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General remarks

All reagents were obtained from commercial sources and used as received. Technical
grade petroleum ether (40-60°C bp.) and ethyl acetate were used for chromatography
column.

'H NMR spectra were recorded in CDCl; at ambient temperature on Bruker
AVANCE T 300 or 400 spectrometers at 300.1 or 400.1 MHz, using the solvent as
internal standard (7.26 ppm). *C NMR spectra were obtained at 75 or 100 MHz and
referenced to the internal solvent signals (central peak is 77.2 ppm). Chemical shift (5)
and coupling constants (J) are given in ppm and in Hz, respectively. The peak patterns
are indicated as follows: s, singlet; d, doublet; t, triplet; q, quartet; m, multiplet, and br.
for broad.

GC analyses were performed with GC-14C (Shimadzu) equipped with a 30-m capillary
column (Supelco, SPB-5, fused silica capillary column, 30 M*0.25 mm*0.25 mm film
thickness), was wused with No/air as vector gas. GCMS were measured by
GCMS-7890A-5975C (Agilent) with GC-7890A equipped with a 30-m capillary
column (HP-5ms, fused silica capillary column, 30 M*0.25 mm*0.25 mm film
thickness), was used with helium as vector gas. HRMS were measured by MAT 95XP
(Termol) (LCMS-IT-TOF).

The following GC conditions were used: initial temperature 80 °C, for 2 minutes, then
rate 20 °C/min. until 260 °C and 260°C for 20 minutes.

General procedure for KO’Bu catalyzed selective ring-opening N-alkvlation of
2-oxazolines with benzyl bromides

KOBu (0.5 mmol, 56 mg), 2-oxazoline (0.5 mmol), benzyl bromide (1.0 mmol) and
DMC (2 mL) were introduced in a tube, equipped with magnetic stirring bar and was
stirred at 50 °C. After 16 h, the conversion of the reaction was analyzed by gas
chromatography. The solvent was then evaporated under vacuum and the desired
product was purified by using a silica gel chromatography column and a mixture of
petrol ether/ethyl acetate as eluent.

General procedure for KO’Bu catalyzed selective ring-opening N-alkvlation of
2-oxazolines with benzyl chlorides

KOBu (0.5 mmol, 56 mg), I (0.5 mmol, 127 mg), 2-oxazoline (0.5 mmol), benzyl
chloride (1.0 mmol) and DMC (2 mL) were introduced in a tube, equipped with
magnetic stirring bar and was stirred at 80 °C. After 16 h, the conversion of the reaction
was analyzed by gas chromatography. The solvent was then evaporated under vacuum
and the desired product was purified by using a silica gel chromatography column and a
mixture of petrol ether/ethyl acetate as eluent.

General procedure for KO'Bu / I; promoted selective /N-alkylation of 2-oxazolines
of thiazolidin-2-one derivatives

KOBu (1 mmol, 112 mg), I> (1 mmol, 254 mg), 2-(methylthio)-4,5-dihydrothiazole (0.5
mmol), benzyl halide (1.0 mmol) and DMC (2 mL) were introduced in a tube, equipped
with magnetic stirring bar and was stirred at 80 °C. After 16 h, the conversion of the
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reaction was analyzed by gas chromatography. The solvent was then evaporated under
vacuum and the desired product was purified by using a silica gel chromatography
column and a mixture of petrol ether/ethyl acetate as eluent.

Gram scale procedure for synthesis of 2-(dibenzylamino)ethyl acetate (3a)

KOBu (10 mmol, 1.12 g), 2-methyl-2-oxazole (10 mmol, 0.85 mL), benzyl bromide (20
mmol, 2.38 mL) and DMC (10 mL) were introduced in a tube, equipped with magnetic
stirring bar and was stirred at 50 °C. After 16 h, the conversion of the reaction was
analyzed by gas chromatography. The solvent was then evaporated under vacuum and
the desired product was purified by using a silica gel chromatography column and a

mixture of petrol ether/ethyl acetate as eluent, and was isolated as a light yellow oil in
2.38 g (84%).

Procedure for synthesis of 2-(dibenzylamino)ethanol (6)

K>COs3 (1.0 mmol, 112 mg), 2-(dibenzylamino)ethyl acetate (0.5 mmol, 142 pL), and
methanol (2 mL) were introduced in a tube, equipped with magnetic stirring bar and
was stirred at room temperature. After 24 h, the conversion of the reaction was analyzed
by gas chromatography. The solvent was then evaporated under vacuum and the desired
product was purified by using a silica gel chromatography column and a mixture of

petrol ether/ethyl acetate as eluent, and was isolated as a light yellow oil in 106 mg
(88%).
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Characterization data of substrates

2-(dibenzylamino)ethyl acetate (3a)

(@

o~

Light yellow oil, yield = 80%, 113 mg, 'H NMR (300 MHz, CDCl3): 8 = 7.43-7.28 (m, 10H),
421 (t, 2H, J = 6.0 Hz), 3.69 (s, 4H), 2.77 (t, 2H, J = 6.0 Hz), 2.07 (s, 3H). BC{'H} NMR (75
MHz, CDCl;): & = 171.1, 139.5, 128.9, 128.4, 127.1, 62.5, 58.8, 51.8, 21.1. HRMS (EI): m/z
calcd for CisH2oNO, [M+H]* 284.1645, found 284.1640.

2-(bis(4-methylbenzyl)amino)ethyl acetate (3b)

@)

PN

s

Organge oil, yield = 85%, 132 mg, 'H NMR (300 MHz, CDCl;): § = 7.32 (d, 4H, J = 8.1 Hz),
7.18 (d, 4H, J = 7.8 Hz), 4.22 (t, 2H, J= 6.0 Hz), 3.67 (s, 4H), 2.77 (t, 2H, J = 6.0 Hz), 2.40 (s,
6H), 2.09 (s, 3H). BC{'H} NMR (75 MHz, CDCl3): 6 = 171.1, 136.6, 136.4, 129.0, 128.8, 62.6,
58.4,51.5,21.2,21.1. HRMS (EI): m/z caled for C20H26NO, [M+H]" 312.1958, found 312.1966.

2-(bis(2-methylbenzyl)amino)ethyl acetate (3¢)

(@

o~

&

Light yellow oil, yield = 73%, 113 mg, 'H NMR (300 MHz, CDCl;): § = 7.40-7.37 (m, 2H),
7.22-7.18 (m, 6H), 4.18 (t, 2H, J = 6.0 Hz), 3.67 (s, 4H), 2.77 (t, 2H, J = 5.7 Hz), 2.34 (s, 6H),
2.05 (s, 3H). BC{'H} NMR (75 MHz, CDCl3): = 171.0, 137.5, 137.1, 130.4, 130.2, 127.2,
125.6, 62.5, 57.6, 52.3, 21.1, 19.2. HRMS (EI): m/z calcd for C20H26NO, [M+H]" 312.1958,
found 312.1952.

2-(bis(4-(tert-butyl)benzyl)amino)ethyl acetate (3d)
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Light yellow oil, yield = 78%, 154 mg, 'H NMR (300 MHz, CDCl3): § = 7.42-7.36 (m, 8H),
4.26 (t, 2H, J = 6.0 Hz), 3.70 (s, 4H), 2.80 (t, 2H, J = 6.0 Hz), 2.10 (s, 3H), 1.39 (s, 18H).
BC{'H} NMR (75 MHz, CDCl3): = 171.1, 149.9, 136.5, 128.5, 125.2, 62.7, 58.3, 51.8, 34.6,
31.6, 21.1. HRMS (EI): m/z calcd for C26H3sNO2 [M+H]" 396.2897, found 396.2902.

2-(bis(4-fluorobenzyl)amino)ethyl acetate (3e)

O

o~

Brown oil, yield = 79%, 126 mg, 'H NMR (300 MHz, CDCl;): 6 = 7.35-7.30 (m, 4H), 7.05-6.99
(m, 4H), 4.17 (t, 2H, J = 5.7 Hz), 3.60 (s, 4H), 2.72 (t, 2H, J = 5.7 Hz), 2.05 (s, 3H). *C{'H}
NMR (75 MHz, CDCl;): 6 = 171.1, 160.5 (d, Jcr = 243.3 Hz), 135.0 (d, Jcr = 3.075 Hz), 130.2
(d, Jer=7.875 Hz), 115.1 (d, Jcr =21.075 Hz), 62.3, 57.9, 51.7, 21.1. HRMS (EI): m/z calcd for
CisH20F2NO; [M+H]" 320.1457, found 320.1451.

