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'H and *Cc NMR Spectra of New Compounds

== B JEOL
e o)
1 e ‘rg
| E109 _la
-— o n ---- PROCESSING PARAMETERS ----
b AL | o = dc_balance( 0, FALSE )
S N sexp( 0.2[Hz], 0.0[s] )
7 @ | trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )
B ‘ fft( 1, TRUE, TRUE )
machinephase
ppm
] 3 (R)-2by
™ <
o
< Filename = 20190722_IM(Mes,PH) Proto
N Author = delta
7 ‘ Experiment = proton.jxp
Sample_Id = IM(Mes,PH)
B Solvent = CHLOROFORM-D
Actual_Start Time = 22-JUL-2019 19:13:05
b ‘ Revision_Time = 22-JUL-2019 19:34:23
Comment = single pulse
4 o o Data_Format = 1D COMPLEX
(g 2 3 [% © Dim Size = 26214
4 S = — S & X Domain = Proton
2 Dim Title = Proton
B = } Dim Units = [ppm]
Dimensions =X
b Site = JNM-ECS400
‘ Spectrometer = DELTA2_NMR
(e} / Field Strength = 9.2982153[T] (400[MHz])
- ‘ X_Acq Duration = 4.41450496(s]
i X Domain = 1H
} J J J J X Freq = 395.88430144[MHz]
4 X _Offset = 5[ppm]
X Points = 32768
B X Prescans =1
X_Resolution = 0.22652597[Hz]
© b X_Sweep = 7.42280285[kHz]
Q X Sweep_Clipped = 5.93824228[kHz]
% 7 Irr Domain = Proton
'g Irr_Freq = 395.88430144 [MHz]
= ) } Irr Offset = 5[ppm]
—g i Tri_Domain = Proton
Tri_Freq = 395.88430144 [MHZz]
il Tri_ Offset = 5[ppm]
‘ Clipped = FALSE
i {Uf\ w W | ” ‘\ l J Scans =4
- ) Y. . o M| motat_scans s
N Relaxation Delay = 5[s]
L e L L L L L S E R S o e s
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp Get = 21.8[dC]
‘ ]| /\K / & /\\ %ﬁ/ I ‘\H ‘ ( ( ( ‘ %\ X _90_Width = 11[us]
X_Acq_Time = 4.41450496([s]
[Se) T AT AN O 0wV A AoV ANNOWVX— v A < © o < A= O X_Angle = 45[deq]
= —~ SO0V e~ OFA DTN~ —=0OO > © © QA =N OO0 S S| X Atn = 2[dB]
a NN NN o menaoannnq—— N v o x® nn o S 22 22| X pulse = 5.5[us]
9 NN~ OO OO\ MmN nennnn A A e cococos ITr Mode = off
X : parts per Million : Proton Tri_Mode = Off

