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1. General Information

All reactions were carried out under nitrogen atmosphere with dry solvents under anhydrous
conditions unless otherwise mentioned. All the chemicals used were purchased commercially,
and used without further purification. Anhydrous DMF was prepared by distilling from KOH.
Yields refer to chromatographically pure material, unless otherwise stated. Reactions were
monitored by thin layer chromatography (TLC) carried out on 0.25 mm Merck silica gel
plates (60F-254) using UV light as a visualizing agent and p-anisaldehyde stain as coloring
agent, and heat as development agents. Merck silica gel (particle size 100-200 and 230-400

mesh) was used for flash column chromatography.

Reagents were purchased at the highest commercial quality and used without further
purification, unless otherwise stated. NMR spectra were recorded on JEOL ECX 500 ('H:
500/400 MHz, '3C: 125/100 MHz) in Acetonitrile-D; or CDCl; having TMS 0.03% as
internal standard. Mass spectrometric data were obtained using WATERS-Q-T of Premier-

ESI-MS.

The following abbreviations were used to explain the multiplicities: s = singlet, d = doublet, ¢
= triplet, ¢ = quartet, dd = doublet of doublet, ddd = doublet of a doublet of a doublet, dt =
doublet of a triplet, td = triplet of a doublet, m = multiplet, b = broad.



Experimental Procedures:

Guadial B (1):

o
i) TMEDA (20 mol%)
H (o] Et3N, MeOH, 25 °C H Ph (+)-a-Pinene (9)
+ )]\ —_— — > 0
HO OH Ph H 18 h, 40% HO OH neat, 90 °C, 46%
o ii) SiO,, MeOH

Compound 6 was synthesized from commercially available phloroglucinol following the

Guadial B (1)

procedure reported by Liu and co-workers.!

To a mixture of dialdehyde 6 (64 mg, 0.35 mmol, 1 equiv.), triethylamine (146 pL, 1.05
mmol, 3 equiv.) and benzaldehyde (0.36 mL, 3.50 mmol, 10 equiv.) in MeOH (0.500 mL)
was added, at 25°C, N,N,N’,N'-tetramethylethane-1,2-diamine (TMEDA) (10.5 ul, 0.07
mmol, 0.2 equiv.). And the reaction mixture was stirred for 18 h at the same temperature. The
reaction mixture was directly subjected to chromatography on silica gel (DCM/MeOH 20:1)
to give a yellow solid which was passed through a bed of silica gel (DCM) to give crude 8
(40.0 mg, 40 % yield) as colourless oil. Compound 8 was readily undergoing decomposition

hence the next reaction was performed immediately without proper purification.

A mixture of ether 8 (40.0 mg, 0.13 mmol, 1 equiv.) and (+)-a-pinene 9 (63.06 pL, 0.39
mmol, 3 equiv.) was stirred for 24 hrs. at 90 °C without adding any solvent. The mixture was
purified using column chromatography with 1-2% EtOAc-Hexane to separate excess o-
pinene. Then crude fraction obtained was further purified by preparative TLC to isolate

desired natural product (1) in pure state as a colorless oil; yield = 22.6 mg, 42%. R,= 0.5 in

28
90:10 hexane-EtOAc; LD = +126.0° (¢ 0.025, CHCly); IR (neat): vyu/cm™! 2921, 1635,

1493, 1444, 1388, 1308, 1250, 1224, 1150, 1112, 1082, 1010, 945, 911, 885, 844, 782, 758,
734, 645, 607, 575, 547, 518; 'TH NMR (400 MHz, CDCls) & 13.53 (s, 1H), 13.21 (s, 1H),
10.19 (s, 1H), 10.03 (s, 1H), 7.30 (br s, 1H), 7.28 (br's, 1H), 7.20 (t, J = 7.3 Hz, 1H), 7.10 (br
s, 1H), 7.08 (br s, 1H), 4.24 (s, 1H), 3.00 (br t, J = 8.6 Hz, 1H), 2.53 — 2.41 (m, 1H), 2.15 —
2.06 (m, 2H), 1.93 (dd, J = 9.3, 3.9 Hz, 1H), 1.57 — 1.49 (m, 1H), 1.28 (s, 3H), 1.06 (s, 3H),
1.01 (s, 3H); 3C NMR (100 MHz, CDCl3) § 192.23, 191.68, 169.45, 168.90, 166.46, 142.61,
128.73, 127.47, 126.77, 104.10, 103.78, 101.59, 89.01, 56.37, 41.24, 40.69, 40.29, 39.19,
36.61, 29.78, 29.25, 27.97, 27.63, 22.94. HRMS (ESI) m/z caled. for CosHp,Os [M+H]*
407.1853, found 407.1856.



