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General information:

All the reagents were commercial grade and puarifecording to the established procedures. Orgextiacts were dried over
anhydrous magnesium sulphate. Solvents were remavadotary evaporator under reduced pressurieaSjel (60-120 mesh size)
was used for the column chromatography. Reactiom® wnonitored by TLC on silica gel 6Qsk(0.25mm). NMR spectra were
recorded in CDGlwith tetramethylsilane (TMS) as the internal stnddfor*H NMR (400 MHz) and for*C NMR (100 MHz). The
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NMR data was collected on Varian 400 MHz and Bruka® MHz AVIII HD spectrometers. IR spectra wereaeled on NICOLET
IS-10 FT-IR spectrometer. GC-MS analysis carriedavuan Agilent GC-MS (7890A — 5975C VL MSD) system

General Procedure for the Preparation of 4-PropenyB-Aryl Oxazolidines: To the solution of anh. Fe£{0.05 mmol), allyl
alcohol (1.5 mmol) and para-formaldehyde (0.6 mnmlanh. THF (5 mL), the aryl hydroxylamine (0.5 wijinsolution was added
slowly in THF (5 mL) using a syringe pump over 4uh® at 60°C while keeping the flask under inert atmospheiaguigitrogen
balloon. Reactions were allowed to continue for twore hours for the complete consumption of arydrbxylamine. Then the
mixture was filtered through celite and the fileatas concentrated to dryness. The crude producpwafied over a short column of
silica gel (hexane/ethyl acetate eluents) to ohtaenpure oxazolidine which was then directly amatiy by GC-MS, ESI-MS, NMR
and FT-IR.

General Procedure for the Synthesis of Allyl AmincAlcohols: To the propenyl oxazolidine (obtained from the jpvas step) in a
RB flask, 2 mL of conc. HCI was added and stirredZ hours. Once the reaction is completed (moaitdry TLC and GC-MS), the
mixture was filtered through celite and the fileatas concentrated to dryness. The crude producpwdfied over a short column of
silica gel (hexane/ethyl acetate eluents) andgblated pure N-aryl amino alcohol which was theedly analyzed by GC-MS, ESI-
MS, NMR and FT-IR.
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Spectral data

Ay
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3-phenyl-4-(prop-1-en-2-yl)oxazolidine (1a)*H NMR (400 MHz, CDC}): 5 1.72 (s, 3H), 3.91 (dd, 1K' = 8.0Hz,
J* = 3.6Hz), 4.07-4.10 (m, 1H), 4.16 (t, 1H=7.6 Hz), 4.86 (d, 1H] = 2.4 Hz), 4.92 (s, 1H), 5.03 (s, 1H), 5.09 (d, 1i,2.0
Hz), 6.51 (d, 2H) = 8.0 Hz), 6.74 (t, 1H] = 7.6 Hz), 7.20 (t, 2H] = 7.6 Hz);"3C NMR (100 MHz, CDGCJ): 518.4, 63.3, 72.8,
82.4,112.5,112.6, 117.6, 125.7, 129.4, 144 5:NE:- 189.0 (M); IR (KBr): 2918, 2847, 1621, 1542, 1162, 1092] 8in".
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Me 4-(prop-1-en-2-yl)-3-p-tolyloxazolidine (1b):*H NMR (400 MHz, CDCJ): & 1.73 (s, 3H), 2.43 (s, 3H), 3.90 (dd,
1H, J'= 8.4Hz,J%= 4.0 Hz), 4.04-4.07 (m, 1H), 4.17 (t, 1H= 8.0 Hz), 4.84 (d, 1H] = 2.0 Hz), 4.93 (s, 1H), 5.04 (s, 1H), 5.09
(d, 1H,J = 2.4 Hz), 6.46 (d, 2H] = 8.4 Hz), 7.02 (d, 2H] = 8.4 Hz);"*C NMR (100 MHz, CDGJ): 5 18.4, 20.5, 63.5, 72.7, 82.7,
112.4,112.6, 122.3, 125.9, 129.9, 144.6; GC-M&3.@ (M"); IR (KBr): 2920, 2855, 1620, 1521, 1499, 1164930947, 899,

801 cni".
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Cl 3-(4-chlorophenyl)-4-(prop-1-en-2-yl)oxazolidine (&): *H NMR (400 MHz, CDCJ): & 1.72 (s, 3H), 3.94 (dd,
1H, J'= 8.4 Hz,J°= 4.4 Hz), 4.06-4.09 (m, 1H), 4.21 (t, 145 7.2 Hz), 4.85 (d, 1H] = 2.0 Hz), 4.95 (brs, 1H), 5.03 (brs, 1H),
5.08 (brs, 1H), 6.44 (d, 2H,= 6.8 Hz), 7.15 (d, 2H] = 6.8 Hz);"*C NMR (100 MHz, CDGJ): 5 18.3, 63.3, 72.8, 82.4, 112.9,
113.5, 122.5, 129.2, 143.8, 144.0; HRMS (ESI) cédecdC12H15CINO (M + H) 224.0837, found 224.0844: IR (KBr): 2881,
2826, 1599, 1498, 1488, 1389, 1368, 1174, 1090, B2, 809 cni.

Ay
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Br 3-(4-brorophenyl)-4-(prop-1-en-2-yl)oxazolidine (1)t*H NMR (400 MHz, CDGJ): 3 1.69 (s, 3H), 3.90 (dd, 1H,
J'= 8.4 Hz,J’= 4.0 Hz), 4.03-4.06 (m, 1H), 4.82 (d, 1Hs 2.0 Hz), 4.93 (s, 1H), 5.00 (s, 1H), 5.03 (d, d& 2.0 Hz), 6.37 (d,
2H,J = 9.2 Hz), 7.26 (d, 2H] = 8.8 Hz);"*C NMR (100 MHz, CDGJ)): 5 18.3, 63.2, 72.8, 82.2, 109.6, 112.9, 114.0, 1323.9,
144.2; HRMS (ESI) calcd for C12 H15 Br N O (M +)1268.0332; found, 268.0331; IR (KBr): 2972, 292859, 1593, 1490,
1358, 1146, 1094, 899, 807 ¢m
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| 3-(4-iodophenyl)-4-(prop-1-en-2-yl)oxazolidine (1e)H NMR (400 MHz, CDCJ): 5 1.69 (s, 3H), 3.91 (dd, 1H*
= 8.4 Hz,J*= 4.0 Hz), 4.03-4.06 (m, 1H), 4.17 (t, 14z 7.6 Hz), 4.81 (s, 1H), 4.93 (s, 1H), 4.99 (s),15403 (s, 1H), 6.27 (d,

2H,J = 8.4 Hz), 7.44 (d, 2H] = 7.6 Hz);**C NMR (100 MHz, CDGJ): & 18.3, 29.9, 63.1, 72.8, 82.1, 112.9, 114.7, 1248Z,9,
143.8; GC-MS : 314.9 (K); IR (KBr): 2989, 2889, 1595, 1488, 1352, 113496,00004, 949, 893, 805 ¢n

I

N—/
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Cl 3-(3,4-dichlorophenyl)-4-(prop-1-en-2-yl)oxazolidie (1f): *H NMR (400 MHz, CDCJ): 5 1.70 (s, 3H), 3.94
(dd, 1H,J'= 8.4 Hz,J?= 4.0 Hz), 4.05-4.08 (m, 1H), 4.20 (t, 14z 8.0 Hz), 4.83 (d, 1H] = 2.4 Hz), 4.97 (s, 1H), 5.02 (s, 1H),
5.04 (d, 1HJ = 2.4 Hz), 6.33 (dd, 1H' = 8.8 Hz,J*= 2.8 Hz), 6.57 (d, 1H] = 2.8 Hz), 7.22 (d, 1H] = 8.8 Hz);**C NMR (100
MHz, CDCk): 618.3, 63.2, 72.8, 82.1, 112.0, 113.3, 113.8, 12180.8, 133.1, 143.4, 144.5; HRMS (ESI) calcdGa2 H14 CI2
N O (M + H") 258.0447; found, 258.0445; IR (KBr): 2970, 292853, 1597, 1483, 1360, 1019, 795tm
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NC 4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzonitrile (Lg): *H NMR (400 MHz, CDGJ): 8 1.72 (s, 3H), 3.98 (dd,
1H, J' = 8.0Hz,J° = 3.2Hz), 4.18-4.23 (m, 2H), 4.92 (d, 1H; 2.0 Hz), 4.99 (s, 2H), 5.09 (d, 18z 2.0 Hz), 6.48 (d, 2H] =
8.4 Hz), 7.46 (d, 2H) = 8.4 Hz);"*C NMR (100 MHz, CDGJ): 518.3, 62.8, 72.8, 81.5, 105.2, 112.3, 113.6, 12(83,8, 142.9,
147.5; HRMS (ESI) calcd for C13 H15 N2 O (M +)K215.1179; found, 215.1178; IR (KBr): 2915, 288848, 2213, 1651,
1521, 1497, 1389, 1371, 1174, 1092, 1062, 942, 800 cn'.

