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Figure S1. 'H NMR spectrum of compound 1 (500 MHz, CDCls)
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Figure S2. 3C NMR spectrum of compound 1 (125 MHz, CDCls)
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Figure S3. gCOSY spectrum of compound 1 (500 MHz, CDCls)
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Figure S4. gHSQC spectrum of compound 1 (500/125 MHz, CDCls)
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Figure S5. ¢gHMBC spectrum of compound 1 (500/125 MHz, CDCls)
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Figure S6. NOESY spectrum of compound 1 (500 MHz, CDCls)
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Figure S7. HR-ESIMS report of compound 1

Qualitative Compound Report

Data File biful1_15C4-3_2014-07-30_1.d Sample Name 15C4-3_bifu1l
Sample Type Sample Position P1-A4
Instrument Name Instrument 1 User Name

Acq Method VsmyPosFragile_BDV15.m Acquired Time  30-Jul-14 21:44:45
IRM Calibration Status S oA Method Default.m
Comment

Sample Group Info.

Fragmentor Nozzle Voltage

Compound Table

i
Compound Label | RT | Mass | Abund | Formula | Tgt Mass | (ppm) | MFG Formula DB Formula
cpd 1| 7.327]  320.2355] 458490| C20H3203 | 3202351  1os] C20H3203 C20H3203
Compound Label m/z RT Algorithm Mass
Cpd 1: 987.68 |7.327 |Find By Formula 320.2355

x10 2|Cpd 1:: +ESI EIC(152.1196, 161.1248, 174.1015, 183.1068 ...) Scan Frag=175.0V bifu11_15C4-3_..
1

1 7.327 1
0.8
0.6
0.4
0.2
0
1 2 3 4 5 6 7 8 9 10 11 12 13 14
Counts (%) vs. Acquisition Time (min)
MS Spectrum
x10 5 |Cpd 1:: +ES| Scan (7.288-7.293, 7.382-7.415 min, 9 Scans) Frag=175.0V bifu11_15C4-3_2014-07-..
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Counts vs. Mass-to-Charge (m/z)
MS Zoomed Spectrum

x10 5|Cpd 1:: +ES| Scan (7.288-7.293, 7.382-7.415 min, 9 Scans) Frag=175.0V bifu11_15C4-3_2014-07-..
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Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List

m/z Calc m/z z |Abund Formula Ion
303.2321] 303.2319) 0.69] 1 458490.3|C20H3102 (M+H)+[-H20]
321.2421 321.2424] -0.92f 1 1865.3|C20H3303 (M+H)+
325.2132 325.2138 -1.99] 1 4429.1|C20H30Na02 (M+Na)+[-H20]
343.2247] 1 999262.6
343.2247| 343.2244] 0.87 999262.6|C20H32Na03 M+Na)+
344.2285 344.2278| 2.17] 1 209145.7|C20H32Na03 (M+Na)+
345.2417] 345.2306 32.16) 1 191339.1{C20H32Na03 lLM+Na)+
663.4596 663.4595 0.08] 1 478296.8|C40H64Na06 (2M+Na)+
664.4632 664.4629 0.39] 1 204538.3|C40H64Na06 (2M+Na)+
983.6898 983.6947, -4.95| 1 3840.5|C60HI6Na09 (3M+Na)+

-— End Of Report —




Figure S8. FT-IR spectrum of compound 1.
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Figure S9. 'H NMR spectrum of compound 2 (500 MHz, CDCls)
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Figure 510. *C NMR spectrum of compound 2 (125 MHz, CDCls)
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Figure S11. gCOSY spectrum of compound 2 (500 MHz, CDCls)

f1 (ppm)




Figure 512. gHSQC spectrum of compound 2 (500/125 MHz, CDCls)
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Figure S14. HR-ESIMS report of compound 2

Qualitative Compound Report

Data File

Sample Type
Instrument Name

Acq Method

IRM Calibration Status
Comment

Sample Group Info.