Guadial C (2):

e B
O OH O j% Ho

H Ph (-)-B-Pinene (10)

HO OH neat, 90 °C, 42% OHC

H™ 0
8

Guadial C (2)

A mixture of ether 8 (40.0 mg, 0.13 mmol, 1 equiv.) and (-)-f-pinene 10 (62.02 pL, 0.39
mmol, 3 equiv.) was stirred for 24 hrs. at 90 °C without adding any solvent. The mixture was
purified using column chromatography with 1-2% EtOAc-Hexane to separate excess f-
pinene. Then crude fraction obtained was further purified by preparative TLC to isolate

desired natural product (2) in pure state as a colorless oil; yield = 23 mg, 42%. R,= 0.5 in

90:10 hexane-EtOAc; [“]208 = -75.2° (¢ 0.029, CHCIy); IR (neat): vy /cm! 3433, 2923, 1634,
1442, 1385, 1302, 1185, 1161, 1146, 1090, 1014, 978, 855, 766, 701, 609, 533; 'TH NMR
(400 MHz, CDCl3) 6 13.51 (s, 1H), 13.13 (s, 1H), 10.11 (s, 2H), 7.28 (t, /= 7.2 Hz, 3H), 7.24
—7.18 (m, 1H), 7.13 (d, J = 7.0 Hz, 2H), 3.99 (dd, J = 10.2, 6.9 Hz, 1H), 2.43 (dd, J = 14 .4,
6.9 Hz, 1H), 2.32 — 2.27 (m, 1H), 2.25 — 2.16 (m, 1H), 2.15 — 2.10 (m, 1H), 2.07 (dd, J =
14.4, 3.0 Hz, 1H), 2.03 — 1.97 (m, 2H), 1.78 (ddd, J = 13.8, 11.4, 2.6 Hz, 2H), 1.50 (d, J =
10.2 Hz, 1H), 1.30 (s, 3H), 1.00 (s, 3H); 3C NMR (100 MHz, CDCls) & 192.28, 191.66,
169.56, 168.70, 164.73, 144.46, 128.64, 126.85, 126.38, 104.53, 104.17, 103.05, 86.27,
47.63, 43.74, 40.62, 38.39, 35.15, 30.01, 29.78, 27.60, 26.42, 24.65, 23.20; HRMS (ESI) m/z
caled. for C,5sHp;0s [M+H]407.1853, found 407.1858.

Compound 7:
OH O OH
POCI;, DMF H
s
HO OH  EtoAc, it, 1h,91%  HO OH
Ph” =0 Ph” 0
7a 7

Compound 7a was synthesized from commercially available phloroglucinol following the
procedure reported by Jonathan and co-workers.?

According the procedure reported by Bharate and co-workers?, To the solution of benzoyl-
phloroglucinol 7a (400 mg, 1.74 mmol, 1 equiv.) in ethyl acetate (12 mL) were added DMF
(0.15 mL, 1.91 mmol, 1.1 equiv.) and phosphoryl chloride (0.18 mL, 1.91 mmol, 1.1 equiv.)
at room temperature. The reaction mixture was further stirred for 30 min at the same

temperature. Water was added to the reaction mixture and extracted with ethyl acetate (2 x 50



mL). The combined ethyl acetate layers were washed with brine and dried over Na,SO,4 and
concentrated to afford the crude product. Column chromatography over silica gel using
hexane/EtOAc (70:30) as eluent provided 7 as a pale yellow solid. Yield = 408 mg, 91 %. R,
= 0.3 in 70:30 hexane-EtOAc; MP = 170 °C ; IR (neat): vy /cm! 3242, 2925, 2854, 1627,
1599, 1523, 1489, 1434, 1380, 1307, 1274, 1228, 1192, 1130, 1100, 973, 927, 896, 875, 817,
802, 761, 730, 691, 607, 577, 432; "TH NMR (400 MHz, CD;CN) $ 13.46 (s, 1H), 10.02 (s,
1H), 7.59 — 7.54 (m, 2H), 7.51 (t, J = 7.4 Hz, 1H), 7.39 (t, J = 7.7 Hz, 2H), 5.90 (s, 1H); 13C
NMR (100 MHz, CD3;CN) 6 198.96, 192.23, 140.55, 131.79, 128.16, 127.91, 117.41, 104.52,
103.83, 94.69; HRMS (ESI) m/z calcd. for C4H ;05 [M+H]"259.0606, found 259.0609.

