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Figure S1. 'H and ®C NMR of 3 (raw reaction mixture, after extraction), featuring small amounts of
byproducts: dibromolactam 3b (6%) and ATRC dichlorolactam 2 (6%).

Main product 3: (3-cis, 85 %): 'H NMR (600 MHz, CDCls): 6 = 1.86 (s, 3 H, CHz), 2.75
(m, 1 H, CH), 3.65 (pq, ] =9.4 Hz, 2 H, CHHBr, CHHNCO), 3.71 (pdd, ] =4.74, 10.4 Hz, 1
H, CHHBr), 4.02 (pdd, ] = 6.9, 9.9 Hz, 1 H, CHHNCO), 7.21 (pt, ] = 7.4 Hz, 1 H, p-ArH),
7.40 (pt, ] =7.6 Hz, 2 H, m-ArH), 7.65 (pd, ] =8.1 Hz, 2H, 0-ArH) ppm. C NMR (150 MHz,
CDCl): 6 = 25.0 (CHs), 29.2 (CH:Br), 47.3 (CH), 50.6 (CH2NCO), 120.3 (0-ArC), 125.7 (p-
ArC), 129.2 (m-ArC), 138.7 (N-ArC), 170.0 (NCO) ppm. (3-trans, 3 %): 'H NMR (600
MHz, CDCls): 6 =1.72 (s, 3 H, CHz), 3.15 (m, 1 H, CH), 3.36 (t, ] = 10.4 Hz, 1 H, CHHBr),
3.69 (m, 1 H, CHHNCO), 4.04 (m, 1 H, CHHBr), 4.18 (pdd, ] = 6.8, 10.1 Hz, 1 H, CHHNCO),
721 (pt,J=7.4Hz, 1 H, p-ArH), 7.40 (pt, ] =7.6 Hz, 2 H, m-ArH), 7.65 (pd, ] = 8.1 Hz, 2H,
o-ArH) ppm.

Dibromolactam by-product (3b, 6 %): 'H NMR (600 MHz, CDCls): 0 =2.02 (s, 3 H,
CHs), 2.45 (m, 1 H, CH), 3.55 (t, ] =9.6 Hz, 1 H, CHHBr), 3.82 (m, 1 H, CHHNCO), 3.92
(pdd, J=5.1,11.2 Hz, 1 H, CHHNCO), 3.98 (m, 1 H, CHHBr), 7.21 (pt, ] =74 Hz, 1 H, p-
ArH), 7.40 (pt, ] =7.6 Hz, 2 H, m-ArH), 7.65 (pd, ] = 8.1 Hz, 2H, o0-ArH) ppm.

Dichlorolactam by-product (2, 6 %): 'H NMR (600 MHz, CDCls): 6=1.88 (s, 3 H, CH3),
2.72 (m, 1 H, CH), 3.65 (m, 2 H, CHHCI] + CHHNCO), 3.71 (m, 1 H, CHHCl), 4.03 (m, 1 H,
CHHNCO), 7.21 (pt, ] =74 Hz, 1 H, p-ArH), 7.40 (pt, ] = 7.6 Hz, 2 H, m-ArH), 7.65 (pd, ] =
8.1 Hz, 2H, o-ArH) ppm.



Appl. Sci. 2024, 14, 4357 3 of 5

31 ppm
T 1
0.5 ppm

3.2
1.0

3.3
k_JL L
|
1.5

= L
© o
™ il 4
[2]]
. |
I & ~ L

|

3.7

3.8
T
3.5

4.0

3.9

T
7.30
4.0
T
4.5

L =)

n -

Led - 7
L M~ <

]

o o~ 0
= <

[~
® e
< ©

4.5
T
7.0

4.7



Appl. Sci. 2024, 14, 4357

4 of 5

| 1
ppm

T
120

T T T T T T T T | T
85 80 75 70 65 60 55 50 45 40 35 30 25 20

T
130

T T T T T T
160 155 150 145 140 135

T
165

Figure S2. 'H and ®C NMR of 6 (raw reaction mixture, after extraction), contaminated by minor
amounts of ATRC trichloro product 5 (15 %).

Main product (6, 85 %): 'TH NMR (600 MHz, CDCls): 6 =3.06 (q, ] = 9.3 Hz, 1 H,
CHHNCO), 3.10 (m, 1 H, CH), 3.43-3.53 (m, 2 H, CHHNCO, CHHBr), 3.78 (dd, ] =3.9, 10.4
Hz, 1 H, CHHBr), 443 (d, ] =14.6 Hz, 1 H, CHHPh), 4.65 (d, ] =14.6 Hz, 1 H, CHHPh), 7.24
(pd, J=7.5Hz, 2 H, 0-ArH), 7.31-7.39 (m, 3 H, m,p-ArH) ppm. 3C NMR (150 MHz, CDCls):
0 =27.8 (CH2Br), 48.0 (CH2Ph), 48.3 (CH2NCO), 51.9 (CH), 84.5 (CCl2), 128.4 (0-ArC), 128.5
(p-ArC), 129.2 (m-ArC), 166.3 (NCO) ppm.

Trichlorolactam by-product (5, 15 %): 'H NMR (600 MHz, CDCls): 6 = 3.06 (m, 1 H,
CHHNCO), 3.10 (m, 1 H, CH), 3.48 (m, 1 H, CHHNCO), 3.68 (m, 1 H, CHHCl), 3.97 (m, 1
H, CHHCl), 4.45 (d, ] = 14.3 Hz, 1 H, CHHPh), 4.63 (d, ] = 14.3 Hz, 1 H, CHHPh), 7.24 (pd,
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] =7.5Hz, 2 H, 0-ArH), 7.31-7.39 (m, 3 H, m,p-ArH) ppm. *C NMR (150 MHz, CDCls): 6 =
41.2 (CH2Cl), 47.4 (CH2NCO), 48.1 (CH:Ph), 51.7 (CH), 84.5 (CCL»), 128.4 (0-ArC), 128.5 (p-
ArC), 129.2 (m-ArC), 166.3 (NCO) ppm.



