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Table S1. NMR spectroscopic data for halicylindramide F (1) in DMSO-ds at 600 MHz ('H)
and 150 MHz ('3C)

position &, mult.? S, (J in Hz) COSY TOCSY NOESY HMBC
CHO :160.5,C 7.89,s Ala-NH Ala-NH, Ala a, Ala Ala-NH Alao
Alaa | 46.4,CH 4.33,q(7.3) NH, B NH, B, CHO Phel-NH B, C=0, CHO
B i 19.4,CHs 0.89,d(7.2) a NH, a a, C=0
NH 8.14, brd (7.8) a, CHO CHO, o, CHO CHO
CO :1714,C
Phel @ | 51.7,CH 4.72, m NH, B2 NH, 2
Bl | 34.7,CH: 2.74,d (13.8) p2 B2 Pro & Cc=0
B2 3.0l,m a, Bl NH, o, B1 1,2,6,C=0
Cl [137.7,C
C2/C6 |129.3,CH 7.25, m 3,5 3,4,5 B,1,3,4,5
C3/C5 |{128.0,CH 7.22, m 2,4,6 2,4,6 2,4,6
C4 1126.7,CH 7.16, m 3,5 2,3,5,6 2,3,5,6
NH 8.45,brd (8.4) o a, B, B2 Alaa
CO i1694,C
Proa | 59.8, CH 4.46, m B1, B2 BL, B2,y Val-NH
Bl | 29.8,CH: 1.88, m o,y o, B2,v,8
B2 2.07m o,y o, Bl,v,d C=0
vy | 244,CH: 1.89, m B1,B2,8 o, B1, B2, 8
8 | 47.0,CH2 3.67, m Y B,y Phel B1
CO |171.1,C
Vala | 57.2,CH 4.38, mP NH, B NH, B, v,y t-Leu-NH B,v, vy, C=0
B 31.2,CH 2.07, m o,y NH, o, v,y o,y
vy i 17.3,CH; 0.78,d (6.7) B o, B,y o, B,y
vy i 18.7,CHs 0.83,d(7.2) B o, B,y o, B,y
NH 7.81, m o o, B Pro a Pro C=0
CO (171.0,C
t-Leua | 60.4, CH 4.18,d (8.7) NH NH Trp-NH B,y, C=0
B i 337,C
vy | 26.5,CHs 0.70, s o, B
NH 7.76, m o o Val o
CO |169.9,C
Trpa | 54.0,CH 4.57, m NH, B1, 2 B1, B2, NH Arg-NH B,3,C=0
Bl i 26.8, CH: 3.16,m a, B2 o, B2, NH 2,3
B2 2.96, m a, Bl o, B1, NH 2,3
C2 i 124.1,CH 7.15,s I-NH 1-NH 3,3a,7a
C3 1109.8,C
C3a | 136.6,C
C7a {119.5,C
C4 [ 118.1,CH 7.60,d (7.9) 5 5,6,7 2,3,3a,6
C5 [120.8,CH 6.96,dd (7.5,7.1) 4,6 4,6,7 3a,6,7
C6 | 111.2,CH 7.03,dd (74,7.6) 5,7 4,5,7 5,7a
C7 11272,CH 7.31,d (8.0) 6 4,5,6 5,7a
1-NH 10.6, brs 2 2
NH 8.29, brd (6.5) o o t-Leu o t-Leu C=0
CO :170.0,C
Arga | 51.5,CH 439, m B, NH B, v, NH Cys(SO;H)-NH B,y, C=0
B i 29.5,CHz 1.61,m o,y o, Y, 0
vy | 23.6,CHz 1.28, m B, d o, B, 8
S 39.7, CH2 2.94, m Y B,y
guanidine |156.7, C
NH 7.99, brs o o Trp o Trp C=0
CO |1714,C
Cys(SO:H) a0 | 50.9,CH 4.60, m B, NH B, NH Thr1-NH B, C=0
B | 52.4,CHz 2.93, m o o, NH
NH 8.35, brd (6.5) a o, B Arg o Arg C=0
CO {170.8,C
Thrl o | 51.8,CH 4.83,d (8.5) NH B, NH NMeGIn-NMe C=0
B | 69.5, CH 5.14,d (6.7) % o,y C=0, Sar C=0
vy i 17.3,CH; 1.16,d (6.5) B o a, B
NH 7.98, m o o, B Cys(SO:;H) a Cys(SO;H) C=0
CO [1679,C
NMeGlna | 54.9, CH 497, m B1 B,y Phe-NH
Bl | 24.7,CH: 1.70, m o,y o, Y CONH2
B2 1.89, mP a, Bl,y
vy i 31.6,CHz 1.87, m° p1 o, B1, B2 a, B, CONH2
NMe | 30.6, CH3 293,s Thrl a o, Thrl C=0
CONH: 173.6,C 6.68, brs v, CONH:
7.17, brs v, CONH2
CO [168.8,C




Phe2 a

C1
C2/Cé6
C3/C5

C4

NH
(¢[0)
Thr2 a
p

Y
OH

NH

(€[0)
Asn a
p1

B2
CONH2

NH
CcO
Sar o

NMe
CO

542, CH
38.0, CH,
137.3,C
129.4, CH
128.0, CH
126.3, CH

171.1,C
60.9, CH
65.6, CH
20.2, CHs

169.8,C
459,CH
36.9, CHz

171.2,C
172.1,C
48.6, CH,

35.6, CHs
167.6,C

4.67,d(7.2)
3.00, m

722,m
7.14,m
7.12,m
7.55, brd (6.6)

3.85, m

3.96, m

0.89, d (4.8)
4.87,d(5.1)
7.92, brd (7.9)

498, m

2.08, m

2.64, m

6.78, brs
7.32, brs
7.50, brd (9.6)

3.46,d (15.7)
4.40, m
2.73,s

NH, 1, p2
o

o

CONH,
CONH,

o

o2
al

,6

NH, B, y, OH
v, NH, OH
o, B, OH
[

o, B

NH, o, B1, B2
NH, o, B1, f2
NH, o, B1, B2
CONH,
CONH,
NH, o, B1, B2

o2
al

Thr2-NH

NMeGln o

Asn-NH

Phe a

Sar-NMe

Thr2 a

Asna

B, 1,3,4
1,2,4,6
2,3,5,6
NMeGIn C=0

Cc=0
o

o,

B, CONH,
a, C=0, CONH,

C=0, Thr2 C=0
B, CONH,
B, CONH,

C=0
C=0
a, Asn C=0

3Derived from the combination of '3*C NMR, HSQC and HMBC data. ®Singals overlapped.



Table S2. Absolute configuration of halicylindramide F (1) by advanced Marfey’s method

and Edman degradation

Parent peptide Constitutive m/z Retention time Absolute
amino acids AA-L.DLA | AAD-DLA configuration of
amino acids
1 Ala? 495-496 39.08 33.99 D
Pro? 521.5-522.5 33.89 37.28 L
Val? 523-524 46.90 38.97 D
t-Leu? 537-538 41.33 50.39 L
Trp? 610.5-611.5 46.25 41.42 D
ArgP* 694-695 26.28 21.32 L
Cys(SOszH)¢ 575-576 11.30 12.74 D
Thrl, Thr22 525-526 27.73 33.90 L
NMeGIn? 567-568 28.84 29.69 L
Phel, Phe2¢ 457.5-458.8 49.32/43.57 49.32/43.50 D&L
Asn’ 524.5-525.0 36.99 36.99
Standard amino acids | L-allo-Thr 525-526 28.82 31.27
e 47.80 56.20
L-Asn 384.5-385.5 L-AA-L-DAA | D-AA-L-DAA
1 Asn® 384.5-385.5 47.76 L
Dodecapeptide of 1f Phe2¢ 457.5-458.8 48.78 42.99 D

2 The ions of advanced Marfey’s reaction products were detected as form of [M+CF3;COO]" under negative ion
detection mode.

® The ions of advanced Marfey’s reaction products were detected as form of [M+2CF3COOH-H]" under negative
ion detection mode.

¢The L-AA-D-DLA or D-AA-L-DLA products derived from the amino acids with highly polar residues such as
Arg and Cys(SOsH) elute faster than L-AA-L-DLA or bD-AA-D-DLA products (Fuji et al., Anal. Chem. 1997, 69,
5146-5151).

4 The ions of advanced Marfey’s reaction products were detected as form of [M-H] under negative ion detection
mode.

¢ The absolute configuration of Asn was determined by Marfey’s method (with based on the comparison of
retention time of natural Asn-L-DAA to those of two authentic standards (L-Asn-L-DAA 47.80/ D-Asn-L-DAA
56.20 min).

f Dodecapeptide of 1 was prepared by deformylation followed by two cycles of Edman degradation.



Table S3. NMR spectroscopic data for halicylindramide G (2) in DMSO-ds at 600 MHz ('H)
and 150 MHz ('3C)

position &, mult.? Su, (J in Hz) COSY TOCSY NOESY HMBC (H to C)
NCHO 160.5, C 7.88,s Ala-NH Ala-NH, Ala o, Alap  Ala-NH
Alaa 46.4, CH 4.31,q(7.3) NH, B NH, B, formyl B, formyl, Br-Phe-NH B, formyl C=O
B 18.6, CH3 0.93,d (7.0) o NH, o o a, C=0
NH 8.18, brs a, formyl formyl, a, B formyl
Cco 171.4,C
BrPhe a 51.9,CH 471, m° NH, B1,2  NH, B1, B2 Pro &
Bl 36.2, CHz 2.69-2.72 m o, B2 NH, o, B2 o 1,2,6
B2 3.02, m® o, Bl NH, o, B1 o 1,2,6
Cl 137.1,C
C2/C6 131.8,CH 7.26, m® 3,5 3,5 3,5 B,1,3,4,6
C3/C5 130.8, CH 7.42, m 2,6 2,6 2,6 1,4
Cc4 119.5,C
NH 8.44, brd (8.3) o o, B Alaa Cc=0
(¢[0) 171.0,C
Pro a 59.5,CH 4.46, m B1, B2 B1,B2,v,8 Val-NH
Bl 29.5, CH2 1.89, m o,y o, B2,v,8
B2 2.10, m o, Y o, Bl,y,d Cc=0
Y 24.6, CH, 1.90, m B1,B2,8 o, B1, B2, 8
8 46.9, CH: 3.70-3.62 m v o B,y BrPhe a
Cco 169.8, C
Val o 57.2,CH 438, mP NH, B NH t-Leu-NH C=0
B 30.7, CH 2.08, m oY, Y oY,y Cc=0
Y 17.4, CH3 0.76, d (6.7) B B,y o B,y
v 19.4, CH3 0.81,d (6.7) B B o B,y
NH 7.80, m® o a, B Pro a
Cco 171.9,C
t-Leua 60.2, CH 413, m® NH NH Dioia-NH B,v,C=0
B 34.1,C
% 26.6, CH;3 0.86, s a, B
NH 7.82, m® o o Val o
Cco 170.0, C
Dioia a 48.5,CH 4.46, m® NH, B1,2  NH, B1, B2 Arg-NH Cc=0
Bl 39.0, CH2 2.30, m o, B2 NH, o 2,3
B2 1.89, m o, Bl NH, o 2,3
C2 178.2,C
C3 74.0,C
C3a 131.7,C
C7a 141.7,C
C4 124.0, CH 7.35,d(7.6) 5 5,6,7 3,7a
Cs5 122.0, CH 6.90,dd (7.6,7.3) 4,6 4,6,7 3a,7
Ccé6 128.0, CH 7.18, m® 5,7 4,5,7 Ta
c7 109.8, CH 6.78, d (8.0) 6 4,5,6 3a,5
1-NH 10.24, brs 3
3-OH 6.16, brs
NH 8.21, brd (7.9) o t-Leua
Cco 169.8,C
Arga 52.0,CH 422, mP NH, B NH, B Cys(SO3H)-NH
B 29.1, CH, 1.65, m o,y o, Y, 0 Cc=0
v 23.2, CH» 1.40, m B,d o, B, 8
8 40.2, CH: 3.01, m* % B,y
guanidine 156.8,C
NH 7.81, brs® o o Dioia a Dioia C=0
Cco 171.0,C
Cys(SOsH) a 50.9, CH 4.59, m NH, B NH, B Thrl1-NH Cc=0
B 52.5, CHz 2.90, m o o
NH 8.30, brd (8.3) o o, B Arg a Arg C=0
Cco 169.4,C
Thrl a 51.9,CH 4.84,d(8.5) NH NH NMeGIn-NMe v, C=0, Cys(SOsH) C=0
B 69.2, CH 5.14,d(6.7) v v a, v, Sar C=0
% 17.4, CHs 1.17,d (6.5) B B o
NH 7.96, m o o Cys(SO;H) a
Cco 169.2,C
NMeGln o 54.5,CH 4.98, mP B B,y B, v, Phe-NH C=0, NMe
B 24.7, CH» 1.70, m a, Y a, Y o,y o
Y 31.5, CHz 1.89, m B o, B CONH:
NMe 30.4, CH3 2.94,s a, Thrl o, Thrl B a, Thrl C=0
CONH: 173.5,C 6.64, brs Y
7.17, brs® Y
Cco 167.5,C
Phe o 54.0,CH 4.69,d(7.2) NH, B NH, B Thr2-NH B, C=0




Cl
C2/C6
C3/Cs
C4
NH
co
Thr2 a
p

Y

OH
NH
cOo
Asn a
Bl

B2
CONH:

NH
CcO
Sar al
a2
NMe
cO

37.9, CH,
137.1,C

129.3, CH
129.0, CH
126.2, CH

170.7,C
60.7, CH
65.5,CH
20.1, CH;

169.6, C
46.0, CH
36.9, CHa

172.1,C
169.4,C
49.5, CH

35.4, CHs
167.5,C

2.98, m

7.18, m®
7.23, mb
7.15, mb
7.56, brd (6.6)

3.85, m
3.96, m
0.89,d (6.3)
4.88,d (4.9)
7.95, brs

4.98, mP

2.09, m

2.30, m

6.72, brs
7.33, brs
751, brd (7.6)

3.49,d(17.3)
4.42, m°
2.74,s

a,y, OH

o

NH, B1, p2
o
o

o2
al

QJ\)J\)W
LN NS

NH, B, v, OH
v, NH, OH
a, B, OH

a, B

NH, o, B1, p2
NH, o, B1, p2
NH, o, B1, B2

NH, o, B1, 2

o2
al

NMeGln a
Asn-NH
Asn-NH

Phe a

Thr2 a, Thr2

CONH2

C=0, CONH,
o, CONH,
CONH2

3Derived from the combination of *C NMR, HSQC and HMBC data. "Singals overlapped.



Table S4. NMR spectroscopic data for halicylindramide H (3) in DMSO-ds at 600 MHz ('H)

and 150 MHz ("*C)

position Soomult’ &, (Jin Hz) COSY TOCSY NOESY HMBC (H to C)
NCHO 161.4,C 7.90,s Ala-NH Ala-NH, Alaa,Alap  Ala-NH
Alaa 476,CH  431,mb NH, NH, p B, Br-Phe-NH B
B 19.5,CH;  0.92,d (7.0) o NH, o o, C=0
NH 8.18, brs formyl, o formyl, a, B formyl
Cco 172.3,C
BrPhe o 526,CH  472,m° NH, 1, p2 NH, B1, p2 Pro & B, 1
Bl 37.1,CH:  2.71,m B2 NH, o, p2 a 0,C=0,1,2,6
B2 3.01, m° a, Bl NH, a, B1 o, Pro 8 o, C=0,1,2,6
Cl1 138.2,C
C2/C6 132.6,CH  7.26,mP 3,5 3,5 B1, B2, Ala B1, Ala B2 B,1,3,4,6
C3/C5 131.7,CH 7.43,d (8.1) 2,6 2,6 B1, B2, Ala B1, Ala B2, 1,2,4,5
C4 120.3,C
NH 8.42, m® o o, B1, B2 Alaa Cc=0
Co 171.4,C
Pro o 59.8,C 440, m B1, B2 B1, B2,y Val-NH B,y
g1 30.5,CH,  1.80, m° o,y o, B2,7, a,y,d,C=0
B2 2.02, mb o,y o, Bl,y,d c=0
y 252,CH,  1.83,m° B1,B2,81,82 o, Bl,p2, 51,82 @ o B, &
51 478,CH;  3.60,m y B,y BrPhe o, BrPhe p2 B,y
52 371, m k% B,y B,y
(0(0] 168.7,C
Val o 58.1,CH 437, mb NH, B NH, B, v,y t-Leu-NH B, v, v, C=0
B 31.8,CH 2.09, m° o,y NH, o, v, v’ a,v,y,C=0
¥ 182,CHs  0.77,d(6.7) B o B,y o B,y
v 20.3,CHs  0.82,d(6.5) B o, B,y o, B,y
NH 7.78, m® o o, B Pro a
(0(0] 1714,C
t-Leu o 61.3,CH 4.13, m° NH NH Dioia-NH v, C=0
B 34.9,C
v 27.6, CH; 0.89, s Dioia-NH o, B
NH 7.91, m® o o Val a
(0(0] 170.9, C
Dioia o 50.8,CH  4.42,m° NH NH, B1, p2 Arg-NH B,3,C=0
Bl 399,CH;  2.18,m o NH, o 03
p2 1.96, m o NH, a a,2,3
Cc2 179.8,C
C3 75.2,C
C3a 132.0,C
C7a 142.1,C
c4 1250,CH  7.23, m° 5 56,7 5 3a, 6,72
C5 122.6, CH 6.94, brt (7.3) 4,6 4,6,7 4,6 3a,7
C6 129.3,CH 7.19, m° 5,7 4,5,7 5,7 4,7a
Cc7 110.8, CH 6.80, brd (7.5) 6 4,5,6 6 3a, 5
1-NH 10.32, brs 3
3-0H 6.18, brs a, BL, B2
NH 8.33, brs o a, B1, B2 B, t-Leu o, t-Leu y
(0(0] 169.1,C
Arg o 53.0,CH  427,m° NH, NH, p Cys(SO:H)-NH B
B 29.5,CH;  1.68, m" o,y o,y a, C=0
¥ 248,CH:  1.45,m B, & B, B, 5
3 412,CH. 3.0, m" Y B,y B,y
guanidine 157.7,C
NH 7.82, brs® o o Dioia C=0
CO 172.3,C
Cys(SOsH)a | 51.8,CH  4.59,m NH, B NH, B Thrl-NH, Thrl-y B, C=0
B 534,CH, 296, m° o NH, a NH o
NH 8.30, brd (7.2) a o, B B, Arg a Arg C=0
(0(0] 169.0, C
Thrl o 528,CH  4.83,d(8.6) NH NH NMeGlIn-NMe, NMeGln y v, C=0, Cys(SO3H) C=0
B 69.8,CH  5.13,brq(6.6) a7y ¥ NMeGln-NMe v, Sar C=0
k% 182,CHs  1.16,d (6.5) B B NH, a, B, Cys(SO:H) a o, B
NH 8.01, brs o o v, Cys(SOsH) a, Cys(sosn) B
(0(0] 170.5,C
NMeGln o 55.2,CH 4.96, mP B1, B2 BL, B2, y1,v2 v, Thrl vy, Phe-NH C=0, NMe
Bl 26.7,CH:  1.70, m® ,y2 o, B2, v1, 72 ¥
B2 1.89, m 72 o, Bl,v1,v2
vl 324, CH: 1.87, mP B1, B2, y2 o, B1, B2, y2 Thrl a CONH2
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v2
NMe
CONH;

CcO
Phe a
Bl

B2

Cl
C2/C6
C3/C5
C4
NH
CO
Thr2 a
p

Y
OH

NH

CO
Asn a
Bl

B2

NH
CONH:

CO
Sar al
a2
NMe
CO

31.3, CHs
174.4,C

168.6, C
55.0,CH
39.2, CH2

138.0,C

130.2, CH
128.9,CH
127.2,CH

171.9,C
61.9,CH
66.3, CH
21.0, CH;

170.1,C
46.8, CH
38.1, CH2

173.0,C

170.2,C
50.6, CH2

36.4, CHs
168.5, C

1.92, mP
294, s
6.67, brs
7.16, brs®

4.69, m°
2.96, m°
3.02, m°

7.18, m°
7.23, m°
7.17, mP
7.56, brs

3.86, m

3.96, brs
0.85, m®

4.90, brs
7.96, brd (6.8)

4.99, m®
2.08, m®
2.66, mP
7.50, brd (9.1)
6.77, brs
7.32, brs

3.48, mP
4.42, mP
2.73,s

1, B2, v1

NH, p1, B2

NH, 1, p2
o
o
o

o2
al

o, B1, B2,v1

NH, p1, 2
NH, o
NH, a

3,4,
2,4,
2,3

5

(V=V}

,6

5

NH, B, y, OH
a,y, OH
o, B, OH

o, B

NH, o, B1, B2
NH, o, B1, B2
NH, o, B1, B2
NH, o, B1, B2

o2
al

Thrl o, Thrl B

Phe-NH, Thr2-NH
Thr2-NH

B1, B2, NMeGln vy, Thr2 y
p1, 2

NMeGln o

Asn-NH

Asn-NH

v, Phe a, Phe B

Sar-NMe

B1, Thr2 o, Thr2 y, Sar-NMe,

p1, p2
p1, B2

o, Thrl C=0
Y
h

p
C=0,1,2,6

A=)
[=2)

Phe C=0

o, B

CONH,
C=0, CONH,
o, CONH,
Cc=0

B, CONH,

B

C=0, Asn C=0
C=0
o, Asn C=0

3Derived from the combination of *C NMR, HSQC and HMBC data. ®Singals overlapped.
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method and Edman degradation

Table S5. Absolute configuration of halicylindramides G (2) and H (3) by advanced Marfey’s

Parent peptide Constitutive m/z Retention time Absolute
amino acids AA-L.DLA | AAD-DLA configuration of
amino acids
2 Ala? 495-496 38.40 34.49 D
BrPhe? 648.5-649.5 48.32 55.27 L
Pro? 521.5-522.5 33.71 37.28 L
Val? 523-524 46.90 38.97 D
t-Leu? 537-538 41.42 50.39 L
ArgP* 694-695 25.98 21.32 L
Cys(SOszH)¢ 575-576 11.66 12.74 D
Thrl, Thr22 525-526 27.73 33.90 L
NMeGIn? 567-568 28.75 29.69 L
Phe? 457.5-458.8 43.50 49.38 D
Asnd 524.5-525.0 36.31 36.31
3 Ala? 495-496 38.27 34.37 D
BrPhe? 648.5-649.5 48.17 55.11 L
Pro? 521.5-522.5 33.59 37.16 L
Val? 523-524 46.76 38.84 D
t-Leu? 537-538 41.29 50.24 L
ArgP* 694-695 25.88 21.23 L
Cys(SOzH)¢ 575-576 11.59 12.66 D
Thrl, Thr22 525-526 27.62 33.78 L
NMeGIn? 567-568 28.64 29.58 L
Phe? 457.5-458.8 43.36 49.24 D
Asn’ 524.5-525.0 36.85 36.85
Standard amino acids | L-allo-Thr 525-526 28.82 31.27
e 47.80 56.20
L-Asn 384.5-3855 | AA-L-DAA | D-AA-L-DAA
2 Asn® 384.5-385.5 47.73 L
3 Asn® 384.5-385.5 47.70 L

2 The ions of advanced Marfey’s reaction products were detected as form of [M+CF3;COO]" under negative ion
detection mode.

® The ions of advanced Marfey’s reaction products were detected as form of [M+2CF;COOH-H]" under negative
ion detection mode.

¢The L-AA-D-DLA or D-AA-L-DLA products derived from the amino acids with highly polar residues such as
Arg and Cys(SOsH) elute faster than L-AA-L-DLA or bD-AA-D-DLA products (Fuji et al., Anal. Chem. 1997, 69,
5146-5151).

