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Table S1. 3C NMR (ppm, type) Assignments for Compounds 3-8, 10, and 11 at 150 MHz

position 3¢ 4 5¢ 6° 7° 8t 10° 1°
1 39.6, CH» 39.6, CH» 39.8, CH» 39.8, CH» 41.4, CH, 41.4,CH, 39.7, CH» 39.8, CH»
2 18.5, CH, 18.5, CH, 18.6, CH, 18.2, CH, 20.1, CH, 20.1, CH, 18.5, CH, 18.5, CH,
3 42.0, CH, 42.0, CH, 42.0, CH, 42.1,CH, 43.7, CH, 43.7, CH, 42.0, CH, 42.0, CH,
4 33.2,C 33.2,C 33.2,C 333,C 34.7,C 34.7,C 332,C 333,C
5 56.6, CH 56.3,CH 56.6, CH 56.5,CH 585, CH 58.4,CH 563, CH 56.4, CH
6 18.1, CH» 18.1, CH, 18.1, CH» 18.6, CH» 19.8, CH» 19.8, CH, 18.2, CH» 18.2, CH,
7 41.5, CH, 41.1, CH, 41.5, CH, 41.2,CH, 43.0, CH, 43.1,CH, 41.8, CH, 41.8, CH,
8 372.C 36.7,C 375.C 37.0,C 38.7.C 38.5,C 37.7.C 37.9,C
9 57.7, CH 57.5, CH 58.7, CH 58.6, CH 59.8, CH 59.9, CH 57.6, CH 57.9, CH
10 37.4.C 373.C 37.4.C 37.4,C 39.1,C 39.0,C 372.C 373.C
11 25.4, CH, 25.3,CH; 25.5, CH, 25.6, CH, 24.5, CH, 27.0, CH, 27.2,CH, 27.4, CH,
12 74.4, CH 74.1, CH 75.0, CH 79.4, CH 79.0, CH 77.1, CH 74.4, CH 75.0, CH
13 44.1,C 443.C 447.C 453.C 439.C 45.1.C 454.C 46.1,C
14 53.5.CH 48.9. CH 53.0.CH 48.6.CH 51.4.CH 51.2.CH 49.4.CH 50.0, CH
15 243, CH, 22.6.CH, 24.4. CH, 22.6.CH, 23.7. CH, 23.0. CH, 24.9. CH, 28.0. CH,
16 73.6.CH 68.4, CH 73.9. CH 68.7.CH 70.8. CH 71.9, CH 74.2. CH 76.6, CH
17 1404, C 138.7.C 1339.C 133.6.C 1317.C 151.8.C 81.0.C 81.8.C
18 1524.C 152.8.C 1603, C 160.6. C 165.1.C 147.4.C 83.1,C 822.C
19 1718.C 172.0.C 84.8, CH 84.5.CH 83.0.C 1733.C 106.1. CH 106.0. CH
20 1679, C 168.7,C 169.0, C 169.6, C 171.3,C 88.4,C 103.2, CH 110.7, CH
21 332, CH, 33.2. CH, 332, CH, 33.3. CH, 34.2. CH, 34.2. CH, 332, CH, 33.3. CH,
2 21.3.CH, 21.2. CH, 21.2. CH, 21.2. CH, 222, CH, 22.3.CH, 21.2. CH, 21.2. CH,
23 15.9, CH; 15.9, CH; 16.2, CH; 16.1, CH; 17.2, CH3 17.1, CH; 16.3, CH3 16.4, CH;
24 17.1. CH, 17.3. CH, 17.4. CH, 17.7. CH, 18.4. CH, 18.3. CH, 18.2. CH, 18.0. CH,
25 16.4, CH; 15.1, CH; 17.4, CH; 16.1, CH; 17.9, CH; 16.0, CH; 11.1, CHs 10.4, CH;
1’ 38.5, CH» 38.6, CH» 40.3, CH, 40.3, CH, 41.5, CH, 42.4, CH,
2 170.1.C 1703.C 171.1.C 171.4.C 173.6.C 1722.C
12-OAc 173.4,C
222, CH,
16-OMe 58.1, CH3 57.8, CH3 57.3, CHs 57.3, CHs 57.9, CHs 58.0, CH3
19-OMe 50.3, CH3 50.1, CH3 55.6, CH3 56.9, CH3
20-OMe 51.7, CHs 56.0, CH; 55.6, CHs