Ay

N—/

EtO
0 Ethyl 4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzoatg1h): *H NMR (400 MHz, CDCY): 1.33 (t, 3HJ = 7.2

Hz), 1.70 (s, 3H), 4.18 (brs, 2H), 4.30 (q, 2H; 7.2 Hz), 4.93 (d, 2H] = 8.4 Hz), 4.98 (s, 1H), 5.09 (s, 1H), 6.45 (d, 2k 8.0
Hz), 7.88 (d, 2H,) = 8.0 Hz):**C NMR (100 MHz, CDGJ): 5 14.6, 18.4, 60.5, 62.8, 72.8, 81.7, 111.5, 11832,4, 131.5, 143.4,
148.1, 167.0; HRMS (ESI) calcd for C15 H20 N O3 fVH') 262.1438; found, 262.1440; IR (KBr): 2978, 292871, 1699,
1604, 1522, 1364, 1270, 1178, 1101, 767*cm
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0 N-benzyl-4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzaide (1i): *"H NMR (400 MHz, CDCY): 5 1.23 (t, 1H,J

= 6.8 Hz), 1.70 (s, 3H), 3.95 (d, 18i= 8.0 Hz), 4.14-4.20 (m, 2H), 4.60 (d, 2Hs 5.6 Hz), 4.90 (s, 1H), 4.95 (s, 1H), 4.99 (s,
1H), 5.08 (s, 1H), 6.42 (brs, 1H), 6.47 (d, 24 8.8 Hz), 7.26 (d, 1H] = 5.2 Hz), 7.31 (d, 3H] = 4.0 Hz), 7.68 (d, 2H] = 8.8
Hz); **C NMR (100 MHz, CDG): 5 18.3, 44.1, 62.8, 72.7, 81.8, 111.6, 113.1, 12127,6, 128.0, 128.7, 128.8, 138.9, 143.5,
147.3, 167.3; HRMS (ESI) calcd for C20 H23 N2 O2+M") 323.1754; found, 323.1763; IR (KBr): 3317, 292868, 1612,
1518, 1359, 1303, 1201, 1169, 945, 828, 764, 728 cm

A

NH

©/\l 2-(2-iodophenylamino)-3-methylbut-3-en-1-ol (1k)*H NMR (400 MHz, CDCJ): 3 1.77 (s, 3H), 1.94 (brs, 1H),
3.72-3.76 (m, 1H), 3.81 (brs, 1H), 3.91-3.94 (m),14469 (brs, 1H), 5.01 (s, 2H), 6.42-6.49 (m, 2H)5 (t, 1HJ = 7.6 Hz), 7.65
(d,1H,J=7.6 Hz);l3C NMR (100 MHz, CDd): 6 19.6, 61.3, 63.9, 86.1, 112.1, 113.9, 119.3, 1289.2, 142.2, 146.5; HRMS
(ESI) calcd for C11 H15 I N O (M + B 304.0193; found, 304.0201; IR (KBr): 3376, 292856, 1587, 1501, 1451, 1313, 1008,
899, 748 cr.
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| 3-(3-iodophenyl)-4-(prop-1-en-2-yl)oxazoliding1l): *H NMR (400 MHz, CDCY): 5 1.71 (s, 3H), 3.91-3.94 (m, 1H),
4.05-4.08 (m, 1H), 4.17 (t, 1H,= 7.6 Hz), 4.84 (s, 1H), 4.95 (s, 1H), 5.03 (d, 2 8.0 Hz), 6.47 (d, 1H] = 8.8 Hz), 6.82 (s,
1H), 6.90 (t, 1H,) = 8.0 Hz), 7.06 (d, 1H] = 7.6 Hz);"*C NMR (100 MHz, CDGJ)): 5 18.3, 63.0, 72.7, 82.0, 95.5, 111.7, 113.0,
121.1, 126.5, 130.8, 139.2, 143.7, 146.3; HRMS YESlcd for C12 H15 1 N O (M + B 316.0193; found, 316.0190; IR (KBr):
3071, 2922, 2865, 1591, 1551, 1479, 1388, 1353),11093, 980, 947, 758 ¢m
I

N\/O
@ 4-(6-methylhepta-1,5-dien-2-yl)-3-phenyloxazolidin¢2a): '"H NMR (400 MHz, CDGCY): 5 1.60 (s, 3H), 1.68

(s, 3H), 2.07 (t, 2H) = 7.6 Hz), 2.18 (t, 2H] = 7.6 Hz ), 3.90-3.93 (m, 1H), 4.09-4.11 (m, 1#4),7 (t, 1HJ = 7.2 Hz), 4.87 (s,
1H), 4.94 (s, 1H), 5.10 (d, 2H,= 8.0 Hz), 6.50 (d, 2H] = 8.0 Hz), 6.74 (t, 1H] = 7.6 Hz), 7.22 (t, 2H] = 7.6 Hz):**C NMR
(100 MHz, CDC}): 6 17.9, 25.9, 26.4, 32.0, 63.1, 73.1, 82.4, 1111Q,4, 117.5, 124.1, 129.3, 132.2, 145.4, 147.9; ISRHESI)
calcd for C17 H24 N O (M + B 258.1852; found, 258.1859; IR (KBr): 2966, 292857, 1604, 1510, 1391, 1345, 1170, 1095,
949, 752 crit.
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I)QOH

NH

@ 2-Phenylaminomethyl-prop-2-en-1-ol (3a)*H NMR (400 MHz, CDCY): & 1.33-1.36 (m, 1H), 1.61 (brs, 1H),
3.88 (s, 2H), 4.23 (s, 2H), 5.20 (d, 2H;s 4.0 Hz), 6.67 (d, 2H] = 8.0 Hz), 6.75 (t, 1H] = 8.0 Hz), 7.20 (t, 2H] = 8.0 Hz);**C
NMR (100 MHz, CDCY): 547.0, 65.0, 112.3, 113.1, 117.8, 129.2, 145.9,2148C-MS : 163.0 (M); IR (KBr): 3392, 3051,
2924, 1607, 1507, 1315, 1261, 1070, 1048, 754.cm

S dor,

NH NH

+
@ (minor)
(4a+4a):

Inseparable mixture of two isomers were obtainéerablumn chromatography which was confirmed by NMR &@C-MS
analysis as shown on pages: S49, S50 and S51. GCHVIB0 (M).

A

NH

(major) 3-Phenylaminomethyl-but-3-en-1-ol and 3-Methyl-4-pknylamino-but-2-en-1-ol

©/ 3-methyl-2-(phenylamino)but-3-en-1-ol (1a')*H NMR (400 MHz, CDC}): 5 1.76 (s, 3H), 1.92 (brs, 1H), 3.63-
3.67 (m, 1H), 3.75-3.78 (m, 1H), 3.86-3.88 (m, 145 (brs, 1H), 5.00 (s, 1H), 5.03 (s, 1H), 6.892H,J = 7.6 Hz), 6.70 (t, 1H,
J=7.2 Hz), 7.15 (t, 2H] = 7.6 Hz);"*C NMR (100 MHz, CDGJ): 519.7, 60.9, 64.1, 113.5, 113.8, 117.9, 129.3,9,447.5;
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HRMS (ESI) calcd for C11 H16 N O (M +'MH178.1226; found, 178.1229; IR (KBr): 3392, 308924, 1607, 1507, 1315, 1261,
1070, 1048, 754 cth

§o

2-(4-chlorophenylamino)-3-methylbut-3-en-1-ol (1c')*H NMR (400 MHz, CDCJ): 5 1.63 (brs, 1H), 1.76 (s,
3H), 3.66-3.70 (m, 1H), 3.76-3.84 (m, 2H), 4.21s(kiH), 5.02 (s, 2H), 6.51 (d, 2BI= 7.6 Hz), 7.10 (d, 2H] = 7.6 Hz);™*C
NMR (100 MHz, CDC)): 8 19.7, 60.9, 63.9, 113.8, 114.8, 122.4, 129.2,5,4216.0; GC-MS : 211.0 (f); IR (KBr): 3400,
2935, 1655, 1599, 1604, 1315, 1091, 1050, 902816