O OH o OH
H KOH, Mel, MeOH CHy
HO OH rttoreflux,2h,50%  Ho OH
Ph” S0

Ph o
7 1

Compound 11:

According the procedure reported by Bharate and co-workers?, to the solution of formylated
benzoyl phloroglucinol 7 (258 mg, 1 mmol, 1 equiv.) in methanol (10 mL), was added
potassium hydroxide (112 mg, 2 mmol, 2 equiv.) was added, at room temperature, methyl
iodide (0.3 mL, 5 mmol, 5 equiv.). The reaction mixture was refluxed for 2 h. Solvent was
evaporated and the crude product was purified by silica gel column chromatography using
hexane/EtOAc (80:20) as eluent to afford 11 (136 mg, 50%) as pale yellow solid. R;= 0.5 in
70:30 hexane-EtOAc. MP =140 °C; IR (neat): vy, /cm! 2955, 2925, 2853, 1626, 1492, 1448,
1429, 1377, 1321, 1276, 1226, 1157, 1097, 976, 948, 836, 734, 697, 624, 607, 541, 476, 440;
'TH NMR (400 MHz, CDCl3) 6 13.13 (s, 1H), 10.78 (s, 1H), 10.16 (s, 1H), 8.56 (s, 1H), 7.60
(t, J=19.6 Hz, 5H), 2.00 (s, 3H); 13C NMR (100 MHz, CDCl;) & 192.33, 166.22, 132.90,
129.75, 127.91, 29.78, 6.58; HRMS (ESI) m/z calcd. for C;sH;305s [M+H]"273.0757, found
273.0762.

Guapsidial A (3) and Psiguajadial D 4):

OH
o on = CHO
CH, -
H B- Caryophyllene (5) “, " .
0H + (o] OH
HO OH  DDQ, CH3NO,, 50 °C, 2 h

Ph” O
11 Guapsidial A (3), 32%

Psiguajadial D (4), 28%

To a solution of 11 (50 mg, 0.184 mmol, 1 equiv.) and DDQ (41.7 mg, 0.184 mmol, 1 equiv.)
in nitromethane (5 mL) was added B-caryophyllene (37.6 mg, 0.184 mmol) and the reaction
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mixture was stirred at 50 °C for 2 h. The solvent was then evaporated under vacuum and the
crude product was purified by silica gel column chromatography (hexane/ EtOAc = 95:5) to
get a viscous liquid as a mixture of two isomers. They could not be separated through silica
gel column chromatography. However, they were separated by careful preparative thin layer
chromatography (hexane/ EtOAc = 98:2) to afford 3 and 4 as colorless oils in 1:1 ratio in
60% combined yield (52 mg); R,= 0.5 in 95:5 hexane-EtOAc.

Guapsidial A (3): Yield = 28mg (32%); [ = -25.4° (¢ 0.032, CHCLy); IR (neat): vy /cm'!
2924, 2853, 1628, 1447, 1432, 1367, 1294, 1227, 1206, 1170, 1147, 1116, 1057, 1005, 888,
868, 773, 754, 695, 662, 606, 459; "H NMR (400 MHz, CDCly) 5 13.69 (s, 1H), 13.60 (s,
1H), 10.00 (d, J = 3.7 Hz, 1H), 7.61 (br d, J= 7.0 Hz, 2H), 7.51 (br t, J = 7.4 Hz, 1H), 6.4 Hz,
1H), 7.41 (br t, J = 7.6 Hz, 2H), 4.92 (br s, 1H), 4.89 (br s, 1H), 2.71 (dd, J= 11.2, 10.6 Hz,
1H), 2.53 — 2.39 (m, 2H), 2.20 (m, 2H), 2.12 (br d, 2H), 2.01 — 1.88 (m, 2H), 1.78 (m, 1H),
1.74 (m, 2H), 1.6 (m, 2H), 1.47 (m, 1H), 1.24 (s, 3H), 1.00 (s, 6H); 3C NMR (100 MHz,
CDCly) & 199.73, 191.80, 169.53, 166.88, 162.08, 152.04, 140.84, 131.58, 128.15, 127.87,
110.61, 104.20, 102.89, 101.36, 84.42, 53.39, 41.90, 38.00, 36.48, 35.36, 33.93, 33.88, 33.68,
30.33, 24.80, 22.59, 22.29, 21.31; HRMS (ESI) m/z calcd. for C3H3sOs [M+H]* 475.2479,
found 475.2484.