2-(bis(2-fluorobenzyl)amino)ethyl acetate (3f)

M

@)

)J\O/\/ N

Light yellow oil, yield = 72%, 115 mg, 'H NMR (300 MHz, CDCl;): § = 7.53-7.48 (m, 2H),
7.29-7.01 (m, 6H), 4.22 (t, 2H, J = 6.0 Hz), 3.78 (s, 4H), 2.79 (t, 2H, J = 6.0 Hz), 2.05 (s, 3H).
13C{IH} NMR (75 MHz, CDCls): & = 171.1, 159.8 (d, Jor = 244.4 Hz), 131.1 (d, Jor = 4.5 Hy),
128.7 (d, Jer = 8.175 Hy), 125.8 (d, Jor = 13.875 Hz), 124.0 (d, Jer = 3.6 Hz), 115.2 (d, Jor =
22.05 Hz), 62.4, 51.9, 51.3 (d, Jer =225 Hz), 21.0. HRMS (EI): m/z calcd for CisHioF2NO>Na
[M+Na]* 342.1276, found 342.1279.

2-(bis(2-chlorobenzyl)amino)ethyl acetate (3g)
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Cl

Light yellow oil, yield = 70%, 123 mg, 'H NMR (300 MHz, CDCl;): § = 7.62-7.59 (m, 2H),
7.37-7.16 (m, 6H), 4.24 (t, 2H, J = 6.0 Hz), 3.86 (s, 4H), 2.84 (t, 2H, J = 6.0 Hz), 2.06 (s, 3H).
BC{'H} NMR (75 MHz, CDCl3): § = 171.0, 136.8, 134.1, 130.5, 129.5, 128.2, 126.8, 62.5, 55.9,
52.6,21.1. HRMS (EI): m/z calcd for Ci1sH20C1.NO, [M+H] 352.0866, found 352.0861.

2-(diallylamino)ethyl acetate (3h)
O

)ko/\/N
IS

Light yellow oil, yield = 69%, 63 mg, 'H NMR (300 MHz, CDCls): § = 5.95-5.81 (m, 2H),
5.26-5.19 (m, 4H), 4.19 (t, 2H, J = 6.0 Hz), 3.22 (d, 4H, J = 6.3 Hz), 2.79 (t, 2H, J = 6.0 Hz),
2.07 (s, 3H). BC{'H} NMR (75 MHz, CDCls): 6 = 171.1, 134.3, 119.0, 62.1, 57.3, 51.2, 21.2.
HRMS (EI): m/z calcd for C1oHisNO> [M+H]" 184.1332, found 184.1339.

(2E,2'E)-dimethyl 4,4'-((2-acetoxyethyl)azanediyl)bis(but-2-enoate) (3i)
o~
| @]
@)

)ko/\/ N

AN

o

Light red oil, yield = 71%, 106 mg, 'H NMR (300 MHz, CDCls): § = 6.92-6.83 (m, 2H),
6.04-5.98 (m, 2H), 4.10 (t, 2H, J= 5.7 Hz), 3.71 (s, 6H), 3.27 (d, 4H, J= 5.7 Hz), 2.70 (t, 2H, J
= 5.7 Hz), 2.05 (s, 3H). *C{'H} NMR (75 MHz, CDCl3): 8 = 171.0, 166.6, 145.4, 122.9, 62.1,
55.3,52.5,51.6,21.0. HRMS (EI): m/z calcd for C14H22NOg [M+H]" 300.1442, found 300.1448.

(2E,2'E)-diethyl 4,4'-((2-acetoxyethyl)azanediyl)bis(but-2-enoate) (3j)
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Brown oil, yield = 58%, 95 mg, 'H NMR (300 MHz, CDCls): & = 6.93-6.85 (m, 2H), 6.01 (d,
2H, J = 15.6 Hz), 4.22-4.10 (m, 6H), 3.28 (d, 4H, J = 5.4 Hz), 2.74-2.70 (m, 2H), 2.07 (s, 3H),
1.31-1.25 (m, 6H). 3C{'H} NMR (75 MHz, CDCL): & = 171.0, 166.2, 145.1, 123.3, 62.2, 60.5,
55.3,52.5,21.0, 14.3. HRMS (EI): m/z caled for C1sH26NOs [M+H]* 328.1755, found 328.1757.

2-(bis((5-chlorothiophen-2-yl)methyl)amino)ethyl acetate (3k)
| N\

Cl
) S
(@)
7S
Cl

Brown oil, yield = 66%, 120 mg, '"H NMR (300 MHz, CDCIl3): § = 6.75-6.69 (m, 4H), 4.20 (t,
2H, J = 6.0 Hz), 3.81 (s, 4H), 2.80 (t, 2H, J = 6.0 Hz), 2.10 (s, 3H). *C{'H} NMR (75 MHz,
CDCl): 6 =171.0, 141.5, 129.5, 125.6, 125.1, 62.1, 53.1, 51.2, 21.1. HRMS (EI): m/z calcd for
C14H16CINO,S; [M+H]" 363.9994, found 363.9997.

2-(bis(4-methylbenzyl)amino)-2-methylpropyl acetate (31)

@)

)ko/><“

Yellow oil, yield = 72%, 122 mg, '"H NMR (300 MHz, CDCls): & = 7.21 (d, 4H, J = 7.8 Hz),
7.06 (d, 4H, J = 7.8 Hz), 4.11 (s, 2H), 3.79 (s, 4H), 2.31 (s, 6H), 2.11 (s, 3H), 1.19 (s, 6H).
BC{'H} NMR (75 MHz, CDCL): 5 = 171.2, 139.2, 135.9, 128.7, 128.3, 70.1, 57.8, 53.6, 23.3,
21.2,21.1. HRMS (EI): m/z caled for Ca:HzNO, [M+H]* 340.2271, found 340.2274.

3-benzylthiazolidin-2-one' (52a)

£
(s
Light yellow oil, yield = 83%, 80 mg, 'H NMR (400 MHz, CDCL): § = 7.37-7.26 (m, 5H),
448 (s, 2H), 3.51 (t, 2H, J = 7.2 Hz), 3.22 (t, 2H, J = 7.2 Hz). *C{'H} NMR (100 MHz,

CDCl): & = 172.2, 136.0, 128.8, 128.1, 127.9, 48.6, 48.0, 25.5. HRMS (EI): m/z calcd for
Ci10H120ONS [M+H]" 194.0634, found 194.0639.

3-(4-methylbenzyl)thiazolidin-2-one (Sb)
O
OB,
Yellow oil, yield = 82%, 85 mg, '"H NMR (400 MHz, CDCls): 6 = 7.28-7.17 (m, 4H), 4.45 (s,
2H), 3.51 (t, 2H, J = 7.2 Hz), 3.22 (t, 2H, J = 7.6 Hz), 2.36 (s, 3H). *C{'H} NMR (100 MHz,

CDCh): 6 = 172.2, 137.7, 133.0, 129.5, 128.3, 128.2, 48.5, 48.0, 25.6, 21.2. HRMS (EI): m/z
caled for Ci1H14ONS [M+H]" 208.0791, found 208.0796.
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3-(2-methylbenzyl)thiazolidin-2-one (5¢)

=8,
L

Colorless solid, yield = 86%, 89 mg, 'H NMR (600 MHz, CDCls): & = 7.22-7.17 (m, 4H),
4.49 (s, 2H), 3.44 (t, 2H, J = 7.2 Hz), 3.21 (t, 2H, J = 7.2 Hz), 2.31 (s, 3H). 3C{'H} NMR (150
MHz, CDCl): 6 = 171.9, 136.9, 133.9, 130.8, 129.0, 128.1, 126.3, 48.0, 46.9, 25.6, 19.2.
HRMS (EI): m/z caled for C11H14ONS [M+H]* 208.0791, found 208.0792.

3-(4-(tert-butyl)benzyl)thiazolidin-2-one (5d)

A
I

Colorless solid, yield = 90%, 112 mg, '"H NMR (400 MHz, CDCls): § = 7.37 (d, 2H, J = 8.0 Hz),
7.21(d, 2H, J= 8.4 Hz), 4.47 (s, 2H), 3.53 (t, 2H, J=7.2 Hz), 3.23 (t, 2H, J= 7.6 Hz), 1.33 (s,
9H). BC{'H} NMR (100 MHz, CDCl5): 6 = 172.2, 150.9, 133.0, 128.0, 125.8, 48.4, 48.1, 34.6,
31.4, 25.5. HRMS (EI): m/z calcd for C1sH20ONS [M+H]" 250.1260, found 250.1262.

3-(4-bromobenzyl)thiazolidin-2-one (Se)

g
JORS.
Br
Colorless oil, yield = 71%, 96 mg, '"H NMR (400 MHz, CDCLs): 6 = 7.57 (d, 2H, J = 8.4 Hz),
7.15 (d, 2H, J = 8.4 Hz), 4.43 (s, 2H), 3.50 (t, 2H, J = 7.2 Hz), 3.24 (t, 2H, J= 7.2 Hz). BC{'H}

NMR (100 MHz, CDCl): 6 = 172.4, 135.2, 132.0, 129.9, 121.9, 48.1, 48.0, 25.6. HRMS (EI):
m/z calcd for C1oH11ONBrS [M+H]* 271.9739, found 271.9742.

