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1. Copies of NMR spectra of the products

1H and 3C NMR of 3a
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1H and 3C NMR of 3b
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1H and 3C NMR of 3c

12000

~11000

F1OD00

H00D

8000
H7000
5000
H5000
4000
3

2000

1000
0

_m._.omq
hm_qm_.v
LBEET

OBOLT,
LLLETS
mme...mW

GLOET

GO0LE—

GOSE Dy
LTLEDS
m_mmmrw
PEGED
g h—

wwnmo
:_..mmov

PET L
ooy

— -O0E

=T |

|IN_~ St

B
JTm_HZ_

|||I”.T3.m

—=0I'E
o
L6 T
s qn
e T 181
]

00

[ 5]

10

15

20

15

4.0

45

50

55

6.0

6.5

3500

2500

r1500

1000

500

GATTET—

BUPTEE-
GEPEEE-T

LEGE he—

LGTE 50—

TELT b~

ELEEGE—

ESEEETT

LLTHETI~
GlOLag]

PLOZOZT

STRERST—

TOTE LT
vmmﬁmi“

ZIToer—

BEROERT—

CH,

T T T T T T T
160 150 140 130 120 110 10D oD
(e

170

T
130

©ARKAT-USA, Inc

Page S4



-3

- TO0D
5000
1000

M

ARKIVOC 2017 (iv) S1-S17

1H and 3C NMR of 3d

General Papers

__.mqmq
w.__mmqv
EOEET

Q0ELT
SEALT
GITHE
HITHT

mmhqﬂ
2_3&
9800E
bz

wa:.m._,
GBELE
HOELE
i

mm_..mv.__
LPEED
EOGE D

GTESh—

Lap0Ly
__..oa_u:...w
GhLOL
M
wa_.ﬂh.__w
GPETL

~1300
F1700

0 135 1o 05 L]

25

1 {ppm)

40

55 50

6.0

65

BETT BT —

IBPTEE-.
BOSE bE-7

TOGE 90—

GET S L—

L09L 06—

haw_mn.:.
LT80 a:.Y

BRETBET
GESTRET
PTAWEET

EQSSBEL

EQRTTOT -
QNEGTIT-T

BIBTSLT
naoﬂm:_,_.w

OZOTT8I—

CTHOET—

©ARKAT-USA, Inc

Lo1]

F1600
FL500
~1400
13
F1200
F1100
F1000
B0

10

50

o0
Page S5

Tl {ppd

100

110

120

150 140 130

180

180




ARKIVOC 2017 (iv) S1-S17

General Papers

1H and 3C NMR of 3e
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'H and 3C NMR of 3g
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1H and 3C NMR of 3h
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1H and 3C NMR of 3i
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1H and 3C NMR of 3k
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1H and 3C NMR of 3l
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1H and 3C NMR of 3m
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2. Single-crystal X-ray crystallography of product 3a

Single-crystal X-ray crystallography of product 3a (CDCC number: CCDC 1476572)

Bond precision:
Cell:

Temperature:

Volume
Space group
Hall group
Moiety formula
Sum formula
Mr

Dx,g cm-3

Z

Mu (mm-1)
FO00

FOOOQ'

h, k, Imax
Nref

Tmin, Tmax
Tmin'

Correction method = # Reported T Limits: Tmin = 0.453 Tmax = 1.000
AbsCorr = MULTI-SCAN

? COOM

o‘@\“

coor

C-C=0.0044 A
a=5.4135 (8)
alpha =90
292 K
Calculated
1437.1 (3)
P21/n

-P 2yn

C16 H15 N O5
C16 HI5 N O5
301.29

1.393

4

0.105

632.0

632.36
7,11,43
3806

0.981, 0.984
0.974

Data completeness = 0.862
R (reflections) = 0.0682 (2020)

$=1.053

Npar = 200

H3CH,CO

Wavelength =0.71073

b =8.3175 (11)

beta = 93.664 (12)

Reported
1437.1 (3)
P121/n1

-P 2yn

C16 H1I5 N O5
C16 HI5 N O5
301.29

1.393

4

0.105

632.0

6,11, 43
3279
0.453, 1.000

Theta (max) = 28.922
WR2 (reflections) = 0.1983 (3279)
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c=31.982 (4)
gamma =90
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