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Elemental Composition Report

Single Mass Analysis

Tolerance =20.0 PPM / DBE: min=-1.5, max=100.0
Element prediction: Off

Number of isotope peaks used fori-FIT=9

Monoisotopic Mass, Even Electron lons
460 formulaie) evaluated with 6 results within limits (all results (up to 1000) for each mass) g
Elgrrents Use: crambescidin 359 (1)

C:0-50 H:0-100 MN:0-10 O:0-10

QUAZZANI_glegoff56-1 23 (0.608) Cm (21:26) 1. TOF MS ES+
8.30e+004
100 360.2652
378.2765
%
79.27380
1510448 482639 | | 3902077 5233058 7495192755 5020 10237236 11754888 2492378
100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1 Sﬁ?{z
Minimuam: -1.5
Max imum: 5.0 20.0 100.0
Mass Calc. Mass wDa PPH DEE i-FIT i-FIT (Norm) Formula
360.2652 360.2651 0.1 0.3 GRS 999.5 0.0 Czl H34 N3 02
360.2624 2.8 7.8 7.5 1006.0 6.4 Cl7 H30 N9
360.2683 -3.1 -8.6 -1.5 1014.2 14.7 Cl0 H34 N9 05
360.2691 -3.9 -10.8 10.5 1007.1 7.5 C26 H34 N
360.2611 4.1 11.4 2.5 1007.5 8.0 Clé H34 NS 04
360.2723 -7.1 -19.7 2.5 1008. 8 9.3 Cl5 H34 N7 03

S1- crambescidin 359 (1) HRESIMS
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance =10.0 PPM / DBE: min=-1.5, max=100.0
Element prediction: Off
Number of isotope peaks used for i-FIT=9
Monoisotopic Mass, Even Electron lons crambescidin acid (2)
526 formulade) evaluated with 5 results within limits (all results {up to 1000) for each mass)
Elements Used:
C:0-50 H:0-100 N:0-10 0O:0-10
OUAZZANI_glegoff58-2 24 (0.625) Cm (20:28-39:65x2.000) 1: TOF MS ES+
4.26e+004
100 360.2666
* 404.2559
361.2701
2542229 05.2602
2150085 | 2552083 3582493 | 4282542 5152075 5323204 5204120 6as3s19 199190 7s5.5009
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
Max inum: 5.0 10.0 100.0
Mass Calc. Mass wDa PPM DEE i-FIT i-FIT (Norm) Formula
404,2559 404.2563 -0.4 -1.0 12.5 292.4 3.0 C23 H30 N7
404.2549 1.0 2.5 7.5 289.5 0.1 C2z H34 N3 04
404.2581 -2.2 -5.4 -0.5 306.9 17.5 Cll H34 N9 07
404,2590 -3.1 -7.7 11.5 293.7 4.3 C27 H34 N 02
404.2522 3.7 9.2 8.5 2938.9 9.5 Cl3 H30 N9 02

S5- crambescidin acid (2) HRESIMS
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance =10.0 PPM / DBE: min=-1.5, max=100.0

Element prediction: Off ‘L
Mumber of isotope peaks used for i-FIT=9 crambescidin 401 (3)

Monoisotonic Mass, Even Electron lons

519 formula(e) evaluated with 4 results within limits (all results (up to 1000) for each mass)

Elements Used:

C:0-50 H:0-100 N:0-10 ©O:0-10

OUAZZANI_glegoff58-1 23 (0.607) Cm (18:28-34:67x2.000) 1: TOF MS ES+
4.44e+004

100 402.2407

403 2438
4242217
2140047 2702588 ||’ 6714498 8254548634705 0123571 1294.8092

0o 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1 Sggz

Minimuam: -1.5

Max imum: 5.0 10.0 100.0

Mass Calc. Mass ubDa PPH DEE i-FIT i-FIT (Norm) Formula

402.2407 402.2406 0.1 0.2 13.5 520.2 3.4 C23 H28 N7
402.2393 1.4 ol o s 516.8 0.0 C22 H32 N3 04
402.2425 -1.8 -4.5 0.5 521.2 4.4 Cll H32 N9 07
402.2433 -2.6 -6.5 12.5 525.0 8.2 Cz27 H32 N 02

S9- crambescidin 401 (3) HRESIMS
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S10- crambescidin 401 (3) *H-NMR spectrum (600 MHz, MeOD)
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NH,