)J\I/\OH
NH
Br

2-(4-bromophenylamino)-3-methylbut-3-en-1-ol (1d’)*H NMR (400 MHz, CDCY): 5 1.63 (brs, 1H), 1.77 (s,
3H), 3.69-3.70 (m, 1H), 3.78-3.83 (M, 2H), 4.24s(HH), 5.02 (s, 2H), 6.47 (d, 2Bi= 7.6 Hz), 7.22 (d, 2H] = 7.6 Hz);°C

NMR (100 MHz, CDC)): 8 19.7, 60.9, 63.9, 113.8, 115.3, 125.2, 132.1,4,4216.5; GC-MS : 256.9 (I IR (KBr): 3403,

2929, 1594, 1502, 1314, 1073, 902, 813'cm
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A~
OH
NH

@ 7-methyl-3-methylene-2-(phenylamino)oct-6-en-1-oP&’): *H NMR (400 MHz, CDGJ): 3 1.61 (brs, 1H),
1.67 (s, 3H), 1.69 (s, 3H), 1.74-1.77 (m, 2H), 22084 (m, 2H), 3.72 (t, 2Hl = 6.4 Hz), 4.14 (d, 2Hl = 6.8 Hz ), 4.91 (s, 1H),
4.97 (s, 1H), 5.42 (t, 1H,= 6.8 Hz), 6.56 (d, 2H] = 8.0 Hz), 6.66 (t, 1H] = 7.2 Hz), 7.14 (t, 2H] = 7.2 Hz);"*C NMR (100
MHz, CDCk):  16.6, 18.0, 32,5, 36.3, 59.3, 59.5, 105.2, 11P18,4, 117.3, 124.1, 129.3, 139.1, 145.7, 147.8/ISRESI)
calcd for C16 H24 N O (M + H 246.1852; found, 246.1855; IR (KBr): 3360, 308922, 2859, 1607, 1509, 1317, 1258, 993,
896, 748 cnt.

SPECTRA
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3-phenyl-4-(prop-1-en-2-yl)oxazolidine (1a)*H NMR (400 MHz, CDCJ):

tO

ACQUISITION il n
sW 6410.3 in n
at 2.049 dp Yy
np 26264 hs nn
b 4000 PROCESSING
bs 32 fn 65536
SS 2 DISPLAY
dl 1.000 sp -140.7
nt 16 wp 4270.7
ct rfl 807.7

TRANSMITTER rfp
tn rp 70.3
sfrq 399.732 1p
tof 399.7 PLOT
tpwr 60 wc 240

6.600 sc
DECOUPLER vs 620
dn C13 th 1
dof ai cdc ph
dm nnn
dmm [
dpwr 23
dmf 29412
T [ T T l T E T T T

10 9 8

Lri
12.20

o
12.94
6.04

S12
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3-phenyl-4-(prop-1-en-2-yl)oxazolidine (1a)**C NMR (100 MHz, CDGJ):

120

S13

SANMPLE SPECIAL
date Dec 2 2014 temp 26.0
solvent cdcl13 gain 30
file shome/gallo/v~ spin not used
nmrsys /datasauto_2~ hst 0.0
014.10.15_01/s_201~ pwd0 8.300
41202_2CSL-2102/Ca~ alfa 10.000
rbon_01.fid F LA © g~
ACQUISITION i1 n g
sw 24509.8 in n el
at 1.300 dp Yy ~ ~
np 63750 hs nn
b 17000 PROCESSING N—/
bs 64 1b 0.50
di 1.000 fn not used
nt 12000 DISPLAY
ct 12000 sp -1677.7
TRANSMITTER wp 24509.1
tn C13 rf1 9441.0
sfrq 100.523 rfp 7762 .6
tof 1027.9 rp -108.8
tpwr 55 1p 0
4.150 PLOT
DECOUPLER wcC 240
n H1 sc 0 o
dof 0 vs 1.43425e+06 3
dm yyy th 7 ~
dmm w ai cdc ph =
dpwr 41
dmf 9648
-
P4
) =2
2 o
E; -t
o
1
o
w ~
w -l
o =
® - = o~
g' a 0 ~ ~ ©
5 o p s
-
w0
<
<
-l
|||r\h\\\|(4\|1IIV‘l114|.l\l]\|l|Iilvv\llr(‘\»ll[l\|\‘4|'1¥111rl||\I|||\r\’|tal|ll\|11\11]4\IIrl!\V‘lilrll\1l;}\ll‘1||iylll
220 200 180 160 140 100 80 60 40 20 0 ppm



3-phenyl-4-(prop-1-en-2-yl)oxazolidine (1a): GC-MSnalysis

JUN

Ahundance

12000

10000

Boao

6000

4000
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0
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08

509
649
ni | 819
] ] |

1039

C

Scan 916 {16.061 min): 4M3-138-1.D\data.ms
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4-(prop-1-en-2-yl)-3-p-tolyloxazolidine (1b):*H NMR (400 MHz, CDCJ):

SAMPLE SPECIAL
date Aug 18 2014 temp 26.0
solvent cdc13 gain not used
file shome/gallosv~ spin not used
nmrsys/data/auto_2~ hst 0.008
014.01.14/s5_201408~ pw90 13.200
18_CSL-3901/Proton~ alfa 10.000
_01.fid FLAGS
ACQUISITION il n
swW 6410.3 in n
at 2.049 dp \
np 26264 hs nn
b 4000 PROCESSING
bs 32 fn 536
$S 2 DISPLAY
di 1.000 sp -330.8
nt 32 wp 4724.4
ct rfi 810.3
TRANSMITTER rfp 0
tn H1 rp -70.5
sfrg 399.732 1p 0
tof 399.7 PLOT O
tpwr 60 wc 240
6.600 sc 0 N—/
DECOUPLER Vs 809
C13 th 1
dof ai cdc ph
dm nnn
dmm c
dpwr 33
dmf 29412
Me
L e T L S Sy N It s s may e s e e ey T T
10 9 8 7 6 5 4 3 2 1 -0 ppm
e L b G
10.44 6.18.9 5.646.84 18.98
10.21 5.92.06 5.91 18.86

S15



4-(prop-1-en-2-yl)-3-p-tolyloxazolidine (1b):**C NMR (100 MHz, CDG):

"oi.fid | FLAGS .
ACQUISITION il n Saacils
swW 24509.8 in n o= o
at 1.300 dp y NeRe
np 63750 hs nn ol ot
fb 17000 PROCESSING ~
bs 64 1b 0.50
di 1.000 fn not used
nt 14000 DISPLAY ()
ct 14000 sp ~1679.2
TRANSMITTER wp 24509.1 N\/
tn C13 rf1 9442 .5
sfrq 100.523 rfp 7762 .6
tof 1027.9 rp 74.3
tpwr 55 1p 0
4.150 PLOT
DECOUPLER wC 240
dn HL sc 0
dof 0 vs 158822 Me
dm yyy th 9
dmm w ai cdc ph
dpwr 41
dmf 9648
L3
o
w
. o
o o
- o~
- .
o
~
2 r:
. ® ~ o
S R o 2
0 o < nd ~ .
S s ® J . 3
- n o 0 o
o o o - .
- L] . .
o o
o o~
o
w
-
<
<
Lol
" - " JJ h JLJ TP JJ
Bl O WS 7 I 7S 0 ) L 0 UL S LR NS LB LR (S O T IR o A 0 e
220 200 180 160 140 120 100 &80 60 40 20 0 ppm
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4-(prop-1-en-2-yl)-3-p-tolyloxazolidine (1b): GC-MSanalysis

TN

N—/
Me
Abundance 5can 989 (17.094 minj: CSL-39-FINAL. D\data.ms
40000 20p.0
30000
yl
1682.0 0
20000 10
no 1180
10000
65.0
770 105.0 1440
508 ‘ D s
DIIIIIIIII|IIII|EII1II|IIIIII!II?I.I1I4;I|IIII|III:EISITI!!I!III|IIII|II!|I!!IIIIIIIIII!IIIIIIIIII:I!!! !Il:IIIIII:!!I:IIIIIIII|!II!I: !IIIIIIl“I I! IIIIIIIIIIIIaIBITIIII|IIII|II I|I2IEIIIEi9IIIIIIII
mz-> 40 45 50 55 60 A5 70 75 B0 B85 90 95 100 105 110 115 120 125 130 135 140 145 130 155 160 165 170 15 180 185 190 195 200 205 210 215
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3-(4-chlorophenyl)-4-(prop-1-en-2-yl)oxazolidine (&): *H NMR (400 MHz, CDCJ):

