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Figure S1.'H NMR spectrum of Psammaplysene D (1) in MeOD (500 MHz)
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Figure S2."°C NMR spectrum of Psammaplysene D (1) in MeOD (500 MHz)
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Figure S3. HR-ESI mass spectrum of Psammaplysene D (1)

Elemental Composition Report

/tli\/\(;[Br o
Single Mass Analysls 0N Br
Tolerance =9.0 PPM / DBE: min=-1.5, max = 100.0 Br 0 ~"N"
Element prediction: Off Br !
Number of isotope peaks used for i-FIT =9

Monoisotopic Mass, Even Electron lons

579 formula(e) evaluated with 7 results within limits (up to 50 closest results for each mass)
Elements Used:

C:0-50 H:0-100 N:0-10 O:0-10 79Br:2-2 81Br:2-2

ALMOURABIT_ahmed148-1 329 (1.506) Cm (327:329) 1: TOF MS ES+
2.55e+005

Minimum: -1.5
Maximum: 200.0 9.0 100.0
Mass Calc. Mass mDa PPM DBE i-FI1T i-FIT (Norm) Formula
783.9673 783.9678 -0.5 -0.6 5.5 104.3 1.9 C22 H38 N7 04 79Br2
81Br2
783.9664 0.9 1.1 0.5 104.4 2.0 C21 H42 N3 08 T79Br2
81Br2
783.9646 2.7 3.4 13.5 104.4 2.0 C33 H38 N O 79Br2
81Br2
783.9705 -3.2 -4.1 4.5 104.3 1.9 C26 H42 N 06 79Br2
81Br2
783.9638 3.5 4.5 1.5 104.4 2.0 C17 H38 N9 06 T79Br2
81Br2
783.9718 -4.5 -35.7 9.5 104.4 2.0 C27 H38 N5 02 79Br2
81Br2
783.9606 6.7 8.5 9.5 104.3 1.9 C28 H38 N3 03 79Br2
81Br2

N



Figure S10. 'H NMR spectrum of Psammaplysene F (2) in MeOD (500 MHz)
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Figure S11. °C NMR spectrum of Psammaplysene F (2) in MeOD (500 MHz)
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Figure S12. HSQC NMR spectrum of Psammaplysene F (2) in MeOD (500 MHz)
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Figure S13. 'H-"H COSY NMR spectrum of Psammaplysene F (2) in MeOD (500 MHz)
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Figure S14. 'H-"C HMBC NMR spectrum of Psammaplysene F (2) in MeOD (500 MHz)
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Figure S15. HR-ESI mass spectrum of Psammaplysene F (2)

Elemental Composition Report

/'I‘\/\QBI' o

B
Single Mass Analysis e 0\”'.”\/\(;( '
Tolerance= 10.0 PPM / DBE: min=-1.5, max = 100.0 OH
Element prediction: Off Br
Number of isotope peaks used fori-FIT =90

Monoisotopic Mass, Even Electron lons

468 formulale) evaluated with 7 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-50 H:0-100 N:0-10 O:0-10 79Br:2-2 81Br: 2-2

ALMOURABIT_shmed132-1 423 (1.899) Cm (421:428) 1: TOF MSES+
4.60a+.005
100- 698
e

203317 336350 371

Minimum: -1.5
Maximum: 200.0 10.0 100.0
Mass Calc. Mass mDa PPM DBE i-FIT i-FIT (Norm) Formula
698.8675 698.8615 6.0 8.6 14.5 134.6 1.7 C25 H23 N4 79Br2
B1Br2
658.8714 -3.9 -5.6 8.5 134.7 1.8 C23 H27 N2 03 7%Br2
81Br2
698.8674 0.1 0.1 5.5 134.9 2.0 Cl8 H27 N4 05 79Br2
B1Br2
698. 8661 1.4 2.0 0.5 134.9 2.0 C17 H31 0% 7%Br2
81Br2
698. 8687 -1.2 -1.7 10.5 134.9 2.0 Cl19 H23 N8 O 79Br2
B81Br2
698. 8634 1.1 5.9 1.5 135.1 2.2 C13 H27 N& 07 79%Br2
81Br2
698, 8647 2.8 4.0 6.5 135.1 2.2 Cil4 H23 NI1D0 O3

79Br2 81Br2
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Figure S16. 'H NMR spectrum of Psammaplysene G (3) in MeOD (500 MHz)
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Figure S17. °C NMR spectrum of Psammaplysene G (3) in MeOD (500 MHz)

