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1. Optimized the hydrolyzation reaction conditions
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MeO
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o O

0.2 mmol
Entry Hydrolysis 3f Yield (%)4f
1 Na,COs3 (.aq) 63 24
2 K2CO;3 (.aq) 58 26
3 Na,OAc (.aq) 54 25
4 NaOH (.aq) 56 28
5 1M HCI 49 30
6 3M HCI 32 47
{ 7 6M HCI 0 87 ]

Figure S1. Optimized the hydrolyzation reaction conditions

We further explored the hydrolyzation of reaction conditions to give the final target

4f. Acidic and basic conditions were applied from entry 1 to entry 7 after first step.

Finally, the best hydrolyzation reaction condition in hand is entry 7 achieving 87%

isolated yield.
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2. NOESY ( Nuclear Overhauser Effect Spectroscopy 3b and 3m)
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Figure S2. NOESY for 3b
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Figure S3. NOESY for 3m

To decide the configuration of C=N bonds in compound 3, we also did the NOESY

experiment. The strong coupling was demonstrated between H? and Hs® in the
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compound 3b and 3m from NOESY experiment chart, hence, the configuration of C=N

bonds in compound 3 is Z configuration.
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3. Copies of 'H, 13C{'H}, and ’F NMR Spectra

3-1 Copies of 'H NMR Spectra for Starting Materials 1 and Copies of 3C

NMR Spectra for Starting Materials 1.
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Figure S4. 'H NMR for compound 1a
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Figure S5. BC{!H} NMR for compound 1a
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Figure S6. 'H NMR for compound 1b
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Figure S7. BC{!H} NMR for compound 1b
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Figure S9. BC{!H} NMR for compound 1¢
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Figure S11. BC{'H} NMR for compound 1d
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Figure S13. BC{'H} NMR for compound 1e
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Figure S14. '"H NMR for compound 1f
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Figure S15. BC{'H} NMR for compound 1f

S10



A0

A0

1.56
2.01
rLa
1.0
1L

L@

z = = =
N7 T il
I\I/Ie
N
CN
| il (] I
it |
v L o l i .~ 1 |‘| Ia) m Md x s ._-' ERL m. i :l iy \'I L
70 160 150 140 130 120 110 100 o0 B0 0 &0 30 40 30 20 10 0 -10 =20

Figure S17. BC{'H} NMR for compound 1g
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Figure S18. "H NMR for compound 1h
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Figure S19. BC{'H} NMR for compound 1h
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Figure S22. 'TH NMR for compound 1j
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Figure S23. BC{'H} NMR for compound 1j
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Figure S28. 'TH NMR for compound 1m
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Figure S29. BC{'H} NMR for compound 1m
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Figure S30. 'TH NMR for compound 1n
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Figure S31. BC{'H} NMR for compound 1n
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Figure $35. 3C{'H} NMR for compound 1p
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Figure S42. 'TH NMR for compound 1t
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3-2. Copies of ' H, 3 C{'H}, and P F NMR Spectra for products
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Figure S46. '"H NMR for compound 3a

i TV Ty i i
Me Me

R - i.”JLl M il e ——— N

204

T T T T T T T T T T T T T T T T
170 180 150 140 130 120 110 100 S0 80 70 60 50 40 30 0

Figure S47. BC{'H} NMR for compound 3a
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Figure S49. 3C{'H} NMR for compound 3b
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Figure S65. BC{'H} NMR for compound 3j
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Figure S84. 3C{'H} NMR for compound 3r
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Figure S85. 'TH NMR for compound 3s
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Figure $86. 13C{!H} NMR for compound 3s
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Figure S87. 'TH NMR for compound 3t
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Figure S88. 3C{!H} NMR for compound 3t
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Figure $90. BC{'H} NMR for compound 4a
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Figure S92. BC{'H} NMR for compound 4f
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Figure S94. 3C{'H} NMR for compound 4h
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Figure S95. 'TH NMR for compound 4i
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Figure $96. 13C{!H} NMR for compound 4i
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Figure S97. 'TH NMR for compound 4j
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Figure S98. BC{'H} NMR for compound 4j
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Figure S100. *C{'H} NMR for compound 4k
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Figure S101. "H NMR for compound 40
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Figure S102. 3C{'H} NMR for compound 40
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Figure S103. "TH NMR for compound 4t
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Figure S104. *C{'H} NMR for compound 4t
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Figure S105. "H NMR for compound 4u
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Figure S106. 3C{'H} NMR for compound 4u
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