SAMPLE SPECIAL
date Jun 18 2014  temp 26.0
solvent cdc13  gain not used
file shome/sgallo/B~ spin not used
M-48A.fid hst 0.008
ACQUISITION pwao 13.200
sw 6410.3 alfa 10.000
at 2.049 FLAGS
np 26264 n
b 4000 in n
bs dp y
Ss hs nn
d1 1.000 PROCESSING
nt 32 fn 5536
ct 32 DISPLAY
TRANSMITTER sp ~286.6
tn ! wp 4450.7 O
sfrq 399.732 rf1l 803.4
tof 3997 rfp 0 N—/
tpwr 60 rp =597
6.600 1p 0
DECOUPLER PLOT
dn we 0
dof sc
dm nnn  vs 371
dmm c th 2 (:l
dpwr 33 ai cdc ph
dmf 29412
-
T T T T T ‘ T T T T | T T N ; T ‘ T T T ' T T T | T T
10 9 8 7 5 4 -0 ppm
R e e e i
13.35 14.58.70 7.33 20.04
13.71 7.69 8.047.54
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3-(4-chlorophenyl)-4-(prop-1-en-2-yl)oxazolidine (&): 3C NMR (100 MHz, CDdJ):

SAMPLE SPECIAL
date  Jup 18 2014 temp s
so0Tvent cdc13 gain an
file 23 Epin not used
ACOUISITION het 0. 008
EW 24509.68 pwad B.300
at 1.300 alfa 10.000
np BEVED FLAGS
fb irooe n
bs 32 iIn n
Wl 1.000 dp ¥
nt 800D bz nn
ct 30 PROCESSING
TRANSHITTER 1] -1
tn Ci3 fn t used
sfrg 100.523 DISPLAY
tof 1027.9 =p -1677.7
tpwr 55 Wp 24508.1
4.150 rfl 9441.90
DECOUPLER rip TTE2.B
n rp 85.0
dof o lp
dm ¥yy PLOT
dmm. W WL L]
dpwr 41 sc
dmf 5648 v: SBE66S
1
&l cdc  ph
ﬂbn'
] i a: ©
B e o B -
wn - e P «
0] 4 o . s
N—/ - T Y
s L ¥
-
= =~
o -
Cl = =
- 5 .
i SN
o : :‘3 =
2 3 #
]
-1
z= H
o e 3 |
- =
™ w
| wi
I o=
|
J N a0
L5 0L B L LN L i L L L I i e e e e e LI L I e T T T ——TT
2z0 200 180 160 140 120 100 80 60 40 20 0 ppm
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3-(4-chlorophenyl)-4-(prop-1-en-2-yl)oxazolidine (&): HR-MS analysis

x10 2

95-
9,
85-
8,
7.5-
7,
6.5-
6,
55-
5,
45-
4,
35-
3,
25-
2,
15-
1,

0.5
ol

+ESI Scan (0.160-0.380 min, 14 scans) Frag=150.0V 26310_BM-48A_150v_0.1ul.d Subtract
224.0844

MHH) +

A

N—/

Cl
226.0813
(M+H)+
225.0821
(M+H)+
227.1044 228.1989
|

2235 224 2245 225 2255 226 2265 227 2275 228 2285 229 2295
Counts vs. Mass-to-Charge (m/z)
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3-(4-bromophenyl)-4-(prop-1-en-2-yl)oxazolidine (1*H NMR (400 MHz, CDCJ):

expl Proton
SAMPLE SPECIAL
date Sep B8 2014 temp .
solvent cdcl3 gain not used
file shome/gallo/v~ spin not used
nmrsys/data/auto_2~ hst 0.008
014.01.14/s_201409~ pw30 13.200 £
08_CSL-4401/Proton~ alfa 10.000
_01.fid FLAGS
ACQUISITION 1 n
sw 6410.3 in n
at 2.049 dp y
np 26264 hs nn
fb 4000 PROCESSING
bs 32 fn 6558
ss 2 DISPLAY
d1 1.000 sp -265.5
nt 32 wp 4670.2
ct 82 efl 3708.7
TRANSMITTER rfp 2894.0
in H rp -52.5
sfrg 399.732 1p 0
tof 399.7 PLOT
tpwr 60 wc 240
W o 6.600 sc 0 O
DECOUPLER Vs 244
n 13 th 8 N—/
dof 0 ai cdc ph
dm nnn
dmm c
dpwr 33
dmf 29412
Br
L s 72, P PESSS T A S Y I s | B e pan e ST I i e D e S S e | WL g I A R R F L LR AR RN
10 9 8 7 6 5 4 3 2 1 -0 ppm
o w e 1 Lyl 1 v
12.43 7.2436 7.837.38
14.20 AB.52 7.20 21.93
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3-(4-bromophenyl)-4-(prop-1-en-2-ylyoxazolidine (1*°C NMR (100 MHz, CDGJ):

ACQUISITION i1 n
sw 24509.8 in n
at 1.300 dp \%
np 63750 hs nn
fb 17000 PROCESSING
bs 64 b 0.50
d1 1.000 fn not used
nt 5000 DISPLAY (@)
ot 5000 sp -1679.2 -/
TRANSHMITTER wp 24509 .1 N
tn Cc13 rf1 9442.5
sfrq 100.523 rfp 7762.6
tof 1027.9 rp 72.7
tpwr 55 1p 0
4.150 PLOT
DECOUPLER we 240
dn H1 sc 0 o Br
dof 0 vs 64784 =
dm yyy th 6 .
dmm w ai cdc ph ™ _
dpwr 41 A none
dmf 9648 - ne=
w ~~
o ~N~N©
5 ~
<
-
Lal
e
-
0 o
e S ~
v ©
o ©w
- -
-~ o
n o
wn
2 5 2
gu: o g ©
a2 a -
<~ o
< o
- -
\I'TTT|||1|\|\|\|M|\\|>|xr\|||u|;\|\|\|1|T|r\\|\\1\\r|<|\|vl\l(;r|\||\x||\||\|\|\||\:r|;||1|||1|\|r|1||;\x\|\1\[i||\||||:
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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3-(4-bromophenyl)-4-(prop-1-en-2-yl)oxazolidine (1 HR-MS analysis

x10 3
9,
8.5
8,
7.5+
7,
6.5
6,
5.5
5,
4.5
4,
3.5+
3,
2.5
2,
1.5
1,
0.5
O,

(M)

IV SEEESIESSS—S———————————————_ .

264 265 266 267 268

+ESI Scan (0.165-0.182 min, 2 scans) Frag=150.0V 26310_6MS-11_150v_0.2ul.d Subtract
268.0331

270.0317
(M+H)+

269.0353
(MH)+

269

270

271.0350
(M+H)+

| R

271 272 273 274 275 276 277

Counts vs. Mass-to-Charge (m/z)
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3-(4-iodophenyl)-4-(prop-1-en-2-yl)oxazolidine (1e)H NMR (400 MHz, CDCJ):

SAMPLE SPECIAL
date Jul 30 2014 temp 26.0
solvent cdc13 gain not used
file exp spin not used
ACQUISITION hst 0.008
sw 6410.3 pwi0 13.200
at 2.049 alfa 10.000
np 26264 FLAGS
fb 4000 i1 n
bs 4 in n
$S 2 dp Y
dl 1.000 hs nn
nt 32 . PROCESSING
ct fn 36 O
TRANSHMITTER DISPLAY
tn sp -415.8 \/
sfrg 399.732 wp 4854.1
tof 8389.7 rf1 3706.8
tpwr 60 rfp 2894.0
W 6.600 rp -46.8
DECOUPLER 1p 0
n C13 PLOT
dof 0 wc 240
dm nnn  sc |
dmm c vs 1890
dpwr 33 th
dmf 29412 ai cdc ph
_J A
T L I R SRS N s S v | T T ™ o T T I T
10 9 8 5 4 -0 ppm
L - Lty L !
18.12 14.4029 7.20 21.76
14.13 7.50 7.087.51
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3-(4-iodophenyl)-4-(prop-1-en-2-yl)oxazolidine (1e)*C NMR (100 MHz, CDGJ):