“"Data were measured at CDCls, and MeOH-d,, respectively.
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Table S2. '"H NMR (6, mult (J in Hz)) Assignments for Compounds 3-8, 10, and 11 at 600 MHz

position 3¢ 4¢ 5¢ 6
la 0.76, m 0.78, m 0.81, m 0.81, m
1B 1.71,brd (12.7) 1.71,br d (12.5) 1.71,br d (12.8) 1.69,brd (12.5)
20 141, m 1.45, m 1.44, m 1.39, m
2B 1.58, m 1.57, m 1.63, m 1.62, m
3a 1.12, m 1.12, m 1.11,m 1.10, m
3B 1.37,br d (12.8) 1.36, br d (13.0) 1.37,brd (13.1) 1.37,br d (13.0)
5 0.78, m 0.81, m 0.80, m 0.82, m
60 1.60, m 1.61, m 1.58, m 1.57, m
6B 142, m 1.41, m 1.39,m 143, m
Ta 0.83, m 0.96, m 0.90, m 0.96, m
7B 1.82, m 1.76, br d (11.5) 1.84,ddd (12.8, 2.8, 2.8) 1.78, m
9 0.86, m 0.95, m 0.86, m 0.96, m
1la 1.86, m 1.89,brd (11.9) 1.80, dd (12.8, 2.3) 1.80, m
1B 1.52, m 1.52, m 1.55, m 1.54, m
12 3.70, dd (10.5, 3.8) 3.74,brd (9.3) 3.58,dd (11.0, 4.0) 3.64,dd (11.2,4.1)
14 1.13, m 1.50, m 1.13, m 1.55, m
15a 2.32,dd (12.7,7.3) 2.12,brd (12.5) 2.25,dd (12.4, 6.8) 2.04,brd (12.0)
158 1.65, m 1.60, m 1.65, m 1.53, m
16 4.18,dd (9.2, 6.7) 4.10,br d (2.3) 4.21,dd (9.3,7.2) 3.99,brd (1.7)
19 5.75,s 5.69,s
21 0.84, s 0.84, s 0.84, s 0.82, s
22 0.81,s 0.81,s 0.81,s 0.79, s
23 0.84, s 0.84, s 0.85, s 0.84,s
24 091, s 0.89, s 091, s 0.88, s
25 1.22,s 1.11,s 1.21,s 1.09, s
I 4.26,brs 4.27,brs 4.50,d (17.9) 4.52,d(17.9)
3.65,d(17.9) 3.69,d (17.9)
16-OMe 3.55,s 345,s 3.52,s 3.42,s
19-OMe 3.09, s 3.12,s
position 7 8" 10 1°
la 0.88, m 0.86, m 0.82, m 0.82, m
1B 1.65, m 1.72, m 1.67, m 1.66, m
20 1.44, m 1.44, m 1.43, m 144, m
2B 1.66, m 1.67, m 1.60, m 1.60, m
3a 1.18,ddd (13.8, 13.6, 3.9) 1.17,ddd (13.5, 13.3,4.2) 1.12, m 1.12, m
3B 1.38,brd (13.6) 1.38, m 1.34,brd (12.4) 1.33,brd (12.4)
5 0.87, m 0.87, m 0.82, m 0.80, m
60 1.62, m 1.62, m 1.53, m 1.53, m
6B 1.48, m 1.49, m 1.38, m 1.38, m
Ta 0.96, m 0.93, m 0.92,brd (12.3) 0.91,brd (12.3)
78 1.89, ddd (12.6, 3.2, 3.2) 1.87,br d (12.8) 1.78, m 1.77, m
9 1.00, dd (12.6, 1.5) 0.94, m 0.93, m 0.92, m
Ila 2.02,dd (4.6, 1.9) 1.78,ddd (13.3,4.1, 1.9) 1.60, m 1.61, m
11B 1.50, m 1.50, m 1.50, m 1.50, m
12 4.83,dd (11.3,4.5) 3.62,dd (10.9,4.3) 4.34, m 434, m
14 1.58,dd (12.7, 1.3) 1.37, m 1.32, m 1.26, m
15a 2.09, br d (14.3) 2.16,brd (14.7) 1.79, m 1.74, m
158 1.71, m 1.71, m 1.44, m 1.65, m
16 3.98,dd (2.7, 1.3) 3.93,dd (4.2, 1.0) 3.72,dd (12.0,5.7) 3.57,dd (11.5, 6.0)
19 5.40, s 522,s 5.40, s
20 549, s 4.99, s 5.10, s
21 0.87,s 0.87,s 0.83, s 0.83,s
22 0.84, s 0.84,s 0.79, s 0.80, s
23 0.88, s 0.89, s 0.82, s 0.83,s
24 0.97, s 0.93,s 0.88, s 0.87,s
25 1.22,s 1.09, s 1.00, s 1.12,s
r 4.27,d (18.0) 4.32,d (18.0)
3.88,d (18.0) 3.87,d (18.0)
12-OAc 2.03,s
16-OMe 341,s 341,s
16-OH 2.32,brs 2.57,brd (10.3)
17-OH 3.47,brs 3.13,brs
18-OH 3.87,brs 3.68,brs
19-OMe 3.40,s 3.49,s
20-OMe 3.09, s 3.56,s 3.46, s

