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Section A: General Information:

Reagent information.

Unless otherwise stated, all reactions were carried out in an oven-dried flask under a pure and
dry nitrogen atmosphere. All lewis acids were purchased from Aldrich, SRL Co. and Merck..
Generally, Alkyne compound and alcohols were purchased from commercial sources (Aldrich,
Acros, Alfa Aesar, Aladdin, Adamas) and purified when necessary. All the solvents were bought
from Aldrich in sure seal bottle and were used as received. These solvents were transferred by
syringe to the reaction flask. Analytical thin layer chromatography (TLC) was performed using
Merck silica gel GF254 plates. For column chromatography, silica gel (60—120 mesh or 100-200
mesh) from SRL Co. was used.

Analytical Information:

Melting points were determined either on DSC-60A, Schimadzu or on an electrothermal melting
point apparatus and are uncorrected. Infrared spectra were recorded on a Perkin-Elmer 1650
Fourier transform spectrometer. NMR spectra were measured in CDCI3, DMSO-d6 (all with
TMS as internal standard) on a Varian Gemini 400 MHz FT and 500 MHz FT magnetic
resonance spectrometers. Chemical shifts (8) are reported in ppm, and coupling constants (J) are
in Hz. The following abbreviations were used to explain the multiplicities: s = singlet, d =
doublet, dd = doublet of doublets t = triplet, q = quartet, m = multiplet. Mass spectra were
recorded on an HP-5989A quadrapole mass spectrometer.

Section B: Experimental Procedures:

General Procedure for the synthesis oflsoindolo[Z,2-b]quinazolinederivatives: Boron
trifluoride diethyl etherate (BF;Et,0, 48-50 % solution) (3.0 eq.) charged into a clean oven dried
RB flask under nitrogen atmosphere. Charged a mixture of 2-Amino benzyl alcohol (1.0 eq.) and
2-(phenylethynyl)benzonitrile (1.0 eq.) and the mixture was warmed to70 °C for 10-14 h under
nitrogen atmosphere. After completion of the reaction, the mixture was cooled to 0 °C and
quenched into 10 % sodium carbonate solution (5.0 mL) and stirred for 1-2 h. The product was
then extracted with DCM (2* 2.0 mL). The organic layer was washed with water (2.0 mL). Then
dried over anhydrous sodium sulphate and concentrated the organic layer was under vaccum.

Desired product was purified via column chromatography through silica gel and DCM as eluent.



Section C: Analytical data

)

N

&

1a
(£)-12-benzylidene-10,12-dihydroisoindolo[1,2-b]quinazoline (11a): Off-white color solid;
Yield: 68%, Melting point: 109-111 °C; IR (KBr): 693, 759, 1280, 1441, 1491, 1592, 1695,
1824, 1906, 2217, 3056, 3782; 'H NMR (400 MHz, CD;0D) 6: 4.58 (s, 2H, CH,), 6.46 (d, J =
8.4 Hz, 1H, ArH), 6.75 (s, 1H, olefinic CH), 6.89 (t, J = 7.6 Hz, 1H, ArH), 7.09 (t, J = 7.6 Hz,
1H, ArH), 7.08 (d, J = 7.6 Hz, 1H, ArH), 7.32-7.43 (m, 4H, ArH), 7.53-7.57 (m, 4H, ArH), 8.19
(d, J = 8.4 Hz, 1H, ArH), 13C NMR (100 MHz, DMSO d°) 6: 48.6 (N-CH,), 110.3(olefinic CH),
119.9, 124.6, 124.8, 125.5, 125.8, 126.2, 126.7, 126.9, 127.3, 127.3, 128.5 (2C), 128.7(2C),