Figure S1. 'H NMR spectrum of (R)-2by (400 MHz, CDCI;). 5o
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a % ---- PROCESSING PARAMETERS ----
g A dc_balance( 0, FALSE )
4 - sexp( 2.0[Hz], 0.0[s] )
\ I | trapezoid( 0[%], O[%], 80[%], 100[%] )
] v@ zerofill( 1 )
4 £ft( 1, TRUE, TRUE )
4 machinephase
i ppm
“a_|
(=}
(R)-2by
B Filename = 20190529 im(Mes, Ph)_Carb
Author = delta
] Experiment = carbon.jxp
4 Sample Id = IM( Mes, Ph)
i Solvent = CHLOROFORM-D
Actual_Start Time = 29-MAY-2019 10:30:51
T Revision_Time = 9-JUL-2019 11:08:04
| Comment = single pulse decoupled ga
=] Data_Format = 1D COMPLEX
T Dim_Size = 26214
B X Domain = Carbon
i Dim Title = Carbonl3
Dim Units = [ppm]
] Dimensions =X
g Site = JNM-ECS400SSL
i Spectrometer = DELTA2_NMR
7 Field_Strength = 9.20197068[T] (390[MHz])
4 X_Acq_Duration = 1.06430464([s]
B X Domain = 13C
—_ X_Freq = 98.51479726 [MHz]
o X_Offset = 100 [ppm]
B X Points = 32768
i X_Prescans =4
X_Resolution = 0.93958061[Hz]
7 X_Sweep = 30.78817734[kHz]
- X_Sweep_Clipped = 24.63054187 [kHz]
B Irr Domain = Proton
Irr_Freq = 391.78655441 [MHz]
b Irr Offset = 5[ppm]
- Clipped = FALSE
] i Scans = 105
= Total_ Scans = 105
Cv 7\
_:OS ' ‘ ! ! ! ! ) Recvr_Gain = 50
< Temp Get = 21.3[dC]
T ‘ TTTT ‘ T TT ‘ LU ‘ T TT ‘ TTTT ‘ T TT ‘ TTTT ‘ T TT ‘ T TT ‘ TTTT ‘ TTTT ‘ TTTT ‘ T TT ‘ TTTT ‘ TTTT ‘ TTTT ‘ T TT ‘ TTTT ‘ TTTT ‘ L ‘ TTTT ‘ TTTT ‘ TTTT ‘ L ‘ T X 90_W1dth = 8.75[us]
210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| x_2cq_Time = 1.06430464[s]
X _Angle = 30[deq]
) N
X_Pulse = 2.91666667[us]
R R R I2e 2 2 223> Irz_Atn Dec = 18.024[dB]
—0==23 04 —=qaSA A n3Sg N = B Irr_Atn_Noe = 18.024[dB]
FRELEII33TSD ERS 8 & 8882 Inc Noise =gAﬁ:[ ]
L — —— — — —— rr Pwi =0. ms
X : parts per Million : Carbon13 Decoupling = TRUE

Figure S2. 13C NMR spectrum of (R)-2by (100 MHz, CDCly).
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a ---- PROCESSING PARAMETERS ----
7 dc_balance( 0, FALSE )
B sexp( 0.2[Hz], 0.0[s] )
< | trapezoid( 0[%], O0[%], 80[%], 100[%] )
<~ zerofill( 1 )
fft( 1, TRUE, TRUE )
a machinephase
a ppm
i LAFICH3E: : 20190919_Cu cat Proton-1-1 (2).jdf
] (R)-4by
4 [c; © Filename = 20190919 Cu cat Proton-1-
x _ -
S | — e Author = delta
N Experiment = proton.jxp
) Sample Id = Cu cat
B Solvent = CHLOROFORM-D
b Actual_Start Time = 19-SEP-2019 09:56:38
B Revision_Time = 19-SEP-2019 11:50:50
Comment = single pulse
b Data_Format = 1D COMPLEX
b Dim_Size = 26214
b X Domain = Proton
4 Dim_Title = Proton
< Dim Units = [ppm]
(@l Dimensions =X
b Site = JNM-ECS400
b Spectrometer = DELTA2 NMR
J o0 o = =
I < ‘ 5N JC .
il = — S| Field_Strength = 9.2982153[T] (400[MHZz])
i X_Acq_Duration = 4.41450496([s]
/ X Domain = 1H
b X_Freq = 395.88430144 [MHz]
7 X _Offset = 5[ppm]
B X Points = 32768
4 X Prescans =1
S | X_Resolution = 0.22652597[Hz]
— X_Sweep = 7.42280285[kHz]
b X Sweep_Clipped = 5.93824228[kHz]
b ‘ Irr Domain = Proton
- Irr_Freq = 395.88430144 [MHZz]
4 Irr Offset = 5[ppm]
i Tri_Domain = Proton
Tri_Freq = 395.88430144 [MHZz]
D) b J J | Tri_ Offset = 5[ppm]
e 1 Clipped = FALSE
_g E ‘ Scans =4
s J L.JU N. ‘MU | uud \ Total Scans =4
2o L ) oM el J
< Relaxation Delay = 5[s]
L ‘ T T T T T T T ‘ L L ‘ L ‘ T T T T T T 1T 1T ‘ L L L ‘ L L L ‘ L L L ‘ T T T T T T T ‘ L L L ‘ L Recvr Gain_ = 50
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 24.3dc]
] no X_90_width = 11[us]
MR A N JEEER e
X _Angle = 45[degq]
- WV N OO 0 — 0 WV — <t T Al Sowmi-n <t <t en <t <t [sa N (o K= X Atn = 2[dB]
SO0 X0 TF A OO XX PN s} PO —~1n O o ®© S < == -
TNV ILTAARTIRNG R K SR n N A % 0 S3S X_pulse = 5.5[us]
N 2 I ol ] v NN neneenonnnacaaa A — S o Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off