¢ "Data were measured at CDCls, and MeOH-d,, respectively.
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Table S3. Results of Antibacterial Tests ¢

MIC (ug/mL)
Gram (+) bacteria Gram (—) bacteria
Compound A B C D E F
1 >64 8 >64 >64 2 >64
2 >64 >64 >64 >64 >64 >64
3 >64 >64 >64 64 >64 >64
4 >64 >64 >64 64 >64 >64
5 >64 >64 >64 >64 >64 >64
6 >64 >64 >64 64 >64 >64
7 64 >64 >64 64 >64 >64
8 64 64 16 32 >64 >64
9 >64 >64 >64 64 >64 >64
10 >64 >64 >64 >64 >64 >64
1 >64 >64 >64 64 >64 >64
12 8 8 >64 4 >64 >64
13 >64 >64 >64 2 >64 >64
ampicillin 0.13 0.50 0.50 0.13 4
tetracyclin 0.25

aA: Staphylococcus arueus (ATCC6538p), B: Enterococcus faecalis (ATCC19433), C: Enterococcus faecium (ATCC 19434),
D: Klebsiella pneumoniae (ATCC10031), E: Salmonella enterica (ATCC14028), F: Escherichia coli (ATCC25922)

Table S4. Isolated amount of each compound

Compound overall yields (mg)  percent yields (%) retention time (min)

1 2.8 0.0012 44.2¢
2 6.1 0.0027 23.0°
3 7.0 0.0031 20.5°
4 22 0.00097 21.9°
5 4.6 0.0020 10.1°
6 1.9 0.00084 16.7°
7 1.8 0.00079 12.5°
8 3.0 0.0013 20.0°
9 0.8 0.00035 8.2°
10 5.2 0.0023 35.1°
11 3.7 0.0016 38.7°
12 23 0.0010 19.7°
13 110 0.048 23.0¢
14 1.8 0.00079 44.1¢
15 9.8 0.0043 28.6¢
16 0.9 0.00039 18.0¢
17 1.2 0.00053 46.9°¢
18 1.6 0.00070 22.8¢
19 4.7 0.0020 50.4¢
20 2.2 0.00097 38.3¢

semipreparative reversed-phase HPLC (YMC-ODS column, 10 x 250 mm; 2.0 mL/min)
¢ (H,0-MeOH, 65:35)

b (H,O0-MeOH, 30:70 with 0.1% TFA)

¢ (H,0-MeOH, 25:65)

4 (H,0-MeOH, 10:65)