Psiguajadial D (4): Yield = 24.3mg (32%); [@5 = -122.4° (¢ 0.046, CHCL): IR (neat):
Vma/om! 2924, 2853, 1628, 1447, 1431, 1367, 1226, 1206, 1169, 1147, 1057, 1005, 888,
868, 773, 754, 695, 662, 606, 459; "H NMR (400 MHz, CDCLy) & 13.70 (s, 1H), 13.23 (s,
1H), 10.23 (s, 1H), 7.46 (dd, J = 9.0, 4.7 Hz, 1H), 7.39 (m, 4H), 4.82 (d, J = 10.9 Hz, 2H),
2.61 (dd, J = 16.6, 5.4 Hz, 1H), 2.41 — 2.20 (m, 2H), 2.08 — 1.97 (m, 2H), 1.86 — 1.77 (m,
1H), 1.72 — 1.41 (m, 9H), 1.00 (s, 3H), 0.93 (s, 3H), 0.87 (s, 3H); 3C NMR (101 MHz,
CDCls) § 200.25, 192.04, 168.76, 167.16, 162.09, 151.90, 142.35, 130.12, 127.63, 126.62,
110.21, 104.08, 103.55, 100.63, 84.49, 53.06, 41.36, 37.36, 36.21, 34.88, 33.54, 33.43, 33.02,
30.09, 24.18, 21.98, 20.32; HRMS (ESI) m/z caled. for C3oH3s0s [M+H]" 475.2479, found
475.2482.
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Specific rotation comparison of reported and synthesized natural products:

28
[ a]zs Specific rotation ([a] D) of the
Specific rotation (! D) of the
Natural product synthesized natural products
natural products isolated
(Current manuscript)
Guadial B (1)
(Chem. Eur. J., 2015, 21, +122.5° (¢ 0.56, CHCl,) +126.0° (¢ 0.025, CHCl;)
9022-9027)
Guadial C (2)
(Chem. Eur. J., 2015, 21, -75.1° (¢ 0.64, CHCly) -75.2° (¢ 0.029, CHCl;)
9022-9027)
Guapsidial A (3)
(Chem. Eur. J., 2015, 21, -32.7° (¢ 0.95, CHCly) -25.4° (¢ 0.032, CHCl3)
9022-9027)
Psiguajadial D (4)
—149.0° (¢ 0.2, CHCly) -122.4° (¢ 0.046, CHCls)
(Sci. Rep., 2017,7, 1-15.)

'H and 3C NMR comparison of reported and synthesized Guadial B (1):

'H-NMR data of 1 'H-NMR data of 1 13C-NMR data of 1 13C-NMR data of 1

SN (500 MHz, CDCl5) (400 MHz, CDCL) (125 MHz, CDCL5) (100 MHz, CDCLy)

from natural source synthesized by us from natural source synthesized by us

(Chem. Eur. J. 2015, 21,9022 —9027) (current manuscript) (Chem. Eur. J. 2015, 21, 9022 — 9027) (current manuscript)

1 13.52 (s, 1H) 13.53 (s, 1H) 192.3 192.23
2 13.21 (s, 1H) 13.21 (s, 1H) 191.7 191.68
3 10.19 (s, 1H) 10.19 (s, 1H) 169.5 169.45
4 10.03 (s, 1H) 10.03 (s, 1H) 169.0 168.90
5 7.28 (t, 7.4, 1H) 7.28 (brs, 1H) 166.5 166.46
6 7.28 (t, 7.4, 1H) 7.30 (br's, 1H) 142.7 142.61
7 7.20 (t, 7.4, 1H) 7.20 (t,J=7.3 Hz, 1H) 128.8 128.73
8 7.09 (d, 7.4, 1H) 7.10 (br's, 1H) 126.8 126.77
9 7.09 (d, 7.4, 1H) 7.08 (br s, 1H) 127.5 127.47
10 4.24 (brs, 1H) 4.24 (s, 1H) 104.2 104.10
11 3.00 (ddd, 9.5, 9.0, 1.0, 1H) 3.00 (brt,J= 8.6 Hz, 1H) 103.9 103.78




