB
SFO2 500.1320005 MHz
F2 - Processing parameters
SI 32768
SF 125.7577923 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00



HO

ppm

Current Data Parameters
NAME AL Callophycus 23BSE
3

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080608
Time
INSTRUM spect
PROBHD 5 mm TBI 1H/13
PULPROG cosygpqf
2048
CDC13
64

8
4496.403 Hz
2.195509 Hz

0.2277876 sec

.4

111.200 usec
6.00 usec
296.5 K
00000300 sec
48689198 sec
00000400 sec
00020000 sec
00022241 sec
00000000 sec
48689198 sec

HoooOrO

CHANNEL f1 = ==
1H
9.13 usec

9.13 usec

0.00
500.1322737 MHz

GPNAM1 SINE.100
GPNAM2 SINE.100

GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZ1 10.00 %
GPZ2 10.00 %
P16 1000.00 usec

Fl - Acquisition parameters
NDO 1

™D 128
SFol 500.1323 MHz
FIDRES 35.126175 Hz
sw 8.990 ppm
FnMODE QF

F2 - Processing parameters
SI 4

SF 500.1300234 MHz
WDW SINE

SSB 0

LB 0.00 Hz
GB 0

PC 1.40

F1l - Processing parameters
I 1024

MC2 QF

SF 500.1300229 MHz
WDW SINE

SSB 0

LB 0.00 Hz
GB [

Figure S15. 'H-'H COSY spectrum of bromophycolide M (4) (500 MHz; CDCls)
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Current Data Parameters
NAME AL Callophycus 23BSE
—Br _L 1 L J_ﬂ._ll_l o PPM  Exeno 6

r T ﬁ PROCNO 1
! : F2 - Acquisition Parameters
Date_ 20080625
. Time 15.11
o - INSTRUM spect
) r PROBHD 5 mm Multinucl
7 1 PULPROG roesyph
: &% L TD 2048
. ) 4 SOLVENT cpcl3
' NS 32
3 N H DS 4
! ‘ B fot L SWH 4006.410 Hz
' [l . ’ S { FIDRES 1.956255 Hz
i 3 § F AQ 0.2556404 sec
. A N 2 RG 645.1
: DW 124.800 usec
F DE 6.00 usec
- .
=
-

[ TE 298.0 K
do 0.00011236 sec
Dl 2.00000000 sec
b L dl2 0.00002000 sec
3 INO 0.00024959 sec
[ MCREST 0.00000000 sec
L MCWRK 1.00000000 sec
r ST1CNT 45
L ======== CHANNEL f1l ========
r NUC1 1H
[ 4 Pl 13.25 usec
t P15 200000.00 usec
[} r PL1 0.00 dB
) r PL11 17.56 dB
(A (A ] F SFO1 500.1320236 MHz
' L
\ [ Fl - Acquisition parameters
? F NDO 1
5 ™ 249
. [ SFO1 500.132 MHz
+ FIDRES 16.090807 Hz
v r sw 8.011 ppm
c 0 [ FnMODE States-TPPI
! ' [ F2 - Processing parameters
6 SI 1024
r SF 500.1300220 MHz
r WDW QSINE
3 SSB 2
Y| r LB 0.00 Hz
t H [ GB 0
-1y 7 i i [ PC 1.00
\ [
T N [ 7 Fl - Processing parameters
p— 4 r SI 1024
g [ MC2 States-TPPI
o E L SF 500.1300204 MHz
1 r WDW QSINE
; ¢ I SSB 2
> ! v ¢ LB 0.00 Hz
At - Tt § GB 0

80 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 ppm

Figure S16. ROESY spectrum of bromophycolide M (4) (500 MHz; CDCls)
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Figure S17. 'H NMR spectrum of bromophycolide N (5) (500 MHz; CDCls)
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Current Data Parameters
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Figure S18. BC NMR spectrum of bromophycolide N (5) (125 MHz; CDCls)
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NAME 23BD11lb
EXFNO 2
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20081002
Time 7.22
INSTRUM spect
PROBHD 5 mm Multinucl
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 15500
DS 4
SWH 30030.029 H=z
FIDRES 0.458222 Hz
AQ 1.0912244 sec
RG 9195.2
Dw 16.650 use
DE 6.00 use
TE 298.0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.899993998 sec
TDO 1
======== (CHANNEL fl =======
NUC1 13¢C
Pl 9.88 use
PL1 0.00 dB
SFO1 125.7703643 MH:
======== CHANMNEL f2 ======:
CPDPRG2 waltzl6
NUC2 1H
BCPD2 68.00 use
PL2 0.00 4B
PL12 13.24 4B
PL13 120.00 dB
SF02 500.1320005 MH:
F2 - Processing parameters
SI 32768
SF 125.7577939 MH:
NDW EM
SSB 0
LB 1.00 Hz
0
'ec 1.40