Extract =2258 g
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Figure S10. ESI/MS isotopic cluster patterns of compound 1 in positive and negative ion modes
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Figure S11. The '"H NMR (600 MHz, MeOH-d4) spectrum of 2
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Figure S12. The *C NMR (150 MHz, MeOH-d.) spectrum of 2
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Figure S13. The COSY (600 MHz, MeOH-ds4) spectrum of 2
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Figure S14. The eHSQC (600 MHz, MeOH-ds4) spectrum of 2
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Figure S15. The HMBC (600 MHz, MeOH-d4) spectrum of 2
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Figure S16. The NOESY (600 MHz, MeOH-ds) spectrum of 2
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Figure S17. The 'H NMR (600 MHz, CDCls) spectrum of 3
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Figure S18. The *C NMR (150 MHz, CDCls) spectrum of 3
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Figure S20. The eHSQC (600 MHz, CDCl3) spectrum of 3
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Figure S21. The HMBC (600 MHz, CDCI3) spectrum of 3
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Figure S22. The NOESY (600 MHz, CDCI3) spectrum of 3
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Figure S23. The 'H NMR (600 MHz, CDCls) spectrum of 4
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Figure S24. The *C NMR (150 MHz, CDCls) spectrum of 4
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Figure S27. The HMBC (600 MHz, CDCIl3) spectrum of 4
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Figure S28. The NOESY (600 MHz, CDCI3) spectrum of 4
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Figure S29. The '"H NMR (600 MHz, CDCl5) spectrum of 5
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Figure S30. The *C NMR (150 MHz, CDCls) spectrum of 5
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Figure S31. The COSY (600 MHz, CDCls) spectrum of 5
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Figure S32. The eHSQC (600 MHz, CDCl3) spectrum of 5
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Figure S33. The HMBC (600 MHz, CDCl3) spectrum of 5
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Figure S34. The NOESY (600 MHz, CDCI3) spectrum of 5
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Figure S35. The 'H NMR (600 MHz, CDCls) spectrum of 6
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Figure S36. The '°C NMR (150 MHz, CDCls) spectrum of 6
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Figure S38. The eHSQC (600 MHz, CDCls) spectrum of 6
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Figure S39. The HMBC (600 MHz, CDCl3) spectrum of 6
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Figure S40. The NOESY (600 MHz, CDCI3) spectrum of 6
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Figure S42. The *C NMR (150 MHz, MeOH-d4) spectrum of 7
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Figure S43. The COSY (600 MHz, MeOH-ds4) spectrum of 7
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Figure S44. The eHSQC (600 MHz, MeOH-d4) spectrum of 7
S51



09

G0 0l Gl 0'¢e G'e oe g'e o'y Sy 0'S6 GG
L 1 1 L 1 1 1 " 1 i 1 " 1 i | ]
002
081+ Eh.mt.mm.vfu {981 21'07" mf
_ - jmv‘mt.moﬁ {62'11 _.mw..m\a «  {ovesivew
09 1+ Jmfme.mm.: Jm_ '591'86'€} ﬁm_ G91'0F'S
as
- ..Jmm.mf.%.ﬁ .Jmh. e1'ge’er  {ve S_.oq.m\
00 L+
86'8.'66°0}
08 - SR —
:m.mh.mm._\ fm 81'20'2) {e6'28'68 m\. .qu z8'sz'v}
Gm 65'20° w £5°12'80'2} /qm.ﬁ. 17'e}
09 Jprep j j :
. e BL'BS'78'Y
e _q "88°0} " 16'67'60°2} J@w.hm.wa.ﬂ
_ ....ﬂ... 7 192°15'60°2} ov'15'86°E} )
0v- J _ qu.mq_vm.i
182218 8 1L'8€'20°2}
\ v 81'88’ 1}
02 #J J .Jmm,qm.mmi
¥1°21'00°1} 190'81° LG L} o8’ LL'Yev}
éji T Y if Jﬁ a

Figure S45. The HMBC (600 MHz, MeOH-ds4) spectrum of 7
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Figure S46. The NOESY (600 MHz, MeOH-ds) spectrum of 7
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Figure S48. The *C NMR (150 MHz, MeOH-ds) spectrum of 8
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Figure S53. The '"H NMR (600 MHz, MeOH-dx) spectrum of 9
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Figure S54. The '*C NMR (150 MHz, MeOH-ds) spectrum of 9
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Figure S58. The NOESY (600 MHz, MeOH-ds4) spectrum of 9
S65