12 2.47 (ddd, 13.5,9.5, 3.5, 1H) 2.53 -2.41 (m, 1H) 101.7 101.59
13 2.11,2.13 2H) 2.15-2.06 (m, 2H) 89.1 89.01
14 1.93 (m, 1H) 1.93 (dd, J=9.3, 3.9 Hz, 1H) 56.5 56.37
15 1.53 (ddd, 13.5,9.0, 1.6, 1H) 1.57 - 1.49 (m, 1H) 413 41.24
16 1.28 (s, 3H) 1.28 (s, 3H) 40.8 40.69
17 1.06 (s, 3H) 1.06 (s, 3H) 40.4 40.29
18 1.01 (s, 3H) 1.01 (s, 3H) 39.3 39.19
19 - - 36.7 36.61
20 - - 29.3 29.25
21 - - 28.1 27.97
22 - -- 27.7 27.63
23 - - 23.0 22.94

H and 3C comparison of reported and synthesized Guadial C (2):

'"H-NMR data of 2
(500 MHz, CDCl;)

'H-NMR data of 2
(400 MHz, CDCls)

I3C-NMR data of 2
(125 MHz, CDCls)

BC-NMR data of 2
(100 MHz, CDCly)

SN. from natural source synthesized by us from natural source synthesized by us
(Chem. Eur. J. 2015, 21, 9022 — 9027) (current manuscript) (Chem. Eur. J. 2015, 21, 9022 — 9027) (current manuscript)
1 13.51 13.51 (s, 1H) 192.3 192.28
2 13.13 13.13 (s, 1H) 191.7 191.66
3 10.12 10.11 (s, 2H) 169.6 169.56
4 7.28 (t, 7.4, 1H) 7.28 (t,J=7.2 Hz, 3H) 168.8 168.70
5 7.28 (t, 7.4, 1H) 7.24 -7.18 (m, 1H) 164.8 164.73
6 7.13 (d, 7.4, 1H) 7.13 (d,J= 7.0 Hz, 2H) 144.5 144.46
7 3.99 (dd, 10.2, 7.0 Hz, 1H) 3.99 (dd, J=10.2, 6.9 Hz, 1H) 128.7 128.64
8 2.43 (dd, 14.5, 7.0 Hz, 1H) 2.43 (dd, J=14.4, 6.9 Hz, 1H) 126.9 126.85
9 2.30(dd, 5.0, 4.8 Hz, 1H) 2.32-2.27 (m, 1H) 126.4 126.38
10 2.20 (m, 1H) 2.25-2.16 (m, 1H) 104.6 104.53
11 2.12 (dd, 14.5,10.2, 1H) 2.15-2.10 (m, 1H) 104.2 104.17
12 2.08 (m, 1H) 2.07 (dd, J=14.4, 3.0 Hz, 1H) 103.1 103.05
13 2.00, 1.98 2.03-1.97 (m, 2H) 86.3 86.27




14 1.80 (m, 1H) 1.78 (ddd, J=13.8, 11.4, 2.6 Hz, 2H) 47.7 47.63
15 1.50 (d, 10.0, 1H) 1.50 (d, J=10.2 Hz, 1H) 43.8 43.74
16 1.30 (s, 3H) 1.30 (s, 3H) 40.7 40.62
17 1.00 (s, 3H) 1.00 (s, 3H) 38.5 38.39
18 - - 35.2 35.15
19 - - 30.1 30.01
21 - - 27.7 27.60
22 -- -- 26.5 26.42
23 - - 24.7 24.65
24 - - 233 23.20

'H and 3C comparison of reported and synthesized Guapsidial A (3):

'"H-NMR data of 3 'H-NMR data of 3 3C-NMR data of 3 3C-NMR data of 3
SN (400 MHz, CDCl3) (400 MHz, CDCl;) (100 MHz, CDCl3) (100 MHz, CDCLy)
o from natural source synthesized from natural source synthesized
(Chem. Eur. J. 2015, 21,9022 —9027) (current manuscript) (Chem. Eur. J. 2015, 21,9022 —9027) (current manuscript)

1 13.69 (s, 1H) 13.69 (s, 1H) 199.8 199.73

2 13.60 (s, 1H) 13.60 (s, 1H) 191.9 191.80

3 10.00 (s, 1H) 10.00 (d, J =3.7 Hz, 1H) 169.6 169.53

7.61(d, 7.5, 1H) _
4 7.61(d. 7.5, 1H) 7.61 (brd, J=7.0 Hz, 2H) 167.0 166.88
5 7.51(t, 7.5, 1H) 7.51 (brt,J=7.4 Hz, 1H) 162.2 162.08
7.41 (t,7.5, 1H) _

