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1. NMR spectra of compounds 4a-q
THNMR of compound 4a (in CDCls):
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'HNMR of compound 4b (in CDCls):
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THNMR of compound 4c¢ (in CDCls):
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THNMR of compound 4d (in CDCls):
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"HNMR of compound 4e (in CDCls):
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THNMR of compound 4h (in CDCls):
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THNMR of compound 4j (in CDCls):
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THNMR of compound 4k (in CDCls):
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THNMR of compound 41 (in CDCls):
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THNMR of compound 4q (in CDCls):
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2. HPLC spectra of racemic and chiral products 4a-q

HPLC spectra of compound 4a (racemic and chiral product):
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HPLC spectra of compound 4b (racemic and chiral product):



Catalysts 2019, 9, x FOR PEER REVIEW 12 of 43

FriE CfF: D:\CHEMSTATION DATA\JIAWGLIHUA\JLH1401203-2€0X.D
FERER: JLH1401203-260%

e : jlh

{5 : U1 frilf - #EAHK 2

HEQH : 2014-1-20 20:46:04

T : C:\CHEM32'1\METHOD3JLH2013.H

1 o e : 2014-1-20 19:04:34 : jlh
(i A R

ST Ik : C:\CHEM32'1\METHOD3\DEE LC.M

1 o e : 2014-3-26 10:20:12 = SIAHEIENIEEIEEEEIEEEREEL T
(i A R

AR : AD-H, hex :ipr =80:20, 0.Bel/min,45bar,l0ul

g

200

150+

100

0

s b wds s ds Ah T Tds W

EE A iR

HiAF : w5

EHET- : 1.0000
HERT- : 1.0000
MR REFA T EEET

{65 1: DADL B, 3ig=254,1€ Ref=260,100

W RERE) HE R WER BN GEH
$ [min] [min]  [=AT*a] [=2T7] %

- |- |-——— |- |- |- !

1 10.830 BB 0.263% 6051.35063 2335_.55271 50.1784

2 15.52%2 BB 0.38084 6008.35449 231.84073 45.8216

At - 1.20597=4  571.43244

wEE m-’é.#'m EkE

0% 1 zo14-3-26 10:26:38 JIIPIIIIIEIEIEIIREEEIEET m1/1



Catalysts 2019, 9, x FOR PEER REVIEW 13 of 43

F3E 2 #F: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1401203-260.D
FMH-EH - JLH1401203-260

e - jilh

i 3% : LB 1 i - FREH 2

HHEE : 2014-1-20 21:35:07

FW ik - C:\CHEM22\1\METHODS\JLEZ013 M

. e T : 2014-1-20 21:33:25 : jlh
(18 A e

ik : C:\CHEM22\1\METHODS\DEF_LC.M

1 f e 1 Z0L4-3-26 10:20:12 = JSSNIITETEREEERE TR
(18 A e

HERER : AD-H, hex :ipr =80:20, 0.8el/min,45bar,l0ul

00

00

500

100

(=]
[l
?1&59:

R " P TR FA R PR

HEEE & IR

HiAr : k=

EHAT: : 1.0000
R - : 1.0000
A EAREE T EEE T

{5 1: DADL B, 3ig=254,16 Ref=360,100

i {RERE) HE R i i Lt i
S [min] [min] [ma&T*s] [=&T] %

e |1 |- | |- !
1 10.842 EB 0.2700 1.44443e4 794 88154 83.1301
2 15.5%0 BB 0.3804 1065.51233 41.5835186 6.06599

a2 - 1.55098=4 B26.82670

ik m-’é;g!'m FT L

LB 1 z014-2-26 10:32:02 JASSHPIAETEIEREREEEEERERETE m

HPLC spectra of compound 4c (racemic and chiral product):
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HPLC spectra of compound 4d (racemic and chiral product):
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HPLC spectra of compound 4e (racemic and chiral product):
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HPLC spectra of compound 4f (racemic and chiral product):
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e : jianglihua

{3 : {2 i - FREE 2

BEFE B # - 2014-3-3 14:06:18

ik - ©:\CHEM22)\1\METHODS\JLHZ013 .M

3 T : 2014-2-2 12:29:52 : jianglihua
(U8 e )

iy ek : C:\CHEM22%1\METHOD3\DEF LC.M

1 5 : 2014-3-26 10:05:23 = SFAAAREIIAAAEEEIIEREEEEEIEEEE
Ui e )

