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Figure S1. *H NMR spectrum of 2, 4, 5, 6-Tetramethylisophthalaldehyde.
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Figure S2. *C NMR spectrum of 2, 4, 5, 6-Tetramethylisophthalaldehyde.
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Figure S3. *H NMR spectrum of 4, 5, 6-Trimethylisophthalaldehyde.
Y s s /
H H
Me Me
Me
, | )
T e
200 150 100 S50 o p|

Figure S4. *C NMR spectrum of 4, 5, 6-Trimethylisophthalaldehyde.
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Figure S5. 'H NMR spectrum of ketone 1a.
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Figure S6. **C NMR spectrum of ketone 1a.
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Figure S7. *H NMR spectrum of ketone 2a.

200.662
38.160
37.0%5
33.800
3718
32.953
29.431

128.790

127,070

77343

77.000

76.679

200 . g 150 ) 100 - : 50

1150
B 660
15.083

Figure S8. *C NMR spectrum of ketone 2a.
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Figure S9. *H NMR spectrum of ketone 1b.
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Figure S10. *C NMR spectrum of ketone 1b.
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Figure S11. 'H NMR spectrum of ketone 2b.
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Figure S12. **C NMR spectrum of ketone 2b.
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Figure S13. "H NMR spectrum of ketone 1c.
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Figure S14. *C NMR spectrum of ketone 1c.
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Figure S15. "H NMR spectrum of ketone 2c.
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Figure S16. *C NMR spectrum of ketone 2c.
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Figure S17. *H NMR spectrum of ketone 1d.
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Figure S18. **C NMR spectrum of ketone 1d.
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Figure $20. **C NMR spectrum of ketone 2d.
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Figure S21. *H NMR spectrum of ketone 3.
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Figure 22. 3C NMR spectrum of ketone 3.
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Figure $23. *H NMR spectrum of ketone 4
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Figure S24. **C NMR spectrum of ketone 4.
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Figure S25. 'H NMR spectrum of ketone 5.
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Figure S26. *C NMR spectrum of ketone 5.
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Figure S27. *H NMR spectrum of ketone 6.
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Figure S28. **C NMR spectrum of ketone 6.
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Figure $29. 'H NMR spectrum of Anti 1a-BCB.
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Figure $30. *C NMR spectrum of Anti 1a-BCB.



108A2-HA4

1,559

6032

4389

50 4.0

Figure S31. *H NMR spectrum of Syn 1a-BCB.
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Figure $32. *C NMR spectrum of Syn 1a-BCB.
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Figure $33. *H NMR spectrum of Anti 2a-BCB.
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Figure S34. **C NMR spectrum of Anti 2a-BCB.
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Figure $36. *C NMR spectrum of Syn 2a-BCB.
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Figure S37. *H NMR spectrum of Anti + Syn 1b-BCB.
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Figure $38. **C NMR spectrum of Anti + Syn 1b-BCB.
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Figure $39. *H NMR spectrum of Anti 2b-BCB.
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Figure S40. *C NMR spectrum of Anti 2b-BCB.
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Figure S41. *H NMR spectrum of Syn 2b-BCB.
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Figure S42. **C NMR spectrum of Syn 2b-BCB.



9000°
B8i0'}
BLED'T
R

B9 ) ———
98l
G0¢8'f

L

15

Ty
£598'}
9e88'Y
G506 4
6946+
<666}
Bei0e
00E0"S
e
e
9990°c
(EfF'e
Sl '¢
9581 ¢
giee’e
iee
B0Bk'E
Rt
9601 'p
ELerr
geriy

00%'f —

0y
Er'e

I

LN _

140,

Figure S43. *"H NMR spectrum of Anti 1c-BCB.
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Figure S44. *C NMR spectrum of Anti 1c-BCB.
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Figure S45. *H NMR spectrum of Syn 1c-BCB.
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Figure S46. *C NMR spectrum of Syn 1c-BCB.
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Figure S47. *H NMR spectrum of Anti 2c-BCB.
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Figure S48. **C NMR spectrum of Anti 2c-BCB.
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Figure S50. **C NMR spectrum of Syn 2¢c-BCB.
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Figure S52. **C NMR spectrum of Anti 1d-BCB.
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Figure S53. *"H NMR spectrum of Syn 1d-BCB.
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Figure 54. *C NMR spectrum of Syn 1d-BCB.
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Figure S56. **C NMR spectrum of Anti 2d-BCB.
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Figure S58. **C NMR spectrum of Syn 2d-BCB.
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Figure S59. *"H NMR monitoring of the photolysis of ketone 1a in C¢Ds in NMR tube
under a N, gas atmosphere: (a) 0.0 min; (b) 20 min; (c) 40 min; (d) 60 min; (e) 90 min;
() 135 min.
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Figure S60. '"H NMR spectrum of 3-DCA.
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Figure S61. **C NMR spectrum of 3-DCA.
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Figure S62. *H NMR spectrum of 4-DCA.
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Figure S63. *C NMR spectrum of 4-DCA.
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Figure S64. '"H NMR spectrum of 6-DCA.
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Figure S65. *C NMR spectrum of 6-DCA.
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Figure S67. *C NMR spectrum of 1a-DCA.