4 The ions of advanced Marfey’s reaction products were detected as form of [M-H] under negative ion detection
mode.

¢ The absolute configuration of Asn was determined by Marfey’s method based on the comparison of retention
time of natural Asn-L-DAA to those of two authentic standards (L-Asn-L-DAA 47.80/ D-Asn-L-DAA 56.20 min
on positive ion detection [M+H]?).
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S6. HR-ESI-Tof-MS spectrum of halicylindramide F (1)

Hali F-1{+)-6 157 (1.971) Cm (150:157) 1. TOF M3 ES+
1004 17257976 9.46e3
740.3490
740.8488 853.4006
4522158 I 17278008
D\?__
556.3149
443.2304 731.8399 19,9448 1170.5062 1728771
279.1001 565 2039 | s l 1274.5365 17255292 -1723.8492
0 PR TRV PUTPDY| PRI IO s NI PPN TR yo 18437085
T T T T T T T T T T T T T T T T T T T T T T T T
Hali F-1{-)-1 156 (1.955) Crn (150:157) 1: TOF MS ES-
1004 17241860 1.87ed
17262006
2 861.4752
h2.4814
7468893 1727 2166
3629654 17422610
7248744 - g
olzmesst  serese 5713375 Yl l 520.4520 T A it | TYWONY TR IARES:
I I I I T 1 T 1 T 1 T 1 T I T T T T T T T T T I T U T 1 T U T U T
200 300 400 00 600 ] s00 00 1000 1100 1200 1300 1400 1200 1600 1700 1800 1900
Hali F-1(+)-6 (0.025)Is (1.00,1.00) C79H113N200225 1. TOF MS ES+
100- 1725.8059 1726 8088 3.44e12
Calculated 1727 8108
m ]
ISOtOpe 1728.8125
1729.8142
Model ol — . . . ; . —L r . ‘ :
Hall F-1(+)-6 157 (1.971) Cm (150:157) 1 TOF MS ES+
1725.7976 17268097 9.46e3
Analysis
1727 8008
Result N
1728.7711
1725.5292 17298492 17307522
17205403 4754 3570 17237111 < \ / VF31.8843 1750 7101 17349545
1721 1722 1723 1724 1725 1726 1727 1728 1729 1730 1731 1732 1733 1734
Single Mass Analysis A
Tolerance =50PPM / DBE: min=-1.5, max=500
Selected filters: None
Monoisotopic Mass, Even Electron lons
12 formula(e) evaluated with 2 results within limits (up to 50 best isotopic matches for each mass) 9
Mass [Calc.Mass | mDa | PPM | DBE | Formula [FIT [clH I N[Tols]
1725.7976 1725.7947 2.9 1.7 33.5 _C80 H113 N18 023 S 5550753.0 30 113 18 23 1
1725.8059 83 -48 335 (79 HII3 N20 022 5 5550753.5 79 113 20 22 1
MCP 2300, CP 2200
Hali F-1(+)-6 157 (1.871) Cm (150:157) 1: TOF MS ES+
100 1725.7976 9.46e3
%
172420 172440 172460 ! 172480 ! 1725.00 1725.20 172540 ! 172560 ! 172580 ! 1726.00 1726.20 ' 1726.40 ‘ 1726.60 1726.80 1727.00 1727.20 172‘7 40
For Help, press F1
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« ~b

S7.1H NMR (600MHz) spectrunof halicylindramideF (1) in DMSO-d¢
. B

-

Current Data Parameters

NAME jul07-snu-khj
e e R R R I L R L R F Y, 1
8 8 I8 IRAANERNIANESEIC0ERECANEENERYEENCNEBBR8RNERS i :
= 9 GDCDI\!\I\I\I\l\l\l\f\l\l\l\f\l\l\I\LDLDLOVMMNNNNNC\J*—‘—‘“*—'*—‘OOOOOOOOOO F2-Acquisitionpar‘ameters
Date_ 20040707
\‘\\‘\\"Nj // Time 19.29
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG z930
T0 65536
SOLVENT DMSO
NS B8
DS 0
SWH 8741.259 Hz
FIDRES 0.133381 Hz
AQ 3.7487664 sec
RG 32
OW 57.200 usec
DE 6.00 usec
TE 297.9 K
D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01300000 sec
======== CHANNEL f1 ========
NUC1 1H
P1 10.30 usec
PL1 -5.00 dB
SF01 600.1336696 MHz
F2 - Processing parameters
SI 32768
SF 600. 1300063 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
bu PC 1.00
J{~—~A 10 NMR plot parameters
CX 20.00 cm
| cy 1000.00 cm
Fip 11.126 ppm
R el 1= = Fi1 6677.05 Hz
= =2 o Il [ | Bl (25 | o \ Fop -0.198 ppm
s [ s v i F2 -119.04 Hz
PPMCM 0.56622 ppm/cm
HZCM 339.80441 Hz/cm
ﬁ!ﬁl’mﬁ—rlﬁ!llltlllllII!I\II{KKIIIIIIlIlIIIIIIII'}IIII\IIIIT{IIIIIII|IIIIIIlllIIIIIII!¥||IIIIIIV\YIIIIIIII\IIﬁ
ppm 10 8 6 4 2 0
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S7. 1H NMR (600 MHz) spectrum of halicylindramide F (1) in DMSO-d6 
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S8.13CNMR (150MHz) spectrunof halicylindramideF (1) in DMSO-d¢

/C43

NOAUNODOOLUMNODWODUNONMIM— O WO « — NAUDODDODOMONMOULUMNMOOWLNOWLMOMOO ™M
oMU ~NMNMO-“"TONNITNODONODMUNMAUITOONOO I MO T SN " O NNDODITAUANIDDONSNID I
[ N~ T OMOoOOO DTN M~MNOMMNDODTMOMN LI «— HDMONOUTOoOODODONONOOLMMOMWU-=—-TOOLW — WM
% MO0 MM oWl N O Mo @in.oo mm NO - DODWLWOOO DD OLOOMNS
NS IS SIS OOOOOLMMEME@OQ QN - LLOTITITITITMOMMMMMMOMOMOMMOMMEOEO O N U — o~
Al el e B B B B T B B BRI T R S S - -
, ?
A i K T ' | i A !(‘l 3 b ! 1 J (i /b A R [
T A TR i il Lol 1l b | TR Y A Bl | 'l I
r T l y T T |' T T T T r T T T ‘ T T T I i T T l T T T | T T T T ] T T Al L | T
ppm 175 150 125 100 75 50 25 0

Current Data Parameters

NAME augi3-ee-ch)
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters

Date_ 20040816
Time B8.56
INSTRUM spect
PROBHD 5 mm BBI 1H/2H
PULPROG zgdc
10 65536
SOLVENT DMSO
NS 64657
DS 0
SWH 30303.034
FIDRES 0.462388
AQ 1.0814105
RG 32768
DW 16.500
DE 6.00
TE 300.0
D1 2.00000000
di1 0.03000000
======== CHANNEL f{ ====
NUC1 13C
P1 18.00
PL1 0.00
SFO1 125.7709436
======== CHANNEL f2 ====
CPDPRG2 waltz16
Nuc2 1H
PCPD2 100.00
PL2 0.00
PL12 23.50
SF02 500. 1320005

F2 - Processing parameters

SI 32768
SF 125.73578452
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40

10 NMR plot parameters

CX 20.00
CY 200.00
FiP 210.000
F1 26409. 15
F2p -10.000
F2 -1257 .58
PPMCM 14.00000
HZCM 1383.33630

MHz

Hz

cm

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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S8. 13C NMR (150 MHz) spectrum of halicylindramide F (1) in DMSO-d6


A

S9.HMQC (600MHz) spectrunof halicylindramideF &1) in DMSO-d€

b,

Al

of 48 VO

-0

%0

0
0rp @

[~
-

0 ®Y

Qo

s @

20

ppm

T 3

T

—100

6/HMGC

Current Dsta Parameters

NamE 1u107-8u-kn)
EXPND 5
PROCNO 1

F2 - Acquisition Parameters

Oate_ 20040707
Tine 23,35
INSTRUM spect
PROBHD  § mm CPTXI {H/
PULPAOG haacgpat
n 1024
SOLVENT OHS0
NS 16
0s 4
S 7788, 162 Mz
FIDRES 7.605627 H2
a0 0.0850550 sec
G 20842.5
ow 64,200 usec
3 6 00 usec
TE 298,0 K
cNsT2 145.0000000
90 0.00000300 sec
o1 1.50000000 sec
a2 0.,00344828 sec
a1z 0.00002000 3¢
913 0.00000400 s0c
016 0.00020000 sec
DELTAY 0.00222428 s0c
w0 0.00003440 seC
MCREST 0.00000000 sec
MCHRK 1.50000000 sec
CHANNEL (1
1"
10,60 vsec
21.20 usec
PLY -5.00 98
SFO1 600 1336008 Mz
CHANNEL (2
garp
13C
15.00 u
70,00 usec
-6.00 df
LI 7.40 0
SF02 150.9194003 Mz
wa=aus GRADIENT CHANNEL =sess
GPNAMY SINE. 100
GENANZ SINE. 100
GPNAM SINE. 100
6ox1 0.00 %
oPx2 0.00 %
6PX3 0.00 %
6PY3 0,00 x
(3] 0.00 %
6Pv3 0.00 %
P2y 50.00 %
6Fz2 20.00 %
P23 40.10 %
P16 1000.00 usec

F1 = Acquisition parameters
2

NOO
) 256
501 150.9194 Mz
FIDRES 135.633682 Hz
sw 230.073 ppm
FAMOOE or
F2 - Processing parameters
S1 1024
SF 600, 1300063 MHz
WOW SINE
558 1
L8 0.00 Hz
6B 0
PC 1 40
F1 - Processing parameters

sI
me2 oF
SF 150 9028746 Mz
O SINE
558 1
L8 0.00 Hz
] 0

20 WA plot parameters
35} 20.00 cn
s 15,00 cm
FaPLo 10.679 pom
F2L0 6408.53 H
F2PH1 -0.264 pon
FaH1 -170.34 Wy
Fi1PLO 211,806 ppm
FILO 31962.09 Hz
F1PH1 -3.236 pom
FANI -488.27 Wz
F2PPuCH 0.5¢832 ppn/cm
F2HZCM 32894336 Ha/cn
FIPPMCN 14,33609 pon/cm
FAHZCM 2163.35718 We/en
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S9. HMQC (600 MHz) spectrum of halicylindramide F (1) in DMSO-d6


S10.COSY (600MHz) spectrunof halicylindramideF (1) in DMSO-d¢

EXPNO 2
PROCNO 1
. 0 F2 - Acauisition Parameters
ol Date_ 20040707
- Time 19.30
E INSTRUM spect
PROBHD 5 mm CPTXI {H/
C PULPAOG cosygpaf
o T 2048
r SOLVENT DMSO
- NS 16
= oS 8
SWH 7788.162 Hz
FIORES 3.802814 Hz
= AQ 0.1315958 sec
- RG (]
[ 2 DN 64,200 usec
- DE 6.00 usec
r TE 298.0 K
E d0 0 00000300 sec
C 0t 1.4B6B9198 sec
F d13 0.00000400 sec
= 016 0.00020000 sec
- IND 0.00012818 sec
F MCREST 0.00000000 sec
C MCWRK 1.48669198 sec
= wemewess CHANNEL f1 ==
- NUCt 1H
] C PO 10.60 usec
— 4 P1 10,60 usec
0 r PLY -5.00 08
q - SFO1 600.1336008 MHz
00 0 ==e=sz GAADIENT CHANNEL =====
0 ] = GPNAMS SINE. 100
C GPNAMZ SINE. 100
0 L GPX1 000 x
= GPX2 000 %
i F (222} 0.00 %
() r GPY2 0.00 %
- GPZ4 10 00 X
) r P22 10 00 X
6 P16 1000.00 usec
F F1 = Acquisition parameters
F NDO 1
) = 0 128
' SFO3 600.1336 MHz
& r FIORES 60.951824 Hz
. - SW 13.000 ppm
] w E FNMODE OF
“
¢ ] = F2 - Processing parameters
4 [F] » S1 1024
[i} E SF 600. 1300063 MHz
e m L WD SINE
8 o §s8 0
d ¢ J 90 — 8 e 0.00 Hz
y ¢ o ] 0
PC 1.40
4 [} -
C F1 - Processing parameters
- SI 1024
r wee oF
& SF 600.1300063 MHz
B WOR SINE
- Ss8 0
~ L8 0.00 Hz
= [} 0
5.3 10 2D NMA plot parameters
-~ cx2 15.00 cm
0 C [# ] 15.00 cm
= F2pPLO 11.053 ppm
[ FaLo 6636.70 Hz
I‘ ! =
= F2PHT -0.233 pom
J _J | " ppm F2HI -139.91 Hz
e - —_— _— — e — —_— —— e —— - F1PLO 11.042 ppm
F1LO 6626 80 Hz
FiPHI -0.269 ppm
I|ll|VIIIIl'llllIllbl||lllTIll]AI|llilTllII1II]l(lll[lllllllllli|l|l-Y'ITIITIIlIIIlVIlII!l\l!|l1|!l[\|lll|llll|]]T FiHL "5’-“::
m F2PPMCM 0.75279 ppm/cm
pp 10 8 4 2 F2HICH 45177423 Ha/en
17 F1PPMCM 0.75412 ppm/cm
FIHZCM 452 56729 Hz/cm

/COSY
Current Data Parameters
A NAME Jul07-sny-kh)
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S10. COSY (600 MHz) spectrum of halicylindramide F (1) in DMSO-d6
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S11.ExpandedCOSY (600 MHz) spectrunof halicylindramideF (1) in DMSO-d¢

/COSY

Current Data Parameters

NAME Jul07-snu-kh)
EXPNO 2
PROCNO 1
T o “w
8 F2 - Acquisition Parameters
o Date_ 20040707
Time 19.30
0 r INSTAUM spect
0 L PROBHD 5 mm CPTXI 1H/
C PULPROG cosygpaf
—4 0 2048
- SOLVENT DMSO
NS 16
0 B 0s 8
- SHH 7788. 162 Hz
@ @ L FIORES 3.602014 Hz
@ L AQ 0.1315956 sec
RG 64
@ - W 64,200 usec
@ 0E 6.00 usec
@ r TE 298.0 K
@ L 40 0.00000300 sec
> 01 1.48689198 sec
r 413 0.00000400 sec
A —5 016 0.00020000 sec
Vv : o 0.00012818 sec
1@» B MCREST 0.00000000 sec
= - MCHAK 1.4B669198 sec
0 F e CHANNEL f{ smasmsss
! - NUC 1H
0 5 PO 10.60 usec
P1 10.60 usec
- PLY -5.00 08
o SFO1 600, 1336008 MHz
@ r ==z==2 GRADIENT CHANNEL =
s GPNAM1 SINE. 100
GPNAM2 SINE. 100
—6 GPX4 0.00 %
L 6Px2 0.00 X
0 N 2] 0.00 X
GPY2 0.00 %
L 6P21 10.00 %
GPz2 10.00 %
[ P16 1000.00 usec
0 L F1 - Acquisition parameters
NDO
= o 128
L SFO1 500. 1336 MHz
B FIORES £0.951824 hz
- SH 13,000 pom
L7 FMODE oF
B F2 - Processing parameters
| L SI 1024
SF 500. 1300063 MHz
r WO SINE
- 558 0
?) L L8 0.00 Hz
@ 68 0
- pC 1.40
9, B F1 - Processing parameters
A - s1
b @ @0 L we2 oF
A A n @ 8 5 600. 1302?52 MHz
= oW
R v v L ssa 0
' O LB 000 Hz
r 68 0
.
OD 20 NMA plot parameters
@ r ore 15.00 cn
- cx{ 15,00 cm
F2pLO 8.841 pom
r FaLo 5305.72 Hz
& FePHI 3.556 ppm
FaHT 2134,17 Hz
T — — S eSS — —_ S — fi DDm F1PLO 8 871 pom
FILO 5323.66 Hz
F1PH1 3.527 ppm
IIIII|I||||||11|IyI||IIr||||>|||!|||vl|vl||v||w||| FIHL 2145.37 Hz
8 7 6 F2PPMCM 0.35232 ppm/cm
] 4 Fanzew 211.43643 Hz/cn

F1PPMCM 0.35632 ppm/cm
18 FAHZCH 21383931 Hz/cn
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S11. Expanded COSY (600 MHz) spectrum of halicylindramide F (1) in DMSO-d6


S12.ExpandedCOSY (600MHz) spectrunmof halicylindramideF (1) in DMSO-d¢

ool A

=\ PN
D00 c e

o 60Q

& &=

a>

- ppm

/COSY

Current Data Parameters

NAME 1u107-snu-kh)
EXPNO 2
PROCNO 1
F2 - Acauisition Parameters
Date_ 20040707
Time 19.30
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG cosygpaf
T0 2048
SOLVENT omMso
NS 16
DS 8
SWH 7788162 Hz
FIDRES 3.802814 Hz
AG 0.4315958 sec
RG 64
oW 654,200 usec
0E 6.00 usec
TE 298.0 K
g0 0.00000300 sec
D1 1.48689198 sec
d13 0.00000400 sec
016 0.00020000 sec
INO 0.00012818 sec
MCREST 0.00000000 sec
MCHRK 1.48689198 sec
== CHANNEL f] =ewessz=
NuCH H
PO 10.50 usec
P1 10.60 usec
PLY ~5.00 o8
SFO1 600. 1336008 MH2
=====s GRADIENT CHANNEL =s===
GPNAMY SINE. 100
GPNAM2 SINE. 100
GPX1 0.00 %
GPX2 000 x
GPY4 000%
GPY2 000%
GPZ1 10.00 %
GPZ2 10.00 x
P16 1000.00 usec
F1 = Acquisition parameters
NOO 1
0 128
SFO1 600.1336 MHz
FIORES 60.951824 Hz
SH 13 000 ppm
FnMODE aF
F2 = Processing parameters
SI
SF 6001300063 MHz
WOW SINE
SSB 0
8 0.00 Hz
[:] 0
PC 1.40
Fi - Processing parameters
SI
uec2 oF
SF 6001300063 MHz
WOW SINE
ss8 o
LB 0.00 Hz
6B 0
20 NMA plot parameters
cx2 15.00 cm
cxy 15,00 cm
F2pPLO 5.470 pom
FaLo 3282.62 Hz
F2PHT 0.363 ppm
F2HI 217 55 Hz
F1PLO 5.582 ppm
FiL0 3350.64 Hz
F1PHI 0.315 ppm
FAHI 188 77 Hz
F2PPMCM 0.34049 ppm/cm
F2HZCM 204.33784 Hz/cm
F1PPMCM 0.35124 ppn/cm
FAHZCM 210,79172 Hz/cm
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S13.TOCSY (600MHz) spectrunof halicylindramideF (1) in DMSO-d¢

6/T0OCSY

Current Data Parameters

’ NAME 1107-snu=kn)
EXPNO 4
PROCNO 1

T S s F2 - Acquisition Parameters
Date_ 200

Time 22.52

INSTAUM spect

PROBHD 5 mm CPTXI 1W/

PULFROG nlevetgp

o

SWH 7768, 162 Hz
FIDAES 3.802014 Hz
A0 0.1315858 sec
RG 203.2
oW 64,200 usec
.3 6.00 usec
1E 296.0 K
00000300 sec
00000000 sec
06000000 sec
03000000 sec
00002000 sec
00020000 sec
00119625 sec
00320800 sec
6

s

016
DELTA
" DELTAY
FACTORY
9 ® N0
n
MCREST 00000000 sec
MCWAK 00750000 sec
SCALEF 6
STACNT 84

2
51
ceccocowo

TTTTT I

o

00012818 sec
36

i

IR ARERERRRR:

°

4 wsemswew CHANNEL f1
NUCY "
P 10.60 usec
p2 21.20 usec
] 16.67 usec
PB 25,00 usec
p7 50.00 usec
P17 1500 00 usec
-5.00 6B
2.70 0B
600 1336008 MMz

dg@

wemess GRADIENT CHANNEL

GPNAM{ SINE. 100

GPNAM2 SINE 100

GPX1 0.00 x
6PX2 0.00 %
6PYY 0,00 %
GPY2 0.00 %
P21 0 00 %
GP22 0 00 %

20 1000 00 usac

F1 - Acquisition parameters
1

. =
= o
D>
e — ] -
-
e
=
D)
2>
a@
- (= a
= @ @
= -
-—
- R m—
AR E RN A
[e)]
432

FAMODE  Echo-antjacha

NOO

0 128

SFO1 6001336 MHz

FIDRES 60.951824 Wz
'e a 0 @ 0 g SH 13.000 pom

F2 - Processing paraneters
2048

-
] s
.
' p [ % m i} C g st
o o M a n SF 600. 1200063 MHz
E O OSINE
é @ ' 0 C 558 2
o [} = 8 0.00 He
L 63 0
- PC 1.00
; E F1 - Processing paraneters
- 51 256
- ne2 echo-antsecho
= 600. 1300063 WHz
= WO OSINE
- 558 2
L - 1] 0.00 Hz
L ) 0
- 10 20 NMA Dot parameters
r o2 15.00 cn
S l - cx1 15.00 tm
I F2RLO 10.951 ppm
—ﬁ .o _J | » FaLo 6572,05 Wz _
- FaPHL -0 309 ppn
e e o ppm FaHl 185,59 Mz
FiPLO 10.915 ppn
FiLo 650,61 H2
lllllllvllllvllll‘llIrlrlllvilllllllrllllllIIFIIIIIIlIII)IlIlIIllIlHlllllllllll(I|!)1|I|IlllIllrlv\lllvlvlvllrﬁ :::KI] 12:23;:;“
ppm 10 B8 6 4 2 F2PPMON 0.75068 ppn/cm
0 F2HZTH 45050665 Wz/ca

F1PPMCH 0.74481 ppm/cn
20 F1HZCH 44598004 He/cn
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sl

S14.ExpandedlrOCSY (600MHz) spectrunof halicylindramideF (1) in DMSO-d¢

e

@)

«

S
=
S

6/TOCSY

Current Data Parameters

NAVE 10107-snu-kn}
EXPNO 4
PROCNO 1
F2 - Acquisition Parometers

Oate_ 20040707
Time 22.52
INSTRUN spect
PROBHO 5 nm CPTXI 1H/
PULPROG mlevetgn

0 2048
SOLVENT oMSO

NS 16

05 16

SWH 7788.162 Hz
FIORES 3 802814 Hz
a0 0.1315958 sec
G 202.2

on 64,200 usec
3 5.00 usec
€ ' 298.0 k
a0 0.00000300 sec
01 1.00000000 sec
03 0.06000000 sec
a1t 0.03000000 sec
012 0.00002000 sec
036 000020000 sec
0ELTA 0.00119625 sec
DELTAY 0.00120800 sec
FACTOAY 6
No 0.00012818 sec
11 36
MCREST 0.00000000 sec
MEWRK 000750000 sec

Py 10 60 usec
2 21.20 usec
oS 16,67 usec
P& 25.00 usec
07 50 00 usec
P17 1500.00 usec
LY -5.00 98
PL1O 2 70 a8
SFO1 500. 1336008 MKz
GRADIENT CHANNEL =
GONAMY SINE. 100
GPNAMR SINE 100
6Px1 0.00 %
X2 0.00 %
Y1 0.00 x
coy2 0.00 x
P21 30.00 %
P22 30.00 %
P16 1000.00 usec
F1 - Acquisition parameters
NOO 1
1 128
SF01 600.1336 Mz
FIORES 60.951824 Hz
W 43.000 pom
FAMODE  Echo-Antiecho
F2 - Processing paraneters
SI 2048
5F 6001300063 HHz
L OSINE
558 2
8 0.00 Hz
ce 0
e 1.00
F1 - Processing parameters
st
M2 echo-antiecho
sF 600. 1300063 MMz
WON OSINE
sse 2
Le 0.00 Hz
68 0
20 NMA plot parameters
o2 15.00 cm
X1 15.00 cn
F2PLO 8.752 ppn
FaLo 525248 Hz
FoPHI 7.048 ppm
F2Hl 4229 52 W2
FIPLO 5.278 ppm
FiL0 3167.79 Wz
FPHI 0.403 ppn
FIMI 242.10 Wz
F2PPMCN 0.11364 pon/ca
FaHItH 68.19713 H2/cn
F1PPMCH 0.32501 ppm/ca
FinzCH 195.04584 Hz/cm
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S15.ExpandedrOCSY (600MHz) spectrunof halicylindramideF (1) in DMSO-d¢

6/T0CSY

Current Data Para

NAME 1u107-8nu~kh)
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20040707
Time 22,52
INSTRUM spect
PROBHO 5 mm CPTXI 1H/
PULPROG mlevetgo
0 2048
SOLVENT OMS0
NS 16
05 16
SwH 7788 162 Hz
FIORES 3.802814 Hz
A0 0.1315958 sec
RG. 203.2
oW 64.200 usec
0E 6 00 usec
TE 296.0 K
d0 0.00000300 sec
[:}} 1.00000000 sec
03 0.06000000 sec
a1 0.03000000 sec
012 0 00002000 sec
016 0.00020000 sec
DELTA 0.00119625 sec
DELTAL 0 00120800 sec
FACTOAY 5
N0 0.00012618 sec
"
MCREST 0.00000000 sec
MCHAK 0.00750000 sec
SCALEF 6
STIONT 64
ammemze CHANNEL (1 swmwnens
NUCY "
Pt 10.60 usec
n2 21.20 usec
05 16.67 usec
PE 25.00 usec
p7 50.00 vsec
P17 1500.00 usec
PLL =5.00 d8
PLIO 2.70 an
SFO1 600. 1336008 MHz
=avene GRADIENT CHANNEL =
GPNAMY SINE. 100
GPNAMZ SINE. 100
GPX1 0.00 X
oPx2 0.00 %
GPYY 00 %
oPv2 0.00 %
6PZ1 30.00 %
P22 30.00 %
P1g 1000.00 usec

Fi - Acquisition parameters
1

NOO
10 120
SFO1 600.1336 MH2
FIORES 60.951824 Hz
SK 13.000 ppe
FnMOOE Ecno-antjecho

F2 - Processing pa
s 2048
SF 600. 1300063 Nz
WOW OSINE
558 2
8 0.00 Hz
[c:] 0
e 1.00

Fi - Processing paraneters
SI
M2 echo-antiecho
sF 6001300063 Wz
NOW OSINE
558 2
Le 0.00 Hz
68 0

20 NMR plot parameters

cx2 15.00 cm
X1 15.00 cm
F2PLO 7.833 ppm
FaLo 4701.07 W2
F2PH1 6.458 ppm
Faul 3675.86 Mz
FiPLO 7.818 ppn
FiLO 4691.58 Hz
FiPHL 6.294 ppn
FIMI 3777.20 2
F2PPMCM 0.08167 ppm/ca
FaHzCM 5501403 Hz/cn
FAPPMCH 0.10156 ppn/cn
FIHZCM 60.95183 H2/cm
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S16.ExpandedrOCSY (600 MHz) spectrunof h

Rl

0

=TS
9@

@

alicylindramideF (1) in DMSO-d¢
M 6/TOCSY

EXPNOD

Jul07-snu-kh)
4

PROCNO !