HERER : AD-H hex :2-Pro =80:20, 0.8=l/min, 47bar

[ DADT B, Sig=254, 16 Rel=350, 100 [JERGOA AL CATAT Es-2aTa )
mil g
m_
1 B
00 =
ADD—
2004
[1] 1 ."H-H"_
E 7s 1o 1ds 15 115 2 25
T E iR
Hir : o5
FEHAT - : 1.0000
WRAT: : 1.0000
At HRBEETHEERT
{5 1: DAD1 B, S8ig=254,16 Ref=360,100
i {RERTME EH R LTk LT g T
£ [=in] [min] [m&T¢a] [=AT] &
] R |- |- |-
1 11.642 EB 0.4007 2.47092e4  971.60718 49.5765
2 18.27¢ VB 0.€791 2.5131%=4 552.02220 50.4235
Bt - 4.98405=4 1523.64056
T X !E-g.sl!'m T T
0% 1 2004-3-26 10:08:21 [SSSSA00000FF00FFEESSLEL00Y m 1/1
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$3E 0 #F: D:\CHEMSTATION DATA\JIARGLIHUA\JLH1403035-281.D
PR 5% JLHE1402033-281

i e : jianglihua
{3 : {LE 2 i - FEW 2
HEFE O : 2014-3-3 14:42:52
Tk : C:\CHEM32'1\METHOD3\JLH2013.M
1 o : 2014-3-3 14:41:47 : jianglihua
(8 A e e
ST AT ik : C:\CHEM3z\1\METHOD3\DEF LC.M
1 o : 2014-2-26 10:05:23 = f//0HIEIETEEEIIETEEEEEEETE
(18 A e i
HRiER : AD-H hex :2-Pro =80:20, 0.Bml/min, 47har
[ DADT B, Sig=254, 16 Ret=3a0, 100 [JANGORUALCHTA03035-231.0]
Al 3
160
140
1204
1004
B0
&0
m_
]
20| J ;ﬁ
, AN
EAEE R AT TR T TR R~
Rl 18
HiFF : s
EHET: : 1.0000
FEEFET : 1.0000
A EARER T IEREE T

{65 1: DRDL B, 3ig=254,1¢ Ref=260,100

i {RER) HE R i iy i i ] 1
H [min] [min] [mAT*s] [mAD] L]
- |1 |- |- |- |
1 11.656 BB 0.3847 4222.52002 170.6425% 592.3477
2 1B.83% BB 0.5865 2349_B9618 §.100B%  7.8523

&2 - 4572.41620 179.74348

rEE ﬂ-g.g!'m T3]

{98 1 zo19-3-26 10:08:57 SAASPAIIIEEEIIEEEEIEEEEEEI N m i

HPLC spectra of compound 4g (racemic and chiral product):
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EiE O fF: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1403063-284X.D
RS9 : JLH1403063-204X

e # : JLH

1L R X - fri - PR 1

#HEEE : 2014-2-6 16:25:24

FW Tk - C:\CHEM32\1\HETHCODS\JLHZ013.H

o - 2014-3-6 15:25:28 : huanggongbin
(8 A AT e i

ST : C:\CHEM22'1\METHOD3\DEF LC.M

0 o s - 2014-3-26 10:00:25 = JSFSESIESIREEREREREEREREILIES
(i A e e

HRER : AD-H hex :2-Fro =80:20, 0.8=l/min, 48bar

g
300 o
00
400
2004
7s o 115 15 115
(SR EEs dat 18
HiFF : H5
AT : 1._0000
WERT- : 1.0000
Fir iE R AT nERAET
{5 1: DAD1 B, 3ig=254%,16 Ref=360,100
g (fE e A iR R iy EF T
§ [min] [min] [mAT#* =] [=ATT] &
- o |- | = |- I
1 9.779% BB 0.274% 1.78128=4  957.99664 50.4346

2 12.228 VB 0.3325 1.75050e4 TS0.03217 45.5654

Bk - 3.53106e4 1748.02881

wve FAGEIHT wes

{488 1 2014-2-26 10:00:41 JASSPIITIRESERIREIREEIEINEEY
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EiE CfF: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1402063-284.D
FEREH: JLH1402063-284

e F = JLH

{ 5% : e 1 fir i - FEREE 1

BEFEE : 2014-3-6 17:08:31

ik : ©:\CHEM22',1\METHODS\JLE2013.M

o Fo e : 2014-2-6 17:06:20 : JLH
(18 Al 5 s

s ATk : C:\CHEM22)1\METHOD3\DEE LC.M

% Fe 1 EOL4-3-26 10:00:25 = SASSIPIIEIIIEIIIREREIRREETEEY
(8 Al S s

FRER : AD-H hex :2-Pro =80:20, 0.8mlL/min, 48bar

EOD
600
400
m_
J B
o . AN
s N " Tids 15 “ils
B o He i
HeFF : H5
EHET- : 1.0000
WERET- : 1.0000
AiriE I RERE T RERT
{5 1: DADl B, 8ig=254,16 Ref=260,100
i (REIEfE) 38X R L E 5, L E
£ [min] [min]  [mAT#a] [mETT] &
——— e e | == |- | 1
1 5.725 EB 0.2668 1.66305=4 036.29343 94 8766

2 12.1%6 BB 0.23172 H©98.061&5 23.05582 5.1z234

it - 1.75285e4 SB1.44593¢6

wev HAENHET ses

9% 1 201e-3-26€ 10:01=28 JFASSPTIEITTGEEIEIEREETIIEETT

HPLC spectra of compound 4h (racemic and chiral product):

