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Figure S1 *H NMR Spectra of compound 9 (600 MHz, CDCls)
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Figure S2 *C NMR Spectra of compound 9 (150 MHz, CDCls)
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Figure S3 *H NMR Spectra of compound 10 (600 MHz, CDCls)
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Figure S4 *C NMR Spectra of compound 10 (150 MHz, CDCls)
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Figure S5 *H NMR Spectra of compound 11 (600 MHz, CDCls)
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Figure S6 1*C NMR Spectra of compound 11 (150 MHz, CDCls)
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Figure S8 *C NMR Spectra of compound 7 (150 MHz, CDCls)
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Figure S9 *H NMR Spectra of compound 6 (600 MHz, DMSO-ds)
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Figure S10 *C NMR Spectra of compound 6 (150 MHz, DMSO-ds)
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Figure S11 *H NMR Spectra of compound 13 (600 MHz, CDCls)
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Figure S12 *C NMR Spectra of compound 13 (150 MHz, CDCls)
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Figure S14 C NMR Spectra of compound 5 (150 MHz, CDCls)

S8



o NV T — 0O oW N — O ®© [=3"s} —_—0 O O
N ¥ 0 00O T MMMREN T TS T M S ninn 0GR
o0 SO0 O 000 OO0O O nnnwnmnnwnwn o on (o Be B o Bo BEel}
| e o N N N
HO COOMe
X
N A~ A
2 i) b & Ty b
< < < < e cee <
= = & = ZZZZ -
T T T T T T T T T T T T T T T T T T T T
10.5 10.0 9. 9.0 8.5 8.0 7.5 7.0 6. 6.0 5.5 4.5 4.0 3.5 3.0 5 2.0 1.5 1.0 0.

5.0
£1 (ppm)

Figure S15 *H NMR Spectra of compound 5b (600 MHz, DMSO-d)
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Figure S16 *C NMR Spectra of compound 5b (150 MHz, DMSO-ds)
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Figure S17 HSQC Spectra of compound 4 (150 MHz, DMSO-ds)

| | | Wl

HO COOMe
Cl X = 0do
N A~ A
° 1] 0 ] @
6 o o oY %
9 ¢y, ., @ %
oQo o @ . © o
-] @ © @

2 (D;xm)

Figure S18 HMBC Spectra of compound 4 (150 MHz, DMSO-ds)
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Figure S19 *H NMR Spectra of compound 18 (600 MHz, DMSO-ds)
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Figure S20 *C NMR Spectra of compound 18 (150 MHz, DMSO-ds)

S11



vy (=3 O O 0O 00 —_ o O O
> S SS a8 N n
o0 2] o~ o~ O OO NN NN NN
| | Y = [ =

HO
COOM
NC N e

. | A
g
Lael
T
3.

T T T
.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0

£1 (ppm)