(e 0] 10] Q s0] [+ 0] [e0] [10] I~

o (] (e ] o (=] [a] o L]

+ + + + + + + +

w L L L L juy] (NE] L

il 5 b & b o ™ 0 ;
6270 ISE
280 v2°€
£8°0 268
88 0~& Z19'¢
00" L~ — =8G"|
2l I~ — ge
ve l'\ N90'L
ov' 1 002
ey lk — 8’|
St L-F ———— ﬁ%é
6L S — )
151 T eg|
191 S — 2871
G9' 1 gL'z
8.1 AN
181 0.2
28— —_— 20|
ov'e
LV'E
s covs
9G'e~3 = ‘x’gg.o
0.°¢ B,
12e —— RevE
— i
€€
18E
(5% 4
re'y :
gs:'v} e e |
og'y
667 — — —66°0
26— = —00° 1
9z 1— =

Figure S59. The '"H NMR (600 MHz, CDCls) spectrum of 10
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Figure S60. The '3C NMR (150 MHz, CDCls) spectrum of 10
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Figure S61. The COSY (600 MHz, CDCls) spectrum of 10
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Figure S62. The HSQC (600 MHz, CDCl3) spectrum of 10
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Figure S65. The 'H NMR (600 MHz, CDCls) spectrum of 11
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Figure S68. The HSQC (600 MHz, CDCl3) spectrum of 11
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Figure S69. The HMBC (600 MHz, CDCI3) spectrum of 11
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Figure S70. The NOESY (600 MHz, CDCI3) spectrum of 11
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Figure S71. The 'H NMR (600 MHz, CDCls) spectrum of 12
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Figure S72. The *C NMR (150 MHz, CDCls) spectrum of 12
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Figure S73. The COSY (600 MHz, CDCl3) spectrum of 12
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Figure S74. The HSQC (600 MHz, CDCls) spectrum of 12
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Assignment of stereochemistry and structure using NMR and DP4

Please selectversion of database to use:

DP4-original

13C Cale:

Select probability distribution:
) t distribution (recommended)
7 normal distribution

1H Calc:

(C1,C2,C3,C4,C5,C6,C7,C8,C9,C10,C11,C12,C13,
154.5,137.2,126.5,112.378.2,72.2 64.3,60.253.5 4
153.8,136.3,126.7,113.0,78.6,72.2,64.2.60.4,59.3 4
158.1,136.3,124.9,113.6,78.9,67 4,64.1,60.5,55.6,4
157.1,137.4,1251,115.377.8,67.2,64 7 60.3,50.5,4

H1,H2,H3,H4, H5,HE H7,H8 HT, H10,H11 H12H13,
71674846252020181717,17,1.61515
7.2,6.845452320,181717,16,16,1.514,1.4
71644847242219171717,16.1.61.6,1.4
7.065464527,2020181817.1717,1615

q4] [»

1] II [ »

13C Expt:

“1H Expt:

|150.2(C‘1 b 141.4(C2), 124.2(C3), 111.5(C4), ?6.1[4

|?.3(H‘1}, 6.5(H2}, 4.66(H3), 4.46(H4), 1.9(H5}, 1.894

‘ Read Data H Show Assignments H Calculate! H Clear ‘

top of the applet and then click Calculate).

Results of DP4 using both carbon and proton data:
Isomer 1; 97.5%
lsomer 2: 2.4%
lsomer 3: 0.0%
lsomer 4: 0.0%

Results of DP4 using the carbon data only:
Isomer 1: 95.5%
lsomer2: 3.8%
Isomer 3: 0.0%
Isomer 4:0.6%

Results of DP4 using the proton data only:
Isomer 1: 59.2%
lsomer 2: 36.6%
Isomer 3: 0.0%
Isomer 4: 4 2%
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Figure S77. The results of DP4 analyses of 12.
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17 18 R4=H, R,=H, R3=OH (R) 20
19 R1=OCOCH3, R2=COCH3, R3=H

Figure S78. Isolated known compounds from Hyrtios erectus
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Figure S79. Calculated and experimental ECD spectra of 4, 8 and 13
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