Figure S3. '"H NMR spectrum of (R)-4by (400 MHz, CDCls). S4
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm

LAFICHE: : 20190919_Cu cat carbon_Carbon-1-1 (1

o (R)-4by
:% - mewmmmww o WWWMWWWMWW WWNWWWWWWW“WWWW

180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 200 10.0

=N\ AN AN

69.370
77.000
76.676
58.650
33.519
22.160
21.139

=
~
<
(]
—
—

S NN T O N A — <t © O N
S~ — >0 W 0 — O~ o — 0 0
MM ER Rt AR =
SV — — QY QY 0 N o~ o~ S o
T nenenenen AN o~ o~ AN —
= Ioooooogood
X : parts per Million : Carbon13

19-SEP-2019 11:31:19
19-SEP-2019 11:45:25

Actual_sStart Time
Revision_Time

Filename = 20190919 Cu cat carbon_ Ca
Author = delta

Experiment = carbon.jxp

Sample_Id = Cu cat carbon

Solvent = CHLOROFORM-D

Comment = single pulse decoupled ga
Data_Format = 1D COMPLEX

Dim_Size = 26214

X Domain = Carbon

Dim Title = Carbonl3

Dim Units = [ppm]

Dimensions =X

Site = JNM-ECS400SSL
Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

9.20197068[T] (390[MHz])
1.06430464[s]

X Domain 13c

X_Freq 98.51479726 [MHz]
X_Offset 100 [ppm]

X Points 32768
X_Prescans 4

X_Resolution
X_Sweep
X Sweep_Clipped

0.93958061[Hz]
30.78817734 [kHz]
24.63054187[kHz]

Irr Domain Proton
Irr_Freq 391.78655441 [MHz]
Irr Offset 5[ppm]

Clipped FALSE

Scans 490

Total_ Scans 490
Relaxation_Delay = 2[s]
Recvr_Gain = 50

Temp_Get = 23[dC]
X_90_width = 8.75[us]
X_Acq_Time = 1.06430464([s]
X _Angle = 30[degq]

X_Atn = 3.8[dB]
X_Pulse = 2.91666667[us]
Irr_ Atn Dec = 18.024[dB]

Irr Atn Noe = 18.024[dB]