C13-UDEFT MeOD /opt/topspin Almourabit 31 - e
NO 00 LRLO ONOONMONMRNOT OM —
OoN O NMM= TNOM=—MN T =T O~ T 00 -
mo © wmnwnom LNOOONTAOALONO W 00
o Q RNNS RUINNIN=H=ININA M o
e N Mmmmm OITTMMANN=—OTM O ~N — f\j
NN O wnwnwnwn [aalaalaalaalanlaalanlaalanlat ot R p byl -
e - e e e e e e e e e ] e L]
OH L
Br Br ot
| -
_N Br o i
or\/\N Z |
Br I
S
I~ -
n
o
o . o S
v N SRR AR O
|
T T T T [ T T T T | T T T T | T T
150 100 50 [ppm]

S14



|| l) i

D“ . \“L Ll

Figure S18. HSQC NMR spectrum of Psammaplysene G (3) in MeOD (500 MHz)
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Figure S19. 'H-"H COSY NMR spectrum of Psammaplysene G (3) in MeOD (500 MHz)
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Figure S20. 'H-"C HMBC NMR spectrum of Psammaplysene G (3) in MeOD (500 MHz)
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Figure S21. HR-ESI mass spectrum of Psammaplysene G (3)

Elemental Composition Report OH
Br Br
Single Mass Analysis N B,
Tolerance= 5.0 PPM / DBE: min=-1.5, max = 100.0 /\@( Y
Element prediction: Off o
Number of isotope peaks used fori-FIT =9
Monoisotopic Mass, Even Electron lons
468 formulale) evaluated with 3 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:
C:050 H:0-100 N:0-10 O:0-10 79Br: 22 81Br: 2-2
ALMOURABIT shmed131-1 428 (1.911) Cm (427:430) 1: TOF MS ES.

100+

o
Minimum: -1.5
Maximum: 200.0 5.0 100.0
Mass Calc. Mass mDa PPM DBE i-FIT i-FIT (Norm) Formula
698._.8723 696.8714 0.9 1.3 9.5 109.1 1.0 C23 H2T7T N2 03 7%Br2
B1Br2
698.8746 -2.3 -3.3 1.5 109.1 1.1 Cl2z H27 N& 0& 7%Br2
B1Br2
698.8754 -3.1 -4.4 13.5 108.2 1.2 C28 H27 O T7SBr2
B1Br2
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Figure S4. 'H NMR spectrum of Psammaplysenes H (4) and I (5) in MeOD (500 MHz)
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Figure S5. °C NMR spectrum of Psammaplysenes H (4) et I (5) in MeOD (500 MHz)
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Figure S6. HSQC NMR spectrum of Psammaplysenes H (4) and I (5) in MeOD (500 MHz)
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Figure S7. 'H-"H COSY NMR spectrum of Psammaplysenes H (4) and I (5) in MeOD (500 MHz)
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Figure S8. 'H-"C HMBC NMR spectrum of Psammaplysenes H (4) and I (5) in MeOD (500 MHz)
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Figure S9. HR-ESI mass spectrum of Psammaplysenes H (4) and 12 1 (5)

H
_N Br o
Elemental Composltion Report \/ﬁo NN Br
Br I 0 "N~
Br !

Single Mass Analysis
Tolerance = 10.0 PPM / DBE: min=-1.5 max = 100.0
Element prediction: Off

/Fe' Br )
Number of isotope peaks used for i-FIT = 9 J\C[o’\/\u o Br
Br | 0""NH
|
Br

Monoisotopic Mass, Even Electron lons
557 formula(e) evaluated with 7 results within limits (up to 50 best isotopic maiches for each mass)
Elements Used:

