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S1. '™H NMR spectrum of physagulide A (1) in pyridine-ds (S00MHz)
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S2. BC NMR spectrum of physagulide A (1) in pyridine-ds (125MHz)



TCM-CPU HR-ESI-MS

Display Report

Sample Name: PA-4

Acq. Date:

04/27 /2013

Instrument:  Agilent 6520B Q-TOF

Operator: Administrator

%10 5 |+ Scan (0.321 min) PA-4positive01.d

08 121.0508
07 2822789

05 2072368 ||

o el il n.‘;.l.:|.-: 1 mlﬂ va'.L il

475.3250

Ll bl i

701.4942

922.0098

569.2726

11455634

983.4762
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50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450 1500 1550 1600 1650 1700 1750 1800 1850

Gounts vs. Mass-to-Charge (m'z)

%10 4 |+ Scan (0.321 min) PA-4positive01.d

569.2726

5689 568.95 569 569.05 5681

569.15 569.2 569.25 569.3 569.35 569.4 569.55 569.6 569.65 569.7 569.75 5608

Gounts vs, Mass-to-Charge (m/z)

569.45 669.5

Elemental Composition Calculator

Target m/z: 569.2726

Result type: Positive ions Species: [M+Na]"

Elements:

C (0-100); H (0-150); O (0-50); N(0-10); Na (0-5); S (0-5)

Ion Formula

Calculated m/z PPM Error

C30H42Na09%

569.2721 -0.80

S3. HRESIMS spectrum of physagulide A (1)

Agilent Technologies
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S4. HSQC spectrum of physagulide A (1) in pyridine-ds
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S5. HMBC spectrum of physagulide A (1) in pyridine-ds
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S6. ROESY spectrum of of physagulide A (1) in pyridine-ds
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S7. 'H NMR spectrum of physagulide B (2) in pyridine-ds (500MHz)
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S8. 3C NMR spectrum of physagulide B (2) in pyridine-ds (125MHz)



TCM-CPU HR-ESI-MS

Display Report

Sample Name:

Acq. Date:

PA-7

04/27 /2013

Instrument:

Operator:

Agilent 6520B Q-TOF

Administrator

0.05

x104
675

625
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525
475
425
375
325
275
225
178
125
075

025

[+ Scan (0.365 min) PA-Tpositive01.d

121.0508
2822790

227.2368

397.2551
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50 100 150 200 250 300 2350 400 450 500 550 600 650 700 750 800 850 900 950

1000 1050
Counts vs. Mass-to-Charge (miz)

1100 1150 1200 1250 1300 1350 1400 1450 1500 1550 1600 1650 1700

[+ Scan (0.365 min) PA-Tpositive01.d

568.2719

5683 568.4 5685 568.6 568.7

568.8 5689 569 569.1 560.2 560.3

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

569.4

569.5 569.6 569.7 560.8 569.9 570 570.1

Elemental Composition Calculator

Target m/z:

569.2719

Result type: Positive ions

Species: [M+Na]"

Elements:

C (0-100); H (0-150); O (0-50); N(0-10); Na (0-5); S (0-5)

Ion Formula

Calculated m/z

PPM Error

C30H42Na0O9%

569.2721

0.43

Agilent Technologies

S9. HRESIMS spectrum of physagulide B (2)
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S10. HSQC spectrum of physagulide B (2) in pyridine-ds
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S11. HMBC spectrum of physagulide B (2) in pyridine-ds
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S12. ROESY spectrum of physagulide B (2) in pyridine-ds
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S14. 3C NMR spectrum of physagulide C (3) in pyridine-ds (125MHz)



TCM-CPU HR-ESI-MS  Display Report

Sample Name: PA-5a Instrument:  Agilent 6520B Q-TOF

Acq. Date: 04/27 /2013 Operator: Administrator

x10 & [+ Sean (0.765 min) PA-5apositive01 d
28

26
24

22

o8 1210509 2822788 9220098

227.2367

02 $65.2407 1107.4801
Ll 4851122
ol bl it RLL o { |
100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000
‘Gounts vs. Mass-to-Charge (miz)