Carbon_01
FE50

— 14353
—1T76
—1323
~114.50
—112.73
G251

—aLm
— 7850
— 7260

1411
—a00

600
550
F500

450
///lt\\fz//\\() 400
350
| 300
250
200

150

100

=50

—r—— 1T T T T T 1T T 1 1 1 T 1 " 1T T T T T T© T T© T T*T T T T T T
100 190 180 170 160 150 140 130 120 110 100 90 B0 70 60 50 40 30 20 10 0
f1 (ppm})
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3-(4-iodophenyl)-4-(prop-1-en-2-yl)oxazolidine (1e)GC-MS analysis

A

N—/
|
Abundance Scan 1268 (21.046 min); BM-57.Didata.ms
a1 &
1000
116.8 ma

500
1 " 283.8
s 1267 268 | ‘ ‘

DI|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIIIIIIIIIIIIIlIIIIlIIIIlI II|IIIIlllllllllllll‘lllll

mz->= 70 80 5 100 110 120 130 140 150 160 170 180 180 200 210 220 230 240 250 260 270 280 290 300 30 320
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3-(3,4-dichlorophenyl)-4-(prop-1-en-2-yl)oxazolidie (1f): *H NMR (400 MHz, CDCJ):

SAMPLE SPECIAL

date Aug 7 2014 temp 26.0
solvent cdc13 gain not used
file exp spin not used

ACQUISITION hst 0.008
Sw 6410.3 pwl0 13.200
at 2.049 alfa 10.000
np 26264 FLAGS
fb 4000 i1 n
bs 4 in n
sS 2 -dp v
di 1.000 hs
nt 32 PROCESSING
ct n 6

TRANSMITTER DISPLAY
tn sp -293.1
sfrg 399.732 wp 4574 .1
tof 399.7 rfl 3708.5 @)
tpwr 60 rfp 2894.0

6.600 rp -73.2 N\/

DECOUPLER p 0
n c13 PLOT
dof we 240 Cl
dm nnn  sc 0
dmm [ 763
dpwr 33 th 12
dmf 29412 ai cdc ph CI
A T | FRRL N e s T T T

10 9 8 6 5 4 -0 ppm
L oy L Wy v
<11 7.13 8.09 7.9a4r.7
.84 16.0076 7.83 23.59
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3-(3,4-dichlorophenyl)-4-(prop-1-en-2-yl)oxazolidie (1f): **C NMR (100 MHz, CDGJ):

SAMPLE SPECIAL
date Aug 7 2014 temp 26.0
solvent cdcl3 gain 30
file shome/gallo/v~ spin not used
nmrsys/datasauto_2~ hst 0.008
014.01.14/s_201408~ pw90 8.300
07_CSL-33R02/Carbo~ alfa 10.000
n_01.fid FLAGS @ 0 [P~
ACQUISITION il n el s
swW 24509.8 in n .
at 1.300 dp y NI ©
np 63750 hs nn -
fb 17000 PROCESSING N
bs 64 1b 0.50 () o
dl 1.000 fn not used
nt 16000 DISPLAY N\/
ct 16000 sp -1677.7
TRANSMITTER wp 24509.1
tn 13 rfl 9441.0 Cl
sfrg 100.523 rfp 7762.6
tof 1027.9 rp 79.1
tpwr 55 1p 0
4.150 PLOT
DECOUPLER we 40 Cl
n H1 sc
dof 0 wvs 225163
dm yyy th
dmm w ai cdc ph
dpwr 41
dmf 9648
< W - w
2 e - A
© X o o <
k: he R i 7 o
= :
b a
~
<
o
- i
§ a
M o
ny B
o o
< () o
o
~
-
V\v;lllliYrll[illl]ll«villli\vrll]]l11¢>wv\tl|\»]l\ll}llﬁr]ilrllllil[\71|L1||y]lll![||\\||:|l|li|v[||||!1|l1|l!l\[|11|1hl\
220 200 180 160 140 120 100 30 60 40 20 0 ppm
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3-(3,4-dichlorophenyl)-4-(prop-1-en-2-yl)oxazolidie (1f): HR-MS analysis

x10 4
2.4

2.2-

5
1.8-
1.6-
14-
1.2-

1.
0.8-
0.6-
0.4-
0.2-

0

+ESI Scan (0.273 min) Frag=150.0V 26310_CSL-33_150v_0.2ul.d Subtract

258.0445
(MHH)+

260.0418
(M+H)+ Cl

S

259.0480
(M+H)+ 261.0449 262.0407

(M+H)+  (M+H)+

256

257

258

259 260 261 262 263 264
Counts vs. Mass-to-Charge (m/z)
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4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzonitrile (g): *H NMR (400 MHz, CDGJ):

SAMPLE SPECIAL
date Sep 19 2014 temp 6.0
solvent cdcl13 gain not used
file /home/gallo/v~ spin not used
nmrsys /data/auto_2~ hst 0.008
014.01.14/5_201403~ pw80 13.200
19_CSL-5201/Proton~ alfa 10.000
_01.fid FLAGS
ACQUISITION il n
sw 6410.3 in n
at 2.049 dp y
np 26264 hs nn
fb 4000 PROCESSING
bs 32 fn 65536
$s 2 DISPLAY
di 1.000 sp e 7
nt 32 wp 4696 .0
ct 32 rf1 3708.7
TRANSMITTER rfp 2894.0
tn rp 88.6
sfrg 399.732 1p 0
tof 399.7 PLOT
tpwr 60 wc 240
6.600 sc 0
DECOUPLER Vs 755
n C13 th 1
dof ai cdc ph
dm nnn
dmm c
dpwr 33
dmf 29412 N\/O
NC
PN N S || W,V N it | V-
A
7 (R S DR S B [N (A e S T Tt T T T T T (L T T T
11 10 9 6 5 4 Z 1 -0 ppm
e 1y gty L]
9.40 5.5463 5.75 16.24
10.59 10.76 5.48.81
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T s .13 .
4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzonitrile (g): ~°C NMR (100 MHz, CD{):
_01.fid FLAGS oo
ACQUISITTON i1 n g cha
swW 24509.8 in n 2 el e
at 1.300 dp ¥ NNRR
np 63750 hs nn
b 17000 PROCESSING
bs 64 b 0.50
di 1.000 fn not used
nt 16000 DISPLAY
c (L6000 sp -1677.0 O
TRANSHMITTER wp 24509.1
tn €13 rfl 9440.3 N—/
sfrg 100.523 rfp 7762.6
tof 1027.3 rp -122.8
tpwr 55 1p 0
4.1 PLOT
DECOUPLER we 240
dn H1 sc 0
dof 0 s 1.32961e+06 NC
dm yyy th 6
dmm w ai cdc ph
dpwr 41
dmf 9648 z
o
o
o
-
b
o
s b
o0
[
m
-
w
© ® o
o : ©
o o <
. ©
a E = &
- o o0
‘\; -
)
g
~ & o -
& o g s
<
N -t o n
o o °
[ " [ " . | l J L . il L Ly i |
r!TTrllI\IEIIl!FII\IIIW‘r\!l]]\ll[l\l\jf!]\!I}A\|r||![\Il\[llil‘{l!l]\{I\IIII\|\|]I’r{vI[llll‘\Ili}lillll\II\\IIIIII\!\I#I
220 200 180 160 140 120 100 80 60 40 20 0 ppm

S31



4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzonitrile (g): HR-MS analysis

x10 4 |+ESI Scan (0.194 min) Frag=150.0V 26310_CSL-52_150v_0.1ul.d Subtract

215.1178
6- (MriH) +

5.5+
5

4.5 N
4+ »

3.5 NC

g

S

3
2.5+

2.
1.5+

216.1217
1 (M£H)+

0.5+

07—1—1—1—1—1—1—1—1—1—17

212 213 214 215 216 217 218 219 220 221
Counts vs. Mass-to-Charge (m/z)
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Ethyl 4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzoatg1h): *H NMR (400 MHz, CDC}))

1700

1600

1500

1400

1300

1200
1100
1000

900

800

700

600

500
400
;300
;200
100

--100

SET
hmAW
BET
ELT T

16
66'C
0Tt
eh
€Tt
bTb
0
Z6b)
€€t
SEpd
S6'%
96k
86>
zos4
zrsd
ersd

89~
059+

T6L~_
£6L

CSL-48.1.fid

]