131.0, 133.2, 136.2, 137.4, 139.2 (olefinic C), 151.3 (C=N); HRMS: m/z [M+H] calcd for
CyoH,7N; [M+H]:309.1392; found: 309.1385 [M+H].
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(£)-12-benzylidene-10-methyl-10,12-dihydroisoindolo[1,2-b]quinazoline (11b): Light yellow

color solid; Yield:72 %, Melting point: 105-107 °C; IR (KBr): 700, 758, 1233, 1311, 1383, 1476,

1591, 1622, 1691, 2968, 3411; '"H NMR (400 MHz, CDCl;) 4: 0.93 (d, J = 6.4 Hz, 3H, CH;),

5.29 (q,J = 6.4 Hz, 1H, NCH), 6.68 (s, 1H, olefinic CH), 6.86 (d, J = 7.2 Hz, 1H, ArH), 7.09 (t,

J=7.2Hz, 1H, ArH), 7.25-7.30 (m, 2H, ArH), 7.35-7.45 (m, 5H, ArH), 7.51-7.59 (m, 2H, ArH),

7.77 (d, J = 7.6 Hz, 1H, ArH), 8.07 (d, J = 7.6 Hz, 1H, ArH),*C NMR (100 MHz, CDCl;) &:

20.8 (aliphaticCH3), 51.3(N-CH), 103.7(olefinic CH), 119.5, 122.4, 125.3, 125.9, 127.2, 127.3,

128.0(2C), 128.3(2C), 128.9, 129.8 (2C), 130.9, 131.2, 135.3, 136.7, 138.1 (olefinic C), 141.4,

154.8 (C=N); MS: m/z (%) = 323.2[M+H]; HRMS: m/z [M+H] calcd for Cy3H;oN,[M+H]:
323.1548; found:323.1563[M+H].



11c

(£)-12-benzylidene-8-chloro-10,12-dihydroisoindolo[1,2-b]quinazoline (11c): Light yellow
color solid; Isolated yield:65% (141 mg), Melting point: 178-180 °C; IR (KBr): 1025, 1140,
1269, 1417, 1512, 1606, 2072, 2932, 3053, 3444, 3853; 'H NMR (400 MHz, CDCl3) &: 4.61 (s,
2H, CH,), 6.77 (s, 1H, Olefinic CH), 6.81 (s, 1H), 7.19 (dd, J = 2.0, 8.4 Hz, 1H, ArH), 7.29-7.43
(m, 5H, ArH), 7.51-7.55 (m, 1H, ArH),7.59 (t, J = 8.0 Hz, 1H, ArH), 7.78 (d, J = 8.0 Hz, 1H,
ArH), 8.04 (d, J =7.6 Hz, 1H, ArH), C NMR (100 MHz, CDCl3) 3: 46.2(N-CH,),
104.1(Olefinic CH), 119.5, 122.4, 123.0, 126.1, 126.9, 127.3, 127.7, 128.4(2C), 128.6, 128.9,
129.6, 129.9, 130.1, 130.8, 131.1 (C-Cl), 134.8, 137.2, 137.5 (olefinic C), 140.5 (C=N); MS: m/z
(%) = 343.1 [M+H];HRMS: m/z [M+ H] calecd for C,H;(N,CI[M+H]: 343.1002; found:

343.0991[M+H].
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(£2)-10-methyl-12-(4-methylbenzylidene)-10,12-dihydroisoindolo[1,2-b]quinazoline  (11d):
Brown color solid; Yield: 71%, Melting point: 106-108 °C; IR (KBr): 760, 818, 1068, 1388,
1454, 1490, 1639, 1726, 2974, 3314; 'H NMR (400 MHz, CDCl;) é: 1.80 (d, J = 6.0 Hz,
3H,aliphaticCHj3), 2.37 (s, 3H, ArCH3;), 4.91-4.93 (m, 1H, aliphaticCH), 6.60 (d, / = 8.4 Hz, 1H,
ArH),6.82 (s, 1H, olefinic CH), 6.92-6.97 (m, 1H, ArH), 7.17-77.20 (m, 3H, ArH), 7.28-7.31
(m, 1H, ArH), 7.34 (d, J = 7.4 Hz, 2H, ArH), 7.50-7.56 (m, 3H, ArH), 8.48 (d, / = 8.4 Hz, 1H,
ArH),3C NMR (100 MHz, CDCls) &: 21.2(aliphatic CH3), 22.6 (Ar CH3), 51.6(N-CH), 113.0
(olefinic CH),122.2, 125.0(2C), 125.4, 126.5(2C), 126.7, 126.8, 127.2(2C), 128.5, 129.6,
129.8(2C), 133.0(2C), 134.3, 139.2, 139.3(olefinic C), 153.3 (C=N); MS: m/z (%) = 337.2
[M+H]; HRMS: m/z [M+ H] calcd for C4H, N, [M+H]:337.1705; found:337.1706[ M+H].