bifu28_15¢16-3.d

Sample

Instrument 1
VsmyPosFragile_BDV15.m

Sample Name  bifu28_15¢16-3
Position P1-A3

User Name

Acquired Time 15-Oct-14 20:10:21
DA Method Default.m

Fragmentor Nozzle Voltage
Compound Table
Diff
Compound Label RT Mass Abund Formula Tgt Mass | (ppm) MFG Formula DB Formula
Cpd 1:| 6.201 322.2506| 961929 C20H3403 322.2508] -0.76 C20H3403 C20H3403
Compound Label m/z RT Algorithm Mass
Cpd 1: 684.474 6.201 Find By Formula 322.2506

x102 de1 :+ESIEIC(153.1274.162.1327. 175.1093, 184.1146 ...) Scan Frag=175.0V bifu28_15¢16-3.d

1 6.201
08
06
04
02
0 o A
1 2 3 5 6 7 8 9 1 1 12 13 14
Counts (%) vs. Acquisition Time (min)
MS Spectrum
x102 Cpd 1:: +ESI Scan (6.121-6.138, 6.299-6.327 min, 10 Scans) Frag=175.0V bifu28_15¢16-3.d Subtr..
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Counts (%) vs. Mass-to-Charge (m/z)
MS Zoomed Spectrum

%102 [Cpd 1:: +ESI Scan (6.121-6.138, 6.299-6.327 min, 10 Scans) Frag=175.0V bifu28_15c16-3.d Subtr..
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Counts (%) vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z Calcm/z |Diff(ppm) | z |Abund Formula Ion
305.2473 305.2475 0.73[ 1 137608.2|C20H3302 (M+H) +[-H20]
323.2574] 323.2581 211] 1 11957.3|C20H3503 (M+H)+
345.2398 345.24 0.71 961929 (C20H34Na03 (M-+Na) +
345.2398 1 961929
346.2434 346.2434 0.03] 1 182610.9|C20H34Na03 (M-+Na) +
627.4967| 627.4983| 2.55[ 1 843|C40H6705 (2M+H) +[-H20]
645.5082 645.5089 1.08) 1 3596.6|C40H6906 (M+H) +
649.4733|  649.4802, 10.73) 1 151.8|C40H66Na0S (2M-+Na) +[-H20]
667.4902 667.4908 0.93[ 1 118466. 1|C40H68Na06 (2M+Na)+
683.4717 683.4647 -10.18f 1 3503.9|C40H68KO6 (2M+K) +
--End Of Report -—
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Figure S15. FT-IR spectrum of compound 2

5.6
50 ]
45
40
1715,59
35 1655,96 1192,66
%T 1059.63
30 ]
2871,55 145871 138532
25 | 3422,01 756.88
2935,71
20 ]
13’2 ] T T T T 1
40000 3000 2000 1500 1000 500.0
cm-1
Figure 516. 'H NMR spectrum of compound 3 (600 MHz, CsDe)
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Figure 517. 3C NMR spectrum of compound 3 (150 MHz, CeDs)
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Figure S§18. gCOSY spectrum of compound 3 (600 MHz, CsDs)
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Figure 519. gHSQC spectrum of compound 3 (600/150 MHz, CsDe)
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Figure 520. gHMBC spectrum of compound 3 (600/150 MHz, CsDs)
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Figure 521. NOESY spectrum of compound 3 (500 MHz, CsDe)
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Figure S22. HR-ESIMS report of compound 3

Qualitative Compound Report

Data File bifu25_15¢c12-5.d Sample Name bifu25_15¢12-5
Sample Type Sample Position P1-A2

Instrument Name Instrument 1 User Name

Acq Method VsmyPosFragile_BDV15.m Acquired Time  14-Oct-14 00:57:32
IRM Calibration Status B oA Method Default.m
Comment

Sample Group Info.