Irr Noise = WALTZ

Irr Pwidth = 0.115[ms]
Decoupling = TRUE

Figure S4. 13C NMR spectrum of (R)-4by (100 MHz, CDCl). S5
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q ---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
] sexp( 0.2[Hz], 0.0[s] )
S 7 trapezoid( 0[%], O[%], 80[%], 100[%] )
6 zerofill( 1 )
] O OH fft( 1, TRUE, TRUE )
b < machinephase
b ppm
1 MeO
<
o~
f r
] (~}-6e | i
] ‘ Filename = 20190520_3-Methyl Ph OMe
S A Author = delta
O Experiment = proton.jxp
] Sample Id = miwa.ex280
q Solvent = CHLOROFORM-D
] Actual_Start_Time = 20-MAY-2019 18:18:02
] Revision_Time = 29-JUL-2019 19:34:41
o 1
] Comment = single_pulse
] J’g Data_Format = 1D COMPLEX
b = Dim_Size = 26214
1 X_Domain = Proton
] Dim_Title = Proton
S 7 Dim Units = [ppm]
< Dimensions =X
] Site = JNM-ECS400
b Spectrometer = DELTA2_NMR
] Field Strength = 9.2982153[T] (400[MHz])
S X_Acq_Duration = 4.41450496([s]
[Sol=! X Domain = 1H
] X Freq = 395.88430144[MHz]
] B M~ X _Offset = 5[ppm]
] - 2 X_Points = 32768
] X_Prescans =1
= ‘ X_Resolution = 0.22652597[Hz]
o | X_Sweep = 7.42280285[kHz]
] X Sweep_Clipped = 5.93824228[kHz]
b Irr Domain = Proton
4 Irr_Freq = 395.88430144 [MHZz]
] Irr Offset = 5[ppm]
S ‘ Tri_Domain = Proton
— Tri_Freq = 395.88430144 [MHZz]
9] ] Tri_Offset = 5[ppm]
e ] “ Clipped = FALSE
_g - ! Scans =4
=] ] ‘Umm “ Total_ Scans =4
5.1 i J ) L/ I 1 _
< - Relaxation Delay = 5[s]
LI ‘ L L ‘ T T T T T T T T ‘ L L ‘ T T T T T T T T ‘ L L ‘ T T T T T T T T ‘ L L ‘ T T T T T T T T ‘ T T T T T T T ‘ L Recvr Gain_ = 40
9.0 8.0 7.0 5.0 3.0 2.0 0 Temp_Get = 21.3[dC]
M X_90_width = 11[us]
AN AL L AR
X _Angle = 45[degq]
VAV O OO 0 0 WO =3 —a NN > © = X Atn = 2[dB]
O T NN — RN N~ O ® A SO = 0 S S -
RIRRRR il === =~ = o ° 2 X_Pulse = 5.5[us]
T ol S e e e L N S v BN nn en nen N AN — (=) Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off

Figure S5. 'H NMR spectrum of (-)-6e (400 MHz, CDCl;).
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

ppm

LAFICH3E: : 20190528_3-MePh OMe carbon_Carbon-1-

u

50.0 40.0

180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0

\\

~

142.379
138.230

)
—
x
o
~
—

128.540
128.426
126.299
122.656

X : parts per Million : Carbon13

80.0

A

77.334
77.000
76.676
70.276

>

\

70.0 60.0

51.859

43.123

30.0 20.0

21.406

10.0

28-MAY-2019 14:43:33
29-JUL-2019 19:40:23

Actual_sStart Time
Revision_Time

Filename = 20190528 3-MePh OMe carbo
Author = delta

Experiment = carbon.jxp

Sample Id = 3-MePh OMe carbon

Solvent = CHLOROFORM-D

Comment = single pulse decoupled ga
Data_Format = 1D COMPLEX

Dim_Size = 26214

X Domain = Carbon

Dim Title = Carbonl3

Dim Units = [ppm]

Dimensions =X

Site = JNM-ECS400SSL
Spectrometer = DELTA2_NMR

Field Strength
X_Acq_Duration

9.20197068[T] (390[MHz])
1.06430464[s]

X Domain 13c

X Freq 98.51479726 [MHZz]
X_Offset 100 [ppm]

X Points 32768
X_Prescans 4

X_Resolution
X_Sweep
X Sweep_Clipped

0.93958061[Hz]
30.78817734 [kHz]
24.63054187[kHz]

Irr Domain Proton
Irr_Freq 391.78655441 [MHz]
Irr Offset 5[ppm]

Clipped FALSE

Scans 67

Total_ Scans 67
Relaxation_Delay = 2[s]
Recvr_Gain = 50

Temp_Get = 21.1[dC]
X_90_width = 8.75[us]
X_Acq_Time = 1.06430464([s]
X _Angle = 30[degq]

X_Atn = 3.8[dB]
X_Pulse = 2.91666667[us]
Irr_ Atn Dec = 18.024[dB]

Irr Atn Noe = 18.024[dB]