(£)-12-(4-methylbenzylidene)-10,12-dihydroisoindolo[1,2-b]quinazoline (11e): Brown color
solid; Yield: 69 %, Melting point: 108-110 °C; IR (KBr): 756, 875, 1031, 1151, 1255, 1381,
1507, 1600, 1735, 2223, 2963, 3425; '"H NMR (400 MHz, CD;0D) 8:2.37 (s, 3H, ArCHj;), 4.84
(s, 2H, CH,), 6.85 (s, 1H, olefinic CH), 7.09 (t, J = 8.0 Hz, 1H, ArH), 7.25 (d, J = 8.4 Hz, 2H,
ArH), 7.35 (t, J = 8.0 Hz, 1H, ArH), 7.46-7.51(m, 4H, ArH), 7.77-7.81 (m, 1H, ArH), 7.99 (d, J
= 4.0 Hz, 2H, ArH), 842 (d, J = 8.4 Hz, 1H, ArH);”>*C NMR (100 MHz, CDCl;) &:
20.8(ArCHj), 51.2(N-CH,), 110.2 (olefinic CH), 121.2, 123.3, 124.5, 125.6, 125.7, 125.9,
127.1(2C), 128.2(2C), 129.5(2C), 130.6, 133.6, 133.7, 134.4, 136.2, 138.2, 139.4(olefinic C),
149.6 (C=N); MS: m/z (%) =323.2 [M+H]