Fragmentor Nozzle Voltage

Compound Table

Diff
Compound Label RT Mass | Abund Formula Tgt Mass | (ppm) MFG Formula DB Formula
Cpd 1: 6.041| 322.251)| 1288015 C20H3403 322.2508| 0.52 C20H3403 C20H3403

Compound Label m/z RT Algorithm Mass
Cpd 1: 648.518 6.041  Find By Formula 322.251

%10 2|Cpd 1:: +ESI EIC(153.1274, 162.1327, 175.1093, 184.1146 ...) Scan Frag=175.0V bifu25_15c12-5.d

1 6.041 1
0.8
0.6
0.4
0.2 f

1 12 13 14

MS Spectrum
x10 6 |Cpd 1:: +ESI Scan (5.996, 6.118-6.146 min, 7 Scans) Frag=175.0V bifu25_15¢12-5.d Subtract

1.2

0.8
0.6
0.4
0.2

+
ST
B ¥

N

200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600
Counts vs. Mass-to-Charge (m/z)

MS Zoomed Spectrum
x10 6 |Cpd 1:: +ESI Scan (5.996, 6.118-6.146 min, 7 Scans) Frag=175.0V bifu25_15¢12-5.d Subtract
1.2 P

1
0.8
0.6
0.4

0.2 1 l _
I A W

Lol &
" 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640 660
Counts vs. Mass-to-Charge (m/z)

d

MS Spectrum Peak List

m/z Calc m/z Diff(ppm) z_|Abund Formula Ion

305.2472 305.2475 -1.04| 1 306579.3|C20H3302 (M+H)+[-H20]

306.2507 306.2509 -0.83] 1 62820.2(C20H3302 (M+H)+[-H20]
307.257 307.2539 10.03| 1 10958.1|C20H3302 (M+H)+[-H20]
323.257 323.2581 33| 1 194468.1|C20H3503 (M+H)+

324.2602 324.2615 -4.02| 1 36451.9{C20H3503 (M+H)+

345.2402 1288015.1

345.2402 345.24 053] 1 1288015.1|C20H34Na03 (M+Na)+

346.2432 346.2434 -0.65| 1 259686.5|C20H34Na03 (M+Na)+

347.2469 347.2463 1.65) 1 34581.2|C20H34Na03 (M+Na)+

645.5082 645.5089 -1.06] 1 5336.3|C40H6906 (2M+H)+

- End Of Report —-



Figure 523. FT-IR spectrum of compound 3
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Figure S524. 'H NMR spectrum of compound 4 (500 MHz, CDCl)
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Figure 525. gHSQC spectrum of compound 4 (500/125 MHz, CDCls)
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Figure 526. gCOSY spectrum of compound 4 (500 MHz, CDCls)
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Figure 527. ¢gHMBC spectrum of compound 4 (500/125 MHz, CDCls)
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Figure 528. HR-ESIMS report of compound 4

Qualitative Compound Report

Data File biful8_15C10-5.d Sample Name 15C10-5_biful8
Sample Type Sample Position P1-A9
Instrument Name Instrument 1 User Name

Acq Method VsmyPosFragile_BDV15.m Acquired Time  30-Jul-14 20:28:18
IRM Calibration Status — DA Method Default.m
Comment

Sample Group Info.

Fragmentor Nozzle Voltage

Compound Table

Diff
Compound Label RT Mass | Abund Formula TgtMass | (ppm) MFG Formula DB Formula
Cpd 1: 7.335] 320.2354| 223046 C20H3203 320.2351 0.74} C20H3203 C20H3203
Compound Label m/z RT Algorithm Mass
Cpd 1: 986.6763  17.335 | Find By Formula 320.2354
x10 1|Cpd 1:: +ESI EIC(152.1196, 161.1248, 174.1015, 183.1068 ...) Scan Frag=175.0V bifu18_15C10-5.d
AL 7.335 1
3
2
1
0 A
i 2 3 4 5 6 7 & 9 10 11 12 13 14
Counts (%) vs. Acquisition Time (min)
MS Spectrum
x10 5 |Cpd 1:: +ESI Scan (7.446 min) Frag=175.0V bifu18_15C10-5.d Subtract
SiE
6 Si2
olE
5 I
4 b 2
A 0)
3 43
o
2 g8 55
Bz
1 0
=
- ko
ol e
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600
Counts vs. Mass-to-Charge (m/z)
MS Zoomed Spectrum

%105 |Cpd 1:: +ESI Scan (7.446 min) Frag=175.0V bifu18_15C10-5.d Subtract

<$+
NS
61 8=
o]
51 2% S
ax
4 :}‘iA =54
T )
3] 8% 9=
= 2= +
2 2 =
2 88 %
& 239
o-F
1 8=
1 L
0 . L b e

