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24-VIII-85-1-006
Orange sea fan

103g extd/255g left
Dionex extraction

2 cells, 3 steps at 100C
3 static cycles per step

Sam27-57-01
Heptane extract

1.69g

Sam27-57-02
EtOH:EtOAc 5:1 ext.

1g

Sam27-57-
weight

Sam27-57-01 combined with -02.  1.9g
run on a 30g C 18 RP Rf Gold column.
H2O 75% to ACN grad., MeOH to DCM

grad., TFA wash

11
10.7mg

Sam30-86-
weight

Sam27-57-01 combined with -02.  The
remaining 809mg run on a 30g C 18 RP

Rf Gold column.  H2O 75% to ACN grad.,
MeOH to DCM grad., TFA wash

11
6.6mg

24-VIII-85-1-006
Orange sea fan

169g/85g left, sample was mainly stalks
Dionex extraction

2 cells, 3 steps at 100C
3 static cycles per step

Sam30-99-01
Heptane extract

765 mg

Sam30-99-02
EtOH:EtOAc 5:1 ext.

421 mg

Sam30-99-
weight

10
30.8mg

Sam30-99-01 combined with -02.  1.19g
run on a 30g C 18 RP Rf Gold column.
H2O 75% to ACN grad., MeOH to DCM

grad., TFA wash

SemiPrep C18 purification was performed separately on these three samples.
Nicellin SemiPrep VIII method:  44:56 A:B for 12 min., 100% B by 20 min., hold for 8 min, back to 44:56 A:B by 30 min.  Nicellin SemiPrep X method:  44:56

A:B for 11 min., 20:80 A:B by 16.5 min., 100% B by 18 min., hold for 7 min., back to 44:56 A:B by 26 min.  A: 95:5 H2O:ACN  B= 100% ACN
Sam27-57-11 purified by Nicellin SemiPrep VIII method, Sam30-86-11 and Sam30-99-10 purified by Nicellin SemiPrep X

Sam33-76-
weight

01
7mg

02
1.9mg

03
1.8mg

Sam33-78-
weight

01
0.9mg

02
1.6mg

03
1mg

Sam33-80-
weight

01
15.6mg

02
6.5mg

03
9.5mg

Sam33-76-02, -78-02, and 80-02 were analyzed by HPLC/ELSD, LC-MS, and proton NMR and determined to be the same.  They were combined to
make Sam33-85-01

10.6mg
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D-2000 Elite HPLC System Manager Report
Analyzed: 04/06/2014 02:16 PM Reported: 04/07/2014 09:13 AM
Sample Name: Sam33-85-01
Sample Description: 24-VIII-85-1-006 1mg/ml
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Acquisition Method: autosampler_30min_wELSD
Column Type: Vydac C18

Pump A Solvent A: H2O/5% ACN Pump A Solvent B: ACN
Method Description:  



Background subtracted file˜ Sam33-85-01  24-VIII-85-1-006 Or Sea Fan 3/21/2014

RT: 0.00 - 20.99
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NL: 5.65E6
TIC F: ITMS + c ESI Full 
ms [ 200.00-2000.00]  
MS BG_Sam33-85-01

NL: 1.54E6
Base Peak m/z= 
200.00-400.00 F: ITMS 
+ c ESI Full ms [ 
200.00-2000.00]  MS 
BG_Sam33-85-01

NL: 7.86E4
Base Peak m/z= 
400.00-600.00 F: ITMS 
+ c ESI Full ms [ 
200.00-2000.00]  MS 
BG_Sam33-85-01

NL: 4.15E5
Base Peak m/z= 
600.00-800.00 F: ITMS 
+ c ESI Full ms [ 
200.00-2000.00]  MS 
BG_Sam33-85-01

NL: 9.45E3
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800.00-900.00 F: ITMS 
+ c ESI Full ms [ 
200.00-2000.00]  MS 
BG_Sam33-85-01

NL: 2.93E4
Base Peak m/z= 
900.00-2000.00 F: ITMS 
+ c ESI Full ms [ 
200.00-2000.00]  MS 
BG_Sam33-85-01
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X : parts per Million : 1H                              
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Sam33−85−01 QC Proton−2.jdf 
24−VIII−85−1−006 10.6mg  MeOD
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Sam33−85−01 Carbon QC II−2.jdf 
24−VIII−85−1−006  10 mg  MeOD




