07017-02, 1HRAMN

pom
0.08472

———1.26974

<

_—1.31605

S1: 'H-NMR spectrum of compound 1 (CDCls, 400 MHz).
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S2: 1*C-NMR spectrum of compound 1 (CDCls, 100 MHz).
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S3: DEPT spectrum of compound 1 (CDClIs, 100 MHz).
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ppm
7.26484

S4: 'H-NMR spectrum of compound 2 (CDCls, 400 MHz).
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S5: 1*C-NMR spectrum of compound 2 (CDCls, 100 MHz).

07047-04, $3CANN

pom

Current Cata Paraneters

NAME 07017-04
EXFNO 2
PROCNO H

F2 = Acquisition Parameters
Date_ 500000

Tine 8.59
INSTRUN spect
PROBHO 5 mr Myltinu
PULPRDG 290c

10 43042
SOLVENT 020

NS 169

oS 0

SaH 23364.485 Hz
FICRES 0.518727 Hz
AG 0.9633488 sec
"G 7288.2

o 21.400 usec
P 3 20.00 usec
TE 300.0 K
it 0.0300000 sec
PLi2 16.00 @3
CPOPRGZ waltzig
PCPO2 105.00 usec
SF02 400, 1306958 Wiz
NUC2 iH

PL2 -4.70 03
0! 0.80000001 sec
Pt 10.80 usec
13 20.00 usec
ot 100.6237983 NHz
NCH 13C

AL -{.00 98
F2 - Processing parareters
SI 32768

SF 400.6127748 M2
WO 2]

SS8 0

LB 3.00 Mz
68 0

PC 1.40

10 NMR olot porameters

ox 20.00 co
FiP 225,675 pov
Fi 22705.79 Wz
Fop ~6.547 ppe
2 -656.70 Hz
PRVEN 11.61109 ppr/cn
H2CM 1168.22437 Hz/cn




S6

S6: DEPT spectrum of compound 2 (CDClIs, 100 MHz).
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S7: COSY spectrum of compound 2 (CDCl3, 400 MHz).
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S8: HMQC spectrum of compound 2 (CDCl3, 100 MHz).
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S9: *H-NMR spectrum of compound 2 (Ds-DMSO, 400 MHz).
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3C-NMR spectrum of compound 2 (Ds-DMSO, 100 MHz).

S10

10029=-02
RQL-2010-10 en DMSO-dé

Current Data Parameters

NAME Dr Ramiro Quintanilla
EXPNO 11
PROCNO 1

F2 - Acquisition Farameters
Date_ 20101119

Time 21.04
INSTRUM spect
PROBHD 5 mm BEO BE-1H
PULPROG zqQpg30

™ 65536
SOLVENT CMS0

MS 2048

] 2

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 3649.1

ni] 20,800 usec
DE c.00 usec
TE 683.2 K
13§ 2.00000000 sec
dil 0.03000000 sec
DELTA 1.899333%%8 sec
TDO 1
=s======= LCHANNEL ]l ==s======
NUC1 13C

Pl 10.20 usec
PLL -1.00 4B
5F01 100.622682%8 MHzZ
|||||||| CHANNEL [ ===ss===
CPDPRGZ waltzle
NUC2 1H
PCEDZ 20.00 usec
PL2 -4.20 dB
PL12 11.%& dB
PL13 1&.00 4B
SFo2 400.1316005 MHz
F2 = m;HDﬁ.mmHHﬂ.m _UW_...wm._._mﬂm.Hh
sI 32768

SF 100.6128118 MHz
WDW EM

SER 0

LB 1.00 Hz
GB ]

PC 1.40

L




S11

Molecules 2012, 17

DEPT 135
10029-02
RQL-2010-10 en DMSO-de nn::.u
s Current Data Parametears
F K NAME D Ramieo Quintanilla
. o EXPNO 12
~ PROCNO 1
. F2 - Acquisition Parameters
M Date_ 20101119
Time 23.01
m INSTRUM spect
— EROBHD 5 mm BEO BE-1H
- EULEPROG deptl3s
(@) TD 65536
wn SOLVENT DMS0
M NE 204%
a3 4
o SWH 24038.461 Hz
© FIDRES 0.366798 Hs
a) I A 1.3631988 sec
~ RG 3649.1
[9V} o 20.800 usec
DE 6.00 uses
m | TE G83.2 K
> CHSTZ 145.0000000
o | ol 2.00000000 sec
=3 dz 0.00344828 sec
e d12 0.00002000 sec
m DELTA 0.0000129% zec
] _ TOO 1
(T
© | L T e — CHRANHEL fl ss=ss===
e CliTes 13C
S Pl 10.20 uses
= p2 20.40 usec
% PL1 -1.00 4B
o SFOL 100.6228298 MHZ
)
|||||||| CHANNEL (2 ss=ss=s=
W CPDPRGZ waltzlé
w HUCZ 1H
&) B3 14.00 usec
=L 28.00 usec
. PCEDZ S0.00 uses
N PL2 ~4.20 da
wn FL12 11.96 dB
SFO2 400.1316005 MHz