F2 - Acquisition Parameters
0

Date_
Time 22.52
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPAOG nlaveton
10 2048
SOLVENT DOMS0
NS 16
os 16
SKH 7788162 Hz
FIORES 3.802814 Hz
A0 0 1315958 sec
RG 203,2
on 84.200 usec
(3 6.00 usec
1€ 296.0 K
do 0.00000300 sec
03 1.00000000 sec
03 0.06000000 soc
o1 0 03000000 sec
012 0.00002000 sec
016 0.00020000 sec
DELTA 0.00119625 sec
DELTAL 0.00120800 sec
FACTORY 6
o 0.00012818 sec
"
MCREST 0 00000000 sec
MOWRK 0.00750000 sec
SCALEF 6
STICNT 64
........ CHANNEL f1 =wessses
Nt 1H
Py 10 60 usec
p2 21.20 usec
05 16 67 usec
PB 25.00 usec
07 50.00 usec
P17 1500.00 usec
PLL -5.00 0B
PLio 2 70 ad
SFO1 6001336008 MHz
...... GRADIENT CHANNEL ==we=w
GPNAMY SINE. 100
GPNAMZ SINE 100
x4 0.00 x
6Px2 0.00 %
oYy 0.00 X
6PY2 0.00 x
6PZY 30,00 x
oPz2 30 00 %
20 1000.00 usec

Fi - Acquisition paremeters
1

NOO
) 128
SFO1 600. 1336 MHz
FI0RES 60.95182¢4 Kz
SW 13.000 pom
FAMODE  Echo-Antiecho

F2 - Procassing parametars
s1
SF 600 1300063 MHz
WX 0SINE
558 2
18 0.00 Hz
] ]
fC 1.00

Fi - Processing paraneters
SI
ne2 echo-antiecho
sF 600. 1300063 MHz
wOW OSINE
s58 2
L8 0.00 Hz
8 0

20 NMA plot parameters

o2 00 cm
Cxy 15.00 cm
F2pPLO 5.349 ppn
FaL0 3210 36 Wz
FepHI 0553 ppn
Faul 335,44 Wz
FiPLO 5.278 ppn
FiL0 3167.79 Wz
F1PHI 0 454 ppn
FIHL 272.57 Mz
FEEPMCH 0.31937 ppn/cn
Fanzem 191.66179 H2/cn
F1PPMCM 0.32162 pp/cn
FIMZEM 19303411 Hz/cm
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S17.NOESY (600MHz) spectrunof halicylindramideF (1) in DMSO-d¢

6/NOESY
A J&/ Current Data Parameters
A NAME jul07-snu-kh)
EXPND 3
R R L PROCNO 1
= 0 F2 - Acquisition Parameters
C Date_ 20040707
- Time 20.26
8 INSTAUM spect
. 0 B ] r PROBHD 5 mm CPTXI 1H/
. s |0 o o r sgLPRDG noe:ggg
F SOLVENT OMS0
4 ) o NS 16
c 0s 4
L S E SHH 7788.162 Hz
] ' o FIDRES 3.802814 Hz
T , — 2 AQ 0.1315958 sec
$ - ARG 25.4
C OW 64.200 usec
= DE 6.00 usec
5 I % g F TE 298.0 K
b r do 0.00005059 sec
@By 90 gf - 01 1.00000000 sec
1 o ! F 08 1.00000000 sec
- —— |t o cmm-an o INO 0.00012818 sec
F MCREST 0.00000000 sec
' = MCWRK 0.50000000 sec
0 0 = STACNT 128
2 E. 4
(] 0 ' E =sm=ssaw CHANNEL ] ======c=
o bt = NUC1 H
%0 O C P1 10.60 usec
R L * o C PLY -5.00 08
) = SFO1 600. 1336008 MHz
(3] &
E F1 - Acquisition parameters
F NDO 1
E 10} 256
o SFO1 6001336 MHz
- FI0RES 30.475912 Hz
= 6 S 13.000 ppm
F FNMODE States-TPPI
- F2 - Processing parameters
r s 1024
F SF 500, 1300063 MHz
F WOW GSINE
F 558 2
° , 45 B ’ ' =
. ) b 0o . I - lr:: o,og Hz
] 0 0 t0 T oy ° ' F
o 4, i c PC 1.00
. @ o 0| o '
; ot L 09 o Ll k Bt " ra | t_ 8 Fi - Processing parameters
s 1024
) ]
Bt - ' da® 1 og | r Mc2 States-TPPI
== f . olet b w 2o 4 s E SF 500. 1300083 MHz
B 3 - WOW OSINE
.ﬂ F SSB 2
E4] I~ L8 0.00 Hz
J E 68 0
g ' E 2D NMR plot parameters
: - cx2 15.00 cm
C cx4 15.00 cm
—_10 F2PLO 10.834 ppm
E F2L0 6537.83 Hz
: . E F2PHI -0.195 ppm
¥ F F2HI -117.10 He
‘ﬁ ] ‘J () H - F1PLO 10.877 ppm
e N~ — . - | S P Cppm FIL0 6527.76 Hz
- = == FAPHT -0.269 ppm
FiHI -161.71 Hz
llllIllIllllII!lIII|lll|llllll|l‘(lll||I|lI|Il]|Ill\lll||$||lll|||V.l|||1llI|llIlllIIIIIl,rlllllll!lrlllvvllll’ﬁ F2PPNCM 0.73328 ppm/cm
F2HZCM k
ppm 10 B 6 4 p) 2HZC! 443.66156 Hz/cm

F1PPHCH 0.74311 pon/cm
24 FIHZH 445.95417 Ha/cn
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S17. NOESY (600 MHz) spectrum of halicylindramide F (1) in DMSO-d6


|

S18.ExpandedNOESY (600MHz) spectrunof halicylindramideF (1) in DMSO-d€

V

© @) o) [«ONO)
©)
0 ®) o
(D ED @] @ Q
o)
® © o
® o
© & on
2N 9
| MOIO, (’E@ COqs S62
O o) 0)
0
O )
| ()
0
(@)
© 0
® © © ®
5 O o ©
© o)
©D
T I T T T ] T T | T T T T T
ppm  B8.5 8.0 79

NAME Jul07-snu-knj
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20040707
Time 20.26
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG noesyph
0 2048
SOLVENT DMSO
NS 16
0s 4
SWH 7788B. 162 Hz
FIDRES 3.802814 Hz
AQ 0.1315958 sec
AG 25.4
W B64.200 usec
DE 6.00 usec
TE 298.0 K
d0 0.00005059 sec
01 1.00000000 sec
[o:] 1.00000000 sec
INO 0.00012818 sec
MCREST 0.00000000 sec
MCWRK 0.50000000 sec
STACNT 128

=zzsz=sz CHANNEL f{| ssswesss
NUC1 iH
) 10.60 usec
PLY -5.00 a8
SFO1 600.1336008 MHz

F1 - Acquisition parameters
NDO 1
T 256
SFO1 600.1336 MHz
FIDRES 30.475912 Hz
Sw 13.000 ppm
FnMODE States-TPP]

F2 - Processing parameters
SI 1024
SF 600. 1300063 MHz
WOW QSINE
SSB 2
LB 0.00 Hz
[} 0
PC 1.00

Fi - Processing parameters
SI . 1024
MC2 States-TPPI
SF 600 1300063 MHz
WOW OSINE
§s8 2
LB 0.00 Hz
GB 0

20 NMR plot parameters

Cx2 15.00 cm
cx4 15.00 cm
F2PLO B.664 ppm
F2L0 5199.24 Hz
F2PHI 6.648 ppm
F2HI 3989.94 Hz
F1PLO 5.164 ppm
FiLO 3099.22 Hz
FiPHI 0.289 ppm
FiHI 173.53 Hz
F2PPMCM 0.13434 ppm/cm
F2HZCM 80.61965 Hz/cm
F1PPMCM 0.32501 ppm/cm
F1HZCM 195.04584 Hz/cm

6/NOESY

Current Data Parameters
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S19.ExpandedNOESY (600MHz) spectrunof halicylindramideF (1) in DMSO-d¢

sl A

B/NOESY
Current Data Parameters

NAME Jul07-snu-kh)
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20040707
Time 20.26
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG noesyph
0 2048
SOLVENT OMS0
NS 16
0s 4
SWH 7788.162 Hz
FIDRES 3.802814 Hz
AQ 0.1315958 sec
RG 25.4
OW 64.200 usec
DE 6.00 usec
TE 298.0 K
a0 0.00005059 sec
01 1.00000000 sec
ol:] 1.00000000 sec
INO 0.00012818 sec
MCREST 0.00000000 sec
MCWARK 0.50000000 sec
STICNT 128

-------- CHANNEL 1 =mee=em=
NUC1 1H
P1 10.60 usec
PL1 -5.00 ¢B8
SFOY 600. 1336008 MHz

F1 - Acquisition parameters
NDO 1
10 256
SFO1 600.1336 MHz
FIDRES 30.475912 Hz
SW 13.000 ppm
FnMODE States-TPPT

F2 - Processing parameters

SI 1024
SF 600. 1300063 MHz
WOW GSINE
558 2
LB 0.00 Hz
68 0
PC 1.00

F1 - Processing parameters

SI
Mc2 States-TPPI
SF 600. 1300063 MHz
WOW QSINE
ss8 2
LB 0.00 Hz
GB 0

20 NMR plot parameters
Cx2 15.00 cm
cx1 15.00 cm
F2PLO 5.381 pom
FaLo 3229.38 Hz
F2PHI 0.324 ppm
F2HI 194.73 Hz
F1PLO 5.494 ppm
F1LO 3297.31 Hz
FIPHI 0.315 ppm
F1HI 188.77 Hz
F2PPMCM 0.33711 ppm/cm
F2HZCM 202.30968 Hz/cm
F1PPMCM 0.34532 ppm/cm
F1HZCM 207.23619 Hz/cm
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S20.ExpandedNOESY (600 MHz) spectrunof halicylindramideF (1) in DMSO-d€

|

=6. 5

ppm

6/NOESY
Current Oata Parameters
NAME jul07-snu-khj
EXPNO k|
PROCNO 1

F2 - Acquisition Parameters

Date_ 20040707
Time 20.26
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG noesyph
0 2048
SOLVENT OMS0
NS 16
0s 4
SWH 7788.162 Hz
FIDRES 3.802814 Hz
AG 0.1315958 sec
RG 25.4
oW 64.200 usec
0E 6.00 usec
TE 298.0 K
a0 0.00005058 sec
01 1.00000000 sec
os 1 00000000 sec
INO 0.00042818 sec
MCREST 0.00000000 sec
MCWRK 0.50000000 sec
ST1CNT 128

==ass=es CHANNEL f{ ====== =
NUC1 1H
P1 10.60 usec
PLY -5.00 d8
SFO1 600.1336008 MHz

F1 - Acquisition parameters
NDO 1
0 256
SFO1 600.1336 MHz
FIDRES 30.475912 Hz
SW 13.000 ppm
FNMODE States-TPPI

F2 ~ Processing parameters
SI 1024
SF 600. 1300063 MHz
WOW QSINE
§58 2
LB 0.00 Hz
[:} 0
PC 1.00

F1 - Processing parameters
S1 1024
Mc2 States-TPPI
SF 600. 1300063 MHz
WOW OSINE
558 [
K:) 0.00 Hz
GB 0

20 NMR plot parameters

cx2 15.00 cm
cxt 15.00 cm
F2PLO B.499 ppm
F2Lo 5100.36 Hz
F2PHI 6.534 ppm
F2HI 3921.49 Hz
F1PLO 8.567 ppm
FiLO 5141.10 Hz
F1PHI 6.396 ppm
FAHI 3838.26 Hz
F2PPMCM 0 13096 ppm/cm
F2HZCM 78.59148 Hz/cm
F1PPMCM 0.14473 ppm/cm
FiHZCM B6 B5635 Hz/cm
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S20. Expanded NOESY (600 MHz) spectrum of halicylindramide F (1) in DMSO-d6 


S21.HMBC (600MHz) spectrunmof halicylindramideF (1) in DMSO-d¢

1

Jui 18-anu-kny

EXPND 3
PROCAD 4
L - F2 « AcCuisition Paramsters
Dite_ 20540720
Tim 130
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—

—20

—30

—50

—60

70

ppm

6/HMBC

Current Data Parsssters

e Hial 19-30u-4n}
Exma e
FROCND 1
F2 - dcauisition Pacasetert
Date_ 20040720
Time 1.3

INSTALM spect
PAISO 5 mm DPTA] W
P nos  maecgelonagt

10 jees
soLvent 30
NS =
o5 4
e 788 162 He
FIORES 7605627 W
43 00630350 sec
L 20642 5
ox 84200 wsee
3 6.00 vee
1€ e
eNsT2 145, 0000360
8T 106000000
0 9.00000350 sec
ot 1 50000000 gac
(1] 900344828 sec
o6 0.02000008 sec
Dif 0.00020000 ec
o 0.00001440 see
MCREST 0.03900000
WCwR 1.50000000 e
seavness CHAMKEL 11 wessnsas
(- w
" 10,70 usse
02 20,40 user
ny -5.00 o
0 600, 1336008 Wiy
sammases CHANMEL 12 wossnann
nc2 [
2] 15 09 wene
L& -6.00 a8
02 150.9194083 st
smmans GRADIENT CHANNEL weses
GPNAmY SInE 100
AN 51N 100
Ghnand Sine 100
Gy [
a2 000K
] 0.00 %
@ 0.00 3
v 000
wva Q.00 %
W .00 4
ot 2000 1
(275 401
P16 1008 DO usec
Fi = A5a0vsition paromeiars
o 2
i 26
w0 150. 9194 Wt
FILRES 135,633662 ny
5w 230 011 yur
FHMCDE [
F2 - Processing parsneters
st 1024
L £00. 1300071 WAz
o I
558 v
w .00 W
] 0
#e 140
#1 = Processing parsesters
sl 102e
w2 3
s 150, 9020555 iz
[ H
558 0
w 0.00 we
[
0 WA pleL parameters
o 20,09 c»
o 15,00 <n
rae 4455 ppe
FaD BNV wm
Faemt 0 437 pen
Fanl 28239 W
F1RL0 73 054 ppn
FiLo 11025,17 ke
P 13,744 gin
Fin 2073 95 W
F2PPHDM 020087 gpaice
Fawlen 420 54818 n2/em
FApEaM 3, 55478 ppasen
Fanzen 596 7BI2T He/en


sw
입력 텍스트
S26. Expanded HMBC (600 MHz) spectrum of halicylindramide F (1) in DMSO-d6 

sw
입력 텍스트
33
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S28. HR-ESI-Tof-MS spectrum of halicylindramide G (2)
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S29.1H NMR (600MHz) spectrunof halicylindramideG (2) in DMSO-d¢
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Current Data Parameters
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EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050704
Time 16.06
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG 2930
0 65536
SOLVENT DMSO
NS 8
DS 0
SWH B8741.259
FIDRES 0.133381
AQ 3.748B7664
RG 202
DW 57.200
DE 6.00
TE 298.0
D1 1.00000000
MCREST 0.00000000
MCWRK 0.01500000
======== CHANNEL f1 ====
NUC1 1H
P1 10.30
PL1 -5.00
SFO1 600 . 1336696

usec
aB
MHz

F2 - Processing parameters

SI 32768
5F 600.1300074
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
cy 160.00
F1P 11.000
F1 6601.43
FapP -0.300
Fa -180.04
PPMCM 0.56500
HZCM 339.07346

MHz

Hz

cm

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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S30.13CNMR (150MHz) spectrunof halicylindramideG (2) in DMSO-d¢
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Current Data Parameters
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NDOONOYNMUOONOOYNTYT - O« MO N O O0OMWLNWLWVLUDONUNT OVDWOIWONDI O = O EXPNO 1
MN~NOMIEBD OMOEOMNM o= W Mo o IR S MO MSTAUNT OO MIDS 9N @ X ;M Mo o
E NN O T OoOMWBO WM —=SINEMNS~S R ~M~NNOOD O S DO U NN AT MO NDID OO I O —-S )S PROCNO b
S mA 0o NIITNSCON — O DD DD MU AUDAUOSOWLSODNAOWDOWN O S O O~
S Bedo- RS Bg of SO0 L -h - RopRge B ko gL COR O SSy  (E Gey G (GRSl Gl Sl Sl SO i iy F2 - Acquisition Parameters
. ‘ I ) ‘ : * | Date 20050706
r == \\|p# NN\ NN /="
\i% T / ‘ ‘ \\\liﬁ \\\\\\\\\ [ (rFfE;EEE;;; INSTRUM spect
PROBHD 5 mm Dual 13
PULPROG zgdc
1D 65536
SOLVENT DMSO
NS 15360
DS ) - i
SWH 21097.047 Hz
FIDRES 0.321915 Hz
AQ 1.5532532 sec
RG 81382
DW 23.700 usec
DE 6.00 usec
ME 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
============ CHANNEL f1 =============
NUC1 13C
P1 10.60 usec
PL1 0.00 dB
SFO1 75 4760204 MHz
Esgzsezaasas CHANNEL fR ssss=ssssss=ss
CPOPRG2 waltz16
Nuc2 1H
PCPD2 100.00 usec
pL2 -5.00 dB
PL12 15.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
ST 32768
SF 75.4677839 MHz
WOW EM
SSB 0
LB 1.00 Hz
GB 0
pC 1.40
10 NMR plot parameters

CXx 20.00 cm
F1P 200.000 ppm
e 15093.56 Hz
FeP 10.000 ppm
: : : > : : - = - " . - . . . . = . . , " F2 -754.68 Hz
ppm 175 150 125 100 75 50 25 0 o 155808 w2
HZCM 792 41168 Hz/cm
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S30. 13C NMR (150 MHz) spectrum of halicylindramide G (2) in DMSO-d6 
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S31.HSQC(600MHz) spectrunof halicylindramideG (2) in DMSO-d¢

TR .