EtO

NI

=951 |

=H9'T |

=150
S0°T

E|UT |

MHmoA
S50
250 L

660

=001

)5 10.0 9.5

85 80 75 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 05 00 -05
f1 (ppm)

5.0
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Ethyl 4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzoatg1h): **C NMR (100 MHz, CDGJ)

1000

900

800

700

600

500

400

300

200

100

CSL-48.2.fid a =L o & o R L P P ) ™ ~
g AN/ L SRRER 88 2% s
(I [ 4/ 5 :x’/ {1 ||
)L(\O
N—/
EtO
|
[ [ | o —
"~ - w l " l 1 [N 'i oy .]L AN ) " Y b
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
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ] 10

f1 (ppm)
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Ethyl 4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzoatg1h): HR-MS analysis

x10 ® [+ESI Scan (0.280-0.314 min, 3 scans) Frag=150.0V 26310_CSL-48M_150v_0.1ul.d Subtract

262.1440

2.6- (M)

2.4+
2.2+

2,
1.8+ 9]
1.6
1.4
EtO
1.2

1 _
0.8
0.6 263.1477
0.4- (Mp-HI)+

0.2

0-

259 260 261 262 263 264 265 266 267 268
Counts vs. Mass-to-Charge (m/z)
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expZi Proton

N-benzyl-4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benamide (1i): '"H NMR (400 MHz, CDGJ)

SAMPLE SPECIAL
date sdun 11 2015  temp
so! % cdcl3 gain not used
‘home/gallosva spin not used
tata/auto_2~ hst 0.008
i1/5_201506~ pw90 13.200
-8101/Proto~ alfa 10.000
r_01.fid FLAGS
LTI STTION n
sW 6410.3 in n ()
at 2.049 dp y
np 25264 -/
b 4000 PRUCESSING
bs 32 fn 65536
s$ 2 DISPLAY
d1 1.000 sp - 789,
nt 32 wp 4609.5
et 32 rfi 809.1
T8 NEMITTER rfp 0
tn rp 1742 BnHN
&fr 539.73; 1p 0
tol 389, PLOT
Lpwy 60 wc 240 ()
pw 65.600 sc
{7 IUPLER Vs 589
i th 9
il 0 ai cdc ph
i nnn
I c
I} 33
Imf 249412
-
T ““v T o r_T T T T T T T T T I T T T T T T T T T T T T T T
11 10 9 5 4 2 1 ppm
Lt Lol s L B
45 4.34 4.18 4 BB 9.15 14.00
.75 8.92 4.4436 8.82 4.39 35
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N-benzyl-4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzaide (1i): **C NMR (100 MHz, CDGJ)

exp2l Carbon

SAMPLE SPECIAL
date Jun 11 2015 +temp 25.0
solvent cdc13 gain 30
file shome/gallo/v~ spin not used
nmrsys/data/auto_2~ hst 0.008
015.03.31/s_201506~ pwd0 8.300
11_2CSL-8101/Carbo~ alfa 10.000
n_0L.fid FLAGS
ACQUISITION il n
sw 24509.8 in n
at 1.300 dp \
np 63750 hs nn
fb 17000 PROCESSING
bs 64 1b 0.50 O
d1 1.000 fn not used
nt 12000 DISPLAY N—/
ct 12000 sp -684.4
TRANSMITTER wp 23166.4
tn C13 rfl 9447 .0
sfrg 100.523 rfp 7762.6
tof 1027.9 rp 63.2
tpwr 55 1p 0
4.150 PLOT BnHN
DECQUPLER wc 240
n H1 sc 0
dof 0 vs 372415 @)
dm yyvy th
dmm w ai cdc ph
dpwr 41 o =
dmf 9648 ~ [
s w
© .
o -
© o pa
oy ~ -
© | o
» o
© .
N~
o o
L -
o ~
© n® =
@ - e
I SNRRD
o~ i ~ 1
- : o 5
A b L/ © @
2 =
N n
o @ E]
~ 9
— N o “
2 & 8 5 =
ot "o 2 - °
L) ~ g .
N < 0
@ ot 5
et L
L L
"TT’T?’T’VK\\il;»\rl\llvl‘|\|][l\|iE\l||\1llr’TTV\\]rlv<‘|||\|KIWT|\|\4[Il<\‘11\!]\Iv\r‘l‘"’\"141\4||‘llwv||rl\‘lil\‘vrll‘\1r
220 200 180 160 140 120 100 80 60 40 20 ppm
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N-benzyl-4-(4-(prop-1-en-2-yl)oxazolidin-3-yl)benzaide (1i): HR-MS analysis

x10 °

3.4
3.2-

3,
2.8
2.6
2.4-
2.2-

2,
18-
1.6
14-
12-

1,
0.8-
0.6-
0.4-
0.2-

0,

+ESI Scan (0.258-0.342 min, 6 scans) Frag=150.0V 26310_2CSL-81_150v_0.1ul.d Subtract

(M

323.1763

HH )+

324.1791
(M+H)+

J\(\o
N—/

BnHN

325.1817
(M+H)+

-1 "7 F—F Y’ """ T
320 320.5 321 3215 322 3225 323 3235 324 3245 325 3255 326 3265 327 327.5 328 328.5

Counts vs. Mass-to-Charge (m/z)
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2-(2-iodophenylamino)-3-methylbut-3-en-1-ol (1k)*H NMR (400 MHz, CDC})

expl Proton
SAMPLE SPECIAL
date Aug 4 2014 temp 6.0
solvent cdc13 gain not used
file /home/gallo/B~ spin not used
M-50~1H.fid hst 0.008
ACQUISITION pwao 13.200
sw 6410.3 alfa 10.000
at 2.049 FLAGS
np 26264 i1 n
fb 4000 in n
bs 4 dp Y
;s 2 hs ()}*
1 1.000 PROCESSING
nt 32 fn Pdf{
ct DISPLAY
TRANSMITTER sp -155.1
tn H1 wp 4480.8
sfrg 3%9.732 rf1 808.7
tof 399.7 rfp 0 I
tpwr 60 rp -66.9
6.600 1p 0
DECOUPLER PLOT
dn Ci3 wc 240
dof 0 sc 0
dm nnn  vs 533
dmm c th 0
dpwr 33 ai ‘cdc  ph
dmf 29412
T T ‘ T T T ; T T T T T T T T l T T T T T T T T T T T T T ‘ T T T T | T T ‘f\ T T T T T
10 9 8 7 6 5 4 3 2 1 ppm
! e o e bplirdd Lt
-38 13.93 6.65 7.49 7.12
.88 14.47 7.495.16 21.47



2-(2-iodophenylamino)-3-methylbut-3-en-1-ol (1k)**C NMR (100 MHz, CDG))

expl Carbon

SAMPLE SPECIAL
date Aug 4 2014 temp 26.0
solvent cdc13 gain 30
file exp -spin not used
ACQUISITION hst 0.008
sw 24509.8 pw90 8.300
at 1.300 alfa 10.000
np 63750 FLAGS
b 17000 i1 n
bs 16 in n
di 1.000 dp y
nt 4000 hs nn OH
ct 304 PROCESSING
TRANSMITTER 1b 0.50 NH
tn €13 fn not used
sfrq 100.523 DISPLAY
tof 1027.9 sp -1683.7
tpwr 55 wp 24509.1
pw 4.150 rf1 9447 .0
DECOUPLER rfp 7762 .6
n 1 rp 77.0 I
dof 0 1p 0
dm yyy PLOT
dmm W wC 240
dpwr 41 sc 0
dmf 9648 wvs 23995
th 9
ai cdc ph
el
o
~ | :
-
- 2 e =
= o~ @ o <
g 4 o w w
a @ S e = e
I = ! 2 = © =
. - w . ©° v
. e o~
: ~o N .
<
s = >
T oo ™ '-:
= ©
o
mm n ¥ U & " w ‘Al i M.‘ L yL A" TI. b b = ¢
ﬁiJIiIKfTI\\‘\!}![\1I\1||II|VV¢\'tvil[!l\IKVFIV[\llllllll]\\i!]Vlll|\\l1[l'lI;l\ll’|lih»[lllll!!A1|¢\L||liil[\$!||ll¥1\Iir
220 200 180 160 140 120 100 80 60 40 z0 0 ppm
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2-(2-iodophenylamino)-3-methylbut-3-en-1-ol (1k): HR-MS analysis

x10 4 |+ESI Scan (0.380 min) Frag=150.0V 26310_6MS-10_150v_0.1ul.d Subtract
304.0201