23 of 43
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F#E T D:\CHEMSTATION DATA\JIANCLIHUA\JLH1403163-295X-1.D
HESZ 9. JLH1403163-295%-1

et : jln
HEFE O
FMIrEk
¥k
1 e i

HRER

i - #RH 2
: 16-Mar-14, 15:57:48
: JLHZ013.M
: C:\CHEM22\1\METHODS\DEF LC.M
: 2014-3-26€ 9:28:41 = SFLSPISESETERTERERTERIEIEER T
118 A e )
: IA hem :2-Pro=90:10, lmL/min, 4Sbar

DAD1 B, Sig=254,16 Raf=3560,100 [JANGUHUALULH1402165-235X-1.0)
Al o

: b

150+

100+

T T T T
175 20 225

T 2 R

Hirr
REET-
WERT

fHs

gl

REATAREET

1.0000
1.0000

{5 1: DADL B, 3ig=254,16 Ref=36€0,100

i {REIEfME] 3H R Lk i e
S [min] [min] [mAT#s] [mAET] %
e e === === |- | === |

1 16.873 BB 0.3894 1_08964ed  421_73956 50.1623
2 19_480 BB 0.4201 1.08259e4 287.28638 49_.8377
2t - 2.17224e4 B09.025894

ey m-’é.g!'m kR

%% 1 zona-3-26 9:36:28 FSSISITITIRIIRERIEIEEREEREET

| 1/1
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B fF: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1403163-295-1.D
R &P JLE1403165-295-1
o iEH : jln
fri - FERE 2
HEOR : 16-Mar-14, 16:59:01
M - JLHZ012.M
SrHT ik : C:\CHEM221\METHODS\DEF LC.M
4 T : 2014-3-26 9:28:41 = SSNIAIATIIEEIRTEEEIEIRAEET
(18 P e i)
FF i e L : IA hex :2-Pro=90:10, lmL/min, 45bar
DAL B, Sig=254,16 Mef-360,100 [JANGLUHUAMLHIA03165-295-1.0)
Al -3
20 I
—
150—-
1un—-
50
1 i
T
=
o N . /\
L O e P T ]
EHA S
HEAF H5
FEHFET - : 1.o0000
REET - 1.0000
AR REA T EERET
{85 1: DAD1 B, 3ig=254,16 Ref=3&0,100
i {REEfME) A kW L e 7 R
$ [min] [min] [mAT* =] [=AT] ¥
— I— |— |— I— I
1 16.879% BB 0.3905 £748.15430 260.21652 92.3559
2 19.482 BB 0.4134 55A.5325%  20.40183  7.6441
Bk - 7206 6869 2E0.61A35
R m’ég‘!'m o
OB 1L 2004-2-26 9:27:26 SSSSPFFIIELESRITRTIEEIEEEITEY m 1i/1

HPLC spectra of compound 4i (racemic and chiral product):
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T 2C#F: D:\CHEMSTATION DATANJIANGLIHUA\JLH1402185-294X.D
PSS JLH1202183-294X

e : jilh
i - FEEME 2
BEFEH B - 18-Mar-14, 15:24:28
= - JLHZ013.M
Sr¥T i : C:\CHEM22\1\METHOD3\DEF_LC.M
b : 2014-23-26 9:40:49 = JASSEFSIFRRIERREIEREIIREEIEY
(8 e
FERE B : IZA hex :2-Pro=90:10,1lmL/min, 45bar

DADT B, Sig=254,15 Fef=350,100 [JANGUHUALLH 14031852045 0]
b o
1 $ =
”
o
200 n
175
150
125
100
75
=0
25 J
e
[CE NSRS et
HiFF - ms
mHET : 1.0000
mRERET : 1.0000
AirEFARERA T IERRET
{5 1: DAD1 B, 3ig=254,16 Ref=360,100
i {FEETE A W i B ik iy g T
E [min] [min] [wAT*a] [=AT] %
— |I——1—— |— |— |— I
1 11.726 BB D_.2571 2793 54126 227 _7480% 50.2071
2 12.201 BB 0_2B829 3762 24487 202.3209081 49._ 7929
Bl - 7555.7TA61l3 424.63890

e m-’é;s!'m ]

U8R 1 2019-2-26 92126 JUSSFIIIPEETERRIERREIEEIRIERY W o1/1
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i fF: D:\CHEMSTATION DATA\JIANGLIHUAWJLH14023183-294.D
-5 JLH1402185-294

e #F : jilh
firi - FFRE 2
HEEE 8 : 18-Mar-14, 15:56:47
. R : JLHZ013.M
SrHT Tk : C:\CHEM32\1\METHODS\DEF LC.M
& 5 ek : 2014-3-26 9:20:99 = JUSFSESPITIEREREREIREESEEEEY
(18 A Ao e
FE & fE .8 : IA hex :2-Pro=90:10,lmL/min, 45bar