8

38

4

2

0

| ppm

5/hsqcetgp

Current Data Parameters

NAME
EXPNO
PROCNO

F2
Date_
Time
INSTRUM
PROBHD
PULPROG

SOLVENT
NS
0s

SHH

016
DELTA
DELTAY
N0
MCREST
MCHRK
STICNT

LY
SFO1

CPOPRG2

GPNAMY
GPNAM2
GPX1
6PX2
GPY1
GPY2
28]
6PZ2
P16

NCO

10
SFO1
FIDRES

S
FRMCOE

F2
st
SF
WO
888
[:}
(-]
PC

F1
5

MC2

SF

WOW

558

L8

8

cx2

43}
F2PLO
FaLO
F2pHL
F2H1
FiPLO
FILC
FAPHI
FiHI
F2PPUCH
F2HZCM
FIPPHCH
FHZCH

ul0d-snu-ch)
7
1

- Acquisition Parameters
20050705
16.44
spect
5 mm CPTXI {H/
hsacetgp
1024
DMSO

]

32
6613.757 Hz
6.458747 Hz
0.0775400 sec

26008
75,600 usec
6.00 usec

298.0 K

145.0000000
0.00000300 sec
1.50000000 sec
0.00172414 sec
0.03000000 sec
0.00000400 sec
0.00020000 sec
0.00122680 sec
0.00073614 sec
0.00004380 Sec
0.00000000 sec
0.30000001 sec

128

wamas CHANNEL {1 wesmunss

H
10 40 usec
20 80 usec

600, 1330008 MHz

wauus CHANNEL {2 swssssns
garp
13C
15.00 usec
30 00 usec
70 00 usec
-6.00 d8
7.40 d8
150, 9194083 MHz

smms GRADIENT CHANNEL ssuse

SINE 100

SINE 100
0.00%
0.00 x
000%
0.00 %
£0.00 %
20 10 %

1000 00 usec

- Acquisition parameters

256
150.9194 Mz
141530792 Hz
240,074 pom
Echo-Antecho

- Processing parameters
1024
600 1300074 MHz
OSINE

000 Hz
0
1 40

- Processing parameters
2.
echo-antiecho
150 9026739 MHz
OSINE
2

0.00 Hz
0

20 NMR plot parameters
15 00 cm
15.00 cn
8,690 ppm

5215.06 Hz
-0 167 ppm
-100.49 Hz
178,739 ppm
26972 29 Hz
-5.322 ppm
~803.13 Hz
0.53049 ppm/cm
354.36990 Hz/cm
12.27077 ppm/cn
1851 69470 Hz/cm
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S31. HSQC (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6 
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S32.COSY (600MHz) spectrunof halicylindramideG (2) in DMSO-d¢
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5/C0SY

Current Data Parameters

NAME jul04-snu-ch)
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050705
Time 12.57
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG cosygpaf

0 2048
SOLVENT OMS0

NS 16

0s B
SHH 6613.757 Hz
FIDRES 3,229373 Hz
AQ 0.1549544 sec
RG 35.9

oW 75.600 usec
DE 6.00 usec
TE 298.0 K
do 000000300 sec
01 1.48689198 sec
d13 0.00000400 sec
016 0.00020000 sec
INO 0.00015149 sec
MCREST 000000000 sec

1

MCWRK 48689198 sec

wemusmne CHANNEL f{ seseenas

NUCH

PO 10.40 usec
P1 10 40 usec
PLY -5,00 dB
SFO1 600. 1330006 MHz

== GRADIENT CHANNEL

GPNAM1 SINE 100
GPNAM2 SINE 100
GPX4 000 %
GPX2 000 %
GPY1 0.00 %
GRY2 000 %
GPZ1 10.00 %
GPZ2 10.00 %
P16 1000.00 usec
F1 - Acguisation parameters

NDO 1

0 256
SFO1 B00 133 MHz
FIDRES 25785955 Hz
SW 11.000 ppm
FnMODE OF

F2 - Processing parameters

SI 1024
sk 600. 1300074 MHz
WOW SINE
Ss8 0
LB 0.00 Hz
GB 0
PC 1.00

F{ - Processing parameters

S1 1024
Mc2 oF
SF 600, 1300074 MHz
WOW SINE
Ss8 0
L8 0.00 Hz
GB 0

20 NMA plot parameters
cx2 15.00 cm
Cxt 15.00 cm
F2PLO 10 488 ppm
Fa2Lo 6300.13 Hz
F2PHI -0.523 ppm
F2HT ~313.63 Hz
F1PLO 10487 ppm
FiLO 6293.85 Hz
FPHI -0.512 ppm
F1HI ~307.35 Hz
F2PPMCM 0.73470 ppm/cm
F2HZCM 440 91711 Hz/cm
F1PPMCM 0.73331 ppm/cm
F1HZCM 44008035 Hz/cm
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S32. COSY (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6 


S33.ExpandedCOSY (600MHz) spectrunmof halicylindramideG (2) in DMSO-d¢

e
ppm

©

a)|(®

9

i
8.4

Al
-

8.2

8.0

7.8

40

7.6

7.4

—3.8

—4.0

—4.2

—4.4

—4.6

—4.8

—5.0

ppm

5/C0SY

Current Data Parameters

NAME Jul04-snu~-ch)
EXPNO )
PROCND 1
F2 - Acquisition Parameters

Date_ 20050705

Time 12.57
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG cosygpaf

0 2048
SOLVENT OMS0

NS 16

0s 8

SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1549544 sec
RG 35.9

DWW 75,600 usec
DE 6.00 usec
TE 298.0 K
do 0.00000300 sec
D1 1.4B6B9198 sec
d13 0.00000400 sec
D16 0.00020000 sec
INO 0.00015149 sec
MCREST 000000000 sec
MCWRK 1.48689198 sec

mmmmmaen CHANNEL f1 m=mummse

NUC1 iH

PO 10.40 usec
P1 10.40 usec
PLY -5.00 dB
SFO1 600. 1330006 MHz

====== GRADIENT CHANNEL =====

GPNAM1 SINE. 100
GPNAM2 SINE. 100
GPX1 0.00 %
GPX2 0.00 %
GRY1 0.00 %
GPY2 0.00 %
GPZ1 10.00 %
GPz2 10.00 X
P16 1000.00 usec

F1 - Acquisition parameters
1

NOO
0 256
5F01 600 133 MHz
FIDRES 25.785955 Hz
SW 11.000 ppm
FNMODE oF
F2 - Processing parameters
S1
SF 600.1300074 MHz
WO SINE
SSB 0
LB 0.00 Hz
68 0
FC 1.00
Fi - Processing parameters

SI 1024
Mc2 GF
SF 600.1300074 MHz
HOH SINE
558 0
LB 0.00 Hz
GB 0

20 NMA plot parameters
cx2 15.00 cm
Cx{ 15.00 em
F2PLO 8.625 ppm
FaLo 5176.31 Hz
F2PHI 7.345 ppm
FeHI 4407.72 Hz
F1PLO 5.127 ppm
FiL0 3077.05 Hz
FAPHT 3.709 ppm
FIHI 2226.12 Hz
F2PPMCM 0.08538 ppm/cm
F2HZCM 51.23940 Hz/cm
F1PPMCM 0.09453 ppm/cm
F1HZCM 56.72910 Hz/cm
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S33. Expanded COSY (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6 
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S34.ExpandedCOSY (600MHz) spectrunmof halicylindramideG (2) in DMSO-d¢

5/C0SY
Current Data Parameters
NAME ul04-snu-ch)

EXPNO 5
PROCNO 1
f
¢ = F2 - Acquisition Parameters
Date_ 20050705
B Time 12,57
L INSTRUM spect
0 PROBHD 5 mm CPTXI 1H/
I PULPROG cosygpaf
N - 0] 2048
@ ) ] SOLVENT oMSO
< > [ NS 16
: L 1 0s 5
i SHH 6613.757 Hz
@ DQ go B FIDRES 3.229373 Hz
8 = AG 0.1549544 sec
AG 35.9
B W 75.600 usec
- 0E 6.00 usec
@ TE 298.0 K
© [ 40 000000300 sec
[ D1 1.48689198 sec
@ @ 2 L 613 0.00000400 sec
D16 000020000 sec
= ND 0.00015143 sec
| MCREST 0.00000000 sec
N 5 MCWRK 1.48689198 sec
Il mememume CHANNEL i ===
NUCH 1H
r PO 1040 usec
L P1 10.40 usec
PLY -5.00 d8
r SFO1 6§00. 1330006 MHz
=anzes GRADIENT CHANNEL =e==s=
r GPNAM1 SINE 100
L GPNAMZ SINE. 100
GPX1 000 %
r oPx2 000 %
L GPY1 0.00%
GPY2 0.00 %
—3 6PZ1 10 00 %
L 6Pz2 10.00 %
P16 100000 usec
L F1 - Acquisition parameters
===l NDO 1
— r ™ 256
— - SFO1 600 133 MHz
) FIDRES 25 785955 Hz
L= SH 11.000 ppm
i + FAMODE oF
& [ F2 - Processing parameters
+ st 1024
4 SF 600 1300074 MHz
WDW SINE
- 558 0
s L L8 000 Hz
68 0
- PC 1.00
- F1 - Processing parameters
- st 1024
L wce oF
SF 600.1300074 MHz
B WO SINE
L 558 0
L8 000 Hz
r 8 0
5 2D NMA plot parameters
r cx2 1500 cm
- CXx1 15.00 cm
F2PLO 5.375 ppm
® r FaLo 3225 77 Hz
L F2PHI 0 242 ppm
F2HI 144.94 Hz
r ppm F1PLO 5.557 ppm
FILO 3334.91 Hz
FPHL 0.293 ppm
i S s ]‘ T L7 T T T T T T [ T T T T T T T T ‘ T T T T T T T T T | T T T T T T T T T | T T T T T T E;:;MCH 01:2;_3 :ém/cm
ppm 5 4 3 2 1 FaHZCH 205 38814 Hz/cn
41 F1PPMCM 0.35090 ppm/cm

FiHZCM 210.58530 Hz/cm
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S34. Expanded COSY (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6


S35.TOCSY (600MHz) spectrunof halicylindramideG (2) in DMSO-de

5/TOCSY
Current Data Parameters
NAME oct25-snu-chj
EXPNO 23
PROCNO 1
] [ o F2 - Acquisition Parameters
5 Date_ 20051028
[ Time 13.26
- INSTRUM spect
C PROBHD S mm CPTXI 1H/
. - PULPROG mlevph
' D b 0 u ™ 2048
| C SOLVENT DMSO
e 0 | E NS 16
" 0s 16
' [ (X] o SHH 6613.757 Hz
) FIDRES 3.229373 Hz
: [} E A0 0.1543544 sec
= RG 90.5
i 1 £ 2 on 75.600 usec
U ' - DE 6.00 usec
\ - 00 C TE 298.0 K
| - 40 0.00006506 sec
© 01 2.00000000 sec
0 ﬂ Il C 09 0.06000000 sec
! - d12 0.00002000 sec
0 ﬂ @ 9 0 5 FACTOR1 6
+ INO 0.00015149 sec
' C ) 0 o 11 £
E MCREST 0.00000000 sec
= MCWRK 1.00000000 sec
0 @ C SCALEF 6
| ‘ = STICNT 64
2
0 v = 4 emmemns CHANNEL f{ ==sms=s==
' r NUCH 1H
| @ ] w P1 10.50 usec
! | 0 C p5 16.67 usec
s 0 - P6 25.00 usec
| H B p7 50.00 usec
G 0 b . 0 o P17 1500.00 usec
o PLY -5.00 dB
‘ C PL10 2.54 68
| I | C SFO1 600. 1330006 MHz
C F1 - Acquisition parameters
- NDO 1
e 6 ™ 128
0) | - SFO1 600133 MHz
C FIDRES 51.571911 Hz
, E SK 11.000 ppm
r FnMODE States-TPPI
- F2 - Processing parameters
r sI 1024
o SF 600. 1300052 MHz
‘ = WO GSINE
I SSB 2
i i () 0 ] - Lo 0.00 Hz
o 68 0
0 e@ ’ . E [ 1.00
. ﬂ In E 8
LT | v 5 F1 - Processing parameters
0 ' ! l ! n E st 1024
O i EG C Mc2 States-TPPI
0 ; ﬁ - SF 600.1300052 MHz
- WOW GSINE
I 558 2
- L8 0.00 Hz
F 68 0
C 20 NMA plot parameters
L cx2 15.00 cm
o cx1 15.00 cm
E F2pPLo 10.502 ppm
| - FaL0 6302.35 Hz
T = 10 F2PHI -0.218 ppm
0 | E F2HI -130.56 Hz
| C F1PLO 10.480 ppm
—t - PpMm FILO 6269.63 Hz
FPHI -0.229 ppn
FiHI -137.52 Hz
L L L L R N R R R R RN R F2PPMCM 0.71461 ppn/cn
F2HZCM 428.86081 Hz/cm
ppm 8 6 4 2 F1PPMCM 0.71397 ppm/cm
F1HZCM 428.47662 Hz/cm
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S35. TOCSY (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6 
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S36.ExpandedrOCSY (600MHz) spectrunof halicylindramideG (2) in DMSO-d¢

sl
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>
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| ppm

NAME oct25-snu-chj
EXPNO 23
PROCNO 1

F2 - Acquisition Parameters
Date_ 20051028
Time 13.26
INSTRUM spect
PROBHD S mm CPTXI 1H/
PULPROG mlevph
T 2048
SOLVENT DMSO
NS 16
0s 16
SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1549544 sec
RG 90.5
DW 75.600 usec
DE 6.00 usec
TE 298.0 K
do 0.00006506 sec
D4 2.00000000 sec
09 0.06000000 sec
d12 0.00002000 sec
FACTOR1 6
INO 0.00015149 sec
1
MCREST 0.00000000 sec
MCHWRK 1.00000000 sec
SCALEF 6
STACNT 64

sesessse CHANNEL f] =wsess=ee
NUC{ 1H
P1 10.50 usec
p5 16.67 usec
P6 25.00 usec
p7 50.00 usec
P17 1500.00 usec
PL1 -5.00 dB
PL10 2.54 dB
SFO1 600. 1330006 MHz

F1 - Acquisition parameters
NDO 1
T 128
SFO1 600.1433 MHz
FIDRES 51.571911 Hz
SW 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 1024
SF 600. 1300052 MHz
WOW QSINE
SSB 2
L8 0.00 Hz
6B 0
PC 1.00

F1 - Processing parameters
SI
Mc2 States-TPPI
SF 600. 1300052 MHz
WOW OSINE
558 2
LB 0.00 Hz
GB 0

20 NMA plot parameters

cx2 0 cm
cx1 15.00 cm
F2PLO 5.519 ppm
Fa2Lo 3311.95 Hz
F2PHI 0.525 ppm
F2HI 315.08 Hz
F1PLO 5.496 ppm
FiLO 3298.45 Hz
FAPHI 0.340 ppm
F1HI 204.14 Hz
F2PPMCM 0.33291 ppm/cm
F2HZCM 199.79056 Hz/cm
FAPPMCM 0.34374 ppm/cm
F1HZCM 206.28764 Hz/cm

5/T0CSY

Current Data Parameters
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S36. Expanded TOCSY (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6 
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S37.ExpandedlrOCSY (600 MHz) spectrunof halicylindramideG (2) in DMSO-d€
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5/T0CSY
Current Data Parameters

NAME oct25-snu-chj
EXPNO 23
PROCNO 1

F2 - Acquisition Parameters
Date_ 20051028
Time 13.26
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG mlevph
i 2048
SOLVENT DMSO
NS 16
0s 16
SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1549544 sec
RG 90.5
OW 75.600 usec
DE 6.00 usec
TE 298.0 K
do 0.00006506 sec
D1 2.00000000 sec
03 0.06000000 sec
d12 0.00002000 sec
FACTORY 6
INO 0.00015143 sec
1 36
MCREST 0.00000000 sec
MCWRK 1.00000000 sec
SCALEF B
STACNT 64
NUC{
P1
p5
P6
p7
P17 1500.00 usec
PL1 -5.00 dB
PL10 2.54 dB
SFO1 600. 1330006 MHz

F1 - Acguisition parameters
NDO 1
0 128
SFO1 600.133 MHz
FIDRES 51.671911 Hz
SH 11.000 ppm
FnMODE States-TPPI

F2 - Processing parametors
SI 1024
SF 600.1300052 MHz
WOW QSINE
SS8 2
LB 0.00 Hz
GB 0
PC 1.00

F1 - Processing parameters
SI 1024
Mc2 States-TPPI
SF 600.1300052 MHz
WOW GSINE
SSB 2
LB 0.00 Hz
GB 0

20 NMAR plot parameters

cx2 15.00 cm
Cx1 15.00 cm
F2pPLO 10.383 ppm
FaLo 6231.30 Hz
F2PHI 5.863 ppm
F2HI 3518.63 Hz
F1PLO 5.228 ppm
FiLO 3137.29 Hz
FAPHI 0.437 ppm
FAHI 262.16 Hz
F2PPMCM 0.30134 ppm/cm
F2HZCM 180.84491 Hz/cm
F1PPMCM 0.31939 ppn/cm
F1HZCM 191.67560 Hz/cm
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S37. Expanded TOCSY (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6 
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S38.ExpandedlrOCSY (600 MHz) spectrunof halicylindramideG (2) in DMSO-d¢
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' 5/T0CSY

Current Data Parameters

NAME oct25-snu-chj
EXPNO 23
PROCNO 1

F2 = Acquisition Parameters
Date_ 20051028
Time 13.26
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG mlevph
il 2048
SOLVENT [
NS 16
0s 16
SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1549544 sec
RG 90.5
oW 75.600 usec
DE 6.00 usec
TE 298.0 K
d0 0.00006506 sec
01 2.00000000 sec
bl:] 0.06000000 sec
d12 0.00002000 sec
FACTOR1 6
INO 0.00015149 sec
"
MCREST 0.00000000 sec
MCWRK 1.00000000 sec
SCALEF 3
STACNT 64

esnsssas CHANNEL f{ sss=ss=s
NUCH 1H
P 10.50 usec
p5 16.67 usec
P6 25.00 usec
p7 50.00 usec
P17 1500.00 usec
PL1 -5.00 dB
PL10 2.54 d8
SFO1 600. 1330006 MHz

F1 - Acquisition parameters
NDO 1
T0 128
SFO1 600.133 MHz
FIDRES 51.571911 Hz
SW 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI
SF 600. 1300052 MHz
WOW OSINE
SSB 2
) 0.00 Hz
68 0
PC 1.00

F1 - Processing parameters
SI 1024
Mc2 States-TPPI
SF 600. 1300052 MHz
WOW GSINE
SS8 e
LB 0.00 Hz
6B 0

20 NMR plot parameters

cx2 cm
Cx1 15.00 cm
F2pPLO 7.693 ppm
Fa2Lo 4616.62 Hz
F2PHI 6.390 ppm
F2HI 3835.11 Hz
F1PLO 7.806 ppm
FiLO 4684.45 Hz
FAPHI 6.205 ppm
F4HI 3723.92 Hz
F2PPMCM 0.08682 ppn/cm
F2HZCM 52.10056 Hz/cm
F1PPMCM 0.10670 ppm/cm
F1HZCM 64.03512 Hz/cm
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S38. Expanded TOCSY (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6


S39.NOESY (600MHz) spectrunof halicylindramideG (2) in DMSO-d¢
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5/NOESY
Current Data Parameters
NAME jul04-snu-chj
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20050705
Time 12.04
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG noesyph
™ 4096
SOLVENT OMSO
NS 8
0s 8
SWH 6613.757 Hz
FIDRES 1.614687 Hz
AQ 0.3097832 sec
RG 28.5
OW 75.600 usec
DE 6.00 usec
TE 298.0 K
do 0.00006250 sec
01 1.00000000 sec
ol:] 089999998 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
MCWRK 0.50000000 sec
STICNT 128
=msmsems CHANNEL 1 ========
NUC1 1H
P 10.40 usec
PL1 -5.00 o8
SFO01 600.1330006 MHz
F1 - Acquisition parameters
NDO 1
m 177
SFO1 600,133 MHz
FIDRES 37 294941 Hz
SW 11.000 ppm
FnMODE States-TPPI
F2 Processing parameters
§1 1024
SF 600. 1300074 MHz
WOwW GSINE
558 2
LB 0.00 Hz
GB 0
PC 1.00
F1 - Processing parameters
SI 1024
Mce2 States-TPPI
SF 600. 1300074 MHz
WOW GSINE
SSB 2
LB 0.00 Hz
GB 0
20 NMR plot parameters
Cx2 15.00 cm
Cx1 15.00 cm
F2pPLO 9.368 ppm
FaLo 5621.96 Hz
F2PHI -0.092 ppm
F2HI -55.28 Hz
F1PLO 8.887 ppm
FiLO 5333.33 Hz
F1PHI -0.233 ppm
F1HI -139.74 Hz
F2PPMCM 0.63067 ppm/cm
F2HZCM 37848251 Hz/cm
F1PPMCM 0 60793 ppm/cm

F1HZCM 364.87131 Hz/cm
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S39. NOESY (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6
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S40.ExpandedNOESY (600MHz) spectrunof halicylindramideG (2) in DMSO-d¢
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5/NOESY
Current Data Parameters
NAME jul04-snu-ch)
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050705
Time 12.04
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG noesyph

0 4096
SOLVENT OMSO

NS 8

0s 8
SHH 6613.757 Hz
FIDRES 1.614687 Hz
AQ 0.3097832 sec
RG 28.5

OW 75.600 usec
DE 6.00 usec
TE 298.0 K
do 0.00006250 sec
01 1,00000000 sec
ne 0.89999998 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
MCWRK 0.50000000 sec
STACNT 128

wsmsummn CHANNEL f] ========

NUC1 iH

P1 10.40 usec
PLY -5.00 08
SFO1 600. 1330006 MHz

F1 - Acquisition parameters

NOO 1

0 177
SFO1 600.133 MHz
FIDRES 37.294941 Hz
SW 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters

SI 1024
SF 600. 1300074 MHz
WOW QSINE
558 2
LB 0.00 Hz
G8 0
PC 1.00

F1 - Processing parameters

SI 1024
Mc2 States-TPPI
SF 600. 1300074 MHz
WOW QSINE
SS8 2
LB 0.00 Hz
GB 0

20 NMR plot parameters
Cx2 15.00 cm
CX1 15.00 cm
F2PLO 7.571 ppm
Fa2L0 4543.35 Hz
FePHI 6.559 ppm
F2HI 3936.23 Hz
F1PLO 7.512 ppm
FiLO 4508.17 Hz
FAPHI 6.577 ppm
F1HI 3947.33 Hz
F2PPMCM 0 06744 ppm/cm
F2HZCM 40.47481 Hz/cm
F1PPMCM 0.06230 ppm/cm
F1HZCM 37.38963 Hz/cm
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S41.ExpandedNOESY (600 MHz) spectrunof halicylindramideG (2) in DMSO-d¢
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5/NOESY
Current Data Parameters

NAME jul04-snu-ch)
EXPNO 4
PROCNO 1

F2 - Acauisition Parameters
Date_ 20050705
Time 12.04
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG noesyph
0 4036
SOLVENT OMSO
NS 8
bs 8
SHH 6613.757 Hz
FIDRES 1.614687 Hz
AQ 0.3097832 sec
RG 28.5
OW 75.600 usec
OE 6.00 usec
TE 298.0 K
do 0,00006250 sec
01 1.00000000 sec
o8 0.899993998 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
MCWRK 0.50000000 sec
STICNT 128

=xzmz=xmx CHANNEL (] =s=ss=a=
NUC1 1H
P1 10.40 usec
PL1 -5.00 dB
SFO1 600.1330006 MHz

F1 - Acquisition parameters

NDO i

0 177
SFO1 600.133 MHz
FIDRES 37.294941 Hz
SW 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters

SI 1024

SF 6001300074 MHz
WOW GSINE

Ss8 2

LB 0.00 Hz
[¢:] 0

PC 1.00

F1 - Processing parameters

SI 1024
Mc2 States-TPPI
SF 600, 1300074 MHz
WOW QSINE
SSB 2
LB 0.00 Hz
GB 0

20 NMR plot parameters

Cx2 15.00 cm

Cx14 15.00 cm
F2PLO 5.483 ppm
F2L0 3290.35 Hz
F2PHI 0.489 ppm
F2HI 293.49 Hz
F1PLD 5.353 ppm
FiLO 3212.43 Hz
F1PHI 0.444 ppm
FAHI 266.38 Hz
F2PPMCM 033291 ppm/cm
F2HZCM 189.79056 Hz/cm
F1PPMCM 0.32727 ppm/cm
F1HZCM 196.40302 Hz/cm
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S42.ExpandedNOESY (600MHz) spectrunof halicylindramideG (2) in DMSO-d¢
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7.0

—4.0

—5.0

| ppm

NAME
EXPNO
PROCNO

5/NOESY

Current Data Parameters
jul04-snu-chj

4
1

F2 - Acauisition Parameters

Date_
Time
INSTRUM
PROBHD

PULPROG

0
SOLVENT
NS

0s

SWH
FIDRES
AQ

RG

OwW

OE

TE

do

D1

08

INO
MCREST
MCWRK
ST1CNT

NUC1
P1
PL1
SFO1

20050705
12.04
spect

5 mm CPTXI 1H/

noesyph
4096
OMSO
8
8
6613.757 Hz
1.614687 Hz
0.3097832 sec
28 5
75.8600 usec
6.00 usec
298.0 K
0.00006250 sec
1.00000000 sec
0.89999998 sec
000015149 sec
0.00000000 sec
0.50000000 sec
128

CHANNEL f1 ==
iH
10.40 usec
-5.00 dB
600. 1330006 MHz

F1 - Acquisition parameters

NDO

10
SFO1
FIDRES
SW
FnMODE

1
177
600.133 MHz
37.294841 Hz
11.000 ppm
States-TPPI

F2 - Processing parameters

F1

SI
MC2
SF
WOW
558
L8
GB

cx2

Cx1
F2PLO
Fa2Lo
F2PHI
FeHI
F1PLO
FiLO
F1PHI
FiHI
F2PPMCM
F2HZCM
F1PPMCM
F1HZCM

1024
600.1300074 MHz
GSINE
2
0.00 Hz
0
1.00

- Processing parameters

1024
States-TPPI
600.1300074 MHz

GSINE
2
0.00 Hz
0

20 NMR plot parameters

15.00 cm
15.00 cm
B8.550 ppm
5131.10 Hz
6.817 ppm
4091.24 Hz
5.235 ppm
3141.52 Hz
3.516 ppm
2110.08 Hz
0.11551 ppm/cm
69 32387 Hz/cm
0 11458 ppm/cm
68 76255 Hz/cm
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S43.ExpandedNOESY (600MHz) spectrunof halicylindramideG (2) in DMSO-d¢

5/NOESY
_____/\,_ Current Data Parameters

NAME jul04-snu-chj
EXPNO 4
— PROCNO 1

F2 - Acquisition Parameters

Date_ 20050705

Time 12.04

L INSTRUM spect

PROBHD & mm CPTXI 1H/

PULPROG noesyph

B 0 4096

2 o @ SOLVENT OMS0
b N

— I o ’