\/
Br

@]
@)
HO

"1OH
.I/B
r Current Data Paramezerz
NAME 23ED11
PPM  :xeno 3
=1 PROCNO 1
r F2 - Acquisition Parameters
F Date_ 20081002
L Time 18.55
F INSTRUM spect
L 1 PROBHD 5 mm Multinucl
r PULPROG cosygpqf
F D 2048
. E SOLVENT cDCl3
] E NS 100
- t Ds 8
v - 2 SWH 5000.000 Hz
0 r FIDRES 2.441406 Hz
i} - 0.2048500 sec
6 i N RG 1824.6
x H - - oW 100.000 usec
L DE 6.00 usec
o 3 TE 298.0 K
- do 0.00000300 sec
% L] N D1 1.48B689198 sec
. C dl3 0.00000400 sec
.’- D16 0.00020000 sec
& N INO 0.00020000 sec
B 4 ======== CHAMNMEL fl ========
f . nuel 1H
PO 13.25 usec
Pl 13.25 usec

====== GRADIENT CHANNEL

L GPNAM1 SINE.100
. r GPNAM2 SINE.100
. : GPE1 10.00 %
F GPEZ2 10.00 %
— 6 P16 1000.00 usec
E Fl - Acquisition parameters
r NDO 1
® F-3 | ™D 128
[ SFO1 500.1325 MH=z
- — 7 FIDRES 39.062500 Hz
.’ t SW 9.997 ppm
. r FrMODE oF
.’ & E F2 - Processing parameters
& - [ 51 1024
— 8 SF 500.1300233 MHz
[ WDW SINE
r SSB 0
F LB 0.00 Hz
[ GB V]
F BC 1.00

Fl - Processing parameters
1024

N S5I
L MC2 QF
o SF 500.1300228 MHz
F WOW SINE
10 SsSB 0
LB 0.00 Hz
0

10 9 8 7 6 5 4 3 2 1 ppm

Figure S19. 'H-'H COSY spectrum of bromophycolide N (5) (500 MHz; CDCl;)
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94

HO “1OH
o 4,
> Br
Br
Current Data Parameters
m [AME 23BD11b
PP EXFNO 6
T TRV S ey v T ¥ L PROCNO 1
oo F F2 - Acquisition Parameters
I F Date_ 20081012
e b Time 21.55
—— P g} 1 INSTRUM spect
' F PROBHD 5 mm Multinuel
. ) . ] F PULPROG roesyph
1 w HE 1 . TD 2048
Y ) bRy, I ' SOLVENT cpel3
: 1 r NS 70
T 4 T — 2 DS 4
8 4 Iyt : SWH 5000.000 Hz
' sl [ 14 8 - FIDRES 2.441406 Hz
! oo oo |1 : - 0-3543505 enc
L o 3 oW 100.000 usec
t 1 DE 6.00 usec
. L TE 298.0 K
: [ 4o 0.00008756 sec
[ Dl 2.00000000 sec
" : a1z 0.00002000 sec
: — 4 INO 0.00020000 sec
[ vy @ | F STICNT 45
r ======== CHANNEL fl =======:
r NUC1 1H
| F 5 Pl 13.25 usec
. ' L P15 200000.00 usec
! L s PL1 .00 dB
r PL11 17.56 dB
F SFO1 500.1325355 MHz
L b
: L 6 Fl - Acquisition parameters
r NDO 1
: . F ™D 256
; il F SFO1 500.1325 MHz
] s ' . FIDRES 19.531250 Hz
{ F SW 9.997 ppm
ra i — 7 FnMODE States-TPPI
m n"ﬁ f F2 - Processing parameters
H ! F 51 1024
§ ' % r SF 500.1300229 MHz
- 8 WoW QSINE
3 SSB 2
. LB 0.00 Hz
f F GB 0
[ PC 1.00
I r
1 — 9 F1 - Processing parameters
| : ST 1024
% L MC2 States-TPPI
' s SF 500.1300231 MHz
! C WDW QSINE
1 { F SSB 2
T T T T T T T T T T T T T T T PP T T T T e eieeeeeeee— 10 LB 0.00 Hz
10 9 8 7 6 5 4 GB 0
2 1 ppm

