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Table 1. 600 MHz NMR data for peloruside C-11 hemiacetal (5) in Cg¢Ds.

13C lH
Position ~ COSY HMBC
oc mult. g mult. (J,Hz)
1 171.9° C - - - -
2 760 CH 4.10 dd (8.1, 5.4) 2-OH, 3 1
2-OH - - 234 d (5.6) 2 1
3 76.6 CH 3.79 ddd(8.5,5.7,3.1) 2, 4a, 4b -
3-OMe 565 CH; 3.13 s - 3
4 140 ddd(16.2,5.9,2.8 3,4b, 5 -
a 312 CH2 ( > > ) > >
4b 2.14 dt (15.6, 3.6) 3,4a,5 -
5 791 CH 3.98 m 4a, 4b, 6b -
6a 1.41 m 6b, 7a, 7b 7
28.1 H S

6b CHx 9 m 5, 6a, 7a, 7b 5
7a 1.84 m 6a, 6b, 7b 6,8
7b 39 CH g m 6a, 6b, 7a 6,8
8 106.5° C - - - -
9 2159° C - - - -
10 455° C - - - -
11 821 CH 442 dd (11.9, 2.0) 12a, 12b 8,9,10,21
12a 1.41 m 11, 12b, 13 -
12b 374 CH ) 00 ddd (13.6, 12.0, 2.6) 11, 12a, 13 -
13 741 CH 3.94 dt (10.5, 2.8) 12a, 12b, 14a, 14b -
13-OMe 558 CH; 3.29 s - 13
14 . . .3, 3. -

a 367 CH, 1.49 ddd (14.0,11.3,3.1) 13, 14b, 15
14b 2.60 ddd(14.2,11.2,3.0) 13, 14a, 15 -
15 717  CH 5.71 dd (11.3,3.1) 14a, 14b, 17 -
16 1355°  C - - - -
17 1322 CH 4.99 d (10.6) 15,18, 23 -
18 432 CH 2.65 m 17, 24a, 24b -
19a 0.90 m 19b, 20 -
19b 243 CHy g m 19a, 20 -
20 121  CH; 0.72 t(7.4) 19a, 19b 18,19
21 250 CH; 0.95 s - 9,10, 11,22
22 180 CH; 0.92 s - 9,10, 11,21
23 177 CH; 1.77 d(1.3) 17 15,16, 17
24 ) 7,9.8,5.

a 666  CH 3.42  ddd (14.7,9.8,5.2) 18, 24b 17
24b 3.65 ddd (10.5, 6.4, 4.6) 18, 24a 17

“ Assigned from HSQC data. b Assigned from HMBC data.
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Table 2. 600 MHz NMR data for seco-peloruside A d-lactone (6) in C¢Ds.

13C lH

Position COSY HMBC

e mult. Sy mult. (J,Hz)
1 173.7° C - - - -
2 72.4 CH 3.89 dd (6.0, 2.5) 2-OH, 3 1,3
2-OH - - 3.32 d (2.5) 2 1
3 78.5 CH 3.12 dt (6.5, 1.6) 2,4b 2
3-OMe 56.6 CH; 3.14 s - 3
4a 357 o, 124 ddd(15.2,11.0,7.2) 3,4b, 5 -
4b 1.50 dt (15.2,2.1) 4a, 5 -
5 72.1 CH 4.62 m 4a, 4b, 6a, 6b -
6a 1.66 m 5, 6b,7 -
6b 352 CH: o m 5, 6a,7 -
7 76.6 CH 4.10  ddd(9.6,3.8,2.8) 6a, 6b, 8 -
7-OMe 56.9 CH; 322 s - 7
8 73.4 CH 491 dd (6.0, 4.2) 7, 8-OH 7,9
8-OH - - 3.59 d (6.0) 8 9
9 215.3° C - - - -
10 51.6° C - - - -
11 73.8 CH 437 d (10.8) 11-OH, 12a, 12b -
11-OH - - 3.99 d(1.7) 11 -
12a 1.67 m 11, 12b, 13 -
12b 327 CH2 78 ddd (15.5, 10.7, 4.9) 11, 12a, 13 -
13 77.2 CH 3.74 app. sextet (4.3) 12a, 12b, 14a, 14b -
13-OMe  56.2 CH; 3.03 s - 13
14a 1.86  ddd (14.3,8.7,3.1) 14b -
14b 342 190 ddd (14.2,9.1, 4.4) 13, 14a, 15 -
15 73.9 CH 3.96 brd (7.8) 14a, 17 -
16 134.8° C - - - -
17 1250 CH 5.43 d (4.1 15,18, 23 -
18 36.5 CH 1.69 m 17,19, 24a, 24b -
19 26.5 CH, 136 m 18, 20 i
20 11.6 CH; 0.84 t(7.5) 19 -
21 19.1 CH; 127 s 22 9,10, 11,22
22 21.5 CH; 1.15 s 21 9,10, 11,21
23 19.2 CH; 1.49 s 17 15,16, 17
24a 661 o, 3.49 dd (11.0, 4.1) 18, 24b -
24b 3.56 dd (11.1, 3.4) 18, 24a -

“ Assigned from HSQC data.

b Assigned from HMBC data.
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Table 3. 600 MHz 'H and NOESY NMR data for seco-peloruside A d-lactone (6) in C¢Dg.