11f

(£)-10,10-dimethyl-12-(4-methylbenzylidene)-10,12-dihydroisoindolo[1,2-b]quinazoline
(11f): Off white color solid; Yield:74%, Melting point: 169-171 °C; IR (KBr): 754, 810, 1136,
1280, 1308, 1366, 1480, 1629, 2970, 3434; 'H NMR (400 MHz, CDCl;) &: 1.71 (b, 6H,
Aliphatic CH3), 2.35 (s, 3H, ArCH3), 6.46 (s, 1H, ArH), 6.47 (s, 1H, olefinic CH), 6.85 (t, J =
8.0 Hz, 1H, ArH), 7.07 (t, J = 7.6 Hz, 1H, ArH), 7.13 (d, J = 7.6 Hz, 2H, ArH), 7.28-7.37 (m,
5H, ArH), 7.44-7.47 (m, 1H, ArH), 8.33 (d, J = 8.0 Hz, 1H, ArH); 13C NMR (100 MHz, CDCl;)
d: 21.2(ArCHj;), 28.0 (2C, aliphatic CHj3),54.7(NC-(CHs),), 110.2 (olefinic CH), 121.1, 123.3,
124.5, 125.6, 125.7, 125.9, 127.1(2C), 128.2(2C), 129.4(2C), 130.5, 133.5, 133.7, 134.4, 136.2,
138.2, 139.4 (olefinic C), 149.6 (C=N); MS: m/z (%) = 351.3 [M+H]; HRMS: m/z [M+ H] calcd
for CysHp3N,[M+H]: 351.1861; found: 351.1856[M+H].
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(£)-12-benzylidene-10,10-dimethyl-10,12-dihydroisoindolo[1,2-b]quinazoline (11g): Light
yellow color solid; Yield:75%, Melting point: 208-210 °C; IR (KBr): 1025, 1140, 1269, 1417,
1512, 1606, 2072, 2932, 3053, 3444, 3853; 'H NMR (400 MHz, CDCl;) &: 1.72 (s, 6H,
alpiphatic CHj3), 6.43 (d, J = 8.0 Hz, 1H, ArH), 6.49 (s, 1H, olefinic CH), 6.84 (t, J = 7.2 Hz,
1H, ArH), 7.06 (t, J = 7.2 Hz, 1H, ArH), 7.29-7.36 (m, 6H, ArH), 7.39-7.46 (m, 3H, ArH), 8.34
(d, J = 7.6 Hz, 1H, ArH), *°C NMR (100 MHz, CDCls) &: 28.7 (2C, aliphatic CH3;), 54.7(NC-
(CH3),), 110.8 (olefinic CH), 121.1, 123.4, 124.6, 125.6, 125.7, 126.0, 127.1(2C), 127.2(2C),
128.2, 128.7(2C), 130.6, 133.4, 133.7, 136.0, 137.2, 139.3 (olefinc C), 149.5 (C=N); MS: m/z
(%) = 38320 [M+H];HRMS: m/z [M+ H] caled for CyHyNo[M+H]:337.1705;
found:337.1718[M+H].
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(£)-12-benzylidene-8-methoxy-10,10-dimethyl-10,12-dihydroisoindolo[1,2-b]quinazoline
(11h): Light yellow color solid; Yield: 69%, Melting point: 170-172 °C; IR (KBr): 695, 762,
1063, 1258, 1467, 1572, 1615, 2929, 3438; '"H NMR (400 MHz, CDCl;) &: 1.40 (s, 6H, aliphatic
CH,), 3.98 (s, 3H, OCH;), 6.71 (s, 1H, olefinic CH), 6.75 (d, 1H, J = 8.0 Hz, ArH), 6.85 (d, J =
8.0 Hz, 1H, ArH), 7.07 (t, J = 7.2 Hz, 1H, ArH), 7.33 (t, J = 7.6 Hz, 1H, ArH), 7.38-7.54 (m,
7H, ArH), 7.69 (d, J = 7.6Hz, 1H, ArH), 8.15 (d, J = 7.2 Hz, 1H, ArH), *C NMR (100 MHz,
CDCls) o: 28.4 (2C, aliphatic CH3), 56.2(NC-(CHj3),), 60.4(OCHs;), 109.8 (olefinic CH), 121.1,
123.3, 124.5, 125.7, 125.9, 127.1 (2C), 128.3, 129.6 (2C), 130.0,133.2, 133.7, 134.4, 136.2,
138.2, 138.6 (olefinic C), 149.6, 152.8, 154.1 (C=N); HRMS: m/z [M+H] calcd for
CysH3N,O[M+H]: 367.1810; found: 367.1816[M+H].



(£)-12-benzylidene-2,3-dimethoxy-10,12-dihydroisoindolo[1,2-b]quinazoline (11i): Light
yellow color solid; yield: 67%, Melting point: 145-147 °C;IR (KBr): 730, 875, 1011, 1119, 1287,
1458, 1516, 1692, 2219, 2972, 3431; 'H NMR (400 MHz, CDCls) 3: 4.04 (s, 6H, OCH5), 4.62 (s,
2H, CH2), 6.62 (s, 1H, olefinic CH), 6.86 (d, J = 8.0 Hz, 1H, ArH), 7.07 (t, J/ = 7.6 Hz, 1H,
ArH), 7.26 (s, 2H, ArH), 7.28-7.43 (m, 6H, ArH), 7.52 (s, 1H, ArH); *C NMR (100 MHz,
CDCl) o: 43.5 (N-CH,), 58.7 (2C, OCH3), 105.28 (olefinic CH), 122.7, 123.1, 124.5, 125.6,
125.7, 1259, 126.9, 128.3 (2C), 129.2, 129.4, 130.2, 130.5, 131.1, 135.3, 136.5, 137.9,
140.1(olefinic C), 142.4, 154.8 (C=N); HRMS: m/z [M+ H] caled for C,sH;N,0O,
[M+H]:369.1603; found:369.1621[M+H].