Figure S20. ROESY spectrum of bromophycolide N (5) (500 MHz; CDCl5)
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Figure S21. '"H NMR spectrum of bromophycolide O (6) (500 MHz; CDCls)
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‘9 Currant Data Parameters
4 RAME 23IBDL2D
Br‘ EXFNG F3
PROCHNO 1
FI - Aequisition Parameters
Date_ 10081205
Time 16.3%
ppm INsTRUN spect
FPROBMD 5 mm TBI 13C/B
FULPROG heqeetgpeil
o 1024
SOLVENT el
8 110
1] 1
r SWH 5$000.000 Hx
FICRES 4983012 Hz
0.1024500 sec
RO 18350.4
I 2 o 198,000 usec
a DE 6.00 usec
7= 258.0
. —— cnsT2 145, 0800000
. a0 0.00000300 sac
- b o
. &,
e b a
o . 413
o6 €
40 24 000006207 sec
DELTA ©.0012T426 sec
. - DELTAL 0.00120800 sec
. DELTAZ ©.60006207 wac
DELTAI 0.00052414 sec
- mo ©.000022
i
a 3
- 80
L
- niz ;
SFO2 125.7691072 ¥Hz
=essss GRADIENT CHARNEL sszss
CPHAML SINE.100
N 1 00 APHAMD STHE.100
GPNAR) SINE.100
ey SINE.150
aFx1 0.00 %
oFxd o.00 N
B arxl Q.00 N
GERd Q.00 %
a aFYL 9.00 %
aFYl o.00 %
- -[20 oFYy 0.00 %
aFYd g.00 %
GPI1 80.00 %
GPLI 20.10 %
o Gzl 11.00 %
4 - GPZ4 =5.00 %
P16 1000.00 usse
kD
bl 179.88% ppm
F FROOE  Echo-Antiech
Fl - Processing paraseter
5
S00.1300206 Mz
. 160 G
2
0.00 Nz
. - 0
E 1.60
. Fl - Processing paramsters
51 1024
Wel wecho=-antfechs
T LI L S B N B e e e e o e e T R S T ar 125, 7578069 MHz
SINE

WoM
=58

10 9 8 7 6 5 4 3 2 1 ppm & o

Figure S22. HSQC spectrum of bromophycolide O (6) (500 MHz; CDCls)
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FIDRES 39.062500 Hz
swW 9.957 ppm
FnMODE QF

F2 - Processing parameters

500.1300210 MHz
SINE
(v}
0.00 Hz
o
1.40

- Processing parameters

QF
500.1300219 MHz
SINE

T T T T e e e e eeeeereeee— 1 ) 55B

0
LB 0.00 Hz
]

0 9 8 7 6 5 4 3 2 1 ppm

HO ""OH
RO 1,
N B|" Current Data Parameters
l A ' m :xmfw 23BD122
Pl
Br A Jar PP PROCNO 1
[ F2 - Acguisition Parameters
- Date_ 20081206
N Time 21.29
' [ INSTRUM spect
[ PROBHD 5 mm TBI 13C/B
N 1 PULFROG cosygpgf
®p e - D 2048
N 3 SOLVENT €pel3
W - NS 90
[ . d s DS 8
- SWH 5000.000 Hz
'l L1 2 FIDRES 2.441406 Hz
" L) - AQ 0.2048500 sec
¢ RG 2896.3
‘P oh ® F oW 100.000 usec
- DE 6.00 usec
' . a ¥ ' s TE 298.0 K
* - do 0.00000300 sec
= L 3 Dl 1.48689198 sec
d13 0.00000400 sec
Dl6 0.00020000 sec
- INO 0.00020000 sec
‘ 0 E mms===== CHANNEL f1 ===ss===
4 NUC1 1H
o PO 9.13 usec
& L] - Pl 9.13 usec
L PL1 0.00 dB
- SFOl 500.1325323 MHz
& = s ====== GRADIENT CHAMNEL =====
z bl - 5 GENAML SINE.100
‘f 3 GENAMZ SINE.100
¢ ' [ GEX1 0.00 %
[ [ GPH2 0.00 %
L GPYL 0.00 %
r GPYZ 0.00 %
- 6 GPZ1 10.00 %
L GPZ2 10.00 %
F Fl6 1000.00 usec
r Fl - Acquisition parameters
— '] ] F NDO 1
o 7 D
* s SFO1 500.1325 MHz
A 0 :
M L
51
L N L B SF
r WDW
L SSB
F LB
L GB
L 9 e
L Fl
- SI
L MC2
s SF
L WDW