F2 - Processing pacameters

51 32768
5F 100.6128110 MHZ
WoW EM
558 0
LE 1.00 Hz
- v r r - . r - . - - - B o
I I T I T I I I I T

PG 1.40



S12

Molecules 2012, 17

Current Data Parameters

. HAME Dr Ramico Quintanilla
~ 4 A Ppm EX BNO 1%
= PROCNO 1
I :
> E F2 - hoguisition Parameters
3 Date 2010112
m . = 0 Time 16.20
< F IMSTRUM spact
R E PROBHD 5 mm BBO BB-1H
E PULFROG cosYqEID
M\Uu = 1 ™ 048
E SOLVENT DMs0
M o NS 16
b D3 q
D_ = 2 SWH 5208.333 Hz
© E FIDRES 2543132 Hz
[a) : AQ 0.1966580 sec
; RG 128
N = 3 ow 96.000 usec
- E DE 6.00 usec
c E TE 289.2 K
> E 40 0.00000200 sec
o - 4 D1 2.05160904 sec
m. : IND 0.00019200 sec
o E
o ]
Y= - E Fl 12.50 usec
o E PL1 -4.20 dB
m E 6 SEQL 400.1321713 MHz
.w Fl - hequisition parameters
[&] E NDD 1
5} E ™ 256
Q - = T 301 400.1322 MHz
N E FIDRES 20.345053 Hz
> F 3w 13.017 ppr
wn o E 8 FOMODE QF
w E r F2 - Processing patameters
E 31 1024
o 3 5F 400.1299946 MHz
N g WDW SINE
3 338 il
wn * F LB 0.00 Hz
E GE o
10 BC 1.40
’ Fl - Processing parameters
E 51 1024
. =11 MCZ oF
< : SF 400,1299947 MHz
3 WDW SIME
E 33B il
......:—:: T .:.__.........—.....::_”n..:::._._._._:q—.......:_.—_.::.:._....______:qq.....-::::.—.:..:.._ WM _u_.n_“ Hz
1 10 9 8 7 6 5 4 3 2 1 0 ppm



S13

Molecules 2012, 17

HMQC spectrum of compound 2 (Dg-DMSO, 100 MHz).
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S14: *H-NMR spectrum of compound 2 after deuterium exchange (Dg-DMSO, 400 MHz).
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S15: *H-NMR spectrum of compound 3 (CDCls, 300 MHz).
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S16: *C-NMR spectrum of compound 3 (CDCls, 125 MHz).

BITHROTI AL LR
. &gﬁéiz‘s"éififés by
37 A H T oE
: A L he Mg 3
11 g 5 T
- E I E
i
]

BT LUGE ~F (R, TINIWNT P AN VRS FIIL LOOE & TRS 'EAYD
e [ RTTTERAOTRd
ETH9S  LOSE-RIOW
w1d oz ow 0s
[ PRI B TSI EU RS ST RN S T N i | P T T
.—me - ‘rr_,_ -



Molecules 2012, 17 S17

S17: APT spectrum of compound 3 (CDCl3, 125 MHz).
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S18: COSY spectrum of compound 3 (CDCls, 300 MHz).
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S19: HSQC spectrum of compound 3 (CDCls, 300 MHz).
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S20: HMBC spectrum of compound 3 (CDCls, 300 MHz).
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S21: *H-NMR spectrum of compound 4 (Ds-DMSO, 300 MHz).
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$22: C-NMR spectrum of compound 4 (Ds-DMSO, 125 MHz).
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S23: DEPT spectrum of compound 4 (Dg-DMSO, 125 MHz).
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S24: COSY spectrum of compound 4 (Dg-DMSO, 300 MHz).
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S25: HSQC spectrum of compound 4 (Dg-DMSO, 300 MHz).
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$26: *H-NMR spectrum of compound 4 after deuterium exchange (Ds-DMSO, 300 MHz).
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S27: Physico-chemical data of Compounds 1, 2 and 4.

Hentriacontane (1): White solid; R = 0.94 (hexane—-CHCl3, 1:1); m. p. 67 <C, 68 <C; IR (ATR):
Vnax = 2956, 2916, 2848, 1413, 1463, 1378, 730, 720 cm ™ *; EI-MS (70 eV): m/z (%) = 436 [M]" (10),
323 (5), 253 (6), 183 (10), 141 (12), 113 (17), 99 (25), 85 (59), 71 (79), 57 (100), 43 (50).