3-(2-chlorobenzyl)thiazolidin-2-one (5f)

o3

Yellow oil, yield = 63%, 72 mg, '"H NMR (400 MHz, CDCls): 6 = 7.38-7.24 (m, 4H), 4.62 (s,
2H), 3.57 (1, 2H, J = 7.2 Hz), 3.26 (t, 2H, J = 7.6 Hz). *C{'H} NMR (100 MHz, CDCl3): & =
172.4, 133.7, 133.6, 130.0, 129.8, 129.3, 127.4, 48.3, 45.9, 25.7. HRMS (EI): m/z calcd for
CioH11ONCIS [M+H]" 228.0244, found 228.0246.

3-(4-fluorobenzyl)thiazolidin-2-one (5g)
0

/O/\I\\I\/S
F
Yellow oil, yield = 74%, 78 mg, 'H NMR (400 MHz, CDCl;): § = 7.25-7.22 (m, 2H), 7.03-6.99
(m, 2H), 4.43 (s, 2H), 3.49 (t, 2H, J = 7.2 Hz), 3.22 (t, 2H, J = 6.8 Hz). C{'H} NMR (100
MHz, CDClz): 6 =172.3, 161.2 (d, Jcr = 244.8 Hz), 131.9 (d, Jcr = 3.1 Hyz), 129.9 (d, Jcr = 8.1
Hz), 115.6 (d, Jcr = 21.4 Hz), 48.0, 47.9, 25.5. HRMS (EI): m/z calcd for Ci1oH11ONFS [M+H]*
212.0540, found 212.0538.

3-(2-fluorobenzyl)thiazolidin-2-one (Sh)
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Yellow oil, yield = 83%, 87 mg, 'H NMR (400 MHz, CDCls): § = 7.36-7.27 (m, 2H), 7.16-7.04
(m, 2H), 4.55 (s, 2H), 3.58 (t, 2H, J = 7.2 Hz), 3.25 (t, 2H, J = 7.6 Hz). *C{'H} NMR (100
MHz, CDCL): & = 172.4, 159.8 (d, Jor = 246.5 Hz), 130.8 (d, Jer = 3.7 Hz), 129.8 (d, Jer = 8.1
Hyz), 124.7 (d, Jer = 3.5 Hy), 122.9 (d, Jor = 15.0 Hz), 115.5 (d, Jer = 21.6 Hy), 48.2, 41.9 (d, Jor

=3.9 Hy), 25.6. HRMS (EI): m/z calcd for C1o0Hi1ONFS [M+H]* 212.0540, found 212.0539.
4-((2-oxothiazolidin-3-yl)methyl)benzonitrile (5i)
O

DAY
NC
Light yellow solid, yield = 80%, 87 mg, 'H NMR (400 MHz, CDCl3): 6 = 7.61 (d, 2H, J = 8.0
Hz), 7.36 (d, 2H, J = 8.0 Hz), 4.51 (s, 2H), 3.52 (t, 2H, J = 7.2 Hz), 3.27 (t, 2H, J = 7.2 Hz).
BC{'H} NMR (100 MHz, CDCl;): 8 = 172.6, 141.6, 132.6, 128.6, 118.5, 111.7, 48.2, 48.1, 25.5.
HRMS (EI): m/z calcd for Ci1Hi1ON2S [M+H]" 219.0587, found 219.0589.

3-((6-methylpyridin-2-yl)methyl)thiazolidin-2-one (5j)

0
S
U

Yellow oil, yield = 77%, 80 mg, 'H NMR (400 MHz, CDCls): § = 7.56 (t, 1H, J = 7.6 Hz),
7.10-7.06 (m, 2H), 4.57 (s, 2H), 3.67 (t, 2H, J = 7.2 Hz), 3.27 (t, 2H, J = 7.6 Hz), 2.53 (s, 3H).
BC{'H} NMR (100 MHz, CDCls): = 172.5, 158.3, 155.5, 137.4, 122.4, 119.1, 50.5, 48.7, 25.8,
24.5. HRMS (EI): m/z calcd for C10Hi30ON2S [M+H]" 209.0743, found 209.0742.

3-((5-chlorothiophen-2-yl)methyl)thiazolidin-2-one (5k)

(0]
B NJ<
g s
Cl

Light yellow solid, yield = 50%, 58 mg, 'H NMR (400 MHz, CDCl3): 6 = 6.87-6.62 (m, 2H),
4.53 (s, 2H), 3.59 (t, 2H, J = 7.2 Hz), 3.26 (t, 2H, J = 7.6 Hz). 3C{'H} NMR (100 MHz,
CDCl): & = 1724, 137.2, 130.3, 126.6, 126.0, 47.9, 43.5, 25.6. HRMS (EI): m/z calcd for
CsHoONCIS; [M+H]* 233.9814, found 233.9825.

2-(dibenzylamino)ethanol (6)
N
HO™ >

Light yellow oil, yield = 88%, 106 mg, '"H NMR (500 MHz, CDCls): 8 = 7.39-7.29 (m, 10H),
3.67 (s, 4H), 3.62 (t, 2H, J = 5.5 Hz), 2.70 (t, 2H, J = 5.5 Hz), 2.47 (brs, 1H). BC{'H} NMR
(125 MHz, CDCl3): 6 = 138.9, 129.1, 128.6, 127.4, 58.6, 58.3, 54.8. HRMS (EI): m/z calcd for
Ci6H20NO [M+H]" 242.1539, found 242.1531.
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2-(bis(4-methylbenzyl)amino)ethyl acetate (3b)
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]
1
1 +-500
500
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 20 10 0 -0

f1 (ppm}
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2-(bis(2-methylbenzyl)amino)ethyl acetate (3c¢)

s
<5

s35q88s se8 p 3888 o ‘
HER NN S5 o R Paranator Telie
ey et S~ =T 18000 1 Origin Bruker
BioSpin
17000 Gy
2 Solvent e
Ligooo |3 Temperature 27.5
4 Pulse Sequence  2g30
Lisooo |5 MNimber of Scans 16
6 Receiver Gain 51
Fiaooo |7 Relasation Delay L0000
8 Pulse Width 15. 0000
Fiaooo |9 Spectrometer  300.13
Frequency
L 12000 10 Spectral Width 6009, 6
11 Lowest Frequency 11514
L11000 12 Nucleus ]
Ht 13 Acquired Size 32768
k10000 14 Spectral Size 6353
)T\ "
Hae e Fsooo
ChHy
7000
Fsnoo
5000
4000
aooo
i 1
b 1000
;J\_,\; Lo
b v g A 2 il 3 B L1000
ae £ g z g 2
i =i - o g o
T T T T T T —— T T T T T T T ——
1.0 95 9.0 85 80 7.5 7.0 65 60 55 50 45 40 35 30 25 2
£1 (ppm)
o 555885 -~ o L1900
= gaasnn BB 85 Parameter Value
~ Moo % ~ ru}{ =& B
- bt e it o o L1800 1 Origin Bruker
| VN A 7 N \ BioSpin
vih Gabll
2 Solvent weis
3 Temperature — 209.7
F1600
4 Pulse Sequence zgpe30
o Lis00 |5 Mumber of 185
cans
6 Recoiver Gain 195
[ 17 Relawation 20000
JJ\ Dolay
F1300 i
8 Pulse Width 10, 0000
/\\/N
HyC a 9 Spectrometer 7547
P rlzoo Frequency
10 Spectral Width 18028.8
[0 ) Lovest 1462, 5
Frequency
| F1000 |12 Nucleus 13C
13 Acquired Size 32768
! F900 |14 Speetral Size 65536
1800
=700
F600
1
F500
]
F400
F300
| F200
F100
st Lo
100
F-200
T T T T T T T T T T T T T T T
19 180 170 160 150 140 130 120 110 100 %0 8 70 60 10

£1 (ppm)