DAD1 B, S5ig=254,16 Ref=350,100 [AANGUHUALLH1403185-234.0)
Al ] e~
1
200
175
150
125 -
] I
4 -3
100 T
75
50
25 J
REL e , —
5 75 10 12.5 15 17.5 20 ) rmie]
[GE = Rgeat 5
HEFF : =i
mHEET- : 1.0000
ERET - : 1.0000
AEFEAREEE T EER T
{5 1: DADL B, 8ig=254,16 Ref=2360,100
e {RERTE HHY iR L= ik i e TR
2 [min] [min] [mAT*=] (=& ®
— I—— — — — |
1 11.667 BB 0.2605 3843.20874 223.57930 &7.4515
2 13.218 BB 0.2854 185%.53101 98_61263 32.5485
mBit - 5657.73975 222.19193

i m-’é;g!'m o

1R 1 2004-2-26 9:40:=5L SSSSHPPIIIRERRERIEIARER RN W o1/1

HPLC spectra of compound 4j (racemic and chiral product):
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38 U fF: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1402283-2€5X.D
PR B JLH1402283-268X

Wi : jianglihua

{2 SR CE - 1 triE - #&HE 2

HEFEE B - 2014-2-28 12:37:19

- - C:\CHEM3z\1\METHODS\JLHZ013_ M

;e EEc - 2014-2-28 12:235:11 : jianglihua
(18 e s

“r¥Tirik = C:\CHEM32%1\METHODS\DEF LC.M

e e : 2014-2-26 10:20:12 : FFAAAIISSEEREERRRRIEEEEEE S
(18 e s

AL : BRD-H hex :I-PRO =80:20, 0.8=l/min, 47bar

18454

254

Ot

75 1o ids i5 115 2 s i

A S e

HiFF : s
EBE T - : 1.0000

BRERE T L0000
FirfE R A T nEERT

=

{85 1: DAD1 B, Sig=254%,16€ Ref=3&0,100

g {REETE) AR R e T 4 L. iR T 4
i [min] [min] [mAT*=] [mAT] L
— e |- |- |— I
1 12.351 BB 0.278% 1002.62185 27.62417 50.3773
2 18.454 BB 0.5646 987.60516 25.34349 45_6227

B - 1880.22711 62 . 96TEE

sev FBEGEHHE +ow

0% 1 zore-a-2€ 20:20:23 SASSLSRIEERREEEREREREIES RN Y W o1/1
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g ok D \CHEMSTATION DATA\JIANGLIHUA\JLH1402283-265-1.D
FEREPR: JLH1402285-269-1

ﬂﬂ:ﬁ : jianglihua

0% : R 1 friE - PR 2

HPEE M : 2014-2-28 12:09:16

W IrEs : C:\CHEM22'\1\METHODS\JLHZ013.M

e e : 2014-2-28 12:05:32 : Hianglihua
(8 FH e iy

s AR : C:\CHEM32%1\METHODS\DEF LC .M

8 F {6 2 © 2014-2-26 10:20:12 = STAPSSSIPEESAEEEIARIEEE Y
(8 FH Ao e

AR : BD-H hex -I-PRO =80:20, 0.8=l/min, 47bar

29 of 43

800
&00-
400
200 . ,f@
§ &
s
0 . SN,
7s i 1ds 15 115 % 25
A AR
HiFF : 5
EE T : 1.0000
FREET - : 1.0000
P dFOE S A T R T
{5 1: DRD1 B, 3ig=254,16 Ref=360,100
iy (REEfE FEH R L= TR i i B
E - [min] [min] [=BAT* =] [=AT] 2
— e e |- |- |- I
1 12.282 BB 0.2911 2.7293%=4 995.28674 82.6152
2 18.497 MM 0.6023 1B68.35120 51.69815 6.3848
B - 2.592622=4 1046.98489
vee JPEGENTE sew
{0 1 2009-3-26 10:20:017 SASSTAESIERFEEERERETiERERETES W oa/1

HPLC spectra of compound 4k (racemic and chiral product):
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EAR CfF: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1401223-270X.D
PR &% JLH1401228-270X

e : jilh

LU : (&R 2 firi - P& 1

#HEEAH : 2014-1-22 12:36:26

e : C:\CHEM3241\METHODS\JLH2013_ M

I 1 : Z014-1-22 12:34:44 : jlh
(8 FH AT e i)

STk : €:\CHEM32)1\METHOD3\DEE LC.M

o : POL4-3-26 10:15:54 :  FASSTSIFFSFEREERRTTIiisiisiis
(18 AL IS e )

AR : BD-H, hex :ipr =B0:20, 0.B8=LlL/min,47bar,Sul

[ DADTE SI0-254.16 Ref=aa0, 100 (ANG O UANCATA0T 252 on 0]
W_-
] -
30| i
20+
104
o
15 P e o S i
[CIEERS et 2
i : &5
|HE T : 1.0000
BRERT - : 1.0000
AR fE A REE T HRERT

{5 1: DAD1 B, Sig=25%,16 Ref=360,100

i (REfETE FEH EEW I i T
¥  [min] [min]  [=&T%a] [=RT] &
B E— e I— I— I |
1 20.021 BB 0.5371 1517.41284 5287342 50.5914
Z 21.€02 BB 0.8206 1872.58215  24.21936 49.4086