Figure S23. 'H-'H COSY spectrum of bromophycolide O (6) (500 MHz; CDCl;)
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Current Data Parameters

NAME 23BD12D
EXPNO 5
PROCNO 1

F2 - Acguisition Parameters
Date_ 20081207
Time 2.58
INSTRUM spect
PROBHD 5 mm TBI 13C/B
PULPROG roesyph
D 2048
SOLVENT CDCl3
NS 70
Ds 4

SWH 5000.000 Hz

FIDRES 2.441406 Hz

0.2048500 sec
3251

100.000 use

6.00 use

298.0 K

0.00009%9019 sec

2.00000000 sec

0.00002000 sec

0.00020000 sec
45
CHANNEL f1 ===
1H

9.13 use

200000.00 use

0.00 dB

PL11 20.79 dB

SFO1 500.1325323 MH2

Fl - Acquisition parameters
NDO 1

D

SFO1 500.1325 MHz2
FIDRES 19.531250 Hz
sW 9.997 ppn
FnMODE States-TPPI

F2 - Processing parameters
sSI 1024
500.1300206 MHz

SF

WDW QSINE
S5B 2
LB 0.00 Hz
GB 0

PC 1.40

Fl - Processing parameters
SI 1024

MC2 States-TPPI
SF 500.1300208 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB 0

Figure S24. ROESY spectrum of bromophycolide O (6) (500 MHz; CDCls)
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Figure S25. 'H NMR spectrum of bromophycolide P (7) (500 MHz; CDCl;)
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dB
MH

MH

Hz

o
HO o

W\ oy Current Data Parameters
& Br NAME G-0004BX-4-2
EXPNO 7

Br PROCNO 1

F2 - Acquisition Parameter:

Date_ 200811086

Time 9.25

INSTRUM spect

PROBHD 5 mm Multinucl

PULPROG zgpg30

D 65536

SOLVENT CcDC13

NS 12800

DS 4

SWH 30030.029

FIDRES 0.458222

AQ 1.0912244

i RG 9185.2

DwW 16.650

DE 6.00

TE 298.0

D1 2.00000000

dll 0.03000000

DELTA 1.89999998

1
CHANNEL f1 ====

132

9.88

0.00

125.7703643

I CHANNEL f2 ====

CPDFRG2 waltzl6

NUC2 1H

PCPD2 68.00

PLZ 0.00

PL12 13.24

PL13 120.00

SFO2 500.1320005

F2 - Processing parameters

51 32768

SF 125.7577918

WDW EM

S5B 0

LB 1.00

T T I T T ¥ T i T y T ’ T ' T T T i g
PC 1.40

I
180 160 140 120 100 80 60 40 20 ppm

Figure S26. '*C NMR spectrum of bromophycolide P (7) (125 MHz; CDCls)
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Current Data Parameters

NAME G=-0004BX-4-2
EXPNO 3
PROCNO 1

F2 = Acquisition Parameters
Date_ 20081103
Time 15.52
INSTRUM spect
PROBHD 5 mm TBI 13C/B
FULPROG cosygpgf

TD 2048
SOLVENT cpell

NE 35

DS 8

SWH 5000.000 Hz
FIDRES 2.441406 Hz
AQ 0.2048500 sec
RG 114%.4

oW 100.000 usec
DE 6.00 usec
TE 298.1 K
di 0.00000300 sec
Dl 1.4B689198 sec
dl3 0.00000400 sec
Dlé 0.00020000 sec
INO 0.00020000 sec
s======= CHANNEL fl ssss=s=s==
NUCl 1H

PO 9.13 usec
Pl 9.13 usec
PL1 0.00 de
SFO1 500.1325313 MMz
sss=== GRADIENT CHANNEL s=s=s==
GPNAM1 SINE.100
GPNAM2 SINE.100

GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZ1 10.00 %
GPZ2 10.00 %
Pl6 1000.00 usec

Fl - Acquisition parameters
] 1
™D

128
SFO1 500.1325 MHz
FIDRES 39.062500 Hz
= 9.997 ppm
FnMODE QF

F2 - Processing parameters
1024

SF 500.1300196 MHz
WoW SINE

55B o

LB 0.00 Hz
GB a

PC 1.00

Fl - Processing parameters
5I 1024

MC2 QoF

SF 500.1300195 MHz
wowW SINE
SSB 0

Le 0.00 Hz
GE o

Figure S27. 'H-'H COSY spectrum of bromophycolide P (7) (500 MHz; CDCls)

