HARBOR BRANCH

FLORIDA ATLANTIC UNIVERSITY
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STRONGYLIN A

CyH3203 344.49

Petrosiidae

Wright, Rueth, and Cross, 1991, /. Nat. Prod., 54{4):1108-1111

E(Isolation scheme (Visio) attached
E(hplc method (trace attached)

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

flow 1 ml/min, detection: PDA: UV (extracted at 220 nm, black); ELSD (green dotted)
A: H,0:CH4CN (95:5, v/v), B: CH3CN

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

E'I/LC—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=22.1 min A:B(90:10, v/v)
using a linear gradient

&"H (600 MHz2) laéDCL3 OCD;0D (Methanol-d;)  E1CDCI;,CD; OD
*3C (150 MHz) EéDCL3 OCD;0D (Methanol-d;) OCDCl;,CD;0D
E solubility &Hcg/MeOH (9:1) CIMeOH CIDMSO

lﬂ/estimated purity_ >90__ %

E/sample weight _19.5__ mg

For further information contact: Date: \ {rg < /1 )

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



3-X11-92-3-005
PETROSIIDAE
GAR1-88-44 (643 mg)

Waters LCMS Purification on 299 mg
under isocratic conditions using 65% 95:5 H20/
ACN(0.1%TFA) and 35% ACN (0.1%TFA)

purification done on 50 mg quantities

RUSF1-96-1
(15 mg)
Wiedendiol B

RUSF1-96-2
(16.3 mg)

RUSF1-96-3
(92.9 mq)

Purification on normal phase
semiprep silica column under
isocratic conditions using 5%
isopropyl alcohol in heptane

RUSF1-97-1 (25 mg)
Strongylin A

RUSF1-97-2 (23.7 mg)
Wiedendiol A

RUSF1-97-3 (12.4 mg)
New compound

Semi prep silica column used was a Whatman partisil 10 (m9/25) column 9.5x250 mm.

Flow rate 3 mL/min.

Isocratic conditions 5% Isopropyl alcohol in heptane for 20 min.



D-2000: NIH 040186 Series: 0038 Report: original = System: Sys 1

D-2000 Elite HPLC System Manager Report
Analyzed: 01/23/2013 06:54 PM Reported: 01/24/2013 10:41 AM
Sample Name: HBOI-79
Sample Description: HBOI-79

600 2.00000
i I 1.75000
500-; 1.50000
g 450 —| 1.25000
p
& 400 1.00000
@ E
L .
@ =
5 350 3 0.75000
= E
300 — 0.50000
E (
250 — 0.25000
= T Tfl I 1 [ T [ T t i I I I T ’ T l T | T | T I T I T ‘r‘ T ! T | T I T I T | T l ial! | T ‘ T ‘ T I \'] 4 l T’T T’I 0.00000
0 5 10 15 20 25 30
Retention Time (min)
Channel 1 Chrom Type: Fixed WL Chromatogram, 230 nm
0.3 vy \ [ 100
= g A \ -
3 e o \ =3
0.6 // i .
E A | \ |80
d I| r
0.5 Py | \ -
E i \ E
_ ] / | \E a0
B 0.4 - 7 ' \b =
E P ¥ ol e
S ] e 1 s5f- 4
g 0.3 = 2 ¥ o 2
H = 4 I~ —
@ e ra l - 3
= 0.2 = g | i
E //// ! -
] o ! - 20
013 e SN YA
d7 S A 1 -
E mm SJ " | =
0.0 - - 7 = 1 apk i
a T r T I T | T I T ‘ T I T | T | T I T | T | T | T ‘ T | T | T I T h T I T | T | T 1 T I T | T ‘ T | T | T I T ‘ T I T P
0 5 10 15 20 25 30
¢chl— Ch2--- Retention Time (min)

Acquisition Method: autosamp 30mn UV220 wELSD
Column Type: Vydac C18

Pump A Solvent A: H20/5% ACN pump A Solvent B: ACN
Method Description:

Page Indicator: 1 / 1
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