FF R

x10 4 |+ Sean (0.765 min) PA-Sapositve0l.d

19 565.2407

5648 56485 5649 56495 565 56505 5651 56515 5652 56525 5653 56535 5654 56545 5655 56555 5656 56565 5657 56575
Counts vs. Mass-to-Charge (m/z)

Elemental Composition Calculator

Target m/z: 565.2407 Result type: Positive ions Species: [M+Na]"

Elements: C (0-100); H (0-150); O (0-50); N(0-10); Na (0-5); S (0-5)

Ion Formula Calculated m/z PPM Error

C30H38Na0O9 565.2408 0.17

. Agilent Technologies

S15. HRESIMS spectrum of physagulide C (3)
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S16. HSQC spectrum of physagulide C (3) in pyridine-ds
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S17. HMBC spectrum of physagulide C (3) in pyridine-ds
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S18. ROESY spectrum of physagulide C (3) in pyridine-ds
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S19. 'TH NMR spectrum of physagulide D (4) in pyridine-ds (S00MHz)
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S20. 3C NMR spectrum of physagulide D (4) in pyridine-ds (125MHz)



TCM-CPU HR-ESI-MS  Display Report

Sample Name: PA-8 Instrument:  Agilent 6520B Q-TOF

Acq. Date: 04/27 /2013 Operator: Administrator

x10 & |+ Scan (0.524 min) PA-8positive03.d

26
24

22

- 510805 274.2743 ek
. 627.3319

04 565.2406

1107.4925

0z 701.4925

B il AT R Tt DUPIN A TS \

50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450 1500 1550 1600 1650 1700 1750 1800 1850 1800
Counts vs. Mass-to-Charge (m/z)

X104 |+ Sean (0.524 min) PA-8positive03.d

46
44
42

4
38 565.2406
£l
34
a2

3
28
26
24
22

2
18
16
14
12

1
08
06
04
02

0

564.95 565 565.05 565.1 565.15 5652 565.25 565.3 565.35 565.4 565.45 565.5 565.55 565.6 565.65 565.7 565.75
Counts vs. Mass-to-Charge (m/z)

Elemental Composition Calculator

Target m/z: 565.2406 Result type: Positive ions Species: [M+Na]"

Elements: C (0-100); H (0-150); O (0-50); N(0-10); Na (0-5); S (0-5)

Ion Formula Calculated m/z PPM Error

C30H38Na0O9 565.2408 041

. Agilent Technologies

S21. HRESIMS spectrum of physagulide D (4)
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S22. HSQC spectrum of physagulide D (4) in pyridine-ds
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S23. HMBC spectrum of physagulide D (4) in pyridine-ds
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S24. ROESY spectrum of physagulide D (4) in pyridine-ds
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S25. '"H NMR spectrum of physagulide E (5) in pyridine-ds (500MHz)
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S26. 3C NMR spectrum of physagulide E (5) in pyridine-ds (125MHz)



TCM-CPU HR-ESI-MS  Display Report

Sample Name: PA-9 Instrument:  Agilent 6520B Q-TOF

Acq. Date: 01/18 /2013 Operator: Administrator

%106 |+ Scan (0.323 min) PA-9 positive01.d
1.2

11 * 4533439

09
08
07
06
o8 679.5119
04
03
02

0.1 121.0509 274.2740 359.2330

569.2719 1115.5547

50 100 150 200 250 300 350 400 450 500 550 600 B50 700 750 8OO 850 900 950 1000 1050 1100 1150 1200
Counts vs. Mass-to-Charge (m/z)

x105 |+ Scan (0.323 min) PA-9 positive01.d

1.4
13
1.2
14 569.2719

1
09
08
07
08
05
04
03
02
0.1

0

568 568.5 569 569.5 570 570.5 571 571.5 572 5725 573 5735 574
Counts vs. Mass-to-Charge (m/z)
Elemental Composition Calculator
Target m/z: 569.2719 Result type: Positive ions Species: [M+Na]"
Elements: C (0-80); H (0-120); O (0-30); N(0-10); Na (0-5); S (0-5)
Ion Formula Calculated m/z PPM Error
C30H42Na09 569.2721 0.32