Irr Noise = WALTZ

Irr Pwidth = 0.115[ms]
Decoupling = TRUE

Figure S6. 3C NMR spectrum of (—)-6e (100 MHz, CDCly).
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q ---- PROCESSING PARAMETERS ----
] f dc_balance( 0, FALSE )
o A ‘ sexp( 0.2[Hz], 0.0[s] )
~ D O]H trapezoid( 0[%], O[%], 80[%], 100[%] )
R - zerofill( 1 )
] - fft( 1, TRUE, TRUE )
il Me) machinephase
] ppm
<
O |
] —)-6f
] { ]I =
: 2 Filename = 20190708_2-MePhOMe_Proton
i Author = delta
o / Experiment = proton.jxp
w Sample_Id = miw.ex259
B Solvent = CHLOROFORM-D
] Actual_Start Time = 8-JUL-2019 14:58:31
il Revision_Time = 8-JUL-2019 15:16:12
] Comment = single_pulse
o Data_Format = 1D COMPLEX
< ] Dim_Size = 26214
- X Domain = Proton
] ‘ Dim_Title = Proton
E Dim Units = [ppm]
] Dimensions =X
] Site = JNM-ECS400
2 ] — 8 - Spectrometer DELTA2_NMR
7 (8 ( — (g Field Strength = 9.2982153[T] (400[MHz])
] S X_Acq_Duration = 4.41450496([s]
- ‘ X Domain = 1H
i X Freq = 395.88430144[MHz]
] | X _Offset = 5[ppm]
S X Points = 32768
] X Prescans =1
B X_Resolution = 0.22652597[Hz]
] X_Sweep = 7.42280285[kHz]
B ‘ X Sweep_Clipped = 5.93824228[kHz]
] ‘ Irr Domain = Proton
4 Irr_Freq = 395.88430144 [MHZz]
S Irr Offset = 5[ppm]
— Tri_Domain = Proton
b Tri_Freq = 395.88430144 [MHZz]
) ] g Tri_Offset = 5[ppm]
e i Clipped = FALSE
_g ] ' Scans =4
=} 7 ﬂ M J b“w /jt | Total_Scans =4
_:DS o b JLJI u ) A L« x - .
< - Relaxation Delay = 5[s]
T T T 1T ‘ L L ‘ T T T T T T T T ‘ L L ‘ L ‘ T T T T T T T T ‘ T T T T T T T 1T ‘ L ‘ T T T T T 1T 1T ‘ L L ‘ T T 17T Recvr Gain_ = 36
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp_Get = 21.1[dC]
| M X_90_width = 11[us]
N N R e
X _Angle = 45[degq]
— 00 0 N0~ 0 — O Q> XNV ® [3a) N o~ © N a o X Atn = 2[dB]
— O oWV NN — OO0t >~ O O v <t on <t Nelnvel 0 >~ < [oN o~ o -
MR R RERR e Mmoo oo = — = LY o o << X_Pulse = 5.5[us]
L S S e e o e e T o v n v nn en nen AN A — (=) Irr Mode = Off
X : parts per Million : Proton Tri_Mode = Off