Bl - 2789.98500 87.18278

see BGENTE see

0% 1 zZore-2-26 10:16:08 SSAFIISSITTEELTERRIREITISLLEY | 1/1



Catalysts 2019, 9, x FOR PEER REVIEW 310f43

®#8 U fF: D:\CHEMSTATION DATA\JIANGLIHUA\JLH14£01225-270.D
FER-EFR: JLH14012258-270

e : §1h

{55 : L& 1 fri - PR 2

BEFEEH : 2014-1-22 13:25:15

Ty - C:\CHEM221\METHODS\JLH2013 M

e | A : 2014-1-22 12:22:07 : Hlh
(18 A5

Sy Ak : C:\CHEM22%1\METHODS\DEF_LC.M

o e e : 2014-2-26 L0:15:54 = JFFFIAAFRIRFEEETITERIIIEIIEY
(8 FH R

BFERER : AD-H, hex :ipr =80:20, 0.8mlL/min,47bar,l0ul

[ DADTE, Sg-254.16 Rel=2al. 100 (ARG OAUANCATEIT IS 2700
] B
120
100
m_-
60
m_-
o] N
15 % I ) 3 i
(iR NE RS et 5
HiFF - 165
|HFE T : 1.0000
WRET - : 1.0000
A ARBERETHEER T

{85 1: DARD1 B, 83ig=254,16 Ref=360,100

g {REEE) A RN L IR IR TR
4 [min] [min] [mAT*=] [=AT] &
—— ot |- |- |- I
1 19.90& BB 0.5357 4980.044592 137.76144 HB9.961%

2 31.51% BB 0.7€31 555.71527 1l0.€0872 10.0328&

ail - 5535.76015% 148.3711¢

see JPEENTE 2ee

{0 1 2014-3-26 10:16:598 J/SSIFPIIIPIEERESSIRETEEEELY W o1/1

HPLC spectra of compound 4l (racemic and chiral product):
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8 U fF: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1402283-278X.D
FE B JLH1402288-2758X

e H : jianglihua

{3075 = {HE 1 {3 - ¥ 1

#HHEE M - 2014-2-28 14:45:52

- - C:\CHEM22)1\METHODS\JLHZ0132 .M

1 i 88 : 2014-2-28 14:42:06 : jianglihua
(18 F S e

Sy Ay ik : C:\CHEM22'1\METHODS\DEE LC.M

% i {88 2 : 2014-3-26 10:13:30 = FFSFPRPEIIIEIRRERIFRIIEIIEELS
(8 F o e

PRER : BD-H hex :I-FRO =80:20, 0.8=L/min, 47bar

&00-] -
] B
=00
400
300
200
100
0_‘4)’\._/‘\.. . —_————,
: 7s 1 115 15 115 2 o5 i
A RS
HEFF : d5
EHEAT- : 1.0000
AT : 1.0000
A AR E T s RE T
{5 1: DAD1 B, 3ig=254,16 Ref=2360,100
i (Y EIAfE) SEH  EEw i T i i TE
i [min] [min] [AT#a] [=RT] ®
— I— 1 I— |- I— !
1 11.488 VB 0.3612 1.58279%4 621.31628 50.007%
2 12.561 BB 0.423% 1.582289=4  533.71057 45.8921
2 - 3.16507=4 1155.02&86&

see FAEENH =ee

0% 1 2004-3-26 10:12:498 SSSSFPIIIPRIAIEPRESEIEEESREES W oL/1
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S8 U fF: D:\CHEMSTATION DATA\JIANGLIHUZ\JLH1402283-278.D
PR E¥: JLH1402283-279

e : jianglihua

{5 - {1 fir i - #FEME 2

HEEE O 3 : 2014-2-28 15:21:57

FM T : C:\CHEM22\1\METHOD3\JLHZO13.M

B : 2014-2-28 15:19:24 : jianglihua
(18 A Ao e

ST : C:\CHEM3Z'1\METHODS\DEF LC.M

0 Fo e : 2014-2-26 10:12:30 = JISPIIIAIEIIEEEIREEEREREETIRY
(18 A Ao e

BEEER : BD-H hex :I-FRO =80:20, 0.8=L/min, 47bar

33 0f 43

400+

300

=]
>1a&33

| R T PR

"ds i
RSl

HiFF : )
EHET- : 1.0000
WEEET - : 1.0000
Air i Fl B R T nEERET
{5 1: DAD1 B, 3ig=254,16 Ref=260,100
g (Y BEfe) 3R R Lk i L Tk i

- [min] [min] [mAT*a] [=AT] &
— I— 11— |I— |—— I— |

1 11.506 BB 0.3460 1.12225e4  4£61.097%3 90.1208

2 12.633 BB 0.4099 1230.22180 42.9891% 9 @792
Bt - 1.24527=4 504.08712

e mfé;s!'m EEE
{0 1 2014-3-26 20:14:31 JAPAIPEIEEREIEEERREEETEERELT m 11

HPLC spectra of compound 4m (racemic and chiral product):
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FHE L #F: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1402285-280X.D
& -EH: JLH1402283-280%