(£)-12-benzylidene-2,3-dimethoxy-10-methyl-10,12-dihydroisoindolo[1,2-b]quinazoline
(11j): Light yellow color solid; yield: 64%, Melting point: 163-165 °C; IR (KBr): 705, 772, 851,
1070, 1184, 1284, 1495, 1571, 1628, 2960, 3444 ; 'H NMR (400 MHz, CDCl;) 6: 0.91 (d, J =
6.0 Hz, 3H, aliphatic CHj3), 4.03 (s, 6H, OCH,3), 5.22 (q, J = 6.4 Hz, 1H, NCH), 6.55 (s, 1H,
olefinic CH), 6.85 (d, J = 7.2 Hz, 1H, ArH), 7.08 (t, J = 7.6 Hz, 1H, ArH), 7.18 (s, 1H,
ArH),7.27-7.44 (m, 7TH, ArH), 7.50 (s, 1H, ArH),'3C NMR (100 MHz, CDCl3) 4: 20.4 (aliphatic
CHj3), 51.3 (NCH), 56.2 (O-CH3), 56.3 (OCH3), 101.4 (olefinic CH), 103.2, 103.6, 124.8, 125.1,
125.9, 127.1, 127.4 (2C), 128.0, 128.2, 128.4 (2C), 129.7 (olefinic C), 131.8, 135.3, 136.9,
141.3, 150.9, 152.5, 155.3 (C=N); HRMS: m/z [M+ H] calcd for C,5H»;N,O,[M+H]: 383.1760;
found: 383.1774 [M+H].



Section D: 'H, 3C, Mass, ESMS and HRMS spectrum:
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HSR/253/P in DHS0
=108
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2. (Z£)-12-benzylidene-10-methyl-10,12-dihydroisoindolo[1,2-b]quinazoline (11b):
Peak Table Graph
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Elemental Composition Repe_rt.

= Single Mass An alys:s
=Tolerg = i
Element predu:mun Olf

== Number-of isotope-peaks-used-for-FFIT=4-

~Monoisotopic Mass, Even Electron lons

10 formula(e) evaluated with 1 results within limits (up to 4 best isotopic matches for each mass)
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3. (Z2)-12-benzylidene-8-chloro-10,12-dihydroisoindolo[1,2-b]quinazoline (11c¢):

TDC-108 MER-Z83 in €DCL3
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CPS MIYAPUR Mass Analysis Report

Data Filename 131030022.d Sample Name MSR283
Sample Type Sample Position Vial 61
Instrument Name Instrument 1 User Name
Acq Method ESLM IRM Calibration Status Sliccess
DA Method CACHB.m Comment
User Spectra
Fragmentor Voltage Collision Energy Tonization Mode
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Elemental Composition Report Page 1

Single Mass Analysis
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Element prediction: Off

Number of isotope peaks used for i-FIT =4

Monoisotopic Mass, Even Electron lons
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MsE283 in cocld
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4. (Z)-10-methyl-12-(4-methylbenzylidene)-10,12-dihydroisoindolo[1,2-b]quinazoline

(11d):

Peak Table Graph
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TDC-108 MER-261 in CcDC13
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CPS,MIYAPUR Mass Analysis Report

Data Filename 110928007.d Sample Name MSR261
Sample Type Sample Position Vial 77
Instrument Name Instrument 1 User Name