(+)-13S,14R,15-Trihydroxy-ent-labd-7-ene (2). Colorless oil; R; = 0.25 (CHCls-EtOAc, 1:1); [o]p™:
+2 (c 4.22, CHCl3); IR (ATR): vmax = 3370, 2915, 1640, 1462, 1372, 1018, 720 cm *; DCI-MS (NHs):
m/z = 342 [M + NH,]"; EI-MS (70 eV): m/z (%) = 324 [M]" (5), 306 (L), 245 (10), 204 (100), 161 (12),
135 (11), 121 (23), 109 (26), 95 (15), 69 (7), 55 (2).

D-Glycero-D-galacto-heptitol (4). White solid; m. p. 185.6 <C; [o]o™: +14 (c 0.4, in 5% aq.
ammoniumheptamolybdate); +72 (c ca. 0.4 in acidified 5% ag. ammoniumheptamolybdate); the
foregoing solution was diluted with 25% 1N H,SO,, according to Richtmeyer et al. (Richtmeyer, N.K.;
Hudson, C.S. The rotation of polyols in ammonium molybdate solutions. J. Am. Chem. Soc. 1951 73,
2249-2250); IR (ATR): vmax 3240, 2925, 1410, 1305, 1210, 1100, 1005, 890, 630 cm™*; The ‘H- and
3C-NMR spectra in DMSO-ds were identical with those in the literature; ESI-MS (+)-mode:
m/z = 235 [M + Na]’, (-)-mode: m/z = 211 [M — H]; (+)-ESI-HR-MS: m/z 235.07886 [M + Na]"
(calcd. for C;H160;Na: 235.07882).

$28: *H-(400 MHz) and *C-NMR (100 MHz) data of compound 1 (CDCls).

13C 1H
Position d (DEPT) 3, mult, (J in Hz)
1,31 141  CHs 0.89t(6.8)

2,30 22.7  CH;
3,29 319 CH;
4,28 294  CH;
5-27 29.7 CH,

1.27m
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$29: *H-(400 MHz) and **C-NMR (100 MHz) data of compound 2 (CDCl5).

lSC 1H
Position ) (DEPT) 3, mult, (J in Hz)
1 39.2 CH; 0.94m, 1.79 brd (11)
2 18.8 CH; 1.44m,151m
3 42.2 CH; 1.14m,1.41m
4 32.9 Cq -
5 50.1 CH 1.16 dd (12, 4.9)
6 23.7 CH; 1.87m,1.97m
7 122.3 CH 5.37brs
8 135.0 Cq -
9 55.2 CH 1.54m
10 36.9 Cq -
11 20.7 CH; 1.26 m, 1.43 m
12 40.7 CH; 1.31m,1.85m
13 75.0 Cq -
14 76.2 CH 3.48 dd (5.7, 3.65)
15 63.1 CH; 3.74d (5.7)
16 23.3 CH3 1.22s
17 22.2 CH; 1.68s
18 331 CH3 0.84s
19 21.8 CH; 0.86s
20 13.5 CH;3 0.75s
OH 3.60 br s
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$30: H-(400 MHz) and *C-NMR (100 MHz) data of compound 2 (DMSO-d).

S31: *H-(300 MHz) and *C-NMR (125 MHz) data of compound 4 (DMSO-dg).

13C 1H
Position & (DEPT) o, mult, (J in Hz)
1 38.6 CH; 0.91m,1.86m
2 18.4 CH, 1.40m, 1.47m
3 42.0 CH; 1.17m,1.72m
4 32.7 Cq -
5 49.8 CH 1.11m
6 23.3 CH, -
7 121.3 CH 5.32s
8 135.6 Cq -
9 55.0 CH 1.46 m
10 36.6 Cq -
11 20.0 CH; -
12 41.9 CH, 1.13m, 1.37m
13 73.1 Cq -
14 76.0 CH 3.28m
15 62.6 CH; 3.31m, 3.60d (8)
16 22.3 CHs 0.97s
17 22.1 CHs 1.64s
18 33.0 CHs 0.83s
19 21.7 CHs 0.85s
20 13.5 CHs 0.72s
OH 4.09 brs, 4.46 brm

13C 1H
Position o (DEPT) o, mult, (J in Hz)
1 63.9 CH> 3.39m,3.61m
2 71.6 CH 3.48m
3 68.6 CH 3.69m
4 69.2 CH 3.45m
5 69.7 CH 3.57m
6 70.2 CH 3.72m
7 63.3 CH> 3.42m
OH 3.92d,3.99m,4.02m,4.07m, 4.29t,4.34m,4.35m

S29