A H : jianglihua

{35 HE 8- fri - PR 2

2 H 3 : 2014-2-28 18:16:16

WAk : C:\CHEM22\1\METHOD3\JLH2012.M

b4 T : 2014-2-28 15:42:52 : jianglihua
(V8 Al i e

ST ATk : ©:\CHEM2z\1\METHODS\DEE 1C.M

e s 1 2014-3-26 10:11:12 = JFASTIPEIEREEEEEREEEEEEEETET
(o8 RS e

BERER : AD-H hex :I-FRO =B0:20, 0.BeL/min, 47bar

300~

15.482

250

200

150

100

HEH o IR

HiFF : ]

FERHET: : 1.0000
R T : 1.0000
AR RERETINEREFET

{65 1: DRD1 B, 3ig=254,16 Ref=260,100

iy (BRI KA R L ik Lt
i [min] [min] [mAT*s] [mAT]) L

— el R |- |- |-
1 12.871 EB 0_4883 1.01915=% 331.8830& 50.0224
2 15.482 BB 0.5770 1.01824e4 282 _14508 45.59776

Bt - 2.03738=4  614.02814

R m-gig!'m R

{49 1 2014-3-26 200108 SASHISIEIIPRIEIEIIETEIEER T W 1/1



Catalysts 2019, 9, x FOR PEER REVIEW

8 <. D-\CHEMSTATION DATA\JIANGLIHUA\JLH1402285-280.D
PR : JLH1402285-280

i 4 : jianglihua

{2 HECE - 2] i - PR 1

HEERH - 2014-2-28 19:42:76

FEHE : C:\CHEM32\1\METHODZ\JLH2013 .M

. T : 2014-2-28 19:40:47 : jianglihua
(U A A e )

ST : C:\CHEM22'1\METHODS\DEF LC.M

o e 1 2014-3-26 10:11:13 = JNASAAPRIEEETEREEEEREE TR
(8 A e e

FERAER : AD-H hex :I-FRO =80:20, 0.B=mL/min, 47bar

TE

50

25

ER A o i &

Hirr : H5

EHEEAET: : 1.0000
WREHET- : 1.0000
Air A REE T EERET

{85 1: DADL B, 9ig=254,16 Ref=3€0,100

iy (REIR(E) A W i e L g
$  [min] [min]  [mAU*s] [=AT] &

-l -l I - - |
1 12.883 BB 0.4894 €036.0463%5 22380304 B89.7125
Z 15.517 BB 0.5712 786.19403 22_08955 10.2875

B - 7642.24042 245.89259

FTT] m’é;é-ﬂ!lm e

(8% 1 zo14-3-26 101200 JAPAINTIRITEEEEREDIENEEEITTE

HPLC spectra of compound 4n (racemic and chiral product):

350f43
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88 #F: D-\CHEMSTATION DATA\JIANGLIHUR'\JLH1403035-282X.D
M E¥: JLH1402033-282K

36 of 43

e E : jianglihua
{5 : L% 1 il - i 1
HEEE O B : 2014-3-2 15:11:47
WAk = C:\CHEM22',1\METHODS\JLH2013 .M
1 Foi 468 : 2014-2-3 15:09:27 : jianglihua
(1 A A e )
STk : C:\CHEM32'1\METHODS\DEE LC.H
0 1 : P0M4-3-26 10:05:22 = JIFSAESSRETEERRESETERER IR
(A S e
BHRED : RD-H hex :2-Pro =80:20, 0.8=l/min, 47bar
I T [T [ 1 0 0 e A S i i )
mAL 2
100+ @
3
50
50
404
2{]_
o ———— -
R R P a5 a7 Tads’ ]
[ CHEES et 13
HEFF : R
EHET - - 1_o000
WERET- : 1.0000
A fEAREETHEERT

{5 1: DADl B, 3ig=254,16 Ref=360,100

i {RERTE] HH ER e T £ Lt Lot
S [min] [min] [mAD*=] [=AL] L

— | |- | | = |- !
1 14.450 BB 0.2880 3185.47852 102.65182 5S0.0685
2 17.448 BB 0.56581 3176.76733 B8.00382 4£85.58315

it - 6362.24585 190.65565

#EE m-’é.g!'m R

{08 1 z014-3-28 10:05:28 JI/SVIIEPETEETERETEEREEEE T

m| 1/1
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38 fF: D:\CHEMSTATION DATA\JIANGLIHUAAJLH1402033-282.D
RS ¥: JLH1402033-282

e : jianglihua

2% - 1 2 i - A

B0 - 2014-3-3 15:39:38

E S - C:\CHEM22%1\METHODS\JLHZ013 M

o e o : 2014-3-3 15:37:22 : jianglihua
(18 A o

STk : C:\CHEM22'1\METHODS\DEF_LC.M

i e : 2014-3-26 L10:05:23 = JSSISFSAPETREFEEREES IS TR RS
(18 FH A e

BHEEE : AD-H hex :2-Pro =80:20, 0.B=L/min, 47bar

37 of 43

150+

100

; 7s 1 115 15 115

FEH Ao IR

HiFF : k]