300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z calcm/z_|Diff(ppm) | z [Abund Formula Ton
303.232]  303.2319) 0.43[ 1 223045.8[C20H3102 (M+H)+[-H20]

321.2403]  321.2424] -6.57] 1 569.8/C20H3303 (M+H)+
325.2133]  325.2138] -157] 1 7700|C20H30Na02 |(M+Na)+(-H20]
343.2242} 719350.6
343.2246]  343.2244] 0.66] 1 719350.6|C20H32Na03 (M+Na)+
344.2084]  344.2278] 179] 1 143577.2[C20H32Na03 (M+Na)+
641.4728] 6414776 743 1 374.8|C40H6506 (2M+H)+
645.4471]  645.4489| -2.85] 1 486.4|C40H62Na05 (2M+Na)+[-H20]
663.4594]  663.4595 02| 1 170280.5|C40H64Na06 (2M+Na)+
983.6875]  983.6947| -7.27] 1 561.4|C60HI6Na09 (3M+Na)+

-~ End Of Report —-
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Figure 529. FT-IR spectrum of compound 4
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Figure 530. 'H NMR spectrum of compound 5 (500 MHz, CDCls)
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Figure S31. 3C NMR spectrum of compound 5 (125 MHz, CDCls)
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Figure S32. gHSQC spectrum of compound 5 (500/125 MHz, CDCls)
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Figure 533. ¢gHMBC spectrum of compound 5 (500/125 MHz, CDCls)
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Figure S34. HR-ESIMS report of compound 5

Qualitative Compound Report

Data File bifu26_15¢12-6.d Sample Name  bifu26_15c12-6
Sample Type Sample Position P1-A8
Instrument Name Instrument 1 User Name

Acq Method VsmyPosFragile_BDV15.m Acquired Time 16-Oct-1408:11:15
IRM Calibration Status == oA Method  Defauitm
Comment

Sample Group Info.

Fragmentor Nozzle Voltage

Compound Table

Diff
C d Label RT Mass Abund Formula Tgt Mass | (ppm) MFG Formula DB Formula
Cpd 1:| 6.423 322.2512| 26406 C20H3403 322.2508 1.25 C20H3403 C20H3403

Compound Label m/z RT Algorithm Mass
Cpd 1: 991.7195 6.423 Find By Formula 322.2512
x102 [Cpd 1:: +ESI EIC(162.1327, 184.1146, 323.2581. 345.2400 ...) Scan Frag=175.0V bifu26_15¢12-6.d
e :
08
08 6.423
04
02
0
¥ 2 @ % 5 6. 7 8 @ A0 10 12 13 14
Counts (%) vs. Acquisition Time (min)
MS Spectrum
x102 |Cpd 1:: +ESI Scan (6.374-6.468 min, 18 Scans) Frag=175.0V bifu26_15c12-6.d Subtract
8l=
3
08 (7 E3
3= s%
06 22
~
04 23
02 ~E
o=
- Ll 58
0
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600
Counts (%) vs. Mass-to-Charge (m/z)
MS Zoomed Spectrum
x102 |Cpd 1:: +ESI Scan (6.374-6.468 min, 18 Scans) Frag=175.0V bifu26_15¢12-6.d Subtract
08
~+
ST
06 = z
~
8= <83
02 8% o2
& -3 SS
o " e 23
0
350 400 450 500 550 600 650 700 750 800 850 900 950 1000

Counts (%) vs. Mass-to-Charge (m/z)
MS Spectrum Peak List

m/z Calc m/z |Diff(ppm) | z |Abund Formula Ion
323.2575 323.2581 187/ 1 38343.7|C20H3503 M+H) +
345.2405 345.24 -1.28 1924244, 3|C20H34Na03 (M+Na)+
345.2405 1 19249244.3
346.2432 346.2434 0.59] 1 423490.7|C20H34Na03 (M-+Na)+
347.2463 347.2463 0.15| 1 52222.5|C20H34Na03 (M+Na)+
645.5083 645.5089 0.82] 1 45333, 3|C40H6906 (2M+H)+
667.4907| 667.4908 0.19] 1 7530089. 1)/C40H68Na06 (2M+Na) +