1
Position H NOESY

Ou mult., J (Hz)
1 - - -
2 3.89 dd (6.0, 2.5) 2-OH, 3, 3-OMe, 4b, 5
2-OH 3.32 d(2.5) 2,3
3 3.12 dt (6.5, 1.6) 2,2-0OH, 4a, 4b
3-OMe 3.14 s 2,4b
4a 1.24 ddd (15.2,11.0,7.2) 3, 4b, 6a
4b 1.50 dt (15.2,2.1) 3,4a, 5, 6b
5 4.62 m 2, 4b, 6a/6b, 7(w)
6a 1.66 m 5
6b 1.71 m 4b, 5
7 410 ddd(9.6,3.8,2.8) 5(w), 6a/6b, 7-OMe, 8, 21, 22
7-OMe  3.22 s 5,7,8,21,22
8 491 dd (6.0, 4.2) 7,7-OMe, 11, 21, 22
8-OH 3.59 d (6.0) 6a/6b, 8
9 - - -
10 - - -
11 4.37 d (10.8) 8, 11-OH, 14a, 6a/12a, 21, 22
11-OH  3.99 d(1.7) 11
12a 1.67 m 13,15
12b 1.78 ddd (15.5,10.7,4.9) 13, 13-OMe, 15
13 3.74 app. sextet (4.3) 12a, 12b, 13-OMe, 14a, 14b,
13-OMe  3.03 s 12b, 13, 14a, 14b
14a 1.86 ddd (14.3,8.7,3.1) 11, 13, 13-OMe, 14a, 23
14b 1.92 ddd (14.2,9.1,4.4) 11, 13, 13-OMe, 14b, 23
15 3.96 br d (7.8) 12a, 12b, 14a, 14b, 24a, 23
16 - - -
17 5.43 d4.1) 12b, 18, 19, 20, 23
18 1.69 m 17, 24a, 24b, 19, 20
19 1.36 m 17,18, 20
20 0.84 t(7.5) 12b, 17,18, 19
21 1.27 s 7,7-OMe, 8, 11, 12a, 12b, 22
22 1.15 s 7,7-OMe, 8, 11, 12a, 12b, 21
23 1.49 s 14a, 14b, 17, 23
24a 3.49 dd (11.0, 4.1) 15,18
24b 3.56 dd (11.1,3.4) 18
24-OH -
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Table 4. Mean ICs, and cell cycle arrest values (HL-60) for compounds 3—6.

Compound 1Cs [1Cs0 (1)] G,/M Accumulation (1, Control)
3 221+ 19nM (15+ 1 nM) (n=2)" 13 £ 1 (68 + 8%, 20 + 4%)" (n = 3)
4 >2 uM (10 £4 nM) (n=3) -
5 > 15 uM® -
6 >7 uM <

“Number of separate preparations. " HL-60 and 1A9 cell lines. “Not performed.
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NOESYzq NMR spectrum of peloruside D (4) (CDCl3, 600 MHz)
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COSY NMR spectrum of hemiacetal 5 (C6D6, 600 MHz)
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gHMBC NMR spectrum of hemiacetal 5 (C6D6, 600 MHz)
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COSY NMR spectrum of seco-peloruside A δ-lactone (6) (C6D6, 600 MHz)
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HSQCad NMR spectrum of seco-peloruside A δ-lactone (6) (C6D6, 600 MHz)
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gHMBC NMR spectrum of seco-peloruside A δ-lactone (6) (C6D6, 600 MHz)
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	Pel C-D Suppstop
	Total Spectra.pdf
	Pel A Spectra
	pelAproton.pdf
	pelAcarbon
	pelAcosy
	pelAhsqcad
	pelAhmbc
	pelAprotonbenzene
	pelAcarbonbenzene

	pelCproton
	pelCcosy
	pelChsqc
	pelChmbc
	pelCnoesyzq
	pelDproton
	pelDcarbon
	pelDcosy
	pelDhsqcad
	pelDhmbc
	pelDnoesyzq
	MR8_64Cproton
	MR8_64Ccosy
	MR8_64Ccpldhsqcad
	MR8_64Chmbc
	MR7_45Eproton
	MR7_45Ecosybenzene
	MR7_45Ehsqcadbenzene
	MR7_45Ehmbcbenzene
	MR7_45Enoesyzqbenzene