Figure S7. '"H NMR spectrum of (-)-6f (400 MHz, CDCls).
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o ---- PROCESSING PARAMETERS ----
a dc_balance( 0, FALSE )
4 sexp( 2.0[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
B zerofill( 1 )
£ft( 1, TRUE, TRUE )
a machinephase
i Ppm
N MeO LAFICH3E: : 20190528_2-MePh OMe carbon_Carbon-1-
- (_)_61: Filename = 20190528 2-MePh OMe carbo
o~ Author = delta
=3 Experiment = carbon.jxp
i Sample Id = 2-MePh OMe carbon
Solvent = CHLOROFORM-D
g Actual_Start Time = 28-MAY-2019 14:30:32
Revision_Time = 29-JUL-2019 19:41:23
i Comment = single pulse decoupled ga
Data_Format = 1D COMPLEX
g Dim_Size = 26214
X Domain = Carbon
b Dim Title = Carbonl3
il Dim Units = [ppm]
Dimensions =X
E Site = JNM-ECS400SSL
Spectrometer = DELTA2_NMR
—_| Field_Strength = 9.20197068[T] (390[MHz])
(e} X_Acq_Duration = 1.06430464[s]
- X Domain = 13C
X_Freq = 98.51479726 [MHz]
b X_Offset = 100 [ppm]
i X Points = 32768
X_Prescans =4
4 X_Resolution = 0.93958061[Hz]
X_Sweep = 30.78817734[kHz]
7 X_Sweep_Clipped = 24.63054187 [kHz]
i Irr Domain = Proton
Irr_Freq = 391.78655441 [MHz]
R Irr Offset = 5[ppm]
Clipped = FALSE
8 b Scans = 142
= i Total_ Scans = 142
<
2 o A A W AR 50251205507 20
_:OS Recvr_Gain = 50
< Temp Get = 21.1[dC]
‘ T T T ‘ T T T ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L ‘ L X 90_W1dth = 8.75[115]
180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 X_Acq_Time = 1.06430464(s]
X _Angle = 30[degq]
\ | /) AT L=
X_Pulse = 2.91666667[us]
3 BR2BLE f\l" 8 2 8 g g 2 Irr_Atn_Dec = 18.024[dB]
=) N — < n — n S o =N =N =N N Irr_Atn_Noe = 18.024[dB]
o $¥Snsy NESRE . < Irz_Noise = waLTZ
—_ . = Irr Pwidth = 0.115[ms]
X : parts per Million : Carbon13 Decoupling = TRUE

Figure S8. 3C NMR spectrum of (—)-6f (100 MHz, CDCls). S
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B ---- PROCESSING PARAMETERS ----
] dc_balance( 0, FALSE )
B O OH sexp( 0.2[Hz], 0.0[s] )
= o trapezoid( 0[%], O[%], 80[%], 100[%] )
o~ 4 - zerofill( 1 )
] MeO £££( 1, TRUE, TRUE )
4 machinephase
] ppm
o
2 (-)-6h
] Filename = 20190624_3,5-dimethylPh O
B Author = delta
] Experiment = proton.jxp
<] Sample Id = miwa.ex320
‘N 4 Solvent = CHLOROFORM-D
g Actual_Start Time = 24-JUN-2019 19:00:29
i Revision_Time = 8-JUL-2019 15:10:48
7 v Comment = single pulse
o =) Data_Format = 1D COMPLEX
< N Dim_Size = 26214
4 X Domain = Proton
b Dim_Title = Proton
] Dim Units = [ppm]
b Dimensions =X
] Site = JNM-ECS400
o Spectrometer = DELTA2_NMR
] g
B g «l Field_Strength = 9.2982153[T] (400[MHz])
i — X_Acq_Duration = 4.41450496(s]
- X Domain = 1H
] X Freq = 395.88430144[MHz]
4 ( X _Offset = 5[ppm]
] X Points = 32768
N X Prescans =1
7 o X_Resolution = 0.22652597[Hz]
] =) < oy X_Sweep = 7.42280285[kHz]
b ) — = X Sweep_Clipped = 5.93824228[kHz]
] < Irr_Domain = Proton
b J Irr_Freq = 395.88430144 [MHZz]
< ‘ Irr Offset = 5[ppm]
— 5 r Tri_Domain = Proton
] Tri_Freq = 395.88430144[MHz]
8 R J Tri_ Offset = 5[ppm]
g ] Clipped = FALSE
—g g NL Scans =4
] Total Scans =4
_::DS o ] J P . J ILAJ\\ “ ¥ -
< J A Relaxation Delay = 5[s]
L L L B L S A S S SN I e - a2
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 Temp Get = 20.9[dC]
I X_90_Width = 11[us]
) AL ARS A N R .
0 O O S AN~ O N N~ < <t — O~ < © [=E=N! ¥_Angle = 45[deg]
"o N R WO n o AN o= —~ O = oo X _Atn = 2[dB]
N Sy S oS & iriarBhan B ol Sl S o] N S e X Pulse = 5.5[us]
~ O © VNN n NN o nenenAaANNNA —— co o ITr Mode = off
X : parts per Million : Proton Tri_Mode = Off