668.494| 668.4942 0.32] 1 311111, 5|C40H68Na06 (2M-+Na) +
669.4969 669.4973, 0.63] 1 72468.4|C40H68Na06 (2M+Na) +
989.7393 989.7416 23| 1 233.1|C60H 102Na0s9 (3M+Na) +

---End Of Report -—



Figure S35. FT-IR spectrum of compound 5
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Figure 536. 'H NMR spectrum of compound 6 (600 MHz, CDCls)
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Figure S37. 3C NMR spectrum of compound 6 (150 MHz, CDCls)
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Figure S38. gCOSY spectrum of compound 6 (600 MHz, CDCls)
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Figure 539. ¢gHMBC spectrum of compound 6 (600/150 MHz, CDCls)
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Figure S40. HR-ESIMS report of compound 6

Qualitative Compound Report

Data File bifu27_15¢12-7.d Sample Name  bifu27_15c12-7
Sample Type Sample Position P1-A9
Instrument Name Instrument 1 User Name
Acq Method VsmyPosFragile_BDV15.m Acquired Time 16-Oct-14 08:47:28
IRM Calibration Status == oA Method  Defauitm
Comment
Sample Group Info.
Fragmentor Nozzle Voltage
Compound Table
Diff
[< d Label RT Mass Abund Formula Tgt Mass | (ppm) MFG Formula DB Formula
Cpd 1:[ 6.529 322.2504| 970474 C20H3403 322.2508| -1.25 C20H3403 C20H3403
Compound Label m/z RT Algorithm Mass
Cpd 1: 671.503 6.529 Find By Formula 322.2504
x102 |Cpd 1:: +ESI EIC(153.1274, 162.1327, 175.1093, 184.1146 ...) Scan Frag=175.0V bifu27_15¢12-7.d
14 6.529 1
08
06
04
02
0
1 2 3 5 6 ) 8. 9 10 11 12 13 14
Counts (%) vs. Acquisition Time (min)
MS Spectrum
x102 |Cpd 1:: +ESI Scan (6.483-6.489, 6.567-6.589 min, 7 Scans) Frag=175.0V bifu27_15c12-7.d Subtra..
3=
(e
08 7] K3
3=
06 - Pt
o3
04 ==
83
02
ol Ll
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600
Counts (%) vs. Mass-to-Charge (m/z)
MS Zoomed Spectrum
x102 |Cpd 1:: +ES| Scan (6.483-6.489, 6.567-6.589 min, 7 Scans) Frag=175.0V bifu27_15c12-7.d Subtra..
08
06 {orie
- Sw®
o =5
04 BF s
3% B288
B =
02l =g gz
| s R |
0
300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640 660 680

Counts (%) vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z Calcm/z _|Diff(ppm) | z |Abund Formula Ion
305.2467|  305.2475 -2.59] 1 25802.9|C20H3302 (M+H) +[+H20]
323.257]  323.2581 -3.24) 1 2788.4|C20H3503 (M+H)+
345.2396 970473.5
345.2396 345.24 -1.17 1| 970473.5[C20H34N203 (M+Na)+
346.2432  346.2434 0.63] 1 189039.9|C20H34Na03 (M+Na)+
627.4974|  627.4983 -1.45] 1 2920.2|C40H6705 (2M+H)+[-H20]
645.5077|  645.5089 -1.83[ 1 10239.8|C40H6906 (M) +
649.4791|  649.4802 -174] 1 360.8|C40H66Na0S (2M-+Na)+{-H20]
667.4904|  667.4908 -0.66| 1 | 240588.8[|c40H68N206 (2M+Na)+
668.4938|  668.4942 0.65] 1 99788.4|c40H68Na06 (2M+Na) +

---End Of Report -



Figure S41. FT-IR spectrum of compound 6
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Figure S42. (a) Comparison of the IR/VCD spectra of 1 with those of eleganediol (9)
and calculations for a fragment. (b) Fragment used in the calculations that has been
shown before (Chem. Commun., 2015, 51, 16217) to be sufficient to describe the
observed VCD signatures of eleganediol (9).
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