2-(bis(4-(tert-butyl)benzyl)amino)ethyl acetate (3d)

o >N

+31000

32000

Parameter

1 Origin

2 Salvent

3 Temperature

4 Pulse Sequence

5 Number of
Seans

6 Receiver Gain

7 Relaxation

Value
Bruker
BioSpin
GabHl
CDC13

26000
DeLay
F24000
§ Spectrame
Frequency
22000
11 Lowest
Froquency
12 Nucleus
13 Acquired

20000

+18000

8 Pulse Width

15. 0000
ter 30013

10 Spectral Width 6009.6

=115L 4

I
32768

14 Spectral Size 655336

16000

14000

+12000

10000

888G 8% & 333 8 2
S588 553 3 882 2 a
R I97 @ Jaa o« <
e NS N | |
;o ;o
Chy
H;
cHy
n,cJLu/\/N
HaC TH;
CHy
1 1
m T T T by
2 ER = 5 -
=3 & L o - =
T T T T T ——T T T T T T T T .
1.0 9.5 9.0 &5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 a5 30 25 2.0 L5 Lo 0.5
f1 (ppm)
2 z gs2 T e @
2 2 SRy 85 88 I [
& = o ¥BE 3z &
| Fisies] S L5 |
5500
5000
4500
4000
3500
3000
2500
2000
1500
|
1000
|
1 1500
|
=500
0 -0

T T L S e s e T
210 200 1% 180 170 160 150 140 130 120 110 100)90 80 70 60 50 40 30 20 10
1 {(ppa)

Parsmeter

Origin

Solvent
Temperature
Pulse Sequence
Nmher of Seans
Receiver Gain
Relaxation Delay
Pulse Fidih
Spectrometer
Fraquency

10 Spectral Width
11 Lovest Frequeney
12 Nucleus
13 Acquired
14 Spectral

R

Value
Bruker
BiaSpin
Gbl
cne1s
297.2
2epe30
245
185
2.0000
10. 0000
75.47

18028, 8
-1463.0
13
32768
65536

514



2-(bis(4-fluorobenzyl)amino)ethyl acetate (3e)
F

o)
o >N

RPN R daed L. PEmcitax Taita
il et NS LA | 1 Origin Bruker
BioSpin
Gabll
f— 2 Solvent wcis
3 Tomporature  297.5
4 Tulse Sequence 1g30
= 25000 |5 Number of Scans 16
6 Receiver Gain 70
7 Rolavation Delay 1. 0000
| 8 Pulse Width  15.0000
9 Spectrometer  300.13
Frequency
F20000 | 10 Spectral Width 6009,
11 Lovest Frequency =L151. 4
k 12 Nucleus H
13 Acquired 32768
l 14 Spectral 65536
o 15000
;
10000
1
| 15000
1
- 4
b1 et A Tt 4l
g g 2 ES £ b4
L 3 e 2 3
T T T T T T T T T T T T T T T T T T T
95 90 &5 80 %5 7.0 65 60 G55 50 45 40 &5 80 25 20 L5 LO 05
1 (ppm)
8 58 5838 g ©oo o 1800
8 mE aead b 888 g Parameter Valua
88 8388 o¢ SEE & Hsoo gt
g 2EEE  EE | Origin Beuker
(R N~ ' N BioSpin
Lieo Gabil
2 Solvent e
1600 |3 Temperature  207.6
4 Pulse Sequence zEpg30
1500 5 Number of 185
Scans
L1100 |6 Receiver Gain 185
i 7 Relaxation 20000
: Delay
F1300
we” o7 8 Pulse Fidth 10,0000
Lizgo |9 Spectrometer .47
Frequency
oo |10Smetral Widih 18025.8
11 Lovest -1468. 0
' Frequency
F 13
1000 13 Nueteus 13¢
13 Aoquired Size 32768
e 14 Spectral Size 6653
1800
F00
HB00
’ F500
Ho0
F300
F200
100
100
200

T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 0 60 50 40 30 20 10 0
£1 (ppm)
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2-(bis(2-fluorobenzyl)amino)ethyl acetate (3f)

F

o)
o ™>N

9998955980 8aRA2N e snerRsaEnTe S35 B8R 3
T N NN D S DN 79 wES 3000 sl
e i NSO N | I Origin Britkat
BioSpin
Cabif
{ 2 Solvent we1s
r{ ! 3 Temperature 295.5
30000 4 Pulse Sequence zg30
| 5 Nimber of Scans 16
H 6 Receiver Gain 5
7 Relaxation 1. 0000
Delay
25000 8 Pulse Width 15,0000
9 Spectromoter  300.13
Frequency
10 Spectral Width 6000, 6
11 Lowest 11514
) Frequency
Bl 12 Nucleus i
13 Acquired Size 32768
F. 14 Spectral Size 65536
)Oj\ 15000
N,
HyC o’/\‘/
r
o000
| 5000
| ‘
L
la
o o 1
s 8 ® s
P it pe
T T T T T T T T T T T T T T T T T T T
95 90 85 80 7.5 1.0 65 60 55 50 45 40 35 30 25 20 L5 L0 0.5
£1 {ppm}
2200
BER ?8%85355§,‘1‘ @ owom o
cg® Sorsomgows 8 RK8 3 L, Parmeter Value
283 Cflumaweess ] ] 2100
oD PeNNNNNNeT S 555 & 1 Origin Bruker
2NN TR Y [ l 2000 BioSpin Gmbil
2 Solvent 13
1900 |3 Temperature 206.6
Ligpp |* Pulse Seauence  zgmeso
5 Number of Scans 221
L1700 |6 Receiver Gain 185
7 Relaxation Delay 2.0000
[1600 |8 pulse Width 10.0000
9 Spectrometer  75.47
3 [1500 Praquency
L0 |10 Smectral Width 180288
11 Lowest Frequency =-1468.0
j\ Fiaoo |12 Nucleus 13¢
AN . 15 Acquired Size 32768
HaC a [1200 |14 Spectral Size 65536
¢
100
Fooo
oo
(800
100
Ho00
500
] (=400
300
i 200
F00
Lo
100
=200

T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100
{1 (ppm)

=



2-(bis(2-chlorobenzyl)amino)ethyl acetate (3g)
Cl

o >N

4261
4241

L
hv

4222
—3.860

Q

2.03-J

[ Paramoter

Origin

L
2

2864
2,844
2.825
—2.058

28000
Solvent
Loggoo |3 Temperature
Pulse Sequence
Kusber of Seans

[F24000 Receiver Gain

G m oo o

Relaxation

Delay

Pulse Width

Spectrometer

Frequency

10 Spectral Width

11 Lowest
Frequency

12 Nueleus

13 Acquired Size

14 Spectral Size

| 22000

© @

20000

[-18000

(16000

Value
Erukes
Biogpin
Gabli
e13
295.2
230
16
62
10000

15. 0000
300.13

6009, 6
1151. 4

1
32768
65536

14000

12000

10000

8000

Fe000

4000

2000

2000

1.0 9.5 9.0 8.5 B.0 7.5 7.0 6.5 6.0 5.5 5.0 1.5 1.0 3.5

—171.046
136.819
134,096
130.498
129.512
128244
126.783

.
7
£
iy
62452
55850
252631

Value
Bruker
BicSpin
Gabi
Salvent ne13
Temperature 2956
Pulse Sequence zgpg30
Mumber of 256
Scans

Receiver Gain 195

2. 0000

Parameter

Origin

—21.087
g
2

3000

=

Relaxation

Delay

Pulse Width

Spectrameter

Frequency

10 Spectral Width 18028, 8

11 Lowest ~1468. 0
Frequency

12 Mucleus 13¢

13 Acquired Size 32768

14 Spectral Size 65536

(2500

=

10.0000
75.47

=

2000

1000

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
1 (ppm)
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2-(diallylamino)ethyl acetate (3h)

)

)J\O/\/ N

/

IEIBHERGIRT BINGHBFTIX 23388 2
oM POm DD NN e ey e = Soy @ =]
151515 151616 15 1015 18 15 16 10 16 10 17 F mooioio o
——— =N VoSN |

CH,

2

H:CJ\U/\._/NI

CHz

24000
23000
22000
F21000
20000
19000
18000
F17000
16000
F15000
14000
F13000
12000
11000
10000

I
T T T 5 A i [
2 5 g g g =
o -+ o = o 2000
T T T T T T T T T T T T T T T T T T
90 &5 &0 75 10 65 60 55 50 45 40 35 30 25 20 L5 L0 0.5
f1 (ppm)
g 2 § o =10 0
: 8 8 @38 2
L e = 8b5 &
| | | AN |
CH;
|
| 1
1 1 1
|
" " " L
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 % 80 70 60 50 40 30 20 10 0 -10

f1 (ppm)

Parameter Value
| Origin Bruker
BidSpin
GabH
2 Solvent ne13
3 Temperature 295 1
4 Pulse Sequence 2g30
5 Nusber of Scans 16
6 Receiver Gain 96
7 Relaxation 1. 0000
Delay
8 Pulse Width 15. 0000
9 Spectrometer 300. 13
Froquency
10 Spectral Width 6009, 6
11 Lovest -115L.4
Froquency
12 Nucleus "
13 Acquired Size 32768
14 Spectral Size 65536
2100
Lo Paramater Value
I origin Bruker
B BiaSpin
1900 »
Gatil
[ 1660 2 Solvent 13
3 Temperalure 2955
H1700 4 Pulse Sequence zgpg30
5 Nusber of Scans 259
1600 6 Receiver Gain 195
7 Relaxation  2.0000
L1500 i
Lo B Pulse Width  10.0000
9 Spectrometer 7547
Lasic Frequeney
10Spectral Width 18028.8
L1300 11 Lowest -1468.0
Frequency
L1100 12 Nucleus 13¢
13 Aequired Size 32768
H000 14 Spectral Size 65536
L5900
800
F700
1600
500
1100
300
L200
L1oo
Ly
100
—200