NH NH"
O...
Elemental Composition Report Page 1
crambescin B 281 (4)
Single Mass Analysis
Tolerance =200 PPM / DBE: min=-1.5, max=100.0

Element prediction: Off
MNumber of isotope peaks used for I-FIT =9

Monoisotopic Mass, Even Electron lons
344 formulade) evaluated with 2 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-50 H:0-100 MN:0-10 0O:0-10

QUAZZANI_glegoffs?-4 22 (0.590) Cm (19:28-35:70x2.000) 1: TOF MS ES+
2.26e+005
100 282.2544
%
283.2591
s
P84 2637
. 2232085 | 399.3329 563 5009 599.4789 /124262 9446863 14788 43159945 1445 5414
100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1 Stlfgz
Minimum: -1.5
Max imum: 5.0 20.0 100.0
Mass Calc. Mass wba PPHM DEE i-FIT i-FIT (Norm) Formula
282.2544 282.2545 -0.1 -0.4 2 950.5 0.0 Cle H32 N3 0
282.2505 3.9 13.8 -1.5 9538.8 8.3 Cll H32 NS 03

S16- crambescin B 281 (4) HRESIMS
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Elemental Composition Report NH; Page 1

A

N +
Single Mass Analysis NH “NH
Tolerance =200 PPM ¢ DBE: min=-1.5, max=100.0 O...
Element prediction: Off
Mumber of isotope peaks used for i-FIT=9 crambescin B 253 (5)

M onoisotopic Mass, Even Electron lons
296 formulae) evaluated with 2 results within limits {all results {up to 1000) for each mass)
Elements Used:

C:0-50 H:0-100 N:0-10 0O:0-10

QUAZZANI_glegoffs7-2 23 (0.606) Cm (19:27-41:68x2.000) 1: TOF MS ES+
2.58e+005
100 254 2227
%
[255.2286
s
2722363
1951745 | 2" S074377543.4149 7573838 0200% qppgggy 110585 1238844
100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1 50_'6”
Minimum: -1.5
Max imuam: 5.0 20.0 100.0
Mass Calc. Mass wbDa PPH DEE i-FIT i-FIT (Norm) Formula
254.,2227 254.2232 -0.5 -2.0 2 985.5 0.0 Cl4 H28 N3 0
254.2192 3.5 13.8 -1.5 999.5 14.0 C9 H28 N5 03

S23- crambescin B 253 (5) HRESIMS
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Crambescidin 359