1.1 (MHH)+

14
05| )LlA

OH
0.8 NH
0.7
|
0.6
0.5
0.4
0.3
0.2 305.0229
(M+H)+

0.1

, I

| | | | | | | | | |
301 302 303 304 305 306 307 308 309 310

Counts vs. Mass-to-Charge (m/z)
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1100

1000
900
800
700
600
500
400
300
200
100

3-(3-iodophenyl)-4-(prop-1-en-2-yl)oxazolidine (1))*H NMR (400 MHz, CDCJ)
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3-(3-iodophenyl)-4-(prop-1-en-2-yl)oxazolidine (11)**C NMR (100 MHz, CDG))

6MS-9.2.fid

—146.29
— 1434

ff
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3-(3-iodophenyl)-4-(prop-1-en-2-yl)oxazolidine (11)HR-MS analysis

x10 3

4,
3.75-
35-
3.25-
3,
275
25
225
2,
1.75
15-
1.25
1,
0.75-
0.5-
0.25-
0,

+ESI Scan (0.324 min) Frag=150.0V 26310_6MS-9_150v_0.1ul.d Subtract
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| e e

_ s = === = = =S - - = = < 3
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Counts vs. Mass-to-Charge (m/z)
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exp21 Proton

4-(6-methylhepta-1,5-dien-2-yl)-3-phenyloxazoliding2a): *H NMR (400 MHz, CDCJ)

S45

SAMPLE SPECIAL
date Jun 5 2015 temp i
solvent cdc13 gain not used
file shomesgallo/v~ spin not used
nmrsys/datasauto_2~ hst 0.008
015.03.31/5_201506~ pw30 13.200
05_2CSL-79-TT1201/~ alfa 10.000
Proton_01.fid FLAGS
ACQUISITION il n
sW 6410.3 in n
at 2.043 dp y
np 26264 hs nn
fb 4000 PROCESSING
bs 32 fn 65
sS 2 DISPLAY
dl 1.000 sp -161.
nt 8 wp 3556.1
ct rfl 811.1 S
TRANSMITTER rfp 0
tn rp 168.6 (@)
sfrq 399.732 1p 0
tof 399.7 PLOT N\/
tpwr 60 wcC 240
6.600 sc [}
DECOUPLER Vs 868
dn th 1
dof ai cdc ph
dm nnn
dmm c
dpwr 383
dmf 29412
-
-
-t a ‘ T T T T T T N A ¥ T T \ T T T T T ] N Ea |
8 7 5 4 2 ppm
e L i oy iy
8.28 8.08 4.27 4.314.33 9.48 13.22
4.00 12.74 .53 4.27 8.40 14.08



4-(6-methylhepta-1,5-dien-2-yl)-3-phenyloxazolidiné2a): **C NMR (100 MHz, CDGJ)

exp21 Carbon
SAMPLE SPECIAL
date Jun 5 2015 temp 25.0
solvent cdcl3 gain 30
file ex spin not used
ACOUTSITION hst 0.008
SW 24509.8 pwio0 8.800
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 32 in n
di 1.000 dp Y
nt 10000 hs nn
ct 10000 PROCESSING
TRANSMITTER b 0.50
tn c13  fn not used NS
sfrg 100.523 DISPLAY
tof 1027.9 sp -e22.3 (@)
tpwr 55 wp 20838.2
4.150 rf1 9442.5 N\/
DECOUPLER rfp 7762.6
n p 60.5
dof 0 1p
dm yyy PLOT
dmm W we 0
dpwr 41 sc
dmf 9648 vs 461966
th
ai cdc ph
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4-(6-methylhepta-1,5-dien-2-yl)-3-phenyloxazolidin€2a): HR-MS analysis

x10 5 |+ESI Scan (0.329 min) Frag=150.0V 26310_2CSL-79_150v_0.1ul.d Subtract

258.1859
24 (M+H)+

22 Il
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- D~ 4
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Counts vs. Mass-to-Charge (m/z)
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2-Phenylaminomethyl-prop-2-en-1-ol (3a)*H NMR (400 MHz, CDCJ)

siva-6ms-13.1.fid NIBRERNEBE 29 N 38
[l S Y Ve T e T TRty =+ M
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f1 (ppm)

S48

r-1000



2-Phenylaminomethyl-prop-2-en-1-ol (3a)**C NMR (100 MHz, CDG))

siva-6ms-13.2.fid 9000
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7701
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2-Phenylaminomethyl-prop-2-en-1-ol (3a): GC-MS anafsis

OH
@NH
Abundance Scan 956 (16.627 min): 6MS-13-F.Didata.ma
15000 10E.0
10000 83D
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3-Phenylaminomethyl-but-3-en-1-ol and 3-Methyl-4-pknylamino-but-2-en-1-ol (4a+4a’)™H NMR (400 MHz, CDCJ)

siva-6ms-15-2.1.fid
OH X OH
NH . NH
(major) : (minor)
o |
|
| | o [
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3-Phenylaminomethyl-but-3-en-1-ol and 3-Methyl-4-pknylamino-but-2-en-1-ol (4a+4a’)*C NMR (100 MHz, CDGJ)

siva-6ms-15-2.2.fid 3200
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3-Phenylaminomethyl-but-3-en-1-ol and 3-Methyl-4-pbnylamino-but-2-en-1-ol (4a+4a’): GC-MS analysis

Scan 1023 (17.576 min): 6M5-15-F D\data.ms

Abundance
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3-methyl-2-(phenylamino)but-3-en-1-ol (1a’)*H NMR (400 MHz, CDC})

exp2l Proton

SAMPLE SPECIAL
date May 15 2015 ‘temp 25.0
solvent cdcl13 gain not used
file /home/gallo/v~ spin not used
nmrsys /datasauto_2~ hst 0.008
015.03.31/5_201505~ pw90 13.200
15_5MS-117B01/Prot~ alfa 10.000
on_01.fid FLAGS
ACQUISITION i1 n
W 6410.3 in n
at 2.049 dp Yy
np 26264 hs
fh 4000 PROCESSING
bs 32 fn 6
§Ss 2 DISPLAY
d1 1.000 sp -104.7
nt 8 wp 4199.3
ct 8 rfl 816.1
TRANSMITTER rfp 0
tn H1 rp 161.3 OH
sfrq 399.732 1p 0
tof 399.7 PLOT NH
tpwr 60 wc 240
6.600 sc 0
DECOUPLER vs 397
n C18 th 1
dof 0 ai cdc ph
dm nnn
dmm c
dpwr 33
dmf 29412
Jl J
"I—_‘[ T T T T | T T T T T T T 1 T T T ] T 1) ] T T T T ) T T T | T T T I T T T | T T T —l' i
10 9 8 7 6 5 q 3 2 1 ppm
il Lyt Lyt s
12.48 13.10 6.26 7.31 5.91
13.77 6.78 .52 20.99
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exp21 Carbon

3-methyl-2-(phenylamino)but-3-en-1-ol (1a’):*C NMR (100 MHz, CDG))

SAMPLE SPECIAL
date May 15 2015 temp 25.0
solvent cdcl13 gain 30
file exp spin not used
ACQUISITION hst 0.008
sw 24509.8 pwao 8.300
at 1.300 alfa 10.000
np 63750 FLAGS
fb 17000 i1 n
bs 32 in n
di 1.000 dp Y
nt 5000 hs nn
ct 2592 PROCESSING
TRANSMITTER 1b 0.5
tn €13 fn not used
sfrq 100.523 DISPLAY
tof 1027.9 sp -894.6
tpwr 55 wp 22871.0
4.150 rf1 9447.0 OH
DECOUPLER rfp 7762.6
dn H1 rp 70.8 NH
dof 0 1p 0
dm Yy PLOT
cmm W WC 240
dpwr 41 sc 0
dmf 9648 wvs 197275
th 10
ai cdc ph
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3-methyl-2-(phenylamino)but-3-en-1-ol (1a’): HR-MSanalysis

x10 5 |+ESI Scan (0.202 min) Frag=150.0V 26310_5MS-117_150v_0.2ul.d Subtract

8.5+ 1784229
8- (MHH)+
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2-(4-chlorophenylamino)-3-methylbut-3-en-1-ol (1c*)*H NMR (400 MHz, CDCJ)

