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Table S1. X-ray crystal data for quorumolide A (1) A

Empirical formula

Formula weight
Temperature

Wavelength

Crystal system, space group
Unit cell dimensions

Volume

Z, calculated density
Absorption cofficient

F (000)

Crystal size

Theta rage for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 68.98
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*

Final R indices [[>2c (I)]

R indices (all data)

Absolute structure parameter
Largest diff. peak and hole

Ca0H3004

336.464.44

293 (2) K

1.54178 A

Monoclinic, P2 (1)

a=6.14420 (10) A, a = 90°
b=11.10470 (10) A, B = 91.6320 (10)°
¢ =13.24270 (10) A, y = 90°
903.176 (18) A°

2, 1.230 Mg/m’

0.672 mm’!

364

0.30 x 0.05 x 0.04 mm

3.34 to 68.98°
~7<h<5,-13<k<13,-15<1<15
11695/ 3109 [R (int) = 0.0283]
96.7%

Semi-empirical from equivalents
0.9736 and 0.8239

Full-matrix least-squares on F
3109 /1/222

1.064

R1=0.0339, wR2 = 0.0900

R1 = 0.0346, wR2 = 0.0907
—0.10 (17)

0.127 and —0.163 e. A

AColorless crystals of 1 were obtained in the solvent of MeOH
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Table S2. X-ray crastal data for quorumolide B (2)

Empirical formula

Formula weight
Temperature

Wavelength

Crystal system, space group
Unit cell dimensions

Volume

Z, calculated density
Absorption cofficient

F (000)

Crystal size

Theta rage for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 69.79
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F

Final R indices [1>2c (I)]

R indices (all data)

Absolute structure parameter
Largest diff. peak and hole

Cr0H3,04

336.46

140 2) K

1.54178 A

Monoclinic, P2 (1)

a=9.21880 (10) A, a = 90°
b=10.6982 (2) A, B = 101.6680 (10)°
c=19.9113 (3) A, y=90°
1923.16 (5) A?

4,1.162 Mg/m®

0.631 mm™

736

0.25% 0.15 x 0.12 mm

2.27 to0 69.79°

-10<h<I1,-13 <k <12,-23<1<24
15318 /6186 [R (int) = 0.0369]
97.1%

Semi-empirical from equivalents
0.9281 and 0.8581

Full-matrix least-squares on F*
6186/ 1 /445

1.033

R1=0.0385, wR2 = 0.1024
R1=0.0407, wR2 = 0.1048
—0.15 (14)

0.181 and —0.168 ¢. A

AColorless crystals of 1 were obtained in the solvent of MeOH
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Figure S1. Key (a) 'H-'H COSY (=), HMBC (H—>C), and (b) ROESY correlations of 2
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Figure S2. Key (a) 'H-'H COSY (=), HMBC (H—>C), and (b) ROESY correlations of 3
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Figure S3. CD and UV spectra of compounds 2 and 3.
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Figure S4. "H NMR spectrum of quorumolide A (1) in CDCl,.
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Figure S5. °C NMR spectrum of quorumolide A (1) in CDCl;.
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Figure S6. HSQC spectrum of quorumolide A (1) in CDCl;.
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Figure S7. HMBC spectrum of quorumolide A (1) in CDCl;.
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Figure S8. 'H-'H COSY spectrum of quorumolide A (1) in CDCl,.
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Figure S9. ROESY spectrum of quorumolide A (1) in CDCl;.

S12

1 (ppad



Eu-62 COCLS ROESY

Archive directory: /export/home vomrl/vomrsys/data
Sample directory: |_:o=°«znzqnll:so

File: ROCSY

Pulse Sequence: ROESY

Solvent: COCIS
T Temp, 25.0C s 298.1 K
INOVA=600 “simm600"

o) LM

z A Hz
20 Vidth 12700.4 Mz
4 r.gc"tlou
2 x 270 Increments
H1, $99.6560146 MH2
SSING

B e ¢ £ =
&‘g:‘::xt 14 - - . - - - — — . —3 -
3 oaTa PRocESSING o2 vec é 1 o - - - o* /.’_\/ /R’~
Ga zation 0.008 sec 1 s
—
—
——

Uss A
FT size 2048 x
Total time 47 min, 13 sec

F1 (ppm)
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Figure S10. HRMS (ESI-TOF) spectrum of quorumolide A (1).

Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 3.0 PPM / DBE: min = -1.5, max = 50.0
Element prediction: Off
Number of isotope peaks used for i-FIT = 3
Monoisotopic Mass, Even Electron lons
373 formula(e) evaluated with 2 resuits within limits (up to 50 closest results for each mass)
Elements Used:
C:10-60 H:1-110 0:0-30 Na: 0-1
qwy LCT PXE KE324 01-Jun-2012
15.05:48
Eu-62 38 (0.830) AM2 (Ar,10000.0,0.00,1.00); ABS; Cm (29:59) 1: TOF MS ES+
5.94e+004
100 1 691.4197
%] I4392.4246
] |
{ |
635.2922  1693.4265
| 398.2304 : 5.5092
105.0426 279.0932 587.3565 _L 857.2513 g133810 969
GLIe2  2OWR smaamo. | sosdvasissose TP | L 70840t il ma
100 200 300 400 500 600 700 800 900 1000
Minimum: -1.5
Maximum: 3.0 3.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT i=FIT (Norm) Formula
691.4197  691.4186 1.1 1.6 10.5 94.2 0.0 C40 H60 O8 Na
691.4210 -1. -1.9 13.5 97.4 3.2 c42 H59 08
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Figure S11. IR spectrum of quorumolide A (1).
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Figure S12. "H NMR spectrum of quorumolide B (2) in CDCl;
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Figure S13. BC NMR spectrum of quorumolide B (2) in CDCl;.