S18



QE

@)

| (@]
(0]
o >N
EL
S

2'E)-dimethyl 4,4'-((2-acetoxyethyl)azanediyl)bis(but-2-enoate) (3i)
-

Value
Bruker
BioSpin
GabH
ancla
283.3
230

16

56
1. 0000

15, 0000
300,13

6009, 6
1151.4

s
32768
65536

G222 BEHRREABR 88 8 83 28% g
Qocoaossoncoad SS9 R oo mRo = Parameter
decdddddddcddwa Y¥Y o o ded 5] s
B Vo AN S | L Origin
f 26000
2 Solvent
3 Temperature
- 24000 |4 Pulse Sequencs
\ { 5 Number of
) Seans
( [ | f [22000 |6 Recoiver Gain
/ . ‘ | 7 Relaxation
/ B / # i / L elay
20000 { ¢ py1ce width
9 Spectrometer
it | isog0 | Frequency
oM 10 Spectral Width
11 Lowest
F16000 | Frequency
L 12 Nueleus
L1sgog | 18 Acauired Size
o 14 Spectral Size
)I\ M
HiC o F12000
\\
10000
o o |
| 8000
CHy
6000
I
000
1 |
‘ ‘ 2000
i ‘__ - - (5| | P | S| )| Lo
B gopagm B
: 2 s g 5 e 2000
= = 4 & 4 b .
T T T T T T T T T T T T T T T T T
9.5 90 &5 80 75 7.0 &5 60 55 50 45 40 35 30 25 20 L5 LO 0.5
1 (ppm)
as 8 8 5 eoo = 200
28 3 3 SRR & Parameter  Value
=@ = o 8 BEs & F3000 |1 oOrigin Bruker
I | | [ 4 | BioSain
. Gubil
[0 |2 solvent i3
3 Temperature 2975
F2600 |4 Pulse Sequence zgpg30
_~CHg 5 Number of 1437
, Sca
Lol 6 Receiver Gain 195
o 7 Relaxation 2.0000
2200 Delay
§ Pulse Width  10.0000
)I\ ) 2000
HoC O/\/
1800
S
[-1600
Y
ey Fi100
1200
[~1000
1
(800
! 1
500
[-400
200
! ; o ”
|-200
T T T T T T T T T T T T T T T T T T
190 180 170 160 150 110 130 120 110 100 90 B0 w 60 50 40 30 20 10
1 (ppm)
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(2E,2'E)-diethyl 4,4'-((2-acetoxyethyl)azanediyl)bis(but-2-enoate) (3j)

(0]
| (@]
(0]

o ™~N

AN

Value
Bruker
BioSpin
Gl
CnC13
293.3
2g30
16
56
1. 0000

15. 0000
300. 13

6009. 6
1151. 4

il
32768
65538

HRLe2852PESRBE 2oBRUBNBSTUBRR 8328 2oogIrNe
RO FURIBRDG D NyfecocccocsNg RERE SaadNaNAaYN
qqumwwmwgzg?/m ??q#??vq’?j??ﬂ\;” l\\iw TTTT v—TT Parameter
~ - W F11000 |1 Origin
[ |
|
| | o |2 sotven
| ‘ 10000 13 Temperature
| = 4 Pulse Sequence
| ‘ { | 5 Number of Scans
- | | | [9000  lg Receiver Gain
| 7 Relaxation
| | | ‘ Delay
= J = : ! lso00 |8 Pulse Width
9 Spectrometer
Frequency
CcH, 10 Spectral Width
7000
11 Lowest
- Frequency
2 Fucleus
A 000 13 Aequired Size
| 14 Spectral Size
/E\ 5000
N.
HyC o TN
s 1000
L [F3000
2000
‘\
1000
il Lo
g
z
= 1000
T T T T T T T
95 9.0 &5 80 T5 1.0 6.5
er 2 $ wom® © o
25 ; 2 ggas E ]
=€ B & sg8g g = Fi400 Parameter  Velue
(R | | Yo il 1 origin Bruker
BioSpin
1300 Gl
2 Solvent s ut)
Lisga 3 Temperature 297.5
CHy 4 Pulse Sequence rgpg3d
5 Number of Scans 215
o rlo 6 Receiver Gain 195
T Relaxation 2. 0000
Delay
o L
| 1600 8 Pulse Width 10. 0000
9 Spectrometer  75.47
Laoo Freguency
ral Width 26315.8
1830.2
S 800
13C
700 13 Acquired Size 32768
o T\ I 14 Spectral Size 65536
CHy 600
500
400
1
=300
200
100
" - Lo Lo
=100
—— r ——T ———— T T T T
200 190 180 170 160 150 140 130 120 110 100 @0 80 70 60 50 40 30 20 10
fl (ppm}
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2-(bis((5-chlorothiophen-2-yl)methyl)amino)ethyl acetate (3k)
| N\
) S
A~N
@]

Cl

3E8Y a8 8 58 8
LR 482 8 DR & ;
peppepiepes TYY © el o 40000 Parameter Value
- | N |
1 Oeigin Bruker
- . (28000 BioSpin
‘ | Gl
- 2 Solvent cocis
| { [26000 |: roperature 2945
| 4 Pulse Sequence  #g30
| [ I F24000 |5 Number of Seans 16
| | 6 Receiver Gain 62
| | | | L 7 Relaxation Delay 10000
) DA b, ) - 8 Pulse Width 15. 0000
9 Spectrometer  300.13
F20000 Frequency
10 Spectral ¥idth 6009, €
11 Lowest Frequency 1151 4
F18000 !
12 Nucleus H
13 Acquired Size 32768
16000 |14 Spectral Size 63536
# g
14000
a F12000
F10000
]
Fao00
F6000
! |
F4000
I
| F2000
; Pt \
J - T S . — RO
! L T 'g‘
3 s g g : F-2000
= R o b=
T T T T T T T T T T T T T T T T T
85 80 75 1.0 65 60 55 & 145 40 85 30 25 20 L5 10 05
1 {ppa}
] 2 B288 ~ oo -
8 3 258 g 8F I P T
e o v as o L12oa arameter alue
= 3 Sdy & B85 & i
| | B | 0 1 Origin Bruker
Biospin
[F Gubil
2 Solvent o3
3 Temperature  296.5
[E557 4 Pulse Sequence 2gped0
5 Number of 144
Seans
6§ Receiver Gain 195
T 7 Relaxation 20000
Delay
™\ 8 Pulse Width 10,0000
i o oo 9 Spectrometer 75,47
& Frequency
)L 10 Spectral Width 26315.8
N i Fro0 11 Lovest 1837.7
HaC o Frequency
12 Nucleus 13¢
& s Feoo 13 Acquired Size 32768
5 14 Spectral Size 65536
ci
F00
Fa00
! Fao0
Feno
1
F1o0
. ) Lo
F-100
T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 180 120 116 100 90 80 0 60 50 40 3 20 10

£1 (ppm)

521



2-(bis(4-methylbenzyl)amino)-2-methylpropyl acetate (31)

REEY g 3 g £
EE=F=1 i {4 Hi = 23000
w hf-/h wlr rln T T 5 Parameter Value
FE2000 |1 Origin Bruker
m BioSpin
[ { (21000 Gubil
[opgpp |2 Solvent €13
- . 3 Temperature  294.9
| | | Ligoop |4 Pulse Sequence 230
I( 5 Number of 16
bt " 18000 Scans
‘ | [17000 |8 Receiver Gain 62
| | ‘ 7 Relazation 1. 0000
I 7 ! / L 16000 Delay
8 Pulse Width  15.0000
CHy rIBH0 |9 Spectrometer 300,13
Freguency
[0 | 10 spectral Ridth 60096
Lisooo |11 Lowest 11514
Frequency
M F12000 |12 Kueleus 1H
13 Acquired Size 32768
CHy (11000 |y spseeral Size €5536
10000
000
CHy F8000
1
1000
|
i F5000
1 4000
3000
2000
‘ F1000
L = PO ot | == ) S | Lo
Z“I "gr‘ T g‘ H Z 1000
=3 5 -1
- - o o o =200
T T T T T T T T T T T T T T T T T
9.0 85 &0 TE T0 65 60 65 50 45 40 &5 30 25 20 L5 L0 05
1 (ppm)
8 =2 88 e e rwa ‘
2 o2 54 g &3 3%8 [rs400
= g8 88 = ~ o B Parameter Value
= Ea e g 53 EEE S
| N 1i 3 S [a200 |1 Oigin Braker
BioSpin
Gub
[3000 {2 Solvent ac13
3 Temperature 297.4
[-2800 4 Pulse Sequence zgpe30
5 Number of Scans 338
[F2600 6 Receiver Gain 195
T Relaxation 2.0000
CHy (2400
& Pulse Width 10. 0000
. 9 Spectrometer 7547
o 2200 Frequency
Jj\ L 10 Spectral Width 26315.8
[F2000 11 Lowest 1837.7
> 2 Lisoo 12 Nucleus 13
13 Acquired Size 32768
Ligoo 14 Spectral Size 65536
Gy i 1400
|
1200
1000
(800
[HE00
400
|
‘ |
J 1 [F200
| ;
[=200
———— T ———— ——
190 180 170 160 150 140 130 120 110 100 0 B0 70 60 50 40 30 20 10
1 (ppm)
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3-benzylthiazolidin-2-one (5a)