C:0-50 H:0-100 N:0-10 O:0-10 79Br:2-2 81Br:2-2

ALMOURABIT_ahmed133-1 340 (1.543) Cm (335:342) 1: TOF MS ES+
7.85e+004

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800

Minimum: -1.5
Maximum: 200.0 10.0 100.0
Mass calc. Mass mbDa FPM DBE i-FIT i-FIT (Norm) Formula
769.9521 769.9489 3.2 4.2 13.5 83.3 1.8 C32 H36 N O T79Br2
81Br2
769.95438 -2.7 -3.5 4.5 83.3 1.9 C25 H40 N 06 79Br2
81Br2
769.9449 7.2 9.4 9.5 83.4 1.9 C27 H36 N3 03 79Br2
81Br2
769.9562 -4.1 -5.3 9.5 83.4 1.9 C26 H36 N5 02 79Br2
81Br2
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Figure S22. 'H NMR spectrum of Anomoian C (6) in MeOD (500 MHz)
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Figure S23. °C NMR spectrum of Anomoian C (6) in MeOD (500 MHz)
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Figure S24. HSQC NMR spectrum of Anomoian C (6) in MeOD (500 MHz)
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Figure S25. 'H-'H COSY NMR spectrum of Anomoian C (6) in MeOD (500 MHz)
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Figure S26. 'H-"C HMBC NMR spectrum of Anomoian C (6) in MeOD (500 MHz)
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Figure S27. HR-ESI mass spectrum of Anomoian C (6)

Elemental Composition Report

/h¢©:8r o
Br
Single Mass Analysis Lo m
Tolerance= 13.0 PPM / DBE: min=-1.5, max = 100.0 7 OH
Element prediction: Off Br

Number of isotope peaks used for i-FIT =90

Monoisotopic Mass, Even Electron lons

517 formulale) evaluated with 10 results within limits (up to 50 best isotopic matches for each mass)

Elements Used:

C:0-50 H:0-100 N:0-10 O:0-10 79Br:-2-2 B81Br:2-2

ALMOURABIT_shmed147-1 287 (1.322) Cm (285:290) 1: TOF MS ES+

100+

o
Minimum: -1.5
Maximum: 200.0 13.0 100.0
Mass Calc. Mass mDa PPM DEE i-FIT i-FIT (Norm) Formula
T743.5%3806 743.9293 9.3 12.5 8.5 116.5 2.2 C25 H34 N3 03 7%Br2
81Br2
743.9392 -0.6 -D.8 3.5 116.6 2.3 C23 H38 N O0& 7J9Br2
81Br2
743.940%8 -1.9 -2.6 8.5 116.6 2.3 C24 H34 N:5 02 7%Br2
81Br2
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Figure S28. 'H NMR spectrum of Anomoian D (7) in MeOD (500 MHz)
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Figure S29. "C NMR spectrum of Anomoian D (7) in MeOD (500 MHz)
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Figure S30. HSQC NMR spectrum of Anomoian D (7) in MeOD (500 MHz)
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Figure S31. 'H-'"H COSY NMR spectrum of Anomoian D (7) in MeOD (500 MHz)
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Figure S32. 'H-"C HMBC NMR spectrum of Anomoian D (7) in MeOD (500 MHz)
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Figure S33. HR-ESI mass spectrum of Anomoian D (7)

Elemental Composition Report N

\/\©:Br o
Br
Single Mass Analysis Yo m
Tolerance=8.0PPM / DBE: min=-1.5, max = 100.0 g OH
Element prediction: Off Br

Number of isotope peaks used fori-FIT =9

Monoisotopic Mass, Even Electron lons

495 formulale) evaluated with 6 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-50 H:0-100 N:0-10 O:0-10 79Br:2-2 81Br: 2-2

ALMOURABIT_shmed146-1 287 (1.320) Cm (236:292) 1: TOF MS ESs

100+

200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750

Minimum: -1.5
Maximum: 200.0 8.0 100.0
Mass Calc. Mass mDa EPM DEE i-FIT i-FIT (Norm) Formula
729.515%0 T725.9136 5.4 7.4 B.5 124.1 1.7 C24 H32 N3 03 7%Br2
B1Br2
729.9208 -1.8 -2.5 4.5 124.2 1.8 Clg H32 N7 04 7%Br2
B1Br2
729.923% -4.5 -6.2 3.5 124.2 1.8 C22 H36 N 06 79Br2
B1Br2
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Figure S34. '"H NMR spectrum of Anomoian E (8) in MeOD (500 MHz)
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Figure S35. °C NMR spectrum of Anomoian E (8) in MeOD (500 MHz)
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Figure S36. HSQC NMR spectrum of Anomoian E (8) in MeOD (500 MHz)
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Figure S37. 'H-'H COSY NMR spectrum of Anomoian E (8) in MeOD (500 MHz)
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Figure S38. 'H-"C HMBC NMR spectrum of Anomoian E (8) in MeOD (500 MHz)
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Figure S39. HR-ESI mass spectrum of Anomoian E (8)

Elemental Composition Report

,& Br o
Single Mass Analysis :’Br °Mﬁ‘m‘"
Br

Tolerance = 5.0 PPM / DBE: min=-1.5, max = 100.0 0N
Element prediction: Off
Number of isotope peaks used fori-FIT =9