SHH 6613.757 Hz
—1.0 FIDRES 1.614687 Hz
AQ 0.3097832 sec
L RG 28.5

= U Y
—
____’_'j 7 oW 75.600 usec
— C @’ DE 6.00 usec
=/ r TE 298.0 K
40 00006250 sec
L D4 ,00000000 sec
08 89999998 sec
N0 00015143 sec
r MCREST 00000000 sec
MCWRK .50000000 sec
Lo ol 1.5 STACNT 128
=emass=a CHANNEL f1 ==sm=s==
r NUCH 1H
O @ P1 10.40 usec
Q L PL1 -5.00 dB
SFO1 600 1330006 MHz

B F1 - Acquisition parameters
\ @ NDO 1

cooo=o

- 0 177
SFO1 600 133 MHz

FIDRES 37.294941 Hz
= — —2.0 SH 11.000 ppm
@ FAMODE States-TPPI

e
=

F2 - Processing parameters

SI 1024
r SF 600.1300074 MHz
WOW GSINE
O . :
LB 0.00 Hz
GB 0
[ RC: 1.00
ﬁa i 5 F1 - Processing parameters
SI 1024
mc2 States-TPPI
[ SF 600. 1300074 MHz
@ Wow GSINE
L 558 2
LB 0.00 Hz
GB 0
20 NMR plot parameters
- cx2 15 00 cm
CX1 15.00 cm
F2PLO 8.636 ppm
=3.0 FeLo 5182.77 He
F2PHI 6.527 ppm
L F2HI 3916.85 Hz
F1PLO 3.205 ppm
me FiLO 1923.13 Hz
2 F1PHI 0.498 ppm
F1HI 298.62 Hz
S e N e F2PPMCM 0.14063 ppm/cm
B T ! v [ ! ' ' | ! ' ! ' I ! ' ' ! F2HZCH 84.39429 Hz/cn
ppm 8.0 7.8 7.0 FAPPMCH 0 18046 ppn/cm
F1HZCM 108.30102 Hz/cm
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LI L L

NAME
EXPNO
PROCNO

F2
Date_
Time
INSTRUM
PROBHO
PULPROG
10

SOLVENT

INO
MCREST
MCWRK

5/HMBC

Current Data Parameters
Ju104-gnu=ch)
]

1

= Acquisition Parameters
20050705
14.51
spect
5 mm CPTXI 1H/
hmocgplpndat
1024
oMs0
16

4
6613.757 Hz
6.458747 Hz
0.0775400 sec

26008
75.600 usec
6.00 usec
298.0 K
145.,0000000
10.0000000
0.00000300 sec
1.50000000 sec

0.00344828 sec

0.05000000 sec

0.00020000 sec

0.00001380 sec

0.00000000 sec

1.50000000 sec

wunsunun CHANNEL 11 swemmass

NUCT
P1
p2
PLY
SFO1

1H
10 40 usec
20 BO usec
-5.00 dB
600.1330006 MHz

wnsunnnn CHANNEL (2 memmsmss

Nuc2
Pa
PL2
SFo2

13C
15.00 usec
-6.00 0B
150.9194083 MHz

we= GRADIENT CHANNEL wwe=s

1000 00 us

Atuisition parameters

SFO1
FIDRES
]
FrMooE
F2 - Processing parametars
5 1024
SF 600, 1300074 Mz
WOW SINE
558 0
L8 000 Hz
] 0
pe 1.40
F{ - Processing parameters

51 1024
He2 oF
SF 150,9028739 MHz
HOW SINE
558 0
L8 0.00 Hz
8 0

20 NMA plot parameters
oxa 15.00 cm
Xy 15.00 cn
F2PLO 9.142 ppm
F2Lo 5486 33 Hz
FapHl -0.092 ppm
F2HI -55.28 Hz
FIPLO 184.132 ppm
FILO 27786.09 Hz
FIPHI -3.915 ppm
FiNl -590 B3 Hz
F2PPMCH 0 61560 ppm/cm
F2HZCH 369 44031 Hz/cm
F{PPMCH 12 53651 ppm/cm
FIHZCM 1891 73504 Hz2/cm
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S45.ExpandedHMBC (600 MHZz) spectrunof halicylindramideG (2) in DMSO-d¢

7.4

52

e

7.0

6.8

—30

=35

—40

—45

ppm

5/HMBC

Current Data Parameters

NAME
EXPNO
PROCNO

Jul0d-snu~ch)
6

1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHO
PULPROG

™
SOLVENT
NS

20050705
14,51
spect

5 mm CPTXI 1H/
hmbcgp Ipndat
1024
DMsO
16
4
6613.757 Hz
6.458747 Hz
0.0775400 sec
26008
75.600 usec
6.00 usec
298.0 X
145.0000000
10.0000000
0.00000300 sec
1,50000000 sec
0.00344828 sec
0.05000000 sec
0.00020000 sec
0 00001380 sec
0.00000000 sec
1.50000000 sec

wunn CHANNEL 11 wems

NUCH
Pt 10.40 usec
2 20 80 usec
PLL -5 00 dB
SFO1 600, 1330006 MHz
semmneve CHANNEL 2 wwmwamus
Nuc2 13C
] 15 00 usec
L2 -6 00 uB
SF02 1509154083 MHz
wemnss GRADIENT CHANNEL ==wex
GPNAMY SINE. 100
GPNAM2 SINE 100
GPNAM3 SINE 100
GPXY 000 %
GPx2 0.00 X
6PX3 0.00 %
6PY1 0.00 %
GPY2 000%
6PY3 0.00 %
P21 50.00 X
P2 30.00 %
P23 40 10 %
P16 1000.00 usec
F1 - Acquisition parameters
NDO 2
™ 256
SFO1 1505194 Mz
FIORES 141530792 Hz
S 240074 ppm
FnMODE o
F2 - Processing parameters
51
SF 600. 1300074 MH2
WO
558 0
LB 000 Hz
8 0
PC 140
F1 - Processing parameters
51 1024
MC2 GF
SF 150,90268739 MHz
WO
558 0
LB 0.00 Hz
o8 0
20 NMR plot parameters
ox2 1500 cm
23] 15.00 cn
F2rLD 8.023 ppm
FaLo 4814,62 Wz
F2PHI 6.570 pom
FeHl 394269 Hz
F1PLO 48.607 ppm
FiLO 7334 .83 W2
FIPHI 25.863 pon
FiH 3902 77 W2
F2PPMCM 0.09686 ppn/cm
F2HZCM 5812872 Hz/cm
FIPPMCM 1.51626 ppn/cm
FIHZCH 228 B0B14 Hz/cm
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S46.ExpandedHMBC (600MHz) spectrunof halicylindramideG (2) in DMSO-d¢

5/HMBC

Current Data Parameters

NAME Jul04-snu-chy
EXPNO
PROCNO 1
F2 - Acquisition Parameters
i Date_ 50705
Time 14,51
INSTRUM spect
PAOBHO & mm CPTXI 1H/
PULPROG hmbcgplpndaf
| 0 1024
| @ SOLVENT DMSO
= 1 1 0 NS 16
05 4
S 6613757 Hz
FIDRES 6.458747 Hz
0 0.0775400 sec
G 26008
oW 75.600 usec
0E 6.00 usec
3 298.0 K
CNsT2 145.0000000
CNST13 10.0000000
@0 0.00000300 sec
—115 04 1.50000000 sec
@2 0.00344828 sec
6 0.05000000 sec
016 0,00020000 sec
| N0 0,00001380 sec
MCREST 000000000 sec
MCHRK 1.50000000 sec
wwemuwwnn CHANNEL [1 wmwsmnan
NUCt 1H
Py 10.40 usec
) p2 20.80 usec
: — —p———— —_— —120 LY -5.00 dB
SFO1 600 1330006 MHz
swxmmnms CHANNEL 12 ==
:O ) Nuc2 130
] 15.00 usec
P2 -6.00 08
SFO2 150,9194083 MHz
anwans GRADIENT CHANNEL =wene
GPNAMS SINE 100
GPNAMZ SINE 100
= 1 o 4125 GPNAMI SINE 100
GPx1 000 %
GPx2 0.00 %
GPX3 0.00 X
GPY1 0.00 %
oYz 000 %
GPY3 0.00 %
— P21 50,00 %
—_ oPz2 30 00 %
—— 623 a0 10 %
—————————— P 000 00
== . 16 1 usec
3 ——e ——\ R -1 T [ F1 = Acquisition parameters
? C 5 — N0 2
— © © = A
_g_ @ 5708 50,9194 Wz
_—— FIORES 141 530792 Hz
£ 240 074 pon
FAMO0E oF
F2 - Processing parameters
g st 1024
SF €00 1300074 Mz
oW SINE
= —————— e —135 558 0
8 000 Hz
= t 0
pC 140
——é‘ Fi - Processing parameters
_ 51 1024
‘F‘ uea o
SF 150,9028739 MHz
WoW SINE
558 0
8 000 Hz
s - 1 — —140 P 0
20 NMR plot parameters
@) o2 1500 cn
cxy 15.00 cn
} F2PLO 7.700 ppm
FaLo 4620 85 Hz
ppm F2PHI 6 591 ppm
—— F2HI 3955 60 Hz
FIPLO 143,568 ppm
FILO 21664.88 H2
FIPHI 106,522 ppm
T L [ I ' | : [ T FiHI 16074 42 Hz
F2PPMCH 0.07330 ppm/cm
ppm 7.6 7.4 7.2 7.0 6.8 FaHzCM 44.35007 Hz/cm
FAPPMCM 245979 ppn/cn
53 FiH2CH 372.69775 Hz/cn
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NAME
EXPNO
PROCNO

F2
Date_
Time
INSTRUM
PROBHO
PULPROG
0
SOLVENT
NS

0s

S
FIDRES

NUCH
P1
p2
PLY
SFOL

S47.ExpandedHMBC (600 MHz) spectrunmof halicylindramideG (2) in DMSO-d¢

5/HMBC

Current Data Parameters
)ul04-snu~ch)
6
1

- Acauisition Parameters
20050705
14,51
spect
5 mm CPTXI 1H/
hmocgplpnaa!
1024

DMS0
16
4
6613.757 Hz
6.458747 Hz
0.0775400 sec
26008
75.600 usec
6.00 usec
298.0 K
1450000000
10.0000000
0.00000300 sec
1.50000000 sec
0 00344828 sec
0.05000000 sec
0.00020000 sec
0.00001380 sec
0.00000000 sec
1.50000000 sec

CHANNEL 1 =
H

10.40 usec

20.80 usec
-5.00 dB

600. 1330006 MHz

wnasnunn CHANNEL 12 wemmmmss

Nuc2
P3
P2
SFO2

13C
15.00 usec
-6 00 0B
1509194083 MHz

munves GRADIENT CHANNEL =mnsn

GPNAMY
GPNAMZ
GPNAM3
GPX1
GPX2
6PX3

F1 -

SINE 100
SINE 100
SINE 100
0.00
000
0.00
0.00
0.00
0.00
50 00
3000
40 10
1000.00 usec

e 3¢ 3¢ 2 3¢ 3¢ e 2 3

Acquisition parameters

256
150 9194 MHz
141.530792 Hz
240 074 ppm
oF

F2 - Processing parameters

024
600.1300074 MHz
SINE

(]
000 Hz
0

1.40

F1 - Processing parameters

cx2

x4
F2PLO
FaLo
F2PHI
FoHI
FIPLO
FILO
FAPHI
FIHI
F2PPMCM
Fauacm
FAPPMCH
FAHZCM

OF
150,9026739 MHz
SINE
0
0.00 Hz
0

20 NMA plot parameters
00 cm
15,00 cm
3.126 ppm
1875.89 Hz
0 457 ppm
274.92 Wz
74.633 ppm
11262.37 W2
11.560 ppm
1744 42 H2
0.17794 ppm/cm
106,78461 Hz/cm
4.20483 ppm/cm
63452973 Hz/cm
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S48.ExpandedHMBC (600 MHz) spectrunof halicylindramideG (2) in DMSO-d¢

5/HMBC
Current Data Parameters
NAME )ul0d-snu=chy
&

EXPNO
PROCND 1
= F2 - Acquisition Parameters
Date_ 20050705
- Time 14.51
INSTRUM spect
PROBHO 5 mm CPTXI 1H/
PULPROG  hmbcgplpndal
i 1024
——————————— SOLVENT OMS0
= NS 16
= (3 05 4
?—g 130 Swi 8613.757 Kz
FIDRES 6.458747 Hz
E— A0 0.0775400 sec
— T @) G 26008
oW 75.600 usec
0E 6.00 usec
TE 298.0 K
CNST2 145.0000000
CNST13 10.0000000
[ d0 0.00000300 sec
- 01 1.50000000 sec
@2 0.00344828 sec
@ @6 0.05000000 sec
016 0.00020000 sec
N0 000001380 sec
MCREST 0.00000000 sec
MCHRK 1.50000000 sec

—140

wenwunan CHANNEL 1 swesmsus

NUCY
P 10.40 usec
92 20.80 usec
PLI -5.00 d8
SFOI 600.1330006 WHz
- ssuvwnsn CHANNEL (2 wemwasen
NG 13C
3 15.00 usec
P2 -6.00 0B
SF02 150.9194083 MHz
wowsnn GRADIENT CHANNEL swess
GPNAMY SINE 100
l B L — 150 GPNAMR SINE. 100
GPNAM3 SINE 100
GPX1 000%
6Px2 000%
Px3 0.00 %
g 6PYL 0.00 %
oPY2 0.00 %
PY3 0.00 %
3 P21 50.00 %
[ 6Pz2 30.00 %
23 40 10 %
: P15 1000 00 usec
F1 = Acauisition parameters
NOO 2
) 256
SFOI 150.9194 Mz
! — - 160 FIORES 141.530782 Hz
St SW 240 074 ppm
FnMOOE OF
F2 - Processing parameters
s1
SF 600, 1300074 Wz
oW SINE
- S5 0
) 0.00 Hz
68 0
e 1.40
Fi - Processing parameters
[ sl
— @ (@O}) @ oy 150.9026739 WHz
e = —170 WO SINE
558 0
1) 0.00 Hz
@ 8 0
@ 20 NMR plot parameters
i i cx2 15 00 cm
. oxt 15.00 cm
~ FePLO 3.158 ppm
F2L0 1895.26 Hz
ppm FaPHI 0.607 ppm
FaHI 364 54
FIPLO 177.098 ppm
FILO 26724 61 Wz
== S = T F1PH] 123.404 ppm
T [ 7 v i 5 | I I ! i ! FiHI 18621.97 Hz
F2PPUCM 0.17004 ppn/ca
ppm 5 1.8 1.0 F2HICH 10204819 Hz/cm
FAPPMCM 3.57963 ppm/cm
FiHzCH 540 17596 Hz/cm
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S49.ExpandedHMBC (600 MHz) spectrunmof halicylindramideG ( )\in DMSO-d¢

5/HMBC

Current Data Parameters

NAME Jul04-snu=-ch)
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20050705
Time 14.51
INSTRUM spect
PROBHO 5 mm CPTXI 1H/
PULPROG  hmbcgplpndgt
0 1024
SOLVENT oMSO
NS 16
0s ‘4
St 6613.757 H2
FIDRES 6.458747 Hz
AD 0.0775400 sec
L 26008
o 75.600 usec
DE 6.00 usec
1€ 298.0 K
CNST2 145,0000000
CNST13 10.0000000
a0 0.00000300 sec
01 1.50000000 sec
a2 0.00344828 sec
a6 0.05000000 sec
D16 0.00020000 sec
N0 0.00001380 sec
MCREST 0 00000000 sec
NCHRK 150000000 sec
amasunnn CHANNEL (1 smswemen
NUCH 1H
Py 10 40 usec
p2 20,80 usec
PLY =5.00 d8
SFO1 600. 1330006 MHz
ansnmane CHANNEL {2 =
nuc2 13C
P3 15.00 usec
L2 -6.00 B
sF02 150 9134083 Mz

mwwens GRADIENT CHANNEL wwwmw

GPNAMY SINE 100
GPNAM2 SINE 100
GPNAMI SINE 100
X1 000 %
Px2 000 %
6Px3 0.00 %
GRYY 000 %
oPY2 000 %
6PY3 000 %
P21 50 00 %
w22 3000 %
P23 40 10 X
P16 1000 00 usec
ll |
| Fi - Acquisition parameters
———— e — T — _ = —170 NDO
\/ o 256
| 01 1509194 Mz
FIORES 141530792 Hz
S 240,074 ppm
FrMODE o
| F2 - Processing parameters
51 1024
- SF 600. 1300074 MHz
| WOA SINE
S5 0
L8 000
8 0
P 140
Fi - Processing parameters
s1 1024
ne2 F
SF 1509026739 Mz
HON SINE
558 0
8 0.00 H2
68 [}
20 NMR plot parameters
ox2 15.00 cn
X 15.00 cm
F2PLO 4.923 ppm
FaLo 2954.50 Hz
p D m F2PHI 3330 ppm
FaHI 1998 60 Hz
FIPLO 172,643 ppm
FILO 26052 34 Hz
- —_— - ~ FIPHI 165140 ppm
T T L T i L g L | J 2 ) 2 I ! FIHI 24320.09 Mz
m 4 5 4 0 3 5 F2PPMCH 0.10619 ppn/cn
pp ¢ s . FaHzn 63.72631 Hz/cm
FAPPMCM 0.50021 ppm/cm
FAHZEM 75 48306 Hz/cm
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S50.ExpandedHMBC (600 MHZz) spectrunof halicylindramideG (2) in DMSO-d¢

—160
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7.8

S7

7.6

7.2

ppm

NAME
EXPNO
PROCND

5/HMBC

Current Data Parameters
)u104-gnu-chj
]
1

F2 - Acquisition Parameters

Date_
Timg
INSTRUM
PROBHD
PULPROG

N
MCREST
NCHRK
NUCY
P

p2

PLY
SFO1

20050705
14.51
spect

5 mm CPTXI 1H/
hmbcgp lendaf
1024
DMsO
16
4
6613.757 Wz
6.458747 Hz
0.0775400 sec
26008
75.600 usec
6.00 usec
298.0 K
1450000000
10.0000000
0.00000300 sec
1.50000000 sec
0.00344828 sec
0.05000000 sec
0.00020000 sec
0.00001380 sec
0.00000000 sec
1.50000000 sec

wnmnmuan CHANNEL (1 wmmmmuns
H

10.40 usec
20.80 usec

-5.00 d8
6001330006 MHz

wommmnun CHANNEL 2 mmssmess

NUC2
P3
PL2
SFo2

13C
15.00 usec
-6.00 g
1509194083 MHz

wemnan GRADIENT CHANNEL =we==

GPNAM1
GPNAM2
GPNAM3
GPX1
X2
6PX3
GPY1
GRY2
GPY3
GP21
oPz2
GPZ3
P16

F1
NODO
10
SFO1
FIDRES
Sw
FnMODE

SINE 100
SINE. 100
SINE 100

1000.00 usec
- Acquisition parameters

2
256
150 9194 MHz
141.530792 Hz
240074 ppm
OF

F2 - Processing parameters

1024
600.1300074 MHz
SINE

0
0.00 Hz
0

1 40

F1 - Processing parameters

Mo

WOW
558
L8

cx2

cxy
F2PLO
FaLo
FaPHI
F2HT
FiPLO
FILO
F1PHI
F1HI
F2PPMCM
FaHzCM
F1PPMCM
FAHZCM

o
150.9026739 MHz
SINE

0
0.00 Hz
0
20 NMA plot parsmeters

8.528 ppm
5118.18 Hz
7.108 ppm
4265.62 Hz
175,457 ppm
26476 93 Hz
156.699 ppm
23646.32 Hz
009471 ppm/cm
5683696 Hz/cm
1 25052 ppm/cm
18870766 Hz/cm
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sw
입력 텍스트
S50. Expanded HMBC (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6


S51.ExpandedHMBC (600 MHz) spectrunmof halicylindramideG (2) in DMSO-d¢t
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5/HMBC

Current Data Parameters

NAME Jul0d-snu-chy
EXPNO 6
PROCND 1

F2 - Acquisition Parameters
Date_ 20050705
Time 14.51
INSTRUM spect

PROBHD 5 mm CPTXI 1H/

PULPROG hmbcgplpndat
0

1024
SOLVENT OMS0
NS 16
0s 4
ShH 6613.757 Hz
FIDRES 6.458747 Hz
A0 0.0775400 sec
RG 26008
Di 75.600 usec
DE 6.00 usec
TE 298.0 K
CNST2 145,0000000
CNST13 10.0000000
@0 0.00000300 sec
01 1.50000000 sec
a2 000344828 sec
o6 0.05000000 sec
D16 0.00020000 sec
N0 0.00001380 sec
MCREST 0.00000000 sec
MCHRK 150000000 sec

massmuns CHANNEL {1 wwwmumes

NUCH 1H
P1 10 40 usec
p2 20.80 usec
PLY -5.00 68
SFO1 600.1330006 MHz

esamune CHANNEL 12 smmmmns
nuc2 13C
P3 15.00 usec
PL2 ~6.00 0B
sF02 150.9194083 MH2

wmmess GRADIENT CHANNEL =ewus
GPNAMY SINE 100
GPNAMZ SINE. 100
GPNAM3 SINE. 100
6PX1 000 %
GPx2 000 %
GPX3 0.00 x
GPYY 0,00 %
GPY2 0,00 %
GPY3 0.00 %
GP2Y 50.00 %
Pz 30 00 %
P23 40 10 %
P16 1000.00 usec

F1 - Acquisition parameters
NGO
0] 256
SFO1 150.9194 MHz
FIDRES 141.530792 Hz
S 240 074 ppm
FrMODE oF

F2 - Processing parameters
SI
sF 600, 1300074 MHz
WOW SINE
S5t 0
L8 0.00 Hz
] [
PC 1.40

F1 - Processing parameters
sI
MC2 OF
SF 1505028739 MHz
WOW SINE
ss8 0
L8 0.00 Hz
68 0

20 NMR plot parameters

tx2 15.00 cm
Cxy 15.00 cm
F2PLO 4.493 ppm
FaLo 269615 Hz
F2PHI 2.276 ppm
FaH1 1365 65 Mz
FiPLO 57.282 ppm
FiL0 B644 05 Hz
FAPHI 24 650 ppm
FIH 3725.85 H2
F2PPUCH 0.14780 ppm/cm
F2HZCH 88.70012 Hz/cm
F1PPMCM 2.17279 ppm/cm
F1HICM 327 87970 Hz/tm
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S51. Expanded HMBC (600 MHz) spectrum of halicylindramide G (2) in DMSO-d6 


S52. HR-ESI-Tof-MS spectrum of halicylindramide H (3)