8 458988
- 00T oo
* ‘L‘;‘;’ "\’22"’ [F15000 Parameter Value
1 Origin Bruker
- L14000 BioSpin
[ Gabil
| 2 Solvent ac13
| 13000 |3 Temperature 288, 0
f 4 Pulse Sequence  2g30
| -~ o 12000 |5 Momber of Scans 8
| | " & Receiver Gain 22
| | | 7 Relaxation Delay 1.0000
i J [, 1008 o putse width 10. 0000
9 Spoctrometer 400, 13
10000 Frequency
10 Speetral Fidth  8012.8
11 Lowest Froquency -1535.6
000, 115 moctous i
13 Acquired Size 32768
8000 |14 Spectral Size 65536
o
I./|I
A 000
s
— Fe000
1
5000
I
, 00
3000
2000
Hovo
o) N 1 J‘\-\_.. 1) | S N Lo
=i
5 '? :f g 1000
T T T T T T T T T T T T T T T T T T
9.0 &5 80 %5 0 &5 60 55 50 45 40 %5 30 25 20 L5 LO 0.5
f1 (ppm)
F IR @ e o -
3 Shra 28 & Parumeter Value
& 888N o g [F1E+05
= eadaN 28 g Origin Bruker
R R4 | BioSpin
) Gkl
MED5 12 solvent cocl13
3 Temperature 298.5
|4 Pulse Sequence  agpian
L 1E+
1B405 )5 Munber of Seans 600
§ Receiver Gain 1030
Lig+05 |7 Relaxation Delay 2. 0000
3 Pulse Bidth 10. 0000
9 Spectrometer 100,61
Looooo | Frequency
10 Spectral Width 24038.5
11 Lowest Frequenecy ~1957. 1
80000 | 12 ¥ueleus 13¢
a 13 Acquired Size 32768
1 ff 14 Spectral Size 65538
A -T0000
N
|
B 60000
50000
1
40000
il
20000
20000
‘ 10000
. I 0
-10000
T T T ——T T T T T T T T T T T T T T T T T T
2100 200 190 180 170 160 150 L0 130 120 110 100 90 8O 70 €0 50 40 30 20 10 0 10
£l (ppu)

523




3-(4-methylbenzyl)thiazolidin-2-one (Sb)
O
N

\\/S

2357

FBREE &
AR =
[ A <
PR
"
|
/ y
N/‘k
L5
H,C -
|
'y i
g 5
T T T T T T T T T T T
9.5 %0 &5 &0 75 7.0 65 60 55 50 45
£1 (ppm}
2 23258
& SoBHN
o™ = o
= & @& o o
NS
1
HaC

48,468
48,012

—25.570
—21.214

T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 10 90
£1 {pom)

80

0 L) 50

Parame Value
[24000 1y origin Bruker
BicSpin
Guict]
F22000 (2 Solvent coels
3 Tempera 208.0
4 Pulse Sequence 2530
20000 | 5 Nusher of Seans &
6 Receiver Gain 22
7 Relaxation 10000
F18000 Delay
8 Pulse Width 10. 0000
9 Spectrometer 400, 13
F16000 Frequency
10 Spectral Width 80128
1l Lowest 15356
Ligoge| Freauency
12 Nueleus It
13 Acquired Size 32768
L12000 | 14 Spectral Size 63536
10000
8000
F6000
4000
2000
Lo
2000
80000
Parameter Value
FTa0u0
1 Origin Bruker
BicSpin
70000 Gubll
2 Solvent o3
Losopp |3 Temeerature 2089
4 Pulse Sequence 2gpgd0
5 Number of Seans 500
(60000 1§ Receiver Gain 1030
7 Relaxation 2. 0000
55000 Delay
8 Pulse Width 10. 0000
100. 62
F50000
24038. 5
Lasooo |11 Lowest 1950. 1
Frequency
12 Nueleus 130
40000 |13 Acquired Size 32768
14 Spectral Size 63536
F35000
30000
L2000
20000
15000
L0000
5000
o
5000

524




3-(2-methylbenzyl)thiazolidin-2-one (5c)

SR
(Y

7.206

7.201

T e
7178

7172

~7.167

3442

3.205
3.193

3.430
3217
2.311

FE000

F7216
[7.211

— 4,486
3450

55000

[ FH0000

45000

40000

Fas000

CHy

30000

25000

20000

15000

L0000

5000

F=5000

28000

171.925
136.915
133.897
130.836
128.987
128147

AN

126.290

26000

_~47.993
46,941
—25.570
—19.222

o
7
=

24000

22000

CHy a

20004

18000

16000

14000

F12000

100040

FE000

FEO00

4000

F2000

T T T T T T T T T
190 180 170 160 150 140 130 120 110 100

1 (ppm)

T
80

T
B0

0

Parameter Value
1 Origin
2 Solvent CIC13
3 Temperature 208, 2
4 Pulse Sequence 2g30
& Number of Scans 16
6 Receiver Gain 31
7 Relaxation L. 0000
Delay
8 Fulse Width L0, 0000
9 Spectrometer 600. 13
Frequency
10 Spectral Wideth [2019.2
11 Lowest 2318.6
Frequency
12 Nucleus IH
13 Acquired Size 32768
14 Spectral Size 635336
Parameter Value
I Origin Bruker
BioSpin
Gl
2 Solvent cpc13
3 Temperature 299.2
4 Pulse Sequence zgpu3D
5 Number of 1024
Scans
& Receiver Gain 200
7 Relaxation 2. 0000
Delay
8 Pulse Width 12. 0000
9 Spectrometer  150.90
Frequency
10 Spectral Wideh 36231.9
L1 Lowest 3025.7
Frequency
12 Nueleus 13C
13 Acquired Size 32768
14 Spectral Size 65536
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3-(4-(tert-butyl)benzyl)thiazolidin-2-one (5d)
O

NJ(
I

BBHS 2 T8E5HI B
LR 3 0 W 0y O O O @ -
Sy ~ o o o o o o - Parameter Value
i
T s | [ P
BioSpin
/ Gubll
2 Solvent coCi3
3 Temperature 208.0
Fasoon |4 Pulse Seguence 2g30
5 Number of B
Seans
i . ; 6 Receiver Gain 22
o [ | ; 7 Relaxation 1. 0000
] J [ 30000 Delay
8 Pulse Bidth 10,0000
9 Spectrometer 400,13
Frequency
Losgpg |10 Speetral Width §012.8
11 Lowest 1635.6
Frequency
12 Nueleus 1K
13 Acquired Size 32768
20000 |14 Spectral Size 65536
N/z\
| s
e L f 15000
HaC
CHy
10000
I
5000
[ [
|
[ ‘ )
. P R i
Yy g s 3
5 5
o o g o =
T T T T T T T T T T T T T T T T T T
9.0 &5 80 T5 70 &5 60 &5 50 45 40 35 30 25 20 15 L0 05
£1 {(ppm)
E §§J E E '§ o @eo
b E - L) a3 d e Paramater Valus
B 5 S e T [1E-05
q T TR 1 Origin Bruker
| T v 2 BiaSpin
Gubi
Lagooo |2 Solvent cocls
3 Temperature 299.1
4 Pulse Sequence zgpg30
5 Number of Seans 500
80000 16 Receiver Gain 1030
7 Relaration Delay 2. 0000
8 Pulse Fidth 10. 0000
i 70000 |9 Seectrometer 10061
Frequency
10 Spectral Ridth  24038.5
2 11 Lowest Froquency -1958.0
/& 60000 | 12 Nueleus 150
N s 13 Acquired Size 32768
HyC L/ L4 Spectral Size 65536
HC 50000
CHy
I
40000
30000
20000
1
| 10000
1
) b o
T T T T T T T T T T T T T T T T T T T
180 180 170 160 150 140 130 120 110 100 %0 80 70 60 B0 40 30 20 10