exp2 Proton

SAMPLE SPECIAL
date Jun 13 2014 temp .
solvent cdc13. gain not used
file s/homesgallo/v~ spin not used
nmrsys/data/auto_2~ hst 0.008
014.01.14/s_201406~ pw90 13.200 OH
13_BM-4BDI/PI‘010;\_"’ alfa 10.000
01.fid FLAGS > b=
ACQUISITION i1 n NH S =
sW 6410.3 in n o o
at 2.049 dp v 3
np 26264 hs nn
fb 4000 PROCESSING
bs 32 fn 65536
ss 2 DISPLAY
di 1.000 sp -254.1 Cl
nt 8 wp 4348 .6 ©
ct 8 rfl 806.6 o
TRANSMITTER rfp 0 .
tn H1 rp -63.2 A
sfrq 399.732 1p
tof 3899.7 PLOT i
tpwr 60 wc 240 I @
6.600 sc 0 2 b ~
DECOUPLER vs 974 BN
dn €13 th . 2 -
dof 0 ai cdc ph S~ . g
dm nnn =2 3 - it
dmm [ ~ o
dpwr 33 Loy
dmf 29412 ku
o
©w -
~ -
~~
@
0
<
w
N L.m__ JK“.._._A_
T T T T T T T T T T T T T j e ’ T T 1 T T T T T T T | T T T T I T T T T T T T T r T T T T ' T LA
10 9 8 7 6 5 4 3 2 1 -0 ppm
e —_
12.01 13.70 4.20 25.40
13.41 5.83 755 7.80
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2-(4-chlorophenylamino)-3-methylbut-3-en-1-ol (1¢*)**C NMR (100 MHz, CDGJ)

S58

exp2 Carbon
SAMPLE SPECIAL
date Jun 13 2014 temp .
solvent cdc13 gain 30
file shomesgallo/v~ spin not used
nmrsys /datasauto_2~ hst 0.00
014.01.14/s_201406~ pw90 8.300
13_BM—4802/Carbc?_~ alfa 10.000
01.f1id FLAGS
ACQUISITION i1 n OH
swW 24509.8 in n
at 1.300 dp Yy
np 63750 hs nn NH
fhb 17000 PROCESSING
bs 64 1b 0.50
di 1.000 not used
nt 10000 DISPLAY
ct 10000 sp ~1679.9
TRANSMITTER wp 24509.1 ~
tn €18 Trfl 9443.2 o
sfrq 100.523 rfp 7762.6 < ] C|
tof 1027.9 rp 86.1 e b=}
tpwr 55 1p 0 ® o
4.150 PLOT ;gn
DECOUPLER weC 240 w [
dn H1 sc 0 il s ®
dof 0 vs 55020 ) TN
dm yyy th 7 £
dmm w ai cdc ph -
dpwr 41
dmf 9648
w
~
~
o
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2-(4-chlorophenylamino)-3-methylbut-3-en-1-ol (1c*) GC-MS analysis

o

NH

9

Cl

Abundance Scan 1125 (19.021 min). BM-43-B D\data.ms
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exp21  Proton

2-(4-bromophenylamino)-3-methylbut-3-en-1-ol (1d’)*H NMR (400 MHz, CDGJ)

SAMPLE SPECIAL

date May 27 2015 temp 5.0
solvent cdc13  gain not used
ile exp spin not used

ACQUISITION hst 0.008
swW 6410.3 pwio 13.200
at 2.049 alfa 10.000
np 26264 FLAGS
b 4000 i1 n
bs in n
S§S dp Y
dl 1.000 hs nn
nt 16 PROCESSING
ct fn 536

TRANSMITTER DISPLAY
tn sp -293.8
sfryg 399.732 wp 3541.4 OH
tof 399.7 rfl 806.4 NH
tpwr 60 rfp 0

6.600 rp 168.4

DECOUPLER 1p 0
dn c13 PLOT
dof 0 wc 240
dm nnn  sc 0
dmm c Vs 777 B
dpwr 33 th 1 r
dmf 29412 ai cdc ph

) . A
T T I T T T T ‘f_‘ LI T T “ T T T T T T T
7 6 5 4 2 = ppm
[N feped [CE [S——) et
5.91 6.60 6.85 3.25 4.37 11.04
6.59 2.71
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2-(4-bromophenylamino)-3-methylbut-3-en-1-ol (1d’)**C NMR (100 MHz, CDGJ)

exp2l Carbon

SAMPLE CIAL
date May 27 2015 temp 25.0
solvent cdc13 gain 30
file s/home/gallo/v~ spin not used
nmrsys/data/auto_2~ hst 0.008
015.03.31/5_201505~ pwY0 8.300
27_DB-41B02/Carbon~ alfa 10.000
_01.fid FLAGS
ACQUISITION 11 n
sw 24509.8 in n
at 1.300 dp v
np 63750 hs
b 17000 PROCESSING
bs 64 1b 0.50
d1 1.000 fn not used
nt 10000 DISPLAY =
ct 10000 sp -1677.7 OH PR
TRANSMITTER wp 24509.1 L
tn c13 rf1 9441.0 NH ~ o~
sfrgq 100.523 rfp 7762.6 g ol
tof 1027.9 rp 63.8 L
tpwr 55 1p 0
4.150 PLOT
DECOUPLER we 240
n H1 sc 0
dof 0 vs 1.0799e+06 Br
dm vyyy th 2
dmm w ai cdc ph
dpwr 41
dmf 9648
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2-(4-bromophenylamino)-3-methylbut-3-en-1-ol (1d’):GC-MS analysis

A

/@/NH
Br
Abundance Scan 1202 (20.111 min): DB-41B.D\data.ms
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B0000
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7-methyl-3-methylene-2-(phenylamino)oct-6-en-1-oR&’): *H NMR (400 MHz, CDC}))

exp21  Proton
SAMPLE SPECIAL
date Jun 1 2015 temp 5.0
solvent cdc13 _gain not used
file shome/gallosv~ spin not used
nmrsys/data/auto_2~ hst 0.008
015.03.31/s_201506~ pwd0 13.200
01_2CSL-7901/Proto~ alfa 10.000
n_01.fid FLAGS
ACQUISITION il n
swW 6410.3 in n
at 2.049 dp N
np 26264 h nn
fh 4000 PROCESSING
bs 32 f
sSs 2 DISPLAY
d1 1.000 sp 521.5
nt 32 wp 2525.1
ct 32 rfl 808.3 \
TRANSMITTER rfp 16 g
tn H1 rp 3.
sfrq 399.732 1 o OH
tof 399.7 PLOT
tpwr 60 wc 240 NH
6.600 sc 0
DECOUPLER vs 1121
n c13 th 1
dof 0 ai cdc ph
dm nnn
dmm c
dpwr 33
dmf 29412
-
— -
7—'71 T T T | T T T T ‘ T T T ' ‘ T | T ‘ T T T ! T T ‘ T T I | T T ] T T l T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 ppm
— o ot e e — —
8.05 8.13 4.37 8.76 9.74 9.15
3.93 3.81 4.34 7.41 32.38
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7-methyl-3-methylene-2-(phenylamino)oct-6-en-1-0R&’): *C NMR (100 MHz, CDGJ)

exp21l Carbon
SAMPLE SPECIAL
date Jun 1 2015 temp 25.0
solvent cdcl13 gain 30
file shome/gallo/v~" spin not used
nmrsys/data/auto_2~ hst 0.008
015.03.31/s_201506~ pw90 8.300
01_2CSL-7902/Carbo~ alfa 10.000
n_01.fid FLAGS
ACQUISITION il n
sw 24509.8 in n
at 1.800 dp y
np 63750 hs nn
b 17000 PROCESSING
bs 64 b 0.50
di 1.000 fn not used
nt 10000 DISPLAY OH
ct 10000 sp -1679.2
TRANSMITTER wp 24509.1
tn rfl 94425 NH
sfrq 100.523 rfp 7762.6
tof 1027.9 rp 60.0
tpwr 55 1p 0
4.150 PLOT
DECOUPLER we 240
n sc 0
dof 0 vs | 801443
dm yyy th a
dmm w ai cdc ph
dpwr a1
dmf 9648 o @3
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1 o
~ S
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7-methyl-3-methylene-2-(phenylamino)oct-6-en-1-ok@’): HR-MS analysis

x10 5 |+ESI Scan (0.281 min) Frag=150.0V 26310_2CSL-79B_150v_0.1ul.d Subtract
246.1855

3.6+ (M+H)+

3.4 T
3.27 )\/\)J\l/\

3 OH
2.8 NH
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14
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o- -t 4
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Counts vs. Mass-to-Charge (m/z)
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