Acq Method ESLm IRM Calibration Status Success
DA Method EDC-5.m Comment

User Spectra

Fragmentor Voltage Collision Energy Ionization Mode
100 ] Esf

410 2 |+ Scan (0.27 min) 110928007.d Subtract (1)
1 337.20

0.8-

0.6-

0.4

0.2

0 :'L T T T T T - = T T £ T T g T T T T T T ™ 1
J0 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 6C
Counts (%) vs. Mass-to-Charge (m/z}

Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 50 PPM ! DBE: min=-1.5, max = 100.0
Element prediction: Off
Number of isotope peaks used for i-FIT =2
Monolsolopic Mass, Even Eleciron lons |
48 formulale) evaluated with 1 results within limits (up to 10 closest results for each mass)
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5. (Z)-12-(4-methylbenzylidene)-10,12-dihydroisoindolo[1,2-b]quinazoline (11e):
Peak Table Graph
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TDC-108 MSR/285 in €DC13
HMR-400MH=

AR.No:ME0312/1713
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6. (Z)-10,10-dimethyl-12-(4-methylbenzylidene)-10,12-dihydroisoindolo[1,2-b]quinazoline

(11):

Peak Table Graph

& .
BE 7 = ~
B4 \\ )
Ay | n I [
2 -. il I 5 1
e b / s | Tl Had dgemey |
&0 A i
LY | n23.4scni-1
& S, i
TE- 3434, 3 om-1 ) | I, |
';E o 2070141 | ! I Il." !
i hases Stemer | ! B0, BBom
I |
T ! A0 om
L N bl 754 630m-1
it 15330, Z20m-1 1136 Wieme1
[f
ﬁ lli 1E20.250m-1
(RN 8 : : NP L — e, —
E‘?UDD 3500 3000 2500 2000 1800 1000 500 4400
cm-1
Marre
Ci17-291_1_1
TDC-108 MERZ91 in CoDCl3
E-400MEz
AR.Ho:MEQ3I12/1708
Analyst: Haribabu
Data: 1&th March. 2012
NUCLEUS - BL
FRQ (MBx): 400.23
EXR : s2pal
=,
/__4‘ -"ll\_-
Bl
Voo
I‘\\-f"'J\,‘/H
3 -—
Hadh)
(S
r j
i S S A
L ¥ L_._JL_
— 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
9 8 7 4 3 2 1 pom
o il -
B 42 B 7 2 £ a2
- “wom A o " it



HHE- 40 0HHz
AR.Ho:ME03I12 /1713
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Elemental Composition Report

“Single Mass Analysis ——
Tolermance =50 PPN/~ DBE: nﬂnj:ﬁ‘mar"&ﬂ'ﬁ—
Element prediction: Off
~Numberof isotope peaks used for FFIT = 4

Monboisotopic Mass, Even Electron lons

7 formula(e) evaluated with 1 results within limits (up to 4 best isotopic matches for each mass)
Elements Used:

C:0-26 H:0-25 N:04
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7. (Z)-12-benzylidene-10,10-dimethyl-10,12-dihydroisoindolo[1,2-b]quinazoline (11g):

TDC-108 MERIS0 in cDoas
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_Elemental Composition Report. -~ - .. = == — —.Page1

~ Single Mass A‘na‘]ﬁs:_————" —- = ——_ — —
=Tolerance= 151 == =

Element prediction Ooff

Number of isotepe peaks used for i-FIT =4

Monaoisatopic Mass, Even Electron lon
36 formula(e) evaluated with 1 results wﬂhm limits {up to 4 best isotopic matches for each mass)
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8. (Z)-12-benzylidene-8-methoxy-10,10-dimethyl-10,12-dihydroisoindolo[1,2-b]quinazoline

(11h):