Figure S21 *H NMR Spectra of compound 19 (600 MHz, DMSO-ds)
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Figure S22 3C NMR Spectra of compound 19 (150 MHz, DMSO-ds)
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Figure S23 *H NMR Spectra of amycolasporin C (3) (600 MHz, DMSO-d)
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Figure S24 *C NMR Spectra of amycolasporin C (3) (150 MHz, DMSO-de)
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Figure S25 *H NMR Spectra of compound 20 (600 MHz, CDCls)
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Figure S26 *C NMR Spectra of compound 20 (150 MHz, CDCls)
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Figure S27 *H NMR Spectra of compound 21 (600 MHz, CDCls)
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Figure S28 *C NMR Spectra of compound 21 (150 MHz, CDCls)
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Figure S29 *H NMR Spectra of compound 22 (600 MHz, CDCls)
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Figure S30 *C NMR Spectra of compound 22 (150 MHz, CDCls)
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Figure S31 *H NMR Spectra of compound 23 (600 MHz, CDCls)
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Figure S32 *C NMR Spectra of compound 23 (150 MHz, CDCls)
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Figure S33 *H NMR Spectra of compound 24 (600 MHz, CDCls)
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Figure S34 *C NMR Spectra of compound 24 (150 MHz, CDCls)
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Figure S35 *H NMR Spectra of compound 25 (600 MHz, CDCls)
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Figure S36 *C NMR Spectra of compound 25 (150 MHz, CDCls)
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Figure S37 *H NMR Spectra of amycolasporin A (1) (600 MHz, DMSO-ds)
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Figure S38 3C NMR Spectra of amycolasporin A (1) (150 MHz, DMSO-ds)
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Figure S39 *H NMR Spectra of compound 26 (600 MHz, CDCls)
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Figure S40 *C NMR Spectra of compound 26 (150 MHz, CDCls)
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Figure S41 *H NMR Spectra of compound 27 (600 MHz, CDCls)
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Figure S42 *C NMR Spectra of compound 27 (150 MHz, CDCls)
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Figure S43 *H NMR Spectra of compound 28 (600 MHz, CDCls)
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Figure S44 *C NMR Spectra of compound 28 (150 MHz, CDCls)
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Figure S45 *H NMR Spectra of compound 29 (600 MHz, DMSO-ds)
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Figure S46 *C NMR Spectra of compound 29 (150 MHz, DMSO-ds)
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Figure S47 *H NMR Spectra of amycolasporin B (2) (600 MHz, DMSO-ds)
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Figure S48 *C NMR Spectra of amycolasporin B (2) (150 MHz, DMSO-de)
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Figure S49 *H NMR Spectra of compound 30a (600 MHz, DMSO-ds)
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Figure S51 *H NMR Spectra of compound 30b (600 MHz, DMSO-d)
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Figure S52 *C NMR Spectra of compound 30b (150 MHz, DMSO-ds)
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(150 MHz, CDCl»)
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Figure S55 'H NMR Spectra of methyl 2-ethenyl-a-hydroxy-benzeneacetate

(600 MHz, CDCls)
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Figure S56 1*C NMR Spectra of methyl 2-ethenyl-a-hydroxy-benzeneacetate
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Figure S57 'H NMR Spectra of 2-ethenyl-a-0xo-benzeneacetate
(600 MHz, DMSO-ds)

= R R
I R NN ) - Ll
~ MM AN NN — S —~— SRR
— e e e e e e e [ Vit ennoonoenoenoen
| —— | | [
COOMe
"
W h

T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 10 30 20
£1 (ppm)

Figure S58 *C NMR Spectra of 2-ethenyl-a-0x0-benzeneacetate
(150 MHz, DMSO-dg)
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Figure S59 'H NMR Spectra of 2-ethenyl-a-oxo-benzeneacetate (600 MHz, CDCls)
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Figure S60 *C NMR Spectra of 2-ethenyl-a-oxo-benzeneacetate (150 MHz, CDCls)
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Figure S61 *H NMR Spectra of compound 33a (600 MHz, DMSO-ds)
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Figure S62 *C NMR Spectra of compound 33a (150 MHz, DMSO-ds)
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Figure S63 *H NMR Spectra of compound 33b (600 MHz, DMSO-d)
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Figure S64 *C NMR Spectra of compound 33b (150 MHz, DMSO-ds)
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Figure S65 *H NMR Spectra of compound 30c (600 MHz, DMSO-ds)
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Figure S66 **C NMR Spectra of compound 30c (150 MHz, DMSO-ds)

S34



—8.23
42
65
60
60
60

1.00<

w ] 1.00x
0=

of

1.00=
3.00=

€
-7 1.00=

T T T T T T
12.0 11.5 11.0 10.5

T
10.0 9.5 9.0 8.5 8.0 7. 7.0 6.5 6.0 5.

5
£1 (ppm)

Figure S67 *H NMR Spectra of compound 30d (600 MHz, DMSO-d)
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Figure S68 *C NMR Spectra of compound 30d (150 MHz, DMSO-ds)
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Figure S69 *H NMR Spectra of compound 34 (600 MHz, DMSO-ds)
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Figure S70 *C NMR Spectra of compound 34 (150 MHz, DMSO-ds)
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Figure S71 *H NMR Spectra of compound 30e (600 MHz, DMSO-ds)
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Figure S72 *C NMR Spectra of compound 30e (150 MHz, DMSO-ds)
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Figure S73 *H NMR Spectra of compound 30f (600 MHz, DMSO-ds)

6°€L—

1611~
€€l ~
10T\
1€l

SSHIA
6'St17
o0os1/
€991 —
veLT —

HO COOMe

0O

A A o

210

T
220

£1 (ppm)

Figure S74 *C NMR Spectra of compound 30f (150 MHz, DMSO-ds)
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