Hali H(+)-6 157 (1.965) Cm (155 158) 1: TOF MS ES+
100+ 1837 6981 942ed
56,3442
919.9573 1838 6975
15,8570 16366965
i 452 2238 47 o7 920.3611 18396829
5282921 ' 9g5.4275 12025109 18216750 P TI
310.2168.363.1780 ' 13865357 14756173 = e 7s79
o "|""|I"'I'|"'I'L'|l"|'"|'|""'l|' "I""I"'L"I""I""il""I""I""I""I'"'I""
Hall Hi-}-1 157 (1 965) Cm (155 156) 1° TOF M& ES-
917 4427 1.23e4
1004
917.9404
16,4421 1636.1372
P 918.4443 1834.1599| 1837 1367
915 9354 1838.1427
909.4346|.-519.4403 18201614 | 1839.1249
~
293.1250 351 ogg s71aa7y B028811 N[ "
L L B B B L L L o ey ey w1117
200 400 s00 800 1000 1200 1400 1600 1800
Hali -6 (0.025) 15 (1.00,1.00) CT9H1 1 2BrN200245 1: TOF M3 ES+
100 1537 7068 268812
18387093
18357063
= e 18397098
Calculated
18407113
Isotope 0 I . S N N
Hali H{+)-6 157 (1.969) G (155 158) 1: TOF M3 ES+
Model o 1837 6951 94288
1838.6975
; 1535 E9E5
AnalySIS 18357119
= 1839 6820
Result
S 18407108
| emave 193 51 Sl ‘ . . ‘ 18417579 154272761543 74E:fz
1831 1832 1693 1834 1935 1896 1937 18998 1839 1640 1841 1642 1643 1844
Single Mass Analysis A
Tolerance =5.0 PPM | DBE: min = -1.5, max = 50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
19 formulafe] evaluated with 2 results within limits (up to 50 best isotopic matches for each mass) L
;";3555‘7119 1835 7062 33,5 079 Hil2 Me0 024 5 Br IE’;:EE[%U ‘ i) ‘ 1:‘2 ‘ ZMU ‘ 24, ‘ L ‘ R1 II
1838, 7175 5.6 31 335 78 HILZ N22 Q23 5 Br 5548614.0 78 11z 22 23 1 1
MCP 2300, CP 2200
Hali Hi+)-6 157 (1.969) Cm (195:158) 1: TOF M3 ES+
100 18357118 51803
o]
o T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
1834.00 183420 1834.40 1834.60 1834.80 1835.00 1835.20 1835.40 183560 183580 1836.00 1836.20 1836.40 1836.60 1836.80 1837.00 1837.20 1837.40
For Help, press F1
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S53.1H NMR (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/1H
Current Data Parameters
NAME jul04-snu-chj
® Bl badolsmoSad Rl bl BI8dldlnoBTelalndmsd EXPNO 1
= [qY] AMNMODMO-CAUNOTINOONDNDMNMONOCN-TMOOULMMODMWOIMNUN-—TODWOITNUNOO PROCNO 1
a ™ TOODODOTITOAUAUNAUNUNAUNNSAAADDONT A TITMADDONDDANUNA DO DDOD@ODDODDODNNO
= o DONNNNNNNNNNNNNNOOOSTSTSOOONAAUAAUAUAUCT T T 0000000000 O
- | F2 - Acquisition Parameters
Date_ 20050704
Time 16.09
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG 2930
0 65536
SOLVENT DMSO
NS 8
DS 0
SWH 8741.259 Hz
FIDRES 0.133381 Hz
AQ 3.7487664 sec
RG 28.5
DW 57.200 usec
DE 6.00 usec
TE 298.0 K
D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 ===
NUC1 1H
P1 10.30 usec
PL1 -5.00 dB
SFO1 600.1336696 MHz
F2 - Processing parameters
SI 32768
SF 600.1300071 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
{J “u PC 1.00
1D NMR plot parameters
CcX 20.00 cm
CY 200.00 cm
F1P 11.000 ppm
- 383%3:?1,32 Fi 6601.43 Hz
& ! bt e e e B K A Fep ~0.300 ppm
bl (| |m|a|R| < |o|w|o ||~ F2 -180.04 Hz
= PPMCM 0.56500 ppm/cm
HZCM 339.07346 Hz/cm
IIIlll|lll[llllll‘flIlll|llll|‘|]11‘llllll]l!lll||l||IIIIT_TTIIIIIIIIIIIllll|llllll||lll‘l|||||1||IIIIII|IIIIIIIIllIl
ppm 10 8 6 4

60


sw
입력 텍스트
S53. 1H NMR (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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S54.13CNMR (150MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/C43

Current Data Parameters

NAME -snu-ch
N~ - OITNOITNOTNOWOD < AN NOOMNO - MINDWOWWO—O —OMmMT N~ A EXPNO JulgB-snl-e é
NOWLWWOWMMNONMTO— I W WO@OMm MM WO~ MNDMO OO O s~
S ’\‘?Oj_(\fo?'“_‘n,v,"?’\,“f*fo,@@“jm_m U~ = I U NUNDODWOUM-— DO TDOHMWUOOWNOM T Y PROCNO 1
s OT AU 00—~ AUDDNU— S @O DN 0N 0000 OITAUDN IO = O O @
il il el ool ol oo B ol < 01 A0 1B o0 1 0 00 I o RO TR WS S 5 S YT e mm nd e ol o my < F2 - Acquisition Parameters
k\\:::: f4;5ﬁﬁ//J | | ‘/// LU L\!;\\;\ L | J J ?;22:12”J Date_ 20050717
\\ : \ \ =SS Time 11.27
\ “1/ // \ /// \\M \&‘\/‘/////‘/‘,/ INSTRUM spect
i PROBHD 5 mm Dual 13
PULPROG zgdc
TO 65536
SOLVENT DMSO
NS 46080
0sS 0
SWH 21097.047 Hz
FIDRES 0.3213815 Hz
AQ 1.5532532 sec
RG 8192
DW 23.700 usec
DE 6.00 usec
i 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
=zmz=za=s=== CHANNEL f1 s==s==s=sss=:
NUC1 13C
P1 10.60 usec
PL1 0.00 dB
SFO1 75.4760204 MHz
============ CHANNEL f2 =============
CPDPRG2 waltz16
Nuc2 1H
pcPD2 100.00 usec
pL2 -5.00 dB
| pL12 15.00 dB
: ‘ SF02 300.1312005 MHz
{ F2 - Processing parameters
[ SI 32768
SF 75.4677190 MHz
[ WOW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
10 NMR plot parameters
CX 20.00 cm
FiP 200.000 ppm
F1 15093.54 Hz
Fap -10.000 ppm
: SN — R F2 754.68 Hz
ppm 175 150 125 100 75 50 25 0 ey T £, et
HZCM 792.41107 Hz/cm
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S54. 13C NMR (150 MHz) spectrum of halicylindramide H (3) in DMSO-d6


S55.HSQC(600MHz) spectrunof h

o
@
<o
=]
N [ =]
= o
0.6 o
[]
D 0o
L]
0
[
]

125

- ppm

LR T L B I O A L IR

5-1/hsqgcetgp

Current Data Paraseters

NAME Jul04-snu-chj
EXPNO 17
PROCNO 1

F2 = Acquisition Paraneters
Date_ 20050706
Tire 0.14
INSTRUM spect
PROBHO S ma CPTXI 1H/
PULPROG hsaqcetgp
™ 1024
SOLVENT DMSO
NS 16
0s 32
SwH 6613.757 Hz
FIDAES 6.458747 Hz
A0 0.0775400 sec
RG 20642.5
ow 75.6500 usec
0E 6.00 usec
1€ 298.0 K
CcxsT2 145.0000000
a0 0.00000300 sec
04 1.50000000 sec
a4 0.00172414 sec
a11 0.03000000 sec
a13 0.00000400 sec
016 0.00020000 sec
DELTA 0.00122700 sec
DELTAY 0.00071644 sec
N 0.00001380 sec
MCREST 0.00000000 sec
MCWAK 0.30000001 sec
STACNT 128

wememens CHANNEL f{ sesssce
NUCE 1H
Pl 10.50 usec
p2 21.00 usec
P28 0.10 usec
PLY -5.00 0B
SFO1 600. 1330006 MHz

wesmenes CHANNEL 12 messewes
CPOPRG2 gorp
nuc2 13C
L] 15.00 usec
p4 30.00 usec
PCPO2 70.00 usec
PL2 -6.00 B
PLI2 7.40 08
SF02 1509194083 WHz

mammms GRADIENT CHANNEL sewee
GPNAM SINE. 100
GPNAM2 SINE. 100
6PX4 0.00 %
6Px2 0.00 %
GPYL 0.00 %
GPY2 0.00 X
P24 80.00 %
P22 20.10 X
P16 1000.00 usec

F1 = Acquisition parameters
2

NOO
i\ 256
SFO1 1509194 Mz
FIDRES 141,530792 Wz
¥ 240.074 ppm
FNMODE Echo-Antiecho
F2 = Processing parameters
s1
SF 600. 1300071 MHz
wou QSINE
SS8 2
8 0.00 Hz
68 0
PC 1.40
Fi - Processing parameters

s1 1024
nea echo-antiecho
SF 150.9027205 MHz
WO QSINE
558 2
L8 0.00 Hz
68 0

20 N4A plot parameters
cx2 15.00 cm
cx1 15.00 cn
F2PLO 8.421 ppe
Fao 5053.86 Hz
FoPHI -0.178 ppm
Far1 ~106.68 Hz
FiPLO 182,101 ppm
FiL0 27479.50 Wz
FAPHI -2.195 ppm
FAHI -331.28 Wz
FaPPUCN 0.57327 ppm/ca
F2HZOM 344.03589 Hz/ce
FAPPMCN 12.28641 ppn/ca
FAHZOM 185405237 Hz/cm
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S55. HSQC (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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S56.COSY (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/C0SY
Current Data Parameters
NAME jul04-snu-chj
EXPNO 15
PROCNO 1
C F2 - Acquisition Parameters
Date_ 20050705
Time 20.27
INSTRUM spect
PROBHO S mm CPTXI 1H/
PULPROG cosygpaf
0 2048
SOLVENT DMSO
NS 16
0s :]
SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1549544 sec
RG 57
oW 75.600 usec
DE 6.00 usec
TE 298.0 K
d0 0.00000300 sec
2 D4 1.48689198 sec
di3 0.00000400 sec
D16 0.00020000 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
MCWRK 1.48689198 sec
= CHANNEL f{ ==
NUC1 1H
PO 10.50 usec
P1 10.50 usec
PLY -5.00 dB
SFO1 600.1330006 MHz

=a=se= GRADIENT CHANNEL =====

GPNAMY SINE. 100
GPNAMR SINE. 100

4 6PX1 0.00 %
GPx2 0.00 %
GPY1 0.00 %
6PY2 0.00 %
6P21 10.00 %
6Pz2 10.00 %
P16 1000.00 usec

F1 - Acquisition parameters

URBLELRLLEL A L LI L L L L L L L L L L

NOO 1
i 256
SFO01 600.133 MHz
FIDRES 25.785955 Hz
SW 11.000 ppm
FnMODE QF
F2 - Processing parameters
6 B
SF 600. 1300071 MHz
WOW SINE
SSB 0
LB 0.00 Hz
[¢:] 0
PC 1.00
F1 - Processing parameters
SI
MC2 QF
SF 600.1300071 MHz
WOW SINE
§sB 0
LB 0.00 Hz
[c:] 0
8 20 NMR plot parameters
cx2 15.00 cm
Cx1 15.00 cm
F2PLO 8.992 ppm
FaLo 5396.17 Hz
F2PHI -0.156 ppm
F2HI -93.76 Hz
ppm F1PLO 8.952 ppm
FiL0 5372.27 Hz
FAPHI ~0.297 ppm
FiHI -178.15 Hz
R R [ R R L L I I L R e IR R R R N IR R B L B FaPPNCH 0.60986 ppn/cn

2 F2HZCM 365.99567 Hz/cm
F1PPMCM 0.61658 ppm/cm

ppm 8 6 4
63 FAHZCM 370.02847 Hz/cm
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S56. COSY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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S57.ExpandedCOSY (600 MHz) spectrunof halicylindramideH (3) in DMSO-d¢

°
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7
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4.2

4.0

3.8

5-1/C08SY
Current Data Parameters

NAME jul04-snu-chj

EXPNO 15

PROCNO 1

F2 - Acquisition Parameters

Date_ 20050705

Time 20.27
INSTRUM spect

PROBHO S5 mm CPTXI 1H/
PULPROG cosygpqf

T0 2048
SOLVENT )

NS 16

0s :]

SWH 6613.757 Hz
FIDRES 3.229373 Hz

AQ 0.1549544 sec

RG 57

DW 75.600 usec
0E 6.00 usec
TE 298.0 K

do 0.00000300 sec

D1 1.48689198 sec
d13 0.00000400 sec
D16 0.00020000 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
MCWRK 1.48689198 sec

PO 10.50 usec
P1 10.50 usec
PLY -5.00 0B
SFO1 600.1330006 MHz
===as= GRADIENT CHANNEL =====

GPNAM{ SINE. 100
GPNAM2 SINE. 100
GPX1 0.00 X
GPXx2 0.00 X
GPY4 0.00 %
GPY2 0.00 X
GPZ1 10.00 %
6PZ2 10.00 X
P16 1000.00 usec

F1 - Acquisition parameters
1

NOO
0 256
SFO1 600.133 MHz
FIDRES 25.785955 Hz
SH 11.000 ppm
FnMODE QF
F2 - Processing parameters
SI 1024
SF 600.1300071 MHz
WOW SINE
SsB 0
L8 0.00 Hz
68 0
PC 1.00
F1 - Processing parameters

SI 1024
Mc2 aF
SF 600.1300074 MHz
WOW SINE
Ss8 0
L8 0.00 Hz
] 0

20 NMA plot parameters
cx2 15.00 cm
Cx1 15.00 cm
F2prLO 5.203 ppm
FaLo 3122.70 Hz
F2PHI 3.740 ppm
F2HI 2244.31 Hz
F1PLO B.544 ppm
FiL0 5127.31 Hz
FAPHI 7.319 ppm
FAHI 4392.41 Hz
F2PPMCM 0.09758 ppm/cm
F2HZCM 58.55930 Hz/cm
F1PPMCM 0.08164 ppm/cm
F1HZCN 48.99331 Hz/cm
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S57. Expanded COSY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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dCOSY (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

§-1/C0SY
Current Data Parameters
NAME jul04-snu-chj
EXPNO 15
PROCNO 3
F2 - Acquisition Parameters

Date_ 20050705
Time 20.27
INSTRUM spect
PROBHD S mm CPTXI 1H/
PULPROG cosygpqf
T 2048
SOLVENT DMSO
NS 16
0s :]
SWH 6613.757 Hz

_6 5 FIDRES 3.229373 Hz

* AQ 0.1548544 sec

RG 57
oW 75.600 usec
0E 6.00 usec

r TE 298.0 K
d0 0.00000300 sec
D1 1.48689198 sec
di3 0.00000400 sec

L 016 0.00020000 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
MCWRK 1.4B689198 sec

- msssesas CHANNEL f{ =secssss
NUC1 1H
PO 10.50 usec
P1 10.50 usec
BLY -5.00 d8

B SFO1 600.1330006 MHz

=====a GRADIENT CHANNEL s==s=

GPNAM{ SINE. 100
._7 , 0 GPNAM2 SINE. 100
GPX1 0.00 %
GPX2 0.00 x
GPY1 0.00 %
GPY2 0.00 %
- GPZ4 10.00 X
GPZ2 10.00 X
P16 1000.00 usec
- F1 - Acquisition parameters
NDO 1
o 256
SFO1 600.133 MHz
FIDRES 25.785955 Hz
r SW 11.000 ppm
FnMODE QF
F2 - Processing parameters
SI
SF 600.1300071 MHz
WOW SINE
SsB 0
L8 0.00 Hz
=7.5 o8 0
PC 1.00
Fi - Processing parameters
SI 1024
r Mc2 GF
SF 600. 1300071 MHz
WOW SINE
SsB 0

r L8 0.00 Hz
@ . :

20 NMR plot parameters

cx2 15.00 cm

r (%31 15.00 cm

F2PLO 7.883 ppn

e FaLo 4730.92 Hz

F2PHI 6.323 ppn

L FoHI 3794.41 Hz

ppm F1PLO 7.931 ppm

FiL0 4759.86 Hz

FAPHI 6.223 ppn

FAHI 3734.87 Hz
T ki y I T T T T I T T T i I I F2PPNCH 0.10404 ppn/cn
F2HZCH 62.43456 Hz/cn
ppm 7.5 7.0 6.5 FAPPMCM 0.11386 ppm/cm
FAHZCH 68.33279 Hz/cn
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S58. Expanded COSY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6


S59.ExpandedCOSY (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/C0SY
Current Data Parameters
NAME jul04-snu-chj
EXPNO 15
PROCNO 1
B F2 - Acquisition Parameters
Date_ 20050705
Time 20.27
__0 5 INSTRUM spect
= PROBHD 5 mm CPTXI 1H/
PULPROG cosygpqf
0 2048
b= SOLVENT DMSO
NS 16
DS 8
SWH 6613.757 Hz
- FIDRES 3.229373 Hz
AQ 0.1548544 sec
RG 57
OW 75.800 usec
- DE 6.00 usec
TE 298.0 K
do 0.00000300 sec
01 1.48689198 sec
I d13 0.00000400 sec
D16 0.00020000 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
—1.0 MCWAK 1.48689198 sec
-------- CHANNEL f{ =emsss==
NUCH iH
s PO 10.50 usec
P1 10.50 usec
PLY -5.00 g8
SFO1 600.1330006 MHz
------ GRADIENT CHANNEL =====
GPNAML SINE. 100
GPNAM2 SINE. 100
i 6PX4 0.00 X
GPX2 0.00 X
GPYY 0.00 X
. 6PY2 0.00 %
GPZ4 10.00 X
GPZ2 10.00 %
P16 1000.00 usec
1 N 5 F1 - Acquisition parameters
NOO 1
Al 256
b SFO1 600.133 MHz
FIDRES 25.785955 Hz
SW 11.000 ppm
FnMODE QF
-
F2 - Processing parameters
SI 1024
SF 500.1300071 MHz
- WOW SINE
SSB 0
LB 0.00 Hz
[c:] 0
r PC 1.00
Fi - Processing parameters
SI 1024
2.0 w2 oF
SF 600.1300071 MHz
WOW SINE
Ss8 0
& LB 0.00 Hz
68 0
20 NMR plot parameters
B cx2 15.00 cm
(%3} 15.00 cm
F2PLO 2.330 ppm
L FaLo 1396.21 Hz
F2PHI 0.473 ppm
F2HI 287.31 Hz
ppm F1PLO 2.378 ppn
FiL0 1427.02 Hz
F1PHI 0.380 ppm
T T T T T T T T T T T T T T T T T T T :;xm“ ozf;;‘: He
7 ppm/cm
ppm 2.0 1.9 1.0 F2HZCN 74.06030 Hz/cn

F1PPMCM 0.13320 ppm/cm
66 F1HZCM 79.93646 Hz/cm
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S59. Expanded COSY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6


MUk A

S60.ExpandedCOSY (600MHz)

ectrumof halicylindramideH (3) in DMSO-d¢

0 i
= : : 1.0
(0o D)
) - 3}@@
oy i
0 @ 1.5
ﬁ
¥, —2.0
2 2.5
i A j
I f I
.@ F 3 . : 3.0
UW | "
LR @;P@S . ' I
(@) : L
p-
@ﬁ : L ppm
: l AL | T T o
ppm 5.0 4.5 4.0 3.5 3.0 2.5

NAME jul04-snu-chj
EXPNO 15
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050705
Time 20.27
INSTRUM spect
PROBHD S mm CPTXI 1H/
PULPROG cosygpqf
T0 2048
SOLVENT OMSO
NS 16
0s 8
SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1548544 sec
RG 57
oW 75.600 usec
DE 6.00 usec
TE 298.0 K
a0 0.00000300 sec
D1 1.4B689198 sec
di3 0.00000400 sec
Di6 0.00020000 sec
INO 0.00015143 sec
MCREST 0.00000000 sec
MCWRK 1.486B9198 sec

mmsmms=== CHANNEL f{ ====s===
NuC1 1H
PO 10.50 usec
P1 10.50 usec
PLY -5.00 dB
SFO1 600.1330006 MHz

== GRADIENT CHANNEL =

GPNAM1 SINE. 100
GPNAM2 SINE. 100
GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZ1 10.00 %
GPZ2 10.00 %
P16 1000.00 usec

F1 - Acquisition parameters
NOO 1
0 256
SFO1 600.133 MHz
FIDRES 25.785955 Hz
SW 11.000 ppm
FnMODE QF

F2 - Processing parameters
SI
SF 600.1300071 MHz
WOW SINE
SSB 0
L8 0.00 Hz
[:] 0
PC 1.00

Fi - Processing parameters
SI
MC2 QF
SF 600.1300071 MHz
WOW SINE
SSB 0
LB 0.00 Hz
] 0

20 NMR plot parameters

cx2 15.00 cm
Cx4 15.00 cm
F2PLO 5.311 ppm
FaLo 3187.28 Hz
F2PHI 2.287 ppm
F2HI 1372.38 Hz
F1PLO 3.624 ppm
FiL0 2174.82 Hz
FAPHI 0.520 ppm
F1HI 311.78 Hz
F2PPMCM 0.20161 ppm/cm
F2HZCN 120.99386 Hz/cm
FAPPMCM 0.20696 ppm/cm
FiHZCM 124.20236 Hz/cm

5-1/COSY

Current Data Parameters
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S60. Expanded COSY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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S61.TOCSY spectrunof halicylindramideH (3) in DMSO-d¢

b
B

e

900

@ )] N n o

-
o

T T [T T T T T T T T T T T T [ T T T P T P [T T T A T T T A A [T A T T v T A r v r v [ ors

LR R R R R R RN R R

ppm

8

6

68

4

R AR R RE R R

2

0

ppm

5-1/T0OCSY

Current Data Parameters
NAME oct25-snu-chj

EXPNO 13
PROCNO 1

F2 - Acquisition Parameters
Date_ 20051028
Time 11.51
INSTRUM spect
PROBHD S mm CPTXI 1H/
PULPROG mlevph
T 2048
SOLVENT DMSO
NS 16
DS 16
SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1549544 sec
RG 80.6
DW 75.600 usec
DE 6.00 usec
TE 298.0 K
do 0.00006506 sec
01 2.00000000 sec
03 0.06000000 sec
di2 0.00002000 sec
FACTORY 6
INO 0.00015149 sec
"
MCREST 0.00000000 sec
MCWRK 1.00000000 sec
SCALEF 3
STICNT 64

memmmsns CHANNEL f{ =esm=s===
NUCY iH
P 10.50 usec
PS5 16.67 usec
P6 25.00 usec
p7 50.00 usec
P17 1500.00 usec
PLY -5.00 dB
PL1O 2.54 dB
SFO1 600. 1330006 MHz

F1 - Acquisition parameters
NDO 1
T0 128
SFO1 600.133 MHz
FIDRES 51.571911 Hz
SH 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 1024
SF 600. 1300162 MHz
WOW OSINE
SS8 2
LB 0.00 Hz
[¢:] 0
PC 1.00

F1 - Processing parameters
SI 1024
Mc2 States-TPPI
SF 600.1300162 MHz
WOW OSINE
SSB e
LB 0.00 Hz
6B 0

20 NMR plot parameters

cx2 15.00 cm
Cx1 15.00 cm
F2PLO 10.483 ppm
FaLo 6291.33 Hz
F2PHI -0.268 ppm
F2H1 -160.96 Hz
FiPLO 10.462 ppm
FiLo 6278.61 Hz
F1PHI -0.355 ppm
FAHI -213.01 Hz
F2PPMCM 0.71677 ppn/cm
F2HZCM 430.15253 Hz/cm
FAPPMCM 0.72113 ppm/cm
F1HZCM 432.77426 Hz/cm


sw
입력 텍스트

sw
입력 텍스트
S61. TOCSY spectrum of halicylindramide H (3) in DMSO-d6

sw
입력 텍스트
68


Ik

S62.ExpandedrOCSY (600 MHz) spectrunof halicylindramideH (3) in DMSO-d¢
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NAME oct25-snu-chj
EXPNO 13
PROCNO 1

F2 - Acquisition Parameters
Date_ 20051028
Time 11.51
INSTRUM spect.
PROBHD S mm CPTXI 1H/
PULPROG mlevph
T 2048
SOLVENT DMSO
NS 16
Ds 16
SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1549544 sec
RG 80.6
[l 75.600 usec
DE 6.00 usec
TE 298.0 K
do 0.00006506 sec
D1 2.00000000 sec
k] 0.06000000 sec
d12 0.00002000 sec
FACTORY 6
INO 0.00015149 sec
11
MCREST 0.00000000 sec
MCWRK 1.00000000 sec
SCALEF 6
STACNT 64
NUCH
P1 10.50 usec
p5 16.67 usec
P& 25.00 usec
p7 50.00 usec
P17 1500.00 usec
PLY =5.00 dB
PL10 2.54 dB
SFO{ 600.1330006 MHz

Fi - Acquisition parameters
NDO 1
il 128
SFO1 600.133 MHz
FIDRES 51.571911 Hz
SW 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI
SF 600. 1300162 MHz
WOW QGSINE
SSB 2
L8 0.00 Hz
6B 0
PC 1.00

F1 - Processing parameters
SI 1024
MC2 States-TPPI
SF 600.1300162 MHz
WOW QSINE
SsB 2
L8 0.00 Hz
6B 0