Figure S9. 'H NMR spectrum of (—)-6h (400 MHz, CDC]5).
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Figure S10. 3C NMR spectrum of (—)-6h (100 MHz, CDCI,).
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Figure S11. '"H NMR spectrum of (R)-1b (400 MHz, CDCL5).
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Figure S12. '"H NMR spectrum of (S)-6a (400 MHz, CDCl;).
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Figure S13. '"H NMR spectrum of (S)-6b (400 MHz, CDCl;). S14
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Figure S14. '"H NMR spectrum of (S)-6¢ (400 MHz, CDCls). S1s
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Figure S15. '"H NMR spectrum of (S)-6d (400 MHz, CDCls).
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Figure S16. '"H NMR spectrum of (S)-6g (400 MHz, CDCl;).
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Figure S17. '"H NMR spectrum of (S)-6i (400 MHz, CDCl;).
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Figure S18. '"H NMR spectrum of (S)-6j (400 MHz, CDCI;). S19
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Figure S19. '"H NMR spectrum of (S)-6k (400 MHz, CDCl;).
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Figure S20. '"H NMR spectrum of (S)-61 (400 MHz, CDCly).
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HPLC Analysis Data of 6
Figure S21. HPLC Analysis Data of (S5)-6a.

Chiral column: Daicel Chiralcel OD-H, eluent: hexane/i-PrOH = 90/10, flow rate: 0.5 mL/min, wavelength: 254 nm
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Figure S22. HPLC Analysis Data of (5)-6b.

Chiral column: Daicel Chiralpak AD-H, eluent: hexane/i-PrOH = 98/2, flow rate: 0.5 mL/min, wavelength: 254 nm
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Figure S23. HPLC Analysis Data of (5)-6c¢.

Chiral column: Daicel Chiralcel OD-H, eluent: hexane/i-PrOH = 90/10, flow rate: 0.5 mL/min, wavelength: 254 nm
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Figure S24. HPLC Analysis Data of (5)-6d.

Chiral column: Daicel Chiralpak AD-H, eluent: hexane/i-PrOH = 98/2, flow rate: 0.8 mL/min, wavelength: 254 nm
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Figure S25. HPLC Analysis Data of (—)-6e.

Chiral column: Daicel Chiralcel OD-H, eluent: hexane/i-PrOH = 90/10, flow rate: 0.5 mL/min, wavelength: 254 nm
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Figure S26. HPLC Analysis Data of (-)-6f.

Chiral column: Daicel Chiralcel OD-H, eluent: hexane/i-PrOH = 90/10, flow rate: 0.5 mL/min, wavelength: 254 nm
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Figure S27. HPLC Analysis Data of (§5)-6g.

Chiral column: Daicel Chiralpak AD-H, eluent: hexane/i-PrOH = 90/10, flow rate: 0.5 mL/min, wavelength: 254 nm
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Figure S28. HPLC Analysis Data of (—)-6h.

Chiral column: Daicel Chiralpak AS-H, eluent: hexane/i-PrOH = 90/10, flow rate: 0.5 mL/min, wavelength: 254 nm
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Figure S29. HPLC Analysis Data of (§)-6i.

Chiral column: Daicel Chiralpak AD-H, eluent: hexane/i-PrOH = 90/10, flow rate: 0.5 mL/min, wavelength: 254 nm
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Figure S30. HPLC Analysis Data of (5)-6j.

Chiral column: Daicel Chiralpak AD-H, eluent: hexane/i-PrOH = 90/10, flow rate: 0.5 mL/min, wavelength: 254 nm
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Figure S31. HPLC Analysis Data of (5)-6k.

Chiral column: Daicel Chiralpak AS-H, eluent: hexane/i-PrOH = 95/5, flow rate: 1.0 mL/min, wavelength: 254 nm
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Figure S32. HPLC Analysis Data of (S5)-61'.

Chiral column: Daicel Chiralpak AD-H, eluent: hexane/i-PrOH = 95/5, flow rate: 0.8 mL/min, wavelength: 254 nm
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