Peak Table Graph
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mass cale. Mass PPM CBE i-FIT Formula
3671026 367.1810 6.6 1.6 15.5 134.5 cI5 M3 W2 O
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9. (Z)-12-benzylidene-2,3-dimethoxy-10,12-dihydroisoindolo[1,2-b]quinazoline (11i):
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TDC-108  MESR-257 in cDCLE
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 50 PPM / DBE: min =-1.5, max = 100.0
Element pradiction: Of
MNumber of isotepe peaks used for -FIT =2 —
Monoisotopic Mass, Even Elactron lons —@
48 formula(e) evaluated with 1 resulls within fimits (up to 10 closest results for each mass) Mel i
Elements Used: II =
C:0-30 H 0-30 N 02 005 M—
C1171287 MeQ™ Sy
150922002 21 (0,399) Crr (21:24) Y 1: TOF MS ES+
N 1;.' 1 4De4 005
i B57.2152 ] _/)
; 11i ==
E 5071075
e 5582160
525.1178
. : BI0207)  |eco e 7883328
3821166200 1479 370.1656 SEI0ED gon agng | 780.5288 551 5900
i 156.1237 232.9480. % | rrreek b 11,2580 T | |6E02178 764.5702, 795.2010  R.2445 938.3231 ”
B : s R Eas SARLE T R T T T T T RS T T T T Rk 1
"8 | 200 | 20 | WO @ 3% 400 0 450 0 S0 560 60D GE0 700 760 B0 90D 850 100D
Mindmam: 1.5
Mazci mam: 5.0 5.0 100.0
HMagns Calc, Mass mba EEM LRE i-FIT Formula
369.1621  369.1603 1.8 4.9 15.5 3.6 caa HI1 N2 02

10. (£)-12-benzylidene-2,3-dimethoxy-10-methyl-10,12-dihydroisoindolo[1,2-

b]quinazoline (11j):
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TDC-108 MERI3E-Pura
G- 4 00MED
AR.No:MELI212/2210
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Mass Analysis Report
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11c 16

Compound 16 was ruled out by 2D NMR study and NOE study. NOE study
clearly indicated that 2-bond interaction was observed, Hd with Hc and He (4.60
with 6.82 and 7.35) and Ha with Hb and He (6.76 with 7.76 and 7.35) and we are
not observed any interaction between Hd with Ha, Moreover, literature survey
revealed that, similar compounds have been characterized earlier they are clearly
written olefinic CH of E compounds appeared singlet at 6 7.58 and olefinic CH of
Z is coming singlet at 8 6.79, all these compounds olefinic CH appeared singlet at
d 6.76, Thus, 11c¢ appeared to be the chemical structure of the isolated product.
NOE data was attached below.



MSR283 in CDC13
TDC-108

AR.No:IN0514/129
Date:22nd May.2014
Analyst: Haribabu.R

exp2 NOESY
SAMPLE
date May 22 2014
solvent CDC13
sample
ACQUISITION
W 5629.0
at 0.182
ap 2048
b not used
ss 32
dlL 1.000
nt 16
2D ACQUISITION
swl 5629.0
ni 400
TRANSMITTER
tn H1l
sfrq 499,626
tof -182.5
tpwr 58
pw 6.450
NOESY
mix 0.600
PRESATURATION
satmode nnnn
satpwr 0
satdly 0
satfrg 0
DECOUPLER

dn C13
dm nnn

FLAGS
hs n
sspul y
PFGElg ¥
hsglvl 4355
SPECIAL
temp 25.0
gain 38
spin not used
F2 PROCESSING
gf 0.084
gfs not used
fn 2048
F1 PROCESSING
gfl 0.033
gfsl not used
procl 1p
fnl 2048
DISPLAY
sp -104.4
wp 4590.1
spl -66.0
wpl 4562.6
rfl 511.2
rip 0
rfll 511.2
rfpl 0
PLOT
we 138.9
sc 10.0
we2 138.9
sc2 0
vs 493
th 2
ai cdc ph
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MSR283 in CDC13
TDC-108

AR.No:IN0514/129
Date:22nd May.2014
Analyst: Haribabu.R

NUCLEUS H1
FRQ (MHz): 495.63
EXP NOESY
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