20 NMAR plot parameters

cx2 0 cm
Cx1 15.00 cm
F2PLO 5.533 ppm
Fa2Lo 3320.31 Hz
F2PHI 0.431 ppm
F2HI 258.86 Hz
F1PLO 5.714 ppm
FiLo 3429.26 Hz
FAPHI 0.311 ppm
FiHI 186.68 Hz
F2PPMCM 0.34009 ppm/cm
F2HZCM 204.09639 Hz/cm
F1PPMCM 0.36021 ppm/cm
F1HZCM 216.17226 Hz/cm

5-1/T0CSY

Current Data Parameters
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S62. Expanded TOCSY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6 


S63.ExpandedlrOCSY (600 MHz) spectrunof halicylindramideH (3) in DMSO-d¢
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5-1/T0CSY
Current Data Parameters

NAME oct25-snu-chj
EXPNO 13
PROCNO 1

F2 - Acquisition Parameters
Date_ 20051028
Time 11.51
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG mlevph
0 2048
SOLVENT OMsO
NS 16
DS 16
SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1549544 sec
RG B0.6
OW 75.600 usec
DE 6.00 usec
TE 298.0 K
do 0.00006506 sec
01 2.00000000 sec
03 0.06000000 sec
di2 0.00002000 sec
FACTORY 6
INO 0.00015149 sec
1
MCREST 0.00000000 sec
MCWRK 1.00000000 sec
SCALEF 13
STACNT 64

=emmeman CHANNEL fi memsm=s=
NUC1 1H
P1 10.50 usec
p5 16.67 usec
PE 25.00 usec
p7 50.00 usec
P17 1500.00 usec
PL1 -5.00 dB
PL1O 2.54 dB
SFO1 600. 1330006 MHz

F1 - Acguisition parameters
NOO 1
0 128
SF01 600.133 MHz
FIDRES 51.571911 Hz
SH 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI
SF 600. 1300162 MHz
WOW QSINE
SSB 2
L8 0.00 Hz
GB 0
PC 1.00

F1 - Processing parameters
SI
Mc2 States-TPPI
SF 600. 1300162 MHz
WO GSINE
SSB 2
LB 0.00 Hz
GB 0

20 NMR plot parameters

cx2 15.00 cm
cx4 15.00 cm
F2PLO 7.696 ppm
FeLo 4618.52 Hz
F2PHI 6.394 ppn
F2HI 3837.01 Hz
F1PLO 7.691 ppm
FiLo 4615.41 Hz
F1PHI 6.262 ppm
F1HI 3758.03 Hz
F2PPMCM 0.08682 ppm/cm
F2HZCM 52.10056 Hz/cm
F1PPMCM 0.09524 ppm/cm
F1HZCM 57.15887 Hz/cm
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S63. Expanded TOCSY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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S64.ExpandedlOCSY (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢
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5-1/70CSY

Current Data Parameters

NAME oct25-snu-chj
EXPNO 13
PROCNO 4

F2 - Acquisition Parameters
Date_ 20051028
Time 11.51
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG mlevph
i 2048
SOLVENT DMSO
NS 16
DS 16
SWH 6613.757 Hz
FIDRES 3.229373 Hz
AQ 0.1549544 sec
RG 80.6
W 75.600 usec
DE 6.00 usec
TE 298.0 K
do 0.00006506 sec
D4 2.00000000 sec
09 0.06000000 sec
di2 0.00002000 sec
FACTOR1 6
INO 0.00015143 sec
1
MCREST 0.00000000 sec
MCWRK 1.00000000 sec
SCALEF 3
STICNT 64

amemssns CHANNEL f{ mes==s==
NUCH 1H
P1 10.50 usec
p5 16.67 usec
P6 25.00 usec
p7 50.00 usec
P17 1500.00 usec
PL1 -5.00 dB
PL10 2.54 d8
SFO1 600. 1330006 MHz

F1 - Acquisition parameters
NDO ;!
T0 128
SFO1 600.133 MHz
FIDRES 51.571911 Hz
SW 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 1024
SF 6001300462 MHz
WOW OSINE
SSB e
L8 0.00 Hz
GB 0
PC 1.00

F1 - Processing parameters
SI
Mc2 States-TPPI
SF 6001300162 MHz
WOW OSINE
SSB 2
LB 0.00 Hz
[<:] 0

20 NMR plot parameters

cx2 15.00 cm
Cx1 15.00 cm
FePLO 8.794 ppm
FaLo 5277.31 Hz
F2PHI 5.726 ppm
FeHI 3436.57 Hz
F1PLO 5.263 ppm
FiLo 3158.51 Hz
F1PHI 0.547 ppm
FiHI 328.50 Hz
F2PPMCM 0.20448 ppn/cm
F2HZCM 122.71617 Hz/cm
F1PPMCM 0.31438 ppn/cm
F1HZCM 188.66724 Hz/cm
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S64. Expanded TOCSY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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S65.NOESY (600MHZz) spectr,
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licylindramideH (3) in DMSO-d¢
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5-1/NOESY
Current Data Parameters

NAME jul04-snu-chj
EXPNO 14
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050705
Time 17.55
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG noesyph
T 4096
SOLVENT OMSO
NS 16
Ds 8
SWH 6613.757 Hz
FIDRES 1.614687 Hz
AQ 0.3097832 sec
RG 28.5
DW 75.600 usec
DE 6.00 usec
TE 298.1 K
do 0.00006237 sec
D1 1.00000000 sec
;] 0.89999998 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
MCWRK 0.50000000 sec
STACNT 128

=am=mams CHANNEL i s=ss=s=s
NUCt 1H
P1 10.50 usec
PL1 -5.00 dB
SFO1 600.1330006 MHz

F1 - Acquisition parameters
1

NOO
0 256
SFO1 600.133 MHz
FIDRES 25.785955 Hz
SW 11.000 ppm
FnMODE States-TPPI
F2 - Processing parameters
SI
gF: 600.1300071 MHz
WOW QSINE
SSB 2
LB 0.00 Hz
GB 0
PC 1.00
F1 - Processing parameters

SI 1024
Mc2 States-TPPI
SF 600.1300071 MHz
WOW QSINE
SSB e
LB 0.00 Hz
GB 0

2D NMR plot parameters
cx2 15.00 cm
CXx1 15.00 cm
F2PLO 8.863 ppm
FaLo 5318.67 Hz
F2PHI -0.189 ppm
Fa2HI -113.14 Hz
F1PLO B.769 ppm
FiLO 5262.68 Hz
F1PHI -0.254 ppm
FAHI -152.37 Hz
F2PPMCM 0.60340 ppm/cm
F2HZCM 362.12042 Hz/cm
F1PPMCM 0.60154 ppm/cm
F1HZCM 361.00339 Hz/cm
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S65. NOESY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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S66.ExpandedNOESY (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/NOESY
Current Data Parameters
NAME jul04-snu-chj
EXPNO 14
— PROCNO 1

F2 - Acquisition Parameters

Date_ 20050705
Time 17.55
= INSTRUM spect
PROBHD 6 mm CPTXI W/
PULPROG noesyph
I 0 4086
SOLVENT DMSO
@ 0 © © - s 1
SWH 6643.757 Hz
—i.0 FIORES 1.644687 Hz
AQ 0.3097832 sec
- RG 28.5
W 75.600 usec
@) DE 6.00 usec
= TE 298.1 K
do 0.00006237 sec
L D1 1.00000000 sec
D8 0.89999998 sec
INO 0.00015149 sec
I MCREST 0.00000000 sec
MCWRK 0.50000000 sec
L1 5 STACNT 128
==zssss= CHANNEL f{ ====ssa=
= NUCH 1H
P1 10.50 usec
PL1 -5.00 dB
I SFO{ 600.1330006 MHz

- F1 - Acquisition parameters

NDO 1
D 0 256
r SFO1 600.133 MHz
ﬂ FIDRES 25.765955 Hz
9 ® 2.0 SW 11.000 ppm
: FnMODE States-TPPI
o ~ F2 - Processing parameters
@ ST 1024
L SF 600.1300071 MHz
WO GSINE
ssB 2
- LB 0.00 Hz
68 0
L pC 1.00
F1 - Processing parameters
2.8 sI
Mc2 States-TPPI
SF 600.1300071 MHz
& WO GSINE
@ (@] ss8 2
0 @ L L8 0.00 Hz
@ cB 0
I 20 NMR plot parameters
cx2 15.00 cm
L CX1 15.00 cm
@ FapPLO 8.518 ppm
i FaLo 5111.99 Hz
\\ﬂ @ _3 . O F2PHI 6.958 ppm
F2HI 4175.47 Hz
L F1PLO 3.162 ppm
ppm FILO 1897.62 Hz
FAPHI 0.438 ppn
FAHI 298.89 Hz
| ' : ‘ : | ' ' ' ' l ‘ ' ' ' l PN 6243458 raron
5 z/cm
ppm 8.0 7.B F1PPMCM 0.17760 ppn/cm

73 F1HZCM 106.58195 Hz/cm
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S66. Expanded NOESY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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S67.ExpandedNOESY (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢
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5-1/NOESY
Current Data Parameters

NAME jul04-snu-chj

EXPNO 14

PROCNO 1

F2 - Acquisition Parameters

Date_ 20050705

Time 17.55
INSTRUM spect

PROBHD 5 mm CPTXI 1H/
PULPROG noesyph

0 4096
SOLVENT OMSO

NS 16

Ds 8

SWH 6613.757 Hz
FIDRES 1.614687 Hz

AQ 0.3097832 sec

RG 28.5

W 75.600 usec
DE 6.00 usec
TE 298.1 K

do 0.00006237 sec

D1 1.00000000 sec

oL:] 0.89999998 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
MCWRK 0.50000000 sec
STACNT 128

==z=zz== CHANNEL f{ ========

NUCY 1H

P1 10.50 usec
PL1 -5.00 dB
SFO1 600.1330006 MHz

F1 - Acquisition parameters

NOO i
0 256
SFO1 600.133 MHz
FIDRES 25.785955 Hz
SW 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters

SI 1024
SF 600.1300071 MHz
WOW QSINE
SSB 2
LB 0.00 Hz
GB 0
PC 1.00
F1 - Processing parameters
SI 1024
Mc2 States-TPPI
SF 600.1300071 MHz
WOW QSINE
SSB 2
LB 0.00 Hz
GB 0

20 NMR plot parameters

cxe 15.00 cm
Cx1 15.00 cm
F2PLO 3.137 ppm
Fa2Lo 1882.62 Hz
F2PHI 0.629 ppm
F2HI 377.73 Hz
F1PLO 5.267 ppm
F1LO 3161.13 Hz
F1PHI 3.463 ppm
FAHI 2078.12 Hz
F2PPMCM 0.16717 ppm/cm
F2HZCM 100.32587 Hz/cm
F1PPMCM 0.12031 ppm/cm
FiHZCM 72.20068 Hz/cm
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S67. Expanded NOESY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6
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S68.ExpandedNOESY (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢
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5-1/NOESY

Current Data Parameters

NAME ju104-snu~chj
EXPNO 14
PROCNO 1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
il
SOLVENT
NS

0s

SWH
FIDRES
AQ

RG

DW

DE

TE

do

D1

08

INO
MCREST
MCWRK
STACNT

======== CHANNEL f{ ========

NUCt
P1
PL1
SFO1

20050705
17.55
spect

5 mm CPTXI 1H/
noesyph
4096

DMSO

16

8

6613.757
1.614687
0.3097832
28.5
75.600
6.00

298.1
0.00006237
1.00000000
0.89999998
0.00015143
0.00000000
0.50000000
128

1H

Hz
Hz
sec

usec
usec
K
sec
sec
sec
sec
sec
sec

10.50 usec
-5.00 dB
600.1330006 MHz

F1 - Acquisition parameters

NDO

0
SFO4
FIDRES
SW
FnMODE

1
256
600.133 MHz
25.785955 Hz
11.000 ppm
States-TPPI

F2 - Processing parameters

SI
SF
WOW
SSB
LB
GB
PC

1024
600.1300071 MHz
QSINE
2
0.00 Hz
0
1.00

F1 - Processing parameters

SI
Mc2
SF
WOW
SSB
L8
GB

cx2

Cx1
F2PLO
FaLo
F2PHI
FeHI
F1PLO
FiLO
F1PHI
FiHI
F2PPMCM
F2HZCM
F1PPMCM
F1HZCM

States-TPPI
600.1300071 MHz
QSINE
2
0.00 Hz
0

20 NMR plot parameters

15.00 cm
15.00 cm
5.117 ppm
3071.03 Hz
3.686 ppm
2212.01 Hz
B8.426 ppm
5056.40 Hz
7.051 ppm
4231.25 Hz
0.09543 ppm/cm
57.26755 Hz/cm
0.09166 ppm/cm
55.01005 Hz/cm
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S68. Expanded NOESY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6 


S69.ExpandedNOESY (600 MHz) spectrunmof halicylindramideH (3) in DMSO-d¢

5-1/NOESY
Current Data Parameters
NAME jul04-snu-chj
EXPNO 14
PROCNO 1
. F2 - Acquisition Parameters
() Date_ 20050705
Time 17.55
INSTRUM spect
L PROBHD 5 mm CPTXI 1H/
PULPROG noesyph
@ ) i} 4096
SOLVENT DMSO
NS 16
[ DS 8
0 SWH 6613.757 Hz
FIDRES 1.614687 Hz
AQ 0.3097832 sec
r RG 28.5
DW 75.600 usec
DE 6.00 usec
O 0 TE 298.1 K
—2.0 0 0.00006237 sec
O D1 1.00000000 sec
08 0.89999998 sec
\ INO 0.00015149 sec
I L MCREST 0.00000000 sec
MCHWRK 0.50000000 sec
STACNT 128

ﬁ b L =s==s=== CHANNEL fi ========

NUC1 1H
P1 10.50 usec
PL1 -5.00 dB
SFO{ 600. 1330006 MHz
F1 - Acquisition parameters
NOO 1
0 256
- SFO1 600.133 MHz
FIDRES 25.785955 Hz
SW 11.000 ppm
FnMODE States-TPPI
2 % 5 F2 - Processing parameters
SI 1024
SF 600.1300071 MHz
L WOW GSINE
SSB 2
LB 0.00 Hz
GB 0
PC 1.00
F1 - Processing parameters
SI 1024
Mc2 States-TPPI
- SF 600.1300071 MHz
WOW QSINE
558 2
Le 0.00 Hz
5 GB 0
i 20 NMR plot parameters
m cx2 15.00 cm
N L 3.0 cx1 15.00 cm
U U 3 F2PLO 2.255 ppm
Fa2Lo 1353.00 Hz
F2PHI 0.629 ppm
F2HI 377.73 Hz
B F1PLO 3.151 ppm
me FiLO 1891.17 Hz
F1PHI 1.551 ppm
FAHI 930.64 Hz
S " A" S S el e e e Fanon 50104 tajen
ppm 2.0 1:58 1.0 F 1PPMCH 0.10670 ppn/cn
F1HZCM 64.03512 Hz/cm
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S69. Expanded NOESY (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6 


S70.ExpandedNOESY (600 MHz) spectrunmof halicylindramideH (3) in DMSO-d¢
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5-1/NOESY
Current Data Parameters
NAME jul04-snu-chj
EXPNO 14
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050705

Time 17.55
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG noesyph

At} 4096
SOLVENT DMSO

NS 16

DS :]

SHH 6613.757 Hz
FIDRES 1.614687 Hz
AQ 0.3097832 sec
RG 28.5

DW 75.600 usec
DE 6.00 usec
TE 298.1 K
do .00006237 sec

0

D1 1.00000000 sec
ol:] 0.89999998 sec
INO 0.00015149 sec
MCREST 0.00000000 sec
MCWRK 0.50000000 sec
STACNT 128

======== CHANNEL f{ ========

NUC1 1H

P1 10.50 usec
PL1 -5.00 dB
SFO1 600. 1330006 MHz

F1 - Acquisition parameters

NDO 1

0 256

SFO1 600.133 MHz
FIDRES 25.785955 Hz
SW 11.000 ppm
FnMODE States-TPPI

F2 - Processing parameters

s 1024
SF 600.1300071 MHz
WOW QSINE
SSB 2
LB 0.00 Hz
GB 0
PC 1.00
F1 - Processing parameters
SI 1024
MC2 States-TPPI
SF 600.1300071 MHz
WOW QSINE
SSB 2
LB 0.00 Hz
GB 0

20 NMR plot parameters

cx2 15.00 cm

Cx1 15.00 cm
F2PLO 7.657 ppm
FaLo 4595.29 Hz
F2PHI 6.495 ppm
F2HI 3897.75 Hz
F1PLO 7.609 ppm
FiLO 4566.46 Hz
F1PHI 6.417 ppm
F1HI 3850.90 Hz
F2PPMCM 0.07743 ppm/cm
F2HZCM 46.50298 Hz/cm
F1PPMCM 0.07943 ppm/cm
FiHZCM 47.70401 Hz/cm
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S71.HMBC (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

LI (.0
o e Q
@
(-]
L)
Q
o
°o0 °
°0 oo o
IO g, o
[ °
® ° e
°q (-]

ppm

5-1/HMBC

Current Data Parameters

NAME Jul04-snu-chj
EXPNO 16
PPROCNO 1
F2 - Acquisition Parameters
Date_ 050705
Time 22.21
INSTRUM spect
PROBHD  § CPTXL 1H/
PULPROG hmbcgp1pndqf
0 1024
SOLVENT DMSO
NS 16
0s 4
SWH 6613,757 Hz
FIDRES 6.458747 Hz
A0 0.0775400 sec
RG 18390.4
oW 75.600 usec
DE 6.00 usec
TE 298.0 K
CNST2 145.0000000
CNST13 10.0000000
d0 0.00000300 sec
01 1.50000000 sec
62 0.00344828 sec
a6 0.05000000 sec
D16 0.00020000 sec
1IN0 0.00001380 sec
MCREST 0.00000000 sec
MCWRK 1.50000000 sec
R T [ 7 ge—
NuCH 1H
P1 10.50 usec
p2 21.00 usec
PLL -5.00 d8
SFO1 600.1330006 MHz
ma= CHANNEL 2 =wemesee
Nuc2 13C
P3 15.00 usec
PL2 -6.00 d8
SF02 150.9194083 MHz
memmwe GRADIENT CHANNEL ==
GPNAM{ SINE. 100
GPNAM2 SINE. 100
GPNAM3 SINE. 100
GPX4 0.00 X
GPx2 0.00 X
6PX3 0.00 %
6PY{ 0.00 X
6PY2 0.00 x
6PY3 0.00 X
GPZ1 50.00 %
GPZ2 30.00 X
6PZ3 40.10 X
P16 1000.00 usec
F1 - Acquisition parameters
NOO 2
10 256
SFO1 150.9194 MHz
FIDRES 141.530792 Hz
SH 240.074 ppm
FNMODE OF
F2 - Processing parameters
St 1024
SF 600.1300071 MHz
WOW SINE
ss8 0
Le 0.00 Hz
G8 0
PC 1.40
F1 - Processing parameters
s
Mc2 GF
SF 150.9027181 MHz
WOW SINE
558 0
L8 0.00 Hz
68 0
20 NMR plot parameters
cx2
cx4 15.00 cm
F2PLO 8.572 ppm
FaLo 5144.28 Hz
F2PHI -0.027 ppn
FaHI -16.26 Hz
FiPLO 169.151 ppm
FiLo 28543,43 Hz
FAPHI -2.648 ppn
FAHI -399.62 Hz
F2PPMCM 0.57327 ppa/cn
F2HZCM 344.03589 Hz/cm
FAPPMCM 12.78662 ppn/cn
F1HZCM 1929.53662 Hz/cm
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S72.ExpandedHMBC (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/HMBC

Current Data Parameters

NAME Jul04-snu-chj
EXPNO 16
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050705
Tine 22.21
INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG  hmbcgplpndaf

=140 Sowvenr oo
NS 16

0s 4
SWH 6613.757 Hz
FIDRES 6.458747 Hz
AQ 0.0775400 sec
RG 18390.4

- oW 75.600 usec
DE 6.00 usec
TE 298.0 K
CNST2 145.0000000
CNST13 10.0000000
a0 0.00000300 sec
D1 1.50000000 sec

—120 a2 0.00344828 sec.

U @ 6 0.05000000 sec
D16 0.00020000 sec

N0 0.00001380 sec

MCREST 0.00000000 sec
MCWRK 1.50000000 sec

-5.00 d8
SFO1 600.1330006 MHz

L 71T - I 7 e—

130 ez

i -6.00 d8
@ SF02 150.9194083 Mz

GRADIENT CHANNEL =

SINE. 100

SINE. 100

= SINE. 100

0.00 X

= 0.00 X
0.00 %

=

0.00 %

0,00 X

—140 50.00 X

30.00 X

40.10 X

1000.00 usec

Fi - Acquisition parameters

NOO 2

B i) 256

SFO1 150.9194 Mz

FIDRES 141530792 Hz

K 240.074 pom

FMODE oF

F2 - Processing parameters

sI 1024

—150 SF 600.1300071 Mz

: WOH SINE
558 0

L8 0.00 Hz

68 0

PC 1.40

L F1 - Processing parameters

SI 1024

c2 oF

SF 150.9027181 Mz

¥OW SINE

58 0

L8 0.00 Hz

160 ® ’

20 NMA plot parameters

@ @ o2 15.00 cn
cxt 15.00 cm

FePLO 8.303 ppm

- F2Lo 4982.81 Hz
ppm F2PHI 6.570 pom

L FoHI 3942,96 Hz

FAPLO 165.000 ppm
FiLO 24899.02 Hz
T T T T T T T T T T T T T T T E1PHT 108-210 pot
8 I 0 7—[ 5 I FAHI 15676. 44 H
m . F2PPMCH 0.11551 ppn/cn
pp . 7.0 FaHZCH 69.32387 Hz/ca
FAPPHCH 3.96605 ppn/ca
FAHZOH 601.50555 Hz/cn
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S73.ExpandedHMBC (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/HMBC

Current Data Parameters

NAME Jul04-snu-chj
EXPNO 16
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050705

—110 Tine 22.24

INSTRUM spect
PROBHD 5 mm CPTXI 1H/
PULPROG  hmbcgplpndaf

i 1024
SOLVENT DMSO
NS 16
0s 4
SWH 6613.757 Hz
FIDRES 6.458747 Hz
A0 0.0775400 sec
RG 18390.4

| 1 15 oW 75.600 usec
3 6.00 usec
TE .
CNST2 145.0000000
CNST13 10.0000000
do 0.00000300 sec
01 1.50000000 sec
a2 0.00344828 sec
d6 0.05000000 sec
D16 0.00020000 sec
INO 0.000013680 sec
MCREST 0.00000000 sec
MCWRK 1.50000000 sec

(=) -

21.00 usec
-5.00 d8
600. 1330006 Mz
wmmmamen CHANNEL (2 =mmasmen
13C
15.00 usec

.00 dB
150.9194083 MHz

125 GRADIENT CHANNEL =
SINE. 100
SINE. 100
SINE. 100

0.00
0.00
0.00
0.00
0.00
0.00
50.00
30.00
40.10
1000.00 usec

¢ 2 20 24 3¢ 2 3¢ 2 2t

—130

F1 - Acquisition parameters

2
™ 256
CD SFO1 150.9194 Wiz
FIDRES 141,530782 Hz

SW 240.074 ppm
F

0
0

F2 - Processing parameters

—136 st

600.1300071 MHz
SINE

0.00 Hz
0

1.40
F1 - Processing parameters
sI 1024

SF
WOW
Ss8 0
LB
68
PC

0

GF
150.9027181 MHz
SINE

—140

864595

0
0.00 Hz
0

cx2 15,00
cx4 15.00

waWWMMmmuwmmemwmwww
C
e,
[ O

F2PLO 7.625

FaLo 4575.91

F2PHI 6.699

p D m F2HI 4020.46

F1PLO 144,132

F1LO 21749.96

FAPHI 108.961

I ! T ! I ' I | I L F1HI 1644256
F2PPMCH 0.06170 ppm/cn
ppm 7.4 7 .2 7 .0 6.8 F2HZCM 37.03016 Hz/ca
FPPMCH 2.34473 pon/cn

8 O FAHZCM 353.82678 Hz/cm
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S74.ExpandedHMBC (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/HMBC