1 (ppm)
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3-(4-bromobenzyl)thiazolidin-2-one (Se)
O

7.158
7137

1480
7459
<

—4.428
3517
3.499
3481
3.257
3.239
azA

\
~
=

16000

15000

14000

13000

12000

11000

10000

9000

Fa000

FT000

re000

ra0ug

1000

3000

2000

1000

1000

—172430
—135.168
132.025
129.917
—121.913

-48.082
<48 013
—25.581

R

Br

I —

o

2E-05

~2E+05

1E-05

r1E-05

r1E-05

~1E+05

1E+05

900

80000

F 70000

60000

- 50000

40000

30000

20000

- 10HHM0

R S S L RS S s B R A S e A
210 200 180 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
£1 (ppm)

Parameter Value
1 Origin Bruker
BioSpin
GabsH
2 Solvent CDC13
3 Temperature 298, 1
4 Pulse Sequence 2g30
5 MNusher of S 8
6 Receiver Gain 28
T Relaxation 1. 0000
Delay
B Pulse Width 10. 0000
9 Spectrometer 400,13
Frequency
10 Spectral Ridth B012.8
11 Lowest 1515. 6
Frequency
12 Mueleus I
13 Acquired Size 32768
14 Spectral Size 65536
Parameter Value
I Origin Bruker
BioSpin
Gubl
2 Solvent Cnc13
3 Temperature 299, 1
4 Pulse Sequence  zgpgd0
5 Number of Scans 1000
6 Receiver Gain 1030
T Relaxation Delay Z.0000
8 Pulse Width 10. 000D
9 Spectrometer 100. 61
Frequency
10 Spectral Width  24038.5
11 Lowest Frequeney -1950. 7
12 Nucleus 13
13 Aequired Size 32768
14 Spectral Size 65536

10000
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3-(2-chlorobenzyl)thiazolidin-2-one (5f)
Cl

PR YR2SRERER - AEREER 17000
R R RERRR] & G o S
B NN < oo e e y— Value
e e L 16000 7
1 Origin Bruker
r BioSpin
| 15000 Gabl
| 2 €nc13
| 14000 s 2080
| " e 1 4 230
{ E
[ 0 13000 * 8
!
II ‘ \ 6 Receiver Gain 22
| I 12000 7 Relaxation 1. 0000
s s 1 Delay
| 11000 Pulse Width 10,0000
smeter 400,13
10000 1 Width 8012.8
11 Lowest 1535.6
al Laooo Frequency
12 Nueleus 1
L so0o 13 Aequir 2768
14 Spec 65535
000
6000
5000
4000
2000
it 2000
1000
SRR iag g 53 ALJL,?/JL, g - - T o
2 e
? = 1000
- ol el
T T T T T T T T T T T T T T T T T T
9.0 85 &0 15 7.0 65 60 &5 50 45 40 35 30 25 2.0 L5 L0 05
£1 {ppm}
3 885283 ez : s
4 ot § 2 o, B AT AIE T ralue
2 SRRE&N 2 i Parameter Value
| l.ﬁ_\a\x\'{/() \ I,l ‘ 2 1 Origin gjﬁ;:in
50000 Grbil
2 Solvent nel3
[ 3 Temperature 288.0
Lispop |4 Pulse Sequence  zepud0
5 Kumber of Seans 563
r € Receiver Cain 1030
7 Relaxation 2.0000
140000 Delay
L & Pulse Width 10, 0000
9 Spectrometer 100,61
L5000 Frequency
10 Spectzal Width  24038.5
F 11 Lowest 1954.6
Freques
cl o [ AMI00 2 Nucleus 130
f L 32768
i [ 14 Spectral Size 66536
i s 25000
L/
20000
15000
1
10000
\ L
(5000
-~ Lo
F-5000
T T T T T T T T T T T T T T T T T T T
WO 180 170 160 150 140 130 120 110 100 S0 &0 0 60 50 40 30 20 10

1 {ppm)
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3-(4-fluorobenzyl)thiazolidin-2-one (5g)

O

[ =

gxezers 2 B
LREREL ¥ &axafgy : ; Vet
P 12000 'arameter alue
S, = I e y
1 Origin Bruker
- ) BicSoin
[ ( il L1 1000 Guibll
| | [ ‘ ‘ 2 Solvent coc13
| 3 Temperature 208.6
‘ | | L10000 |4 Pulse Sequence 2430
| 5 MNumber of Scans 8
| | 6 Receiver Gain 22
‘ | | Lgono |7 Relaxation Delay 10000
4] J | 8 Pulse Fidth 10. 0000
= A 9 Spectrometer 400, 13
Laoso Frequency
10 Spectral Width  B0IZ.§
o 11 Lowest Fregueney -1535.6
|'J' L7000 12 Nucleus 1H
/L‘\ 13 Aequired Size 32768
I*\l s 14 Spectral Size 63536
L./ 5000
F
5000
4000
I
I
F3000
Fz000
1000
_.-JL_/ |& | .\ 1, 005 | R s Ly
ERas T i
28 £ & s 1000
T T T T T T T T T T T T T T T T T T T
95 9.0 &5 &0 75 7.0 65 60 55 50 45 40 %5 20 28 20 L5 L0 0.5
1 (ppm}
g 8= YAk g2 < o @ =
2 : = 3 3 g g o g; & {ﬂ H1E+05 Parameter Value
b e aNEN = 5% & I Origin Bruker
(Y Y e v I BioSpin
GebH
00000 |2 Solvent CDC13
3 Temperature 298.5
4 Pulse Sequence zgpg30
5 Number of Scans 800
(0000 |6 Receiver Gain 1030
7 Relaxation 2.0000
Delay
o 8 Pulse Width 10. 0000
[70000 |9 Spectrometer  100.61
Frequency
N 10 Spectral Width 24038 5
S 11 Lowest -1958.0
60000 Fraquency
F 12 Nueleus 13
i 13 Acquired Size 32768
14 Spectral Size 63536
| G0000
40000
30000
20000
L 10000
|
| | J La s
— T T —— T T T T T T T T T T —
210 200 190 180 170 160 150 140 130 120 110 100 % 80 70 60 50 40 30 20 110 0 -10

1 {ppa)

529




3-(2-fluorobenzyl)thiazolidin-2-one (Sh)
F

TEYYNERBCBISETY b GRSIGH ,
MAOMEORNNNN- - ~000 [ LG L Flzooo
B R P R R R R R S I R I R - EE R
[ N hEhEhShREhENSH | L N Paramoter Value
1 Origin Bruker
[ ¢ r F11000 BioSpin
[ [ Gubll
| | | 2 Solvent coci3
] | Ligogo |3 Temperature 2080
fe 4 Pulse Sequence 2g30
i | 5 Nusher of Scans B
| | | Logog |6 Receiver Gain 22
| ‘ T Relaxation 10000
Il J ] ) Delay
Loy |® Pulse midta  10.0000
9 Spectrometer 40013
Fregquency
10 Spectral Width B012.8
F7000 113 Lowest 1535.6
| Freguency
12 Nucleus 1
L6000 | 13 Aequired Size 32768
F & 14 Spectral Size 65538
i
/\ F5000
N
i s
e o
! F4000
Fa000
| F2000
I
| 1
i 1000
oW 2 i JL_JQ SR Lo
FifEA 7 T
55 g8
o = o a4 1000
T T T T T T T T T T T T T T T
40 85 80 75 7.0 65 60 &5 B0 45 40 35 X0 25 20 15 L .5
£1 (ppe)
o SREREREYE Las
g &z 3E58-E¥33RY %52 3 45000
R coomdTO NGy 3 RS Parameter Value
=28 SENNAIENEL 253 g e P
T rigin rukier
[ e b | ¢ BioSpin
Gubl
) 2 Selvent Dc13
(30000 13 Temperature 298.5
4+ Pulse Sequence zgpid0
5 Number of 608
Scans
6 Receiver Gain 1030
bosooo |7 Relaxation 20000
Delay
8 Pulse Width  10.0000
9 Spectrometer 10061
Frequency
F o 10 Spectral Width 24038.5
il F20000 |11 Lowest 1949.5
N/‘k fi:cuumw
i 3 12 Nueleus 13
-/ 13 Aequired Size 32768
14 Spectral Size 66536
F16000
F10000
I
k5000
I
1
1 ‘
‘ ‘ " o Lo
s B L L T
210 200 190 180 170 160 150 140 130 120 110 100 %0 80 70 60 50 40 30 20 10 -10
£1 (ppm)
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4-((2-oxothiazolidin-3-yl)methyl)benzonitrile (5i)
O