FHFE T - : 1_oooa
FRERT- - 1.0000
AiniE HREE T EERE T

{5 1: DADl B, 3ig=254,16 Ref=260,100

iy {REETE SEA iR i B i g - TR
i [min] [min] [=AT#*=] [=AT] ®
——— e |- |- |- |
1 14.272 BB 0.4840 1.02908=4 333.51309 B9.2083
2 17.245 BB 0.5639 1244.89805  25.08257 10.7817
B - 1.15357=4 268 _E0SEE

sas FHETENTH sss

{08 1 2014-3-26 L0:06:4L SAFSAIFIIEIIIISPIARTAREEREES

HPLC spectra of compound 4o (racemic and chiral product):
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¥4E ' #F: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1403143-292%-1.D
BRER: JIHE1403143-202%-1

it : jlh
fri - FAEW 2
#EFE A B : 14-Mar-14, 18:26:41
. b - JLHZO13.M
ik : C:\CHEM32\1\METHODS\DEF LC.M
s : 2014-3-26 9:57:54 : JAASLIAREEAEREEEREREEELEREEE
(N T
FERED : IA-H hem :2-Pre=90:10, lml/min, S4bar
DADT B, Sig=254, 16 Ref=360,100 [JANGUAUALLHA031A5-292%-1.0)
- i
m_‘
] B
] o
500} ‘“‘
0
00
0
1nn-:
n .n.IJ ]
1n T T T T 1|15 T T T T ||5 T T T T 1?-5I T T T 3& T T T Izlzsl T T T 2'5 T T T T 2-‘!5 T T T Iw
R A Hedi
HiAF : Ch=
EHET: : 1.0000
wEHET : 1.0000
AirfEFREETEEFET

{5 1: DADL B, B8ig=254,16 Ref=3£0,100

iy (LEIEfE] FHE R i T 9 i i 1 9
S [min] [min] [mAT*s] [m&D] L]

e e e |- |- |-———-—-- |
1 14.581 VB 0.35599 1.715947=4 696.90369 50.0358
2 22.139 BB 0.5100 1.71701e4 508.38876 49_9642

Bit - 3.43640eqd 1205.29245

R m:‘éig!'m EEE

{08 1 2o1e-3-26 9:58:58 JALLAPPIITRREETREEETRREETEET M| 11
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¥#F C#F- D:\CHEMSTATION DATA\JIANGLIHUA\JLH1403143-292-1.D
FE R ¥ TLH1403148-292-1

Ny : jlh
firi - #&iE 1
#EER 8 : 14-Mar-14, 19:03:0%
Fdrek : JLH2013.M
T Ak : C:\CHEM22'\1\METHODS\DEE LC.M
0 F5 B : 2014-3-26 9:57:58 = JSPLPIINRERIEIEREEEEEEEREEE
o e
BERER : IA-H hem :2-Pro=90:10, lelL/min, 54bar

DADT B, SIg=254, 16 Ret=360, 100 [JANGUHUALILA1403145-232-110)
N ?
m_-
400
00
200
100
#
J o
0 /\.. .
10 T T T T 115 T T T T 1'5 T T T T 1?|-5 T T T T HE T T T T 2Izsl T T T 2'5 T T T T 2?IE T T T I"-'
MEA TR
HiFF : w5
ERET- : 1.0000
AT : 1_0000
AirfEHREETHEERT

{5 1: DRDL B, 8ig=254,16 Ref=360,100

B REEIE XA MW BT B8 @
§ Imin] [min]  [m&0%a] [=AT] B
e |- -~ |- | == |- |
1 14.637 BB 0.3623 1.35110e4 562.96448 93.0769
2 22.338 BB 0.45829% 1034.70703 31.86114 6.9231

Bt - 1.45457=4 554 82562

R m-’é;g!'m EEE

{%%% 1 z019-3-26 9:58:21 [SAANINIPIEREEEETAREEEEIEET W o1/1

HPLC spectra of compound 4p (racemic and chiral product):
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38 #F: D:\CHEMSTATION DATA\JIANGLIHUA\JLH14031€3-297X.D
PRE%: JLE1403163-297X

i : jlh
firif - ¥ 2
gkl : 16-Mar-14, 17:28:12
FW Ak : JLH2013.M
AR : C:\CHEM32\1\METHOD3\DEF_LC.M
1 {6 2 T 2004-3-26 9:28:41 @ JASPESIIERIEEREETERREERESNEET
N
HRER : IA hex :2-Pro=90:10, 1=l /min, 45bar

DAD B, Sig=254.16 Ref=360,100 [JANGLHUAWLH 1303155 2TR 0]
Ll ] o n
T E
ﬁ q
175 '\
150
125
100
75
50
25
o
-——T—rT- 7 FrTT7———
10 125 15 175 pat 225 5 ] ir]
A RS
HiFr : G
FERET - : 1.0000
AT : 1.0000
AEr A REE TR T