Monoisotopic Mass, Even Electron lons

629 formulale) evaluated with 5 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-50 H:0-100 N:0-10 O:0-10 79Br-2-2 81Br:2-2

ALMOURABIT shmed143-1 226 (1.056) Cm (225:228) 1:TOFMS ESs
9.650.004
100- z2 408
286

Minimum: -1.5
Maximum: 200.0 5.0 100.0
Mass Calc. Mass mDa PPM DEE i-FIT i-FIT (Norm) Formula
a1%5.00é8 815.0028 4.0 4.9 8.5 57.0 1.5 C29 H43 N4 03 7s%Br2
B81Br2
B15. 0060 0.8 1.0 0.5 57.1 1.6 Clg H43 N1D O6
J9Br2 Q1Br2
B15. 0068 0.0 0.0 12.5% 57.1 1.6 C34 H43 N2 O 7J9Br2
B1Br2
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Figure S40. 'H NMR spectrum of Anomoian F (9) in MeOD (500 MHz)
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Figure S41. °C NMR spectrum of Anomoian F (9) in MeOD (500 MHz)
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Figure S42. HSQC NMR spectrum of Anomoian F (9) in MeOD (500 MHz)
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Figure S43. 'H-'"H COSY NMR spectrum of Anomoian F (9) in MeOD (500 MHz)
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Figure S44. 'H-"C HMBC NMR spectrum of Anomoian F (9) in MeOD (500 MHz)
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Figure S45. HR-ESI mass spectrum of Anomoian F (9)

Elemental Composition Report

,'5\/\(;[31‘ o
Single Mass Analysis 0N )H/\@[B'
Tolerance= 10.0 PPM / DBE: min = -1.5, max = 100.0 Br NS 0~"N"
Element prediction: Off Br |
Number of isotope peaks used fori-FIT=0

Monoisotopic Mass, Even Electron lons

648 formulale) evaluated with 9 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-50 H:0-100 N:0-10 O:0-10 79Br-2-2 81Br:2-2

ALMOURABIT shmed144-1 223 (1.045) Cm (221:226) 1: TOF MS ESs
1.032+005
1004 2n
4 415
2 295 [416
204 231 829
e 1205 Q7 R27|831
- e . - 17
; 337
20 e = 18 825
E 200 e a1 47 -l B34 _
o 165 22 a6 376 747751 B1 854

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850

Minimum: -1.5

Maximum: 200.0 10.0 100.0
Mass Calc. Mass mDa PPM DBE i-FIT i-FIT (Norm) Formula
829.0258% 825.0283 -2.4 -2.9 3.5 113.8 2.1 C28 H4% N2 06 78Br2
B1Br2
825.0184 7.5 9.0 B.5 113.8 2.2 C30 H4: N4 03 7%Br2
81Br2
825.0323 -6.4 -7.7 7.5 113.8 2.2 C33 H4s 04 7sBr2
B81Br2
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Figure S46. 'H NMR spectrum of N, N-dimethyldibromotyramine (10) in MeOD (500 MHz)
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Figure S47. °C NMR spectrum of N, N-dimethyldibromotyramine (10) in MeOD (500 MHz)
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Figure S48. HR-ESI mass spectrum of N, N-dimethyldibromotyramine (10)

Elemental Composition Report I
_N Br

Single Mass Analysis
Tolerance= 200 PPM / DBE: min=-1.5 max = 100.0 OH
Element prediction: Off B
Number of isotope peaks used for i-FIT = 9 r
Monoisotopic Mass, Even Electron lons
122 formulale) evaluated with 3 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:
C:0-100 H:0-120 N:CG-10 O:0-10 798r:1-1 81Br: 141
ALMOURBABIT shmed130-1 225 (1.054) Cm (220:239) 1: TOF MSESs