S33



0]
HO O
s
.\l“\ /Br
Br
l l JJ J u U Current Data Parameters
| NAME G-0004BX-4-2
— PPM ey 5
Ll T v o Lo L L ¥ PROCNO 1
|
! F2 - Acquisition Parameters
. Date_ 20081104
Time 17.16
1 INSTRUM spect
¢ PROBHD 5 mm Multinuel
f PULPROG roesyph
D 2048
SOLVENT cpell
NS 46
2 DS 4
SWH 5000.000 Hz
FIDRES 2.441406 Hz
AQ 0.2048500 sec
8192
3 oW 100.000 uset
DE 6.00 usec
5 TE 298.0 K
4 do 0.00008756 sec
P | D1 2.00000000 sec
d A diz 0.00002000 sec
= 4 INO 0.00020000 sec
’ F ST1CNT
L L
' L EE 3 = CHANMEL f1 ==

1H
] 13.25 use
T T - 5 200000.00 usec
o b 0.00 4B
. 17.56 B

500.1325313 MHz

6 Fl - Acquisition parameters
' NDO 1

TD 256
. SFO1 500.1325 MHz
FIDRES 19.531250 Hz
SW 9.997 ppm
FnMODE States-TPPI

~

‘ ¢ F2 - Processing paramecers

UPRAF R SRAERL YY" ,Mu

. ' r 51 1024
rﬁ . ] SF 500.1300224 MHz
! o WDW QSINE
.* T T - 8 SSB 2
1 LB 0.00 Hz
| s GB 0
! 3 BC 1.00
! L
f — 9 Fl - Processing parameters
o SI 1024
s MC2 States-TPPI
L o SF 500.1300234 MHz
e E WOW QSINE
. e | t SSB 2
A AARRRARRALa e e - T e e e 10 LE 0.00 Hz
GB 0
10 9 8 7 6 5 4 3 2 1 ppm

Figure S28. ROESY spectrum of bromophycolide P (7) (500 MHz; CDCl3;)
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Figure S29. 'H NMR spectrum of bromophycolide Q (8) (500 MHz; CDCls)
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Current Data Parameters
NAME ICBG23BX-3-1
EXPNO 2
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20081119
Time 9.01
INSTRUM spect
PROBHD 5 mm Multinucl
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 18250
DS 4
SWH 30030.029 Hz
FIDRES 0.458222 Hz
AQ 1.0912244 sec
RG 11585.2
ow 16.650 use
DE 6.00 use
TE 298.0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl ======:
NuCcl 13C
Pl 9.88 use
PL1 0.00 dB
SFO1 125.7703643 MH:
======== CHANNEL f2 ======:
CPDPRGZ2 waltzlé
NuC2 1H
PCPD2 68.00 use
PL2 0.00 dB
PL12 13.24 dB
PL13 120.00 dB
SFO2 500.1320005 MH:
F2 - Processing parameters
51 32768
SF 125.7577900 MH:
WDW EM
55B 0
LB 1.00 Hz

T Y T I IGB g
BC 1.40

60 40 20 ppm

Figure S30. *C NMR spectrum of bromophycolide Q (8) (125 MHz; CDCls)
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Current Data Parameters

NAME ICBG23BX-3-1
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20081121
Time 18.48
INSTRUM spect
PROEHD 5 mm Multinucl
PULPROG cosygpgf

D 2048
SOLVENT CDCl13

NS 66

Ds 8

SWH 5000.000 Hz
FIDRES 2.441406 Hz
AQ 0.2048500 sec
RG B812.7

oW 100.000 usec
DE 6.00 usec
TE 298.0 K
dn 0.00000300 sec
Dl 1.48689198 sec
dl3 0.00000400 sec
Dl6 0.00020000 sec
INO 0.00020000 sec
........ Cl £l ========
NuCl 1H

FO 13.25 usec
Pl 13.25 usec
PL1 0.00 dB
SFO1 500.1324838 MHz

usec

Fl - Acquisition parameters
NDO 1

TD 128
SFO1 500.1325 MHz
FIDRES 39.062500 Hz
sW 9.997 ppm
FnMODE QF

F2Z = Processing parameters
s8I 1024

SF 500.1300225 MHz
WDW SINE

SSB 0

LB 0.00 Hz
GB 0

PC 1.00

Fl = Processing parameters
8I

MC2 oF

SF 500.1300213 MHz
WDW SINE

SS5B o

LB 0.00 Hz
GB o

Figure S31. 'H-'H COSY spectrum of bromophycolide Q (8) (500 MHz; CDCls)
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Figure S32. NOESY spectrum of bromophycolide Q (8) (500 MHz; CDCls)
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