FBEG o FHB82BYE 21000
cemna o Hw oo oy -
IO < Wm0 Parameter Value
[l [,
' | S 20000 |, grigin Brker
BicSnin
r 18000 Gnbil
- .
T ( (| [ingo |2 Setvest coc13
| | | 5 Temperature 208, 4
Li7ooo |4 Palse Sequence 2230
| 5 Number of Scans 8
| FL6000 |6 Receiver Gain 22
| | 7 Relaxation 1. 0000
F-15000 Deluy
4 J 1) 8 Pulse Bidth 100000
(14000 19 Spectrometer 400,13
Frequency
(13000 110 Spectral Wideh 8012.8
, 11 Lowest 1535.6
(2000 Frequency
12 Nucleus o
o 1000 113 acquired Size 32768
/( Ligooo |14 Spectral Size 65536
T !
ke of 8000
e
v F8000
000
6000
1
| ' 5000
1
/. F4000
| Fa000
2000
F1000
s M E CRRET il Sy R Y Lo
T F-1000
i1 T 77
- = L
T T T T T T T T T T T T T T T T T T
9.0 &5 80 7.5 170 &5 60 55 50 45 40 35 X0 25 20 L5 L0 0.5
£1 {ppn)
8 & 3R =] % oo o
@ w © 1 i [=X=] = P .
o - o o = bt ! arameter Value
o T H& g £ LA g
“_ T ‘|_‘|_ .‘- ‘l— ® I F55000 |1 Drigin Bruker
BioSpin
Gt
~ 2 Solvent ne1a
FH0000 15 Temperature  208.1
4 Pulse Sequence zgpg30
5 Kumber of Scans 500
(45000 16 Receiver Gain 1030
7 Relaxation 2. 0000
Delay
Lioopo |8 Pulse Wideh 10,0000
9 Spectrometer 100,62
Frequency
asggg |10 Spectral Width 24038.5
7 11 Lowest 1956, 0
Frequency
12 Nueleus 13¢
.‘? [30000 |13 Acquired Size 32768
14 Spectral Size 65536
1
L/ 25000
/
N
20000
15000
10000
1
1
5000
ke | l i Lo
5000
T T T T T T T T T T T T T T T T T T
180 170 180 150 140 130 120 11 100 90 80 70 60 50 0 30 20 10
£1 (ppm)
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3-((6-methylpyridin-2-yl)methyl)thiazolidin-2-one (5j)
O

2IIS2RE 2 BRHEBBE 2
HEECRRR ¥ Sa8edd & 18000 Paranet Val
E . arameter alue
SN e | N |
1 Origin Bruker
” L7000 BinSpin
Gbl
igooo |2 Solvent 13
) P 3 Temperature  298.0
[ [ | ‘ Fisooo |4 Pulse Sequence zg30
1 | | 5 Muber of 8
r | 14000 Scans
[ | ‘ | ‘l & Receiver Gain 40
| | Lo 7 Relaxation 1. 0000
J ) J I | 13000 Delay
Lioggg |8 Pulse width  10.0000
9 Spectrometer  400.13
Frequency
L1000 |y Spectral Width 8012.8
11 Lowest 1535.6
0 10000 Frequency
i 12 Nueleus 1
= NA 9000 |13 Acquired Size 32788
\ JS i 14 Spectral Size 65536
N |53 8000
HyC #
7
6000
5000
! 1000
3000
2000
il
1000
N = B % P TR [ (o) TR JLAIJ_,JK_A__ e Lo
g it i |-
T 3 { g g 1
T T T T T T T T T T T T T T T T T
90 885 &0 75 T0 65 60 65 50 45 40 85 30 25 20 L5 L0 0.5
f1 {ppa)
= e 0 0
o w =] oot =~k @0 =
a B3 ] = R 22
o 28 = Se g% e 40000 Parameter Value
1 |7 & ¥ 1 Origin Bruker
BiaSpin
Gl
2 Solvent coc1a
3 Temperatu 298.0
Losoon |4 Pulse Sequence  zgpgd0
5 Number of Seans 600
& Receiver Gain 1030
T Relaxatien Delay 2. 0000
& Pulse Width 10. 0000
9 Spectrometer 100,61
Lanooo Frequency
o 10 Spectral Width 240385
W 11 Lowest Frequency ~1947.3
12 Nucleus 13C
T
'Y:/l(\s 13 Acquired Size 32768
N .q_i_/‘ 14 Spectral Size 65536
HyC 15000
I
1 1
1
10000
1
. 5000
]
L " L& Lo
T T T T T T T T T T T T T T T T T T T
190 180 190 160 150 140 130 120 110 100 S0 B0 70 60 &0 10 30 20 10

1 (ppm}
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3-((5-chlorothiophen-2-yl)methyl)thiazolidin-2-one (5k)

o)

< NJ<S
@s/\ (Y
Cl

BB 2 EB2EES 24000 :
«Q Moo s ooy Parameter Value
cooo E EE R L3000
G | LG A 1 Origin Bruker
22000 BioSpin
p P Gl
2 (21000 |2 salvent @e13
‘ | [ogpgo |3 Temersture 2980
4 Pulse Sequence  zg30
| ‘ F19000 |5 Nusber of Seans B
1sogp |6 Feveiver Gein 20
| | 7 Relaxation 1. 0000
| | ‘ | L17000 Delay
J J . 8 Pulse Ridth 10. 0000
F16000 |9 Spectrometer 400,13
Frequency
(15000 |1 spectral Width 80128
Lisoo0 |11 Lowest 1535.6
Frequency
F13000 |12 Nueleus H
) 13 dequired Size 32768
[12000 114 spectral Size 85536
11000
10000
F4000
Fe000
7000
]
(6000
5000
! 000
L2000
2000
1000
L S S | (5 == Ly
M T ST e
2 E] s
i & o = 2000
T T T T T T T T T T T T T
95 90 85 &0 75 710 65 60 65 50 45 40 35
£1 {ppm)
S € E25 2% g
o [~ =R - s Parame ter Value
& & 248 ¥ 3 &
(NS ] | 1 Origin Bruker
[-10000 BicSpin
Gkl
2 Salvent €oc13
3 Temperature 2880
Lasopn|4 Pulse Sequ 2eped0
5 Number of Scans TOD
6 Receiver Gain 1030
7 Relazation 2, 0000
D
& (300005 pulse width  10.0000
I 9 Spectremeter  100.61
= N $ 10 Spectral Width 24038.5
\ s IL\/ Las000 | 11 Lovest 1850. 3
Frequency
a 12 Nucleus 13C
I 13 Acquired Size 32768
14 Spectral Size 63536
20000
15000
10000
|
| 1 5000
o
T T T T T T T T T T T T T
190 180 170 160 150 140 1300 120 110 100 90 & 20 10

f1 {ppm)

S33




2-(dibenzylamino)ethanol (6)

Ho >N

SHBRkEILREBYRER gagy 238
MANANANNRANNN Qoo ~E e
P e Sa8a nna
S RhEREn ey 3
i
)
|
N » -
| Ho ™™ ' [
J | { ol
1
! 1
J‘I
—
8
=
T T T —— T —— T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 0.5
3 ags zeg
g E83 and
[ V7 AR
E+08
/\/N [HE+08
HO
F3E+08
|-2E+08
[F2E+08
F2E+08
FIE+08
1
|
LBE+07
- — 0
180 170 160 150 110 130 120 110 100 80 80 70 60 50 A0 30 20 10

1 (ppe)

[H6E-08
Paraneter Value
Origin Bruker
HE-08 BicSpin
Gaibd
2 Solvent [ewES
Log-0s |3 Temperature 2919
14 Pulse Sequence  2g30
5 Number of Scans 16
[-5E<08 |6 Receiver Gain 32
7 Relaxation Delay L. 0000
8 Pulse Width 10. 0000
FE08 g Spectrometer 500, 15
Frequency
10 Spectral Width  10000.0
ME-08 |11 Lowest Frequency 19116
12 Nucleus H
g |13 dcauived Size 52768
A 14 Spectral Size 65536
[-3E-08
[2E-08
[F2E=08
[F2E=08
H1E-08
F5E=07
Lo
[—5E-07
Parameter Value
1 Origin Bruker
BioSpin
GmbEl
2 Solvent cor13
3 Temperaturs 202.7
4 Pulse Sequence zgpg30
5 Number of Scans 512
& Receiver Gain 101
7 Reluxation 2.0000
Delay
8 Pulse Width 10. 0000
9 Spectrometer 125,76
Frequency
10 Spectral Width 30120.5
11 Lowest 2473.8
Frequency
12 Nucleus 13C

13 Acquired Size 32768
14 Spectral Size 32768
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