1.20a:006
100 224

%22 | 32

118 130

100 120 140 160 180 200 220 240 260 280 300 320 ‘
Minimum: -1.5
Maximum: 200.0 20.0 100.0
Mass Calc. Mass mDa PPM DEE i-FIT i-FIT (Norm) Formula
323.9388 323.935% 3.3 10.2 0.5 152.0 0.4 C H10 N3 O 79EBr
323.9381 0.7 2.2 -0.5 152.7 1.1 gégrﬂld N3 03 79Br
323.9422 -3.4 -10.5 3.5 161.7 10.1 gigr Hi14 N 0O 7%Br
1Br
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Figure S49. 'H NMR spectrum of 4,5 8-trihydroxyquinoline-2-carboxylic acid (11) in MeOD (500 MHz)
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Figure S50. °C NMR spectrum of 4,5,8-trihydroxyquinoline-2-carboxylic acid (11) in MeOD (500 MHz)
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Figure S51. '"H NMR spectrum of 4,5 8-trihydroxyquinoline-2-carboxylic acid (11) in DMF-d, (600 MHz)
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Figure S52. 'H NMR spectrum of 4,5 8-trihydroxyquinoline-2-carboxylic acid (11) in DMSO (500 MHz)
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Figure S53. HR-ESI mass spectrum of 4,5,8-trihydroxyquinoline-2-carboxylic acid (11)

Elemental Composition Report OH OH

Single Mass Analysis =
Tolerance = 50.0 PPM / DBE: min=-1.5 max = 100.0
Element prediction: Off N

Number of isotope peaks used fori-FIT =90 OH o

Monoisotopic Mass, Even Electron lons

243 formulale) evaluated with 11 results within limits (up to 50 best isotopic matches for each mass)

Elements Used:

C:0-100 H:0-100 N:0-10 0O:0-10

ALMOURABIT shmed140-1 199 (0.948) Cm (195:204) 1: TOF MS ES.

\

OH

100 222

100 200 300 400 500 600 700 B00 900 1000 1100 1200 1200 1400 1500

Minimum: -1.5

Maximum: 200.0 50.0 100.0

Mass Calc. Mass mDa PPM DEBE i-FIT i-FIT (Norm) Formula

222.0441 222.0528 -a.7 -39.2 12.5% 110.3 0.1 CiD H4 N7
222.0488 -4.7 -21.2 B.5 112.9 2.7 Cs H4 N5 02
222.0416 2.5 11.3 12.5% 113.3 3.2 Cili1 H4 N5 O
222.047% -3.4 -15.3 3.5 116.2 6.0 C4 H8 N& 0O¢
222.0461 -2.0 -9.0 -1.5% 116.7 6.6 C3 H12 N 0O10
222.051% -7.4 -33.3 7.5 117.1 6.9 Ca H& N3 O4
222.0376 6.5 29.3 B.5 122.4 12.3 Cé6 H4 N7 03
222.033% 10.6 47.7 4.5 122.6 12. 4 C H4 N 05
222.0344 8.7 43.7 16.5 124.0 13.9 Ci7 H4 N
222.0362 7.9 35.6 3.5 125.3 15.2 Cs H&8 N3 0O7
222.0402 3.9 17.6 7.5 126.7 16.5 Ci0 HB8 N 0%
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Figure S54. 'H NMR spectrum of Xantherunic acid (12) in MeOD (600 MHz)
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Figure S55. °C NMR spectrum of Xantherunic acid (12) in MeOD (600 MHz)
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Figure S56. HR-ESI mass spectrum of Xantherunic acid (12)

OH
Elemental Composition Report
N
Single Mass Analysis NN -OH
Tolerance = 30.0 PPM / DBE: min =-1.5, max = 100.0 OH o
Element prediction: Off
Number of isotope peaks used for i-FIT =9
Monoisotopic Mass, Even Electron lons
211 formulale) evaluated with 6 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:
C:0-100 H:0-100 N:0-10 0O:0-10
ALMOURABIT shmed142-1 184 (0.879) Cm (182:188) 1: TOF MS ESs
3,438,005
100 %
¥
] P07
o2 8 1an g6 150)°" 155 158)7 00 "1gr 07117 T8 70 169)® a8 102104106 20 Mb’_’gﬂz
140.0 150.0 160.0 170.0 180.0 180.0 200.0 2100
Minimum: -1.5
Maximum: 200.0  30.0 100.0
Mass Calc. Mass mDa PPN DBE i-FIT i-FIT (Norm) Formula
206.0511  206.0467 .4 21.4 12.5 105.5 0.7 Cl1 H4 N5
206.0453 5.8 28.1 7.5 106.1 1.3 C10 He N O4
206. 0566 -5.5 -26.7 1.5 106.6 1.8 Co HE N3 03
206. 0539 -2.8 -13.6 8.5 108.5 3.6 C5 H4 N9 O
206. 0525 -1.4 -6.8 3.5 109.3 4.5 C4 HE N5 0%
206.0512 -0.1 -0.5 -1.5 110.6 5.8 C3 H1Z N 09
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