£7s°sl
85S°81 ”
667707
SEL0T
mvx.mN“
86L°ST
an..h.m.\
£16'8T
....h.p.r.\
£66°tY
FLO'SY
LTI —

S01°0L
w.?..z.w
ST0°SL
OFL'9L
So.:.W
J.N.t

orsti—
STLUIEI—
£S9°8¢1—

SITLYI—

Tl —

1R

S17



Figure S14. HSQC spectrum of quorumolide B (2) in CDCl;.
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Figure S15. HMBC spectrum of quorumolide B (2) in CDCl;.
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Figure S16. 'H-"H COSY spectrum of quorumolide B (2) in CDCl,.
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Figure S17. ROESY spectrum of quorumolide B (2) in CDCl;.

Eu-119 COCLI ROESY
Sanple Nane:

Data Collected on:
400MR-vnarsdd0
Archive dirsctory:
Sample directory:

Flofile: ROESY
VI

A

Pulse Sequence: ROESY * I ’ N A Aald)
\ L ) N ¥ LI

Solvent: cecl3
Data collected on: Oct 22 2012

Operator: chempack

Relax. delay 1.080 sec
Acg. time 0.107 sec
Vidth 95462.0 Wz

20 Width 9542.0 Nz

12 repetitions

2 x 260 increments

0BSERVE M1, 339.7904868 NNz
DATA PROCESSING

Gauss apodization 0.043 sec
F1 DATA PROCESSING

Gaues apodization 0.011 sec
FY size 2040 x 2048

Total time 2 nr, 18 ain

- - ‘- -
- - - -
e LU B e R B — -
A ORI 3A Ja 1 4.5 4.0 3.5 3.0 2.8 2.0 1.5 150
F1 (ppm)
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Figure S18. HRMS (ESI-TOF) spectrum of quorumolide B (2).

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance =2.0 PPM / DBE: min = -1.5, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

107 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)
Elements Used:

C:6-60 H:2-110 0:0-30 Na: 0-1

Eu-119 LCT PXE KE324 14-Sep-2012
10:44:43
Eu-119_20120914 8 (0.175) AM2 (Ar,10000.0,0.00,1.00); ABS; Cm (5:35) 1: TOF MS ES-
2.86e+005
100 671.4515
|
%-| 6724557
i
673.4610
335.2224 381.2280
i | 265.1480 N 17 3982185 :53.2665 501,2191 601.3768 ”‘661.4138 691.4695 7557"41{): G
250 300 350 400 450 500 550 600 650 700 750 800
Minimum: -1.5
Maximum: 3.0 2.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT i-FIT (Norm) Formula
335.2224 335.2222 0.2 0.6 5.5 143.7 0.0 C20 H31 04
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Figure S19.
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Figure $20. 'H NMR spectrum of quorumolide C (3) in CDCls.
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Figure S21. BC NMR spectrum of quorumolide C (3) in CDCl;.
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Figure S22. HSQC spectrum of quorumolide C (3) in CDCl;.
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Figure S23. HMBC spectrum of quorumolide C (3) in CDCl;
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Figure $24. 'H-'"H COSY spectrum of quorumolide C (3) in CDCl,.
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Figure S25. ROESY spectrum of quorumolide C (3) in CDCl;.

1.27Mar2012

Archive directory: /export/homs/vomrl/vomriys /data
Sample directory: 1 _27Mar2012
File: ROESY

Pulse Sequence: ROLSY
Solvent: CDC13
Temp. 25.0 C 7 298.1 K
INOVA-600 "5 imaGo0"
Relax. delay 1.900 sec l f
a SeC {
ne A ! S —

DATA PROCESSING

Gauss apodization 9.038 sec
1 DATA

Gauss apodization 9.003 sec
FY size 2048 x 2048

Total time 485 min, 3 sec

T T .
6.5 6.0 5.5 S.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1
F1 (ppm)
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Figure S26. HRMS (ESI-TOF) spectrum of quorumolide C (3).

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min = -1.5, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

67 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:10-80 H:1-110 0:0-30

Eu-1n LCT PXE KE324 30-Mar-2012
10:54:42
Eu-1n_20120330 33 (0.725) AM2 (Ar,10000.0,0.00,1.00); ABS; Cm (20:46) 1: TOF MS ES-
8.36e+003
28 325.1840 350 5000
' 3111682 | | 3952041 355 2334
%
,,,33177-
: 265, 1474 201:2324 | 414.2401
4 ' 124.9914 4350298 158.9900 215.0327 2552336 | 267.1486 | ‘ e il “'5-25“2mlz
120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420
Minimum: -1.5
Maximum: 5.0 10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT i=FIT (Norm) Formula
365.2334  365.2328 0.6 1.6 5.5 107.0 0.0 C21 H33 05
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Figure S27. IR spectrum of quorumolide C (3).
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Figure S28. ORTEP diagram of 1 (thermal ellipsoids at the 50% probability level)
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Figure S29. ORTEP diagram of 2 (thermal ellipsoids at the 50% probability level)
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