... Agilent Technologies

S27. HRESIMS spectrum of physagulide E (5)
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S28. HSQC spectrum of physagulide E (5) in pyridine-ds
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S29. HMBC spectrum of physagulide E (5) in pyridine-ds
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S31. 'TH NMR spectrum of physagulide F (6) in pyridine-ds (S00MHz)
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S32. BC NMR spectrum of physagulide F (6) in pyridine-ds (125MHz)



TCM-CPU HR-ESI-MS  Display Report

Sample Name: PA-12 Instrument:  Agilent 6520B Q-TOF

Acq. Date: 04/27 /2013 Operator: Administrator

x10 & |+ Scan (0.442 min) PA-12 positive1.d

12 995.5133

509.2506
1.0509
08 12 2822789 922.0098

L 2272369
701.4939
02 I 585.3209
o sl obeda LU0 il L) bl Ll 1
100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1800
Counts vs. Mass-to-Charge (m/z)

%10 5 |+ Scan (0.442 min) PA-12 positive01,d

509.2506

510.2541

a1 $11.2571

5075 508 5085 509 5095 510 5105 511 5115 512 5125 513 5135 514 5145 515 5155 516
Counts vs. Mass-to-Charge (m/z)

Elemental Composition Calculator

Target m/z: 509.2506 Result type: Positive ions Species: [M+Na]"

Elements: C (0-100); H (0-150); O (0-50); N(0-10); Na (0-5); S (0-5);

Ion Formula Calculated m/z PPM Error

C28H38NaO7 509.2510 0.66

. Agilent Technologies

S33. HRESIMS spectrum of physagulide F (6)
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S34. HSQC spectrum of physagulide F (6) in pyridine-ds
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S35. HMBC spectrum of physagulide F (6) in pyridine-ds
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S36. ROESY spectrum of physagulide F (6) in pyridine-ds
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S37. '"H NMR spectrum of physagulide G (7) in pyridine-ds (S00MHz)
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S38. 3C NMR spectrum of physagulide G (7) in pyridine-ds (125MHz)



TCM-CPU HR-ESI-MS  Display Report

Sample Name: PA-13 Instrument:  Agilent 6520B Q-TOF

Acq. Date: 04/27 /2013 Operator: Administrator

x10 5 [+ Scan (0.304 min) PA-13positive01.d
12
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Counts vs. Mass-to-Charge (m'z)

Elemental Composition Calculator

Target m/z: 551.2616 Result type: Positive ions Species: [M+Na]"

Elements: C (0-100); H (0-150); O (0-50); N(0-10); Na (0-5); S (0-5)

Ion Formula Calculated m/z PPM Error

C30H40NaO8 551.2615 -0.17

Agilent Technologies

S39. HRESIMS spectrum of physagulide G (7)
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S40. HSQC spectrum of physagulide G (7) in pyridine-ds



S41. HMBC spectrum of physagulide G (7) in pyridine-ds
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S42. ROESY spectrum of physagulide G (7) in pyridine-ds
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S43. '"H NMR spectrum of physagulide H (8) in pyridine-ds (S00MHz)
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S44. BC NMR spectrum physagulide H (8) in pyridine-ds (125MHz)



TCM-CPU HR-ESI-MS  Display Report

Sample Name: PA-19 Instrument:  Agilent 6520B Q-TOF

Acq. Date: 04/27 /2013 Operator: Administrator

x10 § [+ Scan (0.660 min) PA-19positived1 d
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Counts vs. Mass-to-Charge (miz)

x10 4 |+ Sean (0.660 min) PA-19positivedl.d
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Elemental Composition Calculator

Target m/z: 585.2225 Result type: Positive ions Species: [M+Na]"

Elements: C (0-100); H (0-150); O (0-50); N(0-10); Na (0-5); S (0-5):C1(0-5)

Ion Formula Calculated m/z PPM Error

C30H39CINaO8 585.2226 0.15

Agilent Technologies

S45. HRESIMS spectrum of physagulide H (8)
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S46. HSQC spectrum of physagulide H (8) in pyridine-ds
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S47. HMBC spectrum of physagulide H (8) in pyridine-ds
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S48. ROESY spectrum of physagulide H (8) in pyridine-d;