Crambescidin acid

Crambescidin 401

position | &, type 6y, mult, Jin Hz HMBC O¢, type &y, mult, Jin Hz HMBC 6¢, type 6y, mult, Jin Hz HMBC
1 110.9,CH; 0.84;t(7.4) c-2,C3 10.7,CHs | 0.80;t(7.3) c-2,C3 10.9, CHs 0.88; m C-2,C3
2 | 303,CH, 1.54, m; 1.46, m - 30.8, CH, | 1.54, m; 1.47, m - 30.2,CH, | 1.54, m; 1.46, m -
3 72.2,CH 4.36, brd (9.5) - 722,CH [ 4.34,brm - 72.2, CH 4.56, br m -
4 | 1343, CH 5.51, brd (11.1) C-3,C-6 134.5,CH | 5.51,brd (11.2) | C-2,C-3,C-6 | 134.3,CH| 5.54,brd(11.1) C-3,C-6
5 |131.4,CH|  5.72,brdd (9.8, 11.1) [ 131.7,CH| 572,brm C-3,C-6,C-7 |131.4,CH|[  5.76,brm C-3,C-6,C-7
6 | 24.5,CH, 2.15,m; 2.43, m C-4,C-5,C-8 | 24.6,CH, [ 2.15,m;2.43, m | C-4,C-5,C-7,C-8 | 24.5,CH, | 2.15,m; 2.43, m | C-4,C-5,C-7,C-8
38.4, CH, | 1.97,dd (5.9, 14.2);2.34, m | C-5,C-6, C-8,C-9 | 37.4,CH, | 2.02,m; 2.24m | C-5, C-6, C-8, C-9 | 37.8, CH, | 20 2‘32:)51 brt | cs,c6,c:8,C9
8 85.1,C - - 85.2,C - - 86.6, C - -
. 1.50 m; 2.53 dd 1.6t(12.9); 2.81
9 |379,CH;| 147,m;2.60dd (4.6 13.1) | C8,C10,C11 | 37.8,ChHy | 50" 10 C-8,C-10,C-11 | 354,CHy | "y 5570 | G810, Gl
10 | 55.1,CH 3.99-4.08, m - 55.8, CH 4.00, m c-9 60.1, CH 4.82, m -
11 | 30.9,CH, 1.74,m; 2.32, m - 30.9,CH, | 1.74,m; 2.32, m - 30.5, CH, | 2.06, m; 2.68, m C-12,C-13
12 | 30.2,CH, 1.46-1.54, br m - 28.5,CH, | 2.06, m; 2.25, m | C-10, C-11,C-13 | 31.4, CH, 3.38,m C-10, C-11,C-13
13 | 53.5,CH 3.99-4.08, m - 54.9, CH 4.21,m C-12,C-14,C-22 | 160.7,C - -
14 | 40.4,CH, | 1.59,m; 2.60,dd (4.7, 13.2) | C-13,C-15,C-16 | 541, CH | 268,d(47) | > Cclzsz 101 1236,c - -
15 816, C - - 82.8,C - - 86.6, C - -
16 | 34.4,CH, 1.69-1.75,br m - 32.8,CH, | 1.27, m; 1.68, m - 37.4,CH, | 3.01-3.08,brm C'14'CC'_1272’ 18,
17 | 19.5,CH, 1.82,m - 19.8,CH, | 1.80, m; 1.87, m | C-15,C-16,C-22 | 25.1,CH, | 1.80, m; 1.87, m | C-15, C-16, C-22
18 | 33.3,CH, 1.26,m; 1.69, m C-17,C-19 [ 345CH, [ 148, brm - 39.5, CH, 1.48, br m -
19 | 66.3,CH 3.75, m - 67.8, CH 3.81, m C-17,C-18 68.0, CH 3.74,m C-17
20 | 21.9,CH, 1.08,d(6.2) C-18,C-19 [ 22.1,CH; | 1.08,d(6.2) C-18,C-19 [ 21.9,CH; | 1.14,d(6.2) C-18,C-19
21 | 1489, C - - 150.8, C - - 151.3,C - -
22 | 175.1,C - - 175.1,C - - 179.5,C - -

S30- IH NMR (500 MHz) and 13C NMR (125 MHz) for crambescidin 359
H NMR (600 MHz cryoprobe) and 13C NMR (150 MHz) for crambescidin acid and

crambescidin 401




Crambescin B 281 Crambescin B 253
position 8¢, type 6y, mult, Jin Hz HMBC 6¢, type 6y, mult, Jin Hz HMBC
1 154.4,C - - 154.4,C - -
2 88.0,C - - 88.0, C - -
3 67.3, CH, 3'(86?’5?.192%8()” C2,C-4 67.3,CH, |>2® 3'19;;;;“ 651 c2ca
4 54.7, CH, 1.97,2.22;m - 54.7, CH, 1.97,2.22;m -
5 36.8, CH, 1.91,2.14;m C-2,C-4 36.8, CH, 1.91,2.14;m C-2,C-4
6 37.7,CH, 162,1.93%m | f:'_79' 81 377,cm, 162,1.9%m | &% (é'_;’ 8
7 47.1, CH 3.59; m - 47.1, CH 3.59; m -
8 34.9, CH, 1.49,1.63; m C-7 34.9, CH, 1.49,1.63; m c-7
9 25.1, CH, 1.22-1.14; m - 25.1, CH, 1.22-1.13; m -
10 29.5, CH, 1.22-1.14; m 29.4, CH, 1.22-1.13;m -
11 29.5, CH, 1.22-1.14;m 29.2, CH, 1.22-1.13;m -
12 29.4, CH, 1.22-1.14; m - 38.1, CH, 1.22-1.13; m -
13 29.3, CH, 1.22-1.14; m - 22.9, CH, 1.22-1.13; m -
14 38.1, CH, 1.22-1.14; m - 14.1, CHs 0.87; t(7.1) C-12,C13
15 22.9, CH, 1.22-1.14; m -
16 14.1, CH, 0.87;t(7.1) C-14,C-15

S31- 1H NMR (500 MHz) and 13C NMR (125 MHz) for crambescin 281 and crambescin 253