Current Data Parameters

NAME Jul04-snu-chy
EXPNO 16
PROCNO 1

F2 - Acquisition Parameters
Date_ 20050705
Tine 22.21
INSTRUM spect.
PROBHO 5 mm CPTXI 1H/
PULPROG habcgp 1pndaf
™ 1024
SOLVENT DMSO
NS

0s 4
- 30 SWH 6613.757 Hz
FIORES 0458747 HZ

0.00344828
0.05000000
0.00020000
0.00001380
0.00000000
1.50000000

—35

10.50 usec

21.00 usec

~5.00 d8
600.1330006 MHZ

weneenun CHANNEL f2 sewsemms
13C
15.00 usec
N PL2

-6.00 d8
150.9194083 Mz

g Ba ggﬁ.E ﬁggaassgg;siss
4 e
M

GPX4 0.00 %
—40 GPx2 0.00 X
6PX3 0.00 %
6PY4 0.00 X
GPY2 0.00 X
GPY3 0.00 X
6PZ1 50.00 X
6PZ2 30.00 X
6PZ3 40.10 %
P16 1000.00 usec
Fi = Acquisition parameters
NOO 2
T 256
SFO1L 50.9194 Mz
FIDRES 141,530792 Hz
W 240.074 pom
FNMODE oF
_45 F2 - Processing parameters
S1 1024
SF 600.1300071 M1z
WOM SINE
s58 0
L8 0.00 Hz
68 0
PC 1.40
Fi - Processing parameters
st 1024
MC2 OF
SF 150.90271681 MHz
o WOW SINE
ss8 0
L8 0.00 Hz
68 0
50 20 NMR plot parameters
cx2 15.00 cm
(23] 15.00 cm
F2pPLO 8.066 ppm
FaLo 4840.72 Hz
ppm F2pHI 6.527 ppn
FaHI 3917.12 Wz
F1PLO 51.984 ppm
FiLO 7844.57 Hz
FAPHI 26.896 ppm
l Y v J i | J ! i i l ! ! L ¥ FAHI 4058.62 Hz
F2PPMCH 0.10260 ppn/ca
ppm 7 N 5 7 N 0 F2HICM 61.57340 Hz/cm
F1PPMCH 1.67258 ppn/ca

8 1 FAHZCH 252.39644 Hz/ca
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S74. Expanded HMBC (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6


S75.ExpandedHMBC (600 MHz) spectrunof halicylindramideH (3) in DMSO-d¢t

©

O

)

—20

—25

—30

—35

ppm

1.8

1.6

1.4

82

1

1:0

I
0.8

0.6

ppm

5-1/HMBC

Current Data Parameters

NAME Jul04-snu-chj
EXPNO 16
PROCNO 1
F2 = Acquisition Parameters
Date_ 20050705
Time 22.21
INSTRUM spect

PROBHD 5 mm CPTXI 1H/
PULPROG habcgplpndaf

0 1024
SOLVENT DNSO

NS 16

0s 4
SWH 6613.757 Hz
FIDRES 6.458747 Hz
AQ 0.0775400 sec
RG 18390.4

oW 75.600 usec
DE 6.00 usec
TE 298.0 K
CNST2 145.0000000
CNST13 10.0000000

do 0.00000300 sec
01 1.50000000 sec
2 0.00344828 sec
a6 0.05000000 sec
D16 0.00020000 sec
INo 0.00001380 sec
MCREST 0.00000000 sec
MCWRK 1.50000000 sec

LN 17T v N —

NUCY 1H

P1 10.50 usec
p2 21.00 usec
PLY ~5.00 dB
SFO1 600.1330006 MHz

P3 15.00 usec
PL2 -6.00 d8
SF02 150.9194083 MHz
memmeee GRADIENT CHANNEL =====
GPNAML SINE. 100
GPNAM2 SINE. 100
GPNAM3 SINE. 100
GPX1 0.00 X
GPX2 0.00 %
6PX3 0.00 %
GPY1 0.00 %
6PY2 0.00 X
6PY3 0.00 X
6PZ1 50.00 %
6PZ2 30.00 X
6PZ3 40.10 X
P16 1000.00 usec
F1 = Acquisition parameters
NOO 2
0 256
SFO1 150.9194 MHz
FIDRES 141.530792 Hz
M 240.074 ppm
FNMODE oF
F2 - Processing parameters
SI
SF 600.1300071 MHz
WOW SINE
ss8 0
L8 0.00 Hz
68 0
PC 1.40
F1 - Processing parameters

SI
NC2 OF
SF 150.90271681 MHz
WOW SINE
S8 0
LB 0.00 Hz
68 0

20 NMA plot parameters
cx2 15.00
cx4 15.00 cm
F2prLO 2.018 ppn
FaLo 1210.84 Hz
F2PHI 0.533 ppm
F2HI 319.60 Hz
F1PLO 40.964 ppm
FiLO 6181.58 Hz
FAPHI 14.703 ppn
FAHI 2218.72 Hz
F2PPMCH 0.09901 ppm/cm
F2HZCM 59.42047 Hz/ci
F1PPMCM 1.75073 ppm/cm
FHZCM 264.19067 Hz/cm
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S76.ExpandedHMBC (600MHz) spectrunmof halicylindramideH (3) in DMSO-d¢t

M/J UL\UJ \ o
- mr;‘:;;‘,.:::.::’""““

EXPNO 16
PROCNO 1

F2 - Acquisition Parameters
Date_ 050705
Tine 22.21
—25 INSTROM spect
PROBHD 5 mm CPTXI 1H/
PULPROG  hmbcgplpndaf
(] 1024
SOLVENT NSO
NS 16

0s 4
SWH 6613.757 Hz
FIDRES 6.458747 Hz

AQ 0.0775400 sec
RG 18390.4

oW 75.600 usec
30 0E 6.00 usec

TE 298.0 K

CNST2 145.0000000

CNST13 10.0000000

a0 0.00000300 sec
01 1.50000000 sec
a2 0.00344828 sec
d6 0.05000000 sec
016 0.00020000 sec
INO 0.00001380 sec
MCREST 0.00000000 sec
MCHAK 1.50000000 sec

@

— annmene CHANNEL f1 mesmesme
35 m’

PL 10.50 usec
p2 21.00 usec
PLL -5.00 d8

SFO1 600.1330006 MHz

= CHANNEL f2 ==
13C

15.00 usec
~6.00 0B
150.9194083 MHz

_40 wemesn GRADIENT CHANNEL =====
GPNAML SINE. 100

GPNAM2 SINE. 100

GPNAM3 SINE. 100

GPX1
6PX2
6PX3
6PYL
6PY2
6PY3
GPZ1
GPZ2

[ P23 ;
45 P16 1000.00 usec

F1 - Acquisition parameters
®

NOO

o 256

SFOL 150.9194 MHz
FIDRES 141.,530792 Hz

W 240.074 ppm
FNMODE oF

F2 - Processing parameters
st 1024

—50 SF 600.1300071 Mz

ou SINE

0
L8 0.00 Hz
0
PC 1.40

F1 - Processing parameters

OoF
150.9027181 Mz
SINE

\) @ —55 L8 0.0§ Hz

20 NMA plot parameters
15,0

]
x4 15.00 cm
F2PLO 4.310 pon
FaLo 2586.62 Hz
me F2PHI 2.211 ppm
F2HI 5
F1PLO
FiLO

©
BEgEeES  385j
288cscons
5888828888
ettt

FIHI

ppm 4.0 3.5 3.0 2.9 FEPPCH

F2HZCH
F1PPMCH 2.34473 pon/cn

F1HZCM 353.82678 Hz/ce
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S77.ExpandedHMBC (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

_jgg- —45
S
—50
=
=65

‘ —
o
L 60

—65

ppm

5-1/HMBC

Current Data Parameters

NAME Jul04-snu-chj
EXPNO 16
PROCNO 1
F2 = Acquisition Parameters
Date_ 20050705
Tine 22.21
INSTRUM spect

PROBHD 5 mm CPTXI 1H/
PULPROG habcgp lpndgf

o 1024
SOLVENT DMSO

NS 16

0s 4

SWH 6613.757 Hz
FIDRES 6.458747 Hz
AQ 0.0775400 sec
RG 18390.4

] 75.600 usec
DE 6.00 usec
TE .0 K
CNST2 145.0000000
CNST13 10.0000000

a0 0.00000300 sec
D1 1.50000000 sec
a2 0.00344828 sec
6 0.05000000 sec
D16 0.00020000 sec
N0 0.00001380 sec
MCREST 0.00000000 sec
MCWRK 1.50000000 sec

ammsnmsn CHANNEL f] sseses=e

NuCt 1H

P1 10.50 usec
p2 21.00 usec
PLL -5.00 08
SFO1 600.1330006 MHz

P3 15.00 usec
PL2 ~6.00 d8
SF02 150.9194083 MHz
wem=se GRADIENT CHANNEL =====
GPNAMY SINE. 100
BPNAM2 SINE. 100
GPNAM3 SINE. 100
GPXY 0.00 %
GPX2 0.00 X
6PX3 0.00 %
BPYL 0.00 %
GPY2 0.00 %
6PY3 0.00 X
6PZ1 50.00 X
6PZ2 30.00 X
6PZ3 40.10 X
P16 1000.00 usec
Fi - Acquisition parameters
NOO 2
T 256
SFO1 150.9194 Mz
FIDRES 141.530792 Hz
] 240.074 ppm
FNMODE OF
F2 - Processing parameters
SI 1024
SF 600.1300071 MHz
WO SINE
558 0
L8 0.00 Hz
68 0
PC 1.40
F1 - Processing parameters

st 1024
MC2 GF
SF 150.9027181 MHz
WOW SINE
ss8 0
LB 0.00 Hz
68 0

20 NMR plot parameters
cx2 15.00 ca
x4 15.00 cm
F2PLO 1.383 ppm
FaLo 829.84 Hz
F2PHI 0.554 ppm
FeHI 332.52 Hz
F1PLO 73.087 ppm
FiLo 11029.01 Hz
FAPHI 44.012 ppm
FIHI 6641.56 Hz
F2PPMCM 0.05525 ppn/cm
F2HZCM 33.15490 Hz/cm
F1PPMCM 1.83834 ppn/ca

F1HZCM 292.49683 Hz/cm
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S78.ExpandedHMBC (600MHz) spectrunmof halicylindramideH (3) in DMSO-d¢t

5-1/HMBC

Current Data Parameters

NAME jul04-snu-chj
EXPNO 16
PROCNO 1
F2 - Acquisition Parameters
Date_ 20050705
Time 22.21
INSTRUM spect

PROBHD 5 ma CPTXI 1H/
PULPROG habcgplpndaf

0 1024
SOLVENT DMSO
NS 16
0s 4
SWH 6613.757 Hz
FIDRES 6.458747 Hz
AQ 0.0775400 sec
RG 18390.4
[ 75.600 usec
DE 6.00 usec
TE 298.0 K
-~ CNST2 145.0000000
— 130 CNST13 10.0000000
a0 0.00000300 sec
D1 1.50000000 sec
a2 0.00344828 sec
a6 0.05000000 sec
D16 0.00020000 sec
N0 0.00001380 sec
MCREST 0.00000000 sec
MCWRK 1.50000000 sec

= CHANNEL 1 =wee
1H

10.50 usec
21.00 usec
PLY ~5.00 d8
SFO1 600.1330006 MHz
weesanne CHANNEL f2 ===
nucz2 13C
P3 15.00 usec
PL2 ~6.00 08
SFO2 150.9194083 MHz
wmmmen GRADIENT CHANNEL =mm==
GPNAMY SINE. 100
GPNAM2 SINE. 100
—135 GPNAM3 SINE. 100
GPX1 0.00 X
GPx2 0.00 %
6PX3 0.00 %
GPYY 0.00 X
6PY2 0.00 X
6PY3 0.00 X
6PZY 50.00 X
P2 30.00 %
6PZ3 40.10 %
P16 1000.00 usec
Fi - Acquisition parameters
NOO 2
T0 256
SFO1 150.9194 Mz
FIDRES 141.530792 Hz
SH 240.074 ppm
FNMODE oF
F2 - Processing parameters
SI
SF 600.1300071 MHz
WOW SINE
SS8 0
—140 L8 0.00 Hz
68 0
PC 1.40
F1 - Processing parameters
st
MC2 OF
SF 150.9027181 MHz
WOW SINE
ss8 0
L8 0.00 Hz
68 0
20 NMA plot parameters
cx2 15.00 cm
cxy 15.00 cm
F2PLO 3.277 pom
FaLo 1966.58 Hz
pp m F2PHI 2.502 ppm
F2HI 1501.55 Hz
F1PLO 143.663 ppn
FiLO 21679.20 Hz
T T T FAPHI 126.312 ppm
] | | I FIHI 19060.88 Hz

ppm 3.2 3.0 2.8 2.6 im 0.05166 ppn/ca

31.00198 Hz/cm
F1PPMCH 1.15674 ppm/cn

8 5 FAHZCM 174.55458 Hz/cn
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S79.ExpandedHMBC (600 MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/HMBC

Current Data Parameters

NAME jul04-snu-ch)
EXPNO 16
PROCNO 1
F2 - Acquisition Parameters
i 165 Date_ 20050705
Tine 22.21
INSTRUM

spoct.
5 ma CPTXI 1H/
PULPROG hmbcgplpndaf

] 1024
SOLVENT DMSO
NS 16
0s 4
SWH 6613.757 Hz
FIDRES 6.458747 Hz
AQ 0.0775400 sec
RG 16390.4
oW 75.600 usec
0E 6.00 usec
TE 298.0 K
CNST2 145.0000000
CNST13 10.0000000
do 0.00000300 sec
D1 1.50000000 sec
a2 0.00344828 sec
a6 0.05000000 sec
D16 0.00020000 sec
N 0.00001380 sec
MCREST 0.00000000 sec
MCWRK 1.50000000 sec
ammesenn CHANNEL f{ ssmeesme
NUCt
Py 10.50 usec
p2 21.00 usec
(' PLI -5.00 0B
SFO1 600.1330006 MHz
i
(| = CHANNEL 2 =e:
l NuC2
P3 15.00 usec
PL2 ~6.00 a8
SF02 150.9194083 MHz
mmmese GRADIENT CHANNEL ==e==
GPNAMY NE. 100
GPNAM2 SINE. 100
GPNAM3 SINE. 100
GPX1 0.00 X
6PX2 0.00 X
6PX3 0.00 %
6PY4 0.00 %
—170 ] 0.00 X
GPY3 0.00 x
6PZ4 50.00 %
6Pz2 30.00 X
6PZ3 40.10 X
P16 1000.00 usec
F1 - Acquisition parameters
‘l‘ NOO 2
T 256
SFO1 150.9194 MHz
FIDRES 141.530792 Hz
SW 240.074 ppn
FNMOOE OF
F2 - Processing parameters
SI
SF 600.1300071 MHz
WOW SINE
5s8 0
Ls 0.00 Hz
68 0
PC 1.40
F1 - Processing parameters
SI
M2 GF
SF 150.9027181 MHz
WOW SINE
Ss8 0
L8 0.00 Hz
68 0
20 NMA plot parameters
cx2 15.00 cm
Cx1 15.00 cm
F2PLO 5.010 ppm
FaLo 3006.44 Hz
p pm F2PHI 3.374 ppn
F2HI 2024.71 Hz
FiPLO 174.145 ppm
FiLO 26278.95 Hz
T T T T T T T T T T T T T T T T T g 484, 760 /oum
= 2 a's e
p p m * * : F2HZCM 65.44863 Hz/cm
F1PPMCM 0.62526 ppn/cn

86 FAHZCM 94.35381 Hz/cm
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S80.ExpandedHMBC (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢

5-1/HMBC
Current Data Parameters
NANE. Jul04-snu-chj

EXPNO 16
PROCNO 1
F2 - Acquisition Parameters

Date_ 20050705

Tine 22.21

INSTRUM spect

PROBHD 5 mm CPTXI 1H/

PULPROG habegp 1pndaf

o 1024

SOLVENT DMSO

NS 16

0s 4

SWH 6613.757 Hz
— 165 FIDRES 6.458747 Hz

AQ 0.0775400 sec

RG 168390.4

[0 75.600 usec

('3 6.00 usec

TE 298.0 K

CNST2 145.0000000

CNST13 10.0000000

do 0.00000300 sec

01 1.50000000 sec

a2 0.00344828 sec

a6 0,05000000 sec

D16 0.00020000 sec

N 0.00001380 sec

MCREST 0.00000000 sec

MCWRK 1.50000000 sec

mm=n CHANNEL f{ ==eeese

NuCt 1H

P1 10.50 usec

p2 21.00 usec

PLY -5.00 a8

SFO1 600.1330006 MHz

3 15.00 usec
m pPL2 -6.00 dB
A (=) N\ —170 SF02 150.9194083 MHz
g gt
[] GPNAML SINE. 100
GPNAMZ SINE. 100
GPNAM3 SINE. 1
6PX1 0.00 X
6Px2 0.00 %
6PX3 0.00 %
6PY1 0.00 X
6PY2 0.00 X
6PY3 0.00 X
6PZ1 50.00 %
(l 6Pz2 30.00 X
{ 6P23 40.10 %
P16 1000.00 usec
Fi - Acquisition parameters
\7 oo 2
0 256
SFO1 150.9194 Miz
FIORES 141.530792 Hz
SW 240.074 ppn
FMODE oF
F2 - Processing parameters
st 1024
SF 600.1300071 Mz
S —175 WO SINE
558 0
LB 0.00 Hz
8 [
pC 1.40
F1 - Processing parameters
st
nc2 oF
SF 1509027181 Wiz
WOW SINE
558 0
L8 0.00 Hz
68 0
20 NMR plot parameters
cx2 15.00 cm
cxi 15.00 cm
F2PLO 3.062 ppn
FaLo 1837.40 Hz
ppm FaPHI 0.716 pon
F2HI 429,40 Hz
F1PLO 178.834 ppn
F1LO 26986.60 Hz
| T T T T ] T T T T I T T T T l T T T T [ T T :::;‘I z::gnngg ::.
F2PPMCH 0.15641 ppn/cn
ppm 2.8 2.0 1.5 1.0 F2HICH 93.86712 Hz/cn
87 F1PPMCH 1.06295 ppn/ca

FAHZCM 160.40154 Hz/cm


sw
입력 텍스트
87

sw
입력 텍스트
S80. Expanded HMBC (600 MHz) spectrum of halicylindramide H (3) in DMSO-d6


S81.ExpandedHMBC (600 MHz) spectrunof halicylindramideH (3) in DMSO-d¢
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S82.ExpandedHMBC (600MHz) spectrunof halicylindramideH (3) in DMSO-d¢
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S83. Indirect binding of 1, 4 and 5 to the LBD of hFXR on BIAcore experiments
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S84. Photograph of the animal specimen and taxonomic description

Porifera Demospongiae Haplosclerida Petrosina Petrosiidae

ID: Petrosia (Petrosia) 4921

Growth Form: Encrusting or lobate plate 2-5 mm thick

Colour: underwater pinky/brown grey with white rings around the oscules. Maroon on deck. Tints ethanol green
Oscules: on top of short conical fistules, 2 mm diameter.

Texture: smooth, compressible and brittle

Surface Features Fine microscoipic honeycomp pattern of ostia

Ectosome: Tangential reticulation of oxeas forming the surface mesh, with rarely protruding oxeas

Choanosome: unispicular Petrosid isotropic reticulation forming variable circular meshes, smaller at the surface
and increasing in size deeper within the choanosome. No fibres. Abundant collagen pigmented red. Occassional
paucispicular tracts leading to the ectosome.

Megascleres: One dominat size oxea, slightly cuved with sharp tips. (216-254 x 4.8-7.5 um), plus rarey thin
oxeas 196 x 1.63 um.

Microscleres; Nil

20151214 1217 L D58 xB00 100 um
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S85. Specific rotation values, 'H NMR (600 MHz) data and LR-ESI-MS data of four

synthetic Dioias

p-Dioia-1: [a]p® + 20 (¢ 0.1, H20); ECD (0.5 mg/mL, CH3CN), Amax (A€) 318 (-0.24), 265
(21.49), and 239 (-50.77) nm; "H NMR &n (DMSO-ds): 10.31(1H, brs), 7.75 (2H, brs), 7.24
(1H, d,J=7.6 Hz), 7.21 (1H, t, J = 7.7 Hz), 6.97 (1H, t, = 7.3 Hz), 6.82 (1H, d, J = 7.6 Hz),
4.26 (1H, dd, J = 9.5 Hz, 2.1Hz), 3.33 (1H, brs) 2.31 (1H, dd, J = 14.5 Hz, 9.7 Hz), 1.67 (1H,
dd, J = 14.5 Hz, 2.4 Hz), LR-ESI-MS m/z [M+H]" 237.

p-Dioia-2: [a]p® - 39 (¢ 0.1, H20); ECD (0.5 mg/mL, CHsCN), Amax (A€) 315 (-0.42), 263
(20.07), and 240 (52.64) nm; 'H NMR 8 (DMSO-ds): 10.31(1H, brs), 7.91 (2H, brs), 7.37
(1H, d,J=7.1 Hz), 7.22 (1H, t, = 7.7 Hz), 6.99 (1H, t, J = 7.4 Hz), 6.84 (1H, d, J = 7.6 Hz),
3.81 (1H, dd, J = 9.4 Hz, 3.9 Hz), 2.23 (1H, dd, J = 14.3 Hz, 9.5 Hz), 1.76 (1H, dd, J = 14.3
Hz, 3.8 Hz), LR-ESI-MS m/z [M+H]" 237.

L-Dioia-1: [o]n®® - 20 (¢ 0.1, H20); ECD (0.5 mg/mL, CH3CN), Amax (A€) 318 (0.57), 266
(-20.53), and 238 (51.54) nm; "H NMR &n (DMSO-de): 10.31(1H, brs), 7.75 (2H, brs), 7.24
(1H, d,J=7.6 Hz), 7.21 (1H, t, J = 7.7 Hz), 6.97 (1H, t, = 7.3 Hz), 6.82 (1H, d, J = 7.6 Hz),
4.26 (1H, dd, J = 9.5 Hz, 2.1Hz), 3.33 (1H, brs) 2.31 (1H, dd, J = 14.5 Hz, 9.7 Hz), 1.67 (1H,
dd, J = 14.5 Hz, 2.4 Hz), LR-ESI-MS m/z [M+H]" 237.

L-Dioia-2: [a]p® + 39 (¢ 0.1, H20); ECD (0.5 mg/mL, CH3CN), Amax (A€) 315 (-0.42), 263
(20.07), and 240 (52.64) nm; 'H NMR 8 (DMSO-ds): 10.31(1H, brs), 7.91 (2H, brs), 7.37
(1H, d,J=7.1 Hz), 7.22 (1H, t, = 7.7 Hz), 6.99 (1H, t, J = 7.4 Hz), 6.84 (1H, d, J = 7.6 Hz),
3.81 (1H, dd, J = 9.4 Hz, 3.9 Hz), 2.23 (1H, dd, J = 14.3 Hz, 9.5 Hz), 1.76 (1H, dd, J = 14.3

Hz, 3.8 Hz), LR-ESI-MS m/z [M+H]" 237.

92



	SI spectrum.pdf
	JNP hali - SI-first page
	Halicylindramides F-H SI_1
	JNP hali - SI -cover-1
	Halicylindramides F-H SI
	SI-hali spectrum_combined.pdf
	SI-compound 1_page number
	SI-compound 2_page number
	SI-compound 3_page number




	SI spectrum.pdf
	JNP hali - SI-first page
	Halicylindramides F-H SI_1
	JNP hali - SI -cover-1
	Halicylindramides F-H SI
	SI-hali spectrum_combined.pdf
	SI-compound 1_page number
	SI-compound 2_page number
	SI-compound 3_page number




	SI spectrum.pdf
	JNP hali - SI-first page
	Halicylindramides F-H SI_1
	JNP hali - SI -cover-1
	Halicylindramides F-H SI
	SI-hali spectrum_combined.pdf
	SI-compound 1_page number
	SI-compound 2_page number
	SI-compound 3_page number