{85 1: DADl B, Big=254,16 Ref=360,100

i {REATE] A e i 71 £ g ik TH1 4
2 [min] [min] [mAD*s] [=AT]) L

———— - O R |- EE— |- !
1 17.%12 BB 0.4072 5457.01563 200.63550 4%.8723
2 20.735 BB 0.2422 5482.96573 185.2311% 50.1277

Bt - 1.09420=4  389.32668

R m-‘é;g!'m R

{088 1 2014-3-26 9:30:-44 JSIPRIITRRITRRIEREEEEREEEERE m 11
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EE fF: D:\CHEMSTATION DATA\JIAWNGLIHUA)\JLH1403163-297.D
RS : JLH1403168-297

41 of 43

e FH : jin
frif - H&AME 2
BEFE O B : 16-Mar-14, 18:18:55
b S R : JLHZ013.M
SrHT AR : C:\CHEM22'1\METHODS\DEF LC.M
0 i e T 2012-3-26 2Bzl = SUFSSPIESPREREEEEE SRR
(18 S e
FE&E B : IZ hex :2-Pro=80:10, Ll=L/min, 45bar
DADT B, Sig=254,16 Ref=360,100 [JANGUHUAMLHI1A0165-297.0)
AU e
175 f
150
] P
125—: -
100}
75
50
25|
o]
e . 4 - —
A Ho il
HEFF \CR=
WHET - : 1.0000
T - 1.0000
Air{E A RERE T INERE T
{85 1: DAD1 B, Sig=254,16 Ref=2360,100
g {RETRE B8 W i i i
$ [min] [min] [mAT#=] [=AT] &
- R |-————- |-————- |-——— I
1 17.317 EB 0.4079% SE661.42920 207.72802 &1.3461
2 20.788 BB 0.2£424 2567.22877 122.62032 20.6539
Bk - 9228 .66797 230.35824
i m-’éié—‘!'m i
L 1 2014-3-26 9:28:49 SIFHISIITERERIERERERERRERER LY W 1/1

HPLC spectra of compound 4q (racemic and chiral product):



Catalysts 2019, 9, x FOR PEER REVIEW 42 of 43

¥4E T4F: D:\CHEMSTATION DATA\JIANGLIHUA\JLH1403183-296X.D
FEE 5% JLE1402188-296X

e : jln
frif - #EE 1
iz dspl : 1B-Mar-14, 14:15:59
e : JLHZ013.M
ek : C:\CHEM32\1\METHODS\DEF LC.H
1 o : B014-3-26 9:2B:41 - JSANIPEITIREEIEREEEEEEELDE
N - ]
FERED : IA hex :2-Pro=90:10,lmL/min, 45bar
TAD B, Sig=254, 16 Ref=350,100 [JANGUHUAULA 1403 155-206.0)
Ll 2]
- ﬁ 2
E

m_ ﬁ

3004

M0

100

. -
1n T T T T Ils T T T T 1|5 T T T T 1?5 T T T T ﬁ T T T T ﬁsl T T T 2'5 T T T T 2?ls T T T I"-r
RS Ride vt A

HhirF : a5
EHET: : 1.0000
BRET- : 1.0000
AirfERREA T RERE T

{85 1: DaDL B, 3ig=254,16 Ref=360,100

i {RBYRfE) X4 W i T 1 i 78 g T
1 [min] [min] [mAT*s] [mAD] L
e e |-—-—-—-- |---——-- |---—--- |
1 15.403 BB 0.3642 1.2449%4 514.62091 45.8433
2 17.576 BB 0.4134 1.25702ed 469_39468 50.1567

Bt - 2.49781ed 984.01559

EE m-‘é;g!'m B

{88 1 zore-3-26 9-a3:a3 [SASAIRIIEREETEEEEEEEE ST M 1/1
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$3E v #F: D:\CHEMITATION DATA\JIANGLIHUA\JLH1403183-29&.D
PR E®: JLH1403185-296
{3 : jln
firif - ¥EREHE 1
#HE H 8 : 18-Mar-14, 14:47:10
Fod vk : JLHE2013.M
¥ Tk : C:\CHEM32\1\METHODS\DEF LC.M
s T 2004-3-26 S:28:41 = SOASNIIIIIRIRIEEEREREEE
(18 F R
HRER : IA hex :2-Pro=90:10,1ml/min, 45bar
DADT B, 5ig-254,16 Ref=360,100 [JANGUHUALH1402185-296.0)
mll | o
100
Bﬂ_
Blhi—
] =
®
=
20
20
o]
L L T ]
RN e vt 25
HiFe : w5
EHET: : 1.0000
RAET- : 1.0000
FAirfE FREE T IEERT
{5 1: Dapl B, 3ig=254,16 Ref=360,100
i {EEETE) R L= TR e L= ATk
 : [min] [min] [=ET#a] [=ATT] &
pnned hesaeey |- |- |- |- |
1 15.412 EB 0.2608 2707.65039 112_49154 &9.2675
Z 17.267 EB 0.4000 1201.32848% 45.80671 20.7325
Bt - 3908 .97888 158.29824
e m-‘g;g!'m e
LB 1 2004-3-26 9:35:08 J//FFFIIIIIEEEEEEERREREIEEEEE m i1