6 7.41 (1,75, 1H) 7.41 (brt,J=17.6 Hz, 2H) 152.1 152.04

7 4.92 (brs, 1H) 4.92 (brs, 1H) 140.9 140.84

8 4.89 (brs, 1H) 4.89 (brs, 1H) 131.6 131.58

9 2.70 (dd, 11.0, 10.6, 1H) 2.71 (dd, J=11.2, 10.6 Hz, 1H) 128.2 128.15
2.48 (m, 1H)

10 2.45 (m, 1H) 2.53-2.39 (m, 2H) 127.9 127.87

11 2.20 (m, 2H) 2.20 (m, 2H) 110.7 110.61

12 2.17 (2H) 2.12 (br d, 2H) 104.3 104.20
1.97 (m, 1H)

13 1.92 (m. 1H) 2.01 —1.88 (m, 2H) 103.0 102.89
1.78 (m, 1H) 1.78 (m, 1H)
1.74 (m, 2H) 1.74 (m, 2H)

14 171 (m. 2H) 1.6 (m, 2H) 101.4 101.36
1.47 (m, 1H) 1.47 (m, 1H)

15 1.24 (s, 3H) 1.24 (s, 3H) 84.5 84.42

16 0.99 (s, 6H) 1.0 (s, 6H) 53.5 53.39

17 - -- 42.0 41.90
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18 - - 38.1 38.00
19 - -- 36.6 36.48
20 - -- 354 35.36
21 - -- 34.0 33.93
22 - - 34.0 33.88
23 - - 33.8 33.68
24 - - 304 30.33
25 - -- 24.9 24.80
26 - -- 22.7 22.59
27 - - 223 22.29
28 - - 21.4 21.31

TH and 3C comparison of reported and synthesized Psiguajadial D (4):

'H-NMR data of 4
(400 MHz, CDCl3)

'"H-NMR data of 4
(400 MHz, CDCls)

I3C-NMR data of 4
(100 MHz, CDCLy)

BC-NMR data of 4
(100 MHz, CDCly)

S.N. from natural source synthesized by us from natural source synthesized by us
(Sci. Rep. 2017, 7, 1-15) (current manuscript) (Sci. Rep. 2017, 7, 1-15) (current manuscript)
1 13.71 (s, 1H) 13.70 (s, 1H) 200.3 200.25
2 13.23 (s, IH) 13.23 (s, 1H) 192.1 192.04
3 10.23 (s, 1H) 10.23 (s, 1H) 168.9 168.76
4 7.47 (m, 1H) 7.46 (dd, J=9.0,4.7 Hz, 1H) 167.3 167.16
7.40 (m, 2H)
5 7.39 (m, 2H) 7.39 (m, 4H) 162.2 162.09
6 4.83 (brs, 1H) 4.83 (brs, 1H) 152.0 151.90
7 4.80 (brs, 1H) 4.80 (brs, 1H) 142.5 142.35
8 2.61 (dd, J=16.6, 5.4 Hz, 1H) 2.61 (dd, J=16.6, 5.4 Hz, 1H) 130.2 130.12
9 2.26 (m, 2H) 2.41-2.20 (m, 2H) 127.7 127.63
10 2.03 (m, 1H) 2.08 = 1.97 (m, 2H) 126.7 126.62
11 1.82 (m, 1H) 1.86 — 1.77 (m, 1H) 110.3 110.21
1.66 (m, 2H)
1.61 (m, 2H)
12 1.60 (m, 2H) 1.72 — 1.41 (m, 9H) 104.2 104.08
1.57 (m, 2H)
1.49 (m, 1H)
13 1.00 (s, 3H) 1.00 (s, 3H) 103.7 103.55
14 0.93 (s, 3H) 0.93 (s, 3H) 100.9 100.63
15 0.87 (s, 3H) 0.87 (s, 3H) 84.6 84.49
16 - -- 53.2 53.06
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17 - - 41.5 41.36
18 - - 37.5 37.36
19 - - 36.4 36.21
20 - - 35.0 34.88
21 - - 33.7 33.54
22 - - 335 3343
23 - - 332 33.02
24 - - 30.2 30.09
26 - - 243 24.18
27 - - 22.1 21.98
28 - -- 20.4 20.32
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