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Br

BROMO-OXAZOLE

C]3H158]’N50+ 336.05

Axinellida

Manuscript in prep

E'isolation scheme (Visio) attached
hplc method (trace attached)

Method: Vydac C18 Protein and Peptide, 4.6 x 250mm, 10u

flow 1 ml/min, detection: PDA: UV (extracted at 220 nm, black); ELSD {green dotted)
A: HyO:CH3CN (95:5, v/v, 0.1% TFA), B: CH;CN (0.1% TFA)

t=0 min A:B (90:10, v/v), t=20 min (100%B), t=28 min (100%B)

¥{c-MS method

Method: Vydac C18 Protein and Peptide, 2.1x150 mm, flow 0.2 ml/min

A: H;0 (0.1% formic acid), B: CH3CN (0.1% formic acid)

t=0 min A:B (90:10, v/v), t=15 min (100%B), t=21 min {100%B), t=22 min A:B(90:10, v/v)
using a linear gradient

LY'H (600 MHz) OCDCLs [CD;0D (Methanol-d;)  EICDCI;,CD;0D
E7C (150 MH2) EcDCL, E1CD;0D (Methanol-d;) 1 CDCly,CD;0D
[ <olubility CICHCI,/MeOH (9:1) Qf1eoH CIDMSO

CH-éstimated purity _>90_%
Eémple weight 11 0 mg

For further information contact: Date:
Amy E. Wright, PhD, HBOI@FAU, 5600 US 1, North, Fort Pierce, FL 34946
awrigh33@hboi.fau.edu, 772-242-2459




6-VI1-93-1-004
Taxanomy: Axinellida
1669
ASE Dionex extraction
3 steps, 100°C

RUSF2-1-2 RUSF2-1-3
’ e?gﬁ';z;‘lt':a y EtOAC:EtOH+ EtOH MeOH:H20
1.369 9:1 5:1
4.64g 9.66 g
600 mg run on 30 g RP C18 Rf Gold
Column
Combi-Flash system
RUSF2-1- 4 5 6 7 8 9 10 11
weight mg 444.5 6.9 251 211 9.4 29.2 11.5 10.2
tubes 5-12 1317 18-22 23-34 35-70 | 71-74 | 79-87 WASH
RUSF2-1-4
70mg
LCMS Purification using a C-18
Vydac prepcolumn with flow rate 15 mL/min
(A)H20/ACN(95/5)0.1%TFA:(B)ACN(0.1%TFA)
t=0, A:B (90:10, t=20, A:B (70:30), t=21(100% B),0,t=25(100% B)
|

|
RUSF2-3- 1 2 3 4 5 6 7
weight mg 17.9 31 15.5 6.5 6.4 8.7 12,7

peak 1 2 3 4 5 6 74




D-2000: Floyd Series:

0366

Report: original

D-2000 Elite HPLC System Manager Report

07/08/2013 11:18 AM
HBOTI.365
HBOI.365

Analyzed:
Sample Name:
Sample Description:
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Acquisition Method: autosampler 30min wELSD

Column Type: Vydac C18
Pump A Solvent A: H20/5% ACN

Pump A Solvent C:
Method Description:

Pump A Solvent B: ACN
Pump A Solvent D:

Page Indicator: 1 / 1
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E:\Lynn's data\BG_HBOI_365 7M11/2013 8:02:05 AM Background subtracted file
RT: 0.00 - 21.00
100 336.16 NL: 1.73E6
5 336.33 TIC F: ITMS + ¢ ESI
i S96:47 -5 Full ms [
80- 336.28 | 336 21 200.00-2000.00] MS
60 336.30 BG_HBOI_365
. 336.23
405 207.83 336,31
205 296.92 20227
, S 00677 227.91 29675 256.38 290-34 984 41
07 T P i E AT v P dno sl AL s it vt L LU St bd b i i ien b s il o
e 336.16 NL: 5.49E5
- 336.33 Base Peak m/z=
801 £ 200.00-400.00 F: ITMS
] 336.21 + ¢ ESI Fullms |
601 =5 200.00-2000.00] MS
: BG_HBOI_365
40 1336.12
20 1336.20
oL 207.83 207.79 207.65  207.71 33618 g6645 29698 2844
NL: 5.07E3
® 100? Base Peak m/z=
S a5 AL L 400.00-600.00 F: ITMS
L] . 400.26 + ¢ ESI Fullms [
S 60 200.00-2000.00] MS
g 424 91 400,._2_9_ BG_HBO’_365
) 40: 400;2,7_'
>
£ . 7 424,90 435.98
9 20 |41338 413.41 413.42 440.91
0 bl il MLl il ahoain bbbl ) "
735.07 NL: 2.63E4
e Base Peak m/z=
80 736.16 | 735.22 600.00-800.00 F: ITMS
7 735.12 + ¢ ESI Full ms [
60 735.23 k|-~ 200.00-2000.00] MS
] 735.08 [|| 735.22 BG_HBOI_365
o oeszi | 221
20 645.21 =
-1 735.06
29 71710 61031 o024 64525 N 605.57 74509  780.56
103— 808.40 NL: 1.27E3
,if Base Peak m/z=
801 808.57 || 800.00-900.00 F: ITMS
. 800.80 +c ESI Full ms [
60| 826.69 200.00-2000.00] MS
808.33 il 800.83 BG_HBOI_365
40 876.20 808.44 815.10 —
— | 817.08 808.24 [/ | ‘1 1|_§_1§.00 51]' gi5.05 80134
e | 834.32 802.76 862.54 [ | O T N TN Fr
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0 1111.59 ’  NL:3.91E4
100, -
7] 1111.55 Base Peak m/z=
80 1 AEAES 900.00-2000.00 F:
] 1109.46 1109.60 ITMS + c ESI Full ms |
60 i 200.00-2000.00] MS
40— 1109.66 || 1111 53 BG_HBOI_365
] P51 | | 114548
20— 1109.53 [ | 1117.46
7 950.48 1159.13 980.72 1073.65 1861.18 1671.59 1687.09
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abundance
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HBOI-365_rusf2-11-6-3.jdf
single_pulse_MeOH_21.9 mg

X : parts per Million : 1H




abundance

{HBOI-365_rusf2-11-6-3.jdf
~ -single pulse decoupled gated NOE_meOH_21.9 mg
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