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No. Rt{min) EF—4H mE EE% =& NTP 3#itE oBEE
1 1. 48 1483007. 904 66.3367 112061 7149.0 1.347 9. 297
2 12.09 752567.921  33.6633 31233 57471.3 1.168 ————
2235575.825 100.0000 143294




h t R r'l:‘
Chromatogram Repo Table 4, Entry 4

S EY
TF—R2272714IL% oY (2-PrOH)ER Y TE L 2016Y11M14D14h48md3s. orm
RIF77 1A : '
F v 2ol No. i
AR B © 15.0 min
A Rl 1 200 msec
F— A REIBRT D ot¥users¥HHE T ¥ Ydocuments¥ S O k F O F—4 Y¥yamazak i ¥4 E|¥
SHTHEF : Mon Nov 14 14:48:43 2016
pu I AP S T Lraz= S {2-ProH) : R
400000 ... e
300000
200000: ol
3
100000. o
o ]\/,4 . “AH o AN
~100000 LA B B i Ry LALUNL A L D B AL I L SR B It i iy L I R B R e L AR St Rl M SR B

00 2.0 4D 6.0 8.0 10.0 12.0 14.0
min.
FEHTIR . N
No. Rt(min) E—¥4% EE EEG% =S NTP  xIFGfE  S3miRE
1 9.74 3015019.698 80.5944 181746  7654.1 1.653  7.594
2 13.43 725058 730 19, 4056 37004  10340.3 1,436 -——-

3740978. 428 100, 0000 218750



Chromatogram Report

SETEE
F—RI7F7ALILE DL A= (FtOH) 2016Y10M18D12h22m20s. crm
BHO7FANLE :
F ¢ 4 JLNo. 1
AR 2 17.3 min
oA Rfm 1 200 msec
FT—R BFER D 6i¥usersYEH T ¥¥documents¥s O < F FOF—4¥yamazak i ¥4 EI¥
i 8% : Tue Oct 18 12:22:20 2016
JA Doz (BEOH)

Table 4, Entry 5

400000
300000 E
200000
Z 100000 8
0 - .- ,,J\/.. e g . ‘ ‘ | I___I_I_Z_.._._._J_.|_.___.__ .
-100000-
-200000. [ERLA S et S N L L B Y L B A A Rt it R el o B ey St R R B 4 T L N T 1T T L B
‘0.0 2.0 4.9 6.0 8.0 10.0 12.0 14.0 16.0
min.
FRATAEER N
No. Rt(min) E—24% miE mEG% me NTP =¥t SR
1 10.36 5309168.437 82.9542 239395 4926, 2 1.652  6.680
2 14.83 1090948. 948  17. 0458 39109 6272.5 1.488 ——

w 6400117.385 100.0000 278504




Chromatogram Report

Table 5, Entry 1

ST '
T—2I77A4ILE : rac-2; cin; dioxane repeat 12022Y11M17D16h47m10s. crm
BIFT7AINE !
F v 24 JLNo. 1
b : 20.0 min
AR . 200 msec )
T—2REER ¢ ¥usersYE T £¥documents¥ 7 O b 2 O0F—4Y¥srinivas¥second paper¥
i A6 : Thu Nov 17 16:47:10 2022
I SV . rac-1; ¢in; THF-1
790000~ — ————
£90000,
590000
490000;
39ooooi
3
290000 |
190000 .
90000] K - %
N I /\/‘ L S ,7,J(/-7\\ \ _ :\‘\_
-10000 e ; T “ﬁLJT —_— -
-110000 L SR B et Tl SRS T ORI S s s |2uu ELUE S LI s B S BN BN BN Moy e s ot e bt MRS IR SRR R e
0.0 2.0 4.0 6.0 8.0 10.0 12,0 14.0 16.0 180 190
min
No. Rt(min) P—4H% mE miEW & NTP  =#rfE OB
1 9.77 1292138. 162 77.5316 74185 7018.7 1.377 8.155
2 14.40 374457306 22 4684 14383 7432.6 1.030 —
1666595. 468 100. 0000 88568



Chromatogram Report
Table 5, Entry 2

TS
T—RIT7AIILE I EICI-2, Cinchonidine, CHCI3, 2019Y05M16D15h12ma0s. crm
BT 771 ILA :
F L)L No. 1
Fagsi =il 2 17.7 min
HA R 1 200 msec
F—H BREFIEm Docl¥users¥ R T ¥¥documents¥ Y O O TF—RYEREYREY |- T 7 LEESE)Y
SHTHEE : Thu May 16 15:12:50 2019
ALk T SECI-2, Cinchonidine, CHC13,
950429
800000 ;E"E
600000
o 400000,
200000 =
-200000-‘I"l‘I""I"’_I-'I'\'I‘I'\'I'I'l'l‘l']'['l'l'\'l‘l'I'I'I'\'I‘I‘I'\‘I'J'
0.0 20 4.0 6.0 8.0 10.0 12.0 4.0 160 170
min.
RiTiaR X N
No. Rt(min) E—o4& i E?‘*(%) mo NTP  =¥5iE oBERE
1 7.860 13771300. 402 723440 3940. 7 2.110  7.727
2 1.18 : 3591505. 079 20 6851 162343 6225. 2 2.061 ————

17362805. 481 100.0000 885783



Chromatogram Report
Table 5, Entry 3

S i
F—R2I774ILE > 0D-3 C|-Ph AcoEt+> Y & L 2017Y12M20D17h1m26s. crm
BEI771ILE :
F ¥ 27 JLNo. o
ST  30.0 min
RIARRE 1 200 msec
F—RBESR : ¢:¥documents and settings¥user¥my documents¥Z O< k70O F—4AY¥yamazaki¥y O OE:
Vg =k : Wed Dec 20 17:17:26 2017
aAb : OD-3 CI-Ph AcoEtcUEL

3000007

250000

1 8.747

200000

e e e e e S Bt S S S S S R SRS S S B R R Bty R S R S Rt M ARG SRR At Semtt SRty S NS SE SR B R S | T T T T

0.0 5.0 10.0 15.0 20.0 25.0 30.0

RAFRR
No. Rt(min) E—24& mE R ma NTP =35 SBEE
1 8.75 3109328. 440 93.6506 215037 8131.7 1.58%9 13.458
2 14.59 210808. 200 6. 3454 11731 14735.0 1.187 ————
3320136. 640 100 0000 226768



Chromatogram Report

Table 5, Entry 4

AETEH
F—R2IT71IE I 4rEIC1-2, Cinchonidine, THF, 2019Y05M16D15h42m15s. crm
BIFTZ77 A% :
F 4 3 JLNo. i
AT v 15.5 min
A RRE : 200 msec
F—2 (RFIER D ci¥users¥EM T E¥documents¥ s O b F O F—A¥FEEEYFRYe |- T & R4S EY
o BRE : Thu May 16 15:42:15 2019
A © aEIC1-2, Cinchonidine, THF,
1072112 -
QDUUOOA. :
700000.
> 500000j
300000 ﬁ
100000i
|- PEVAN ,-g[_l lT
-100000‘""‘"1'—' 1 | It I | T T T T T LI T 1 1 T T —r 1 T 1 T T 1
0.0 2.0 4.0 6.0 8.0 10,0 12.0 14.0
min,
ﬁ@*ﬁﬁ%_ . N
No. Rt{min) E—o4% mE EEO B NTP  =#kfE oftE
1 7.50 19769437. 358  79.1388 871019 2871.3 2.128  6.726
2 11.58 5211277.354  20.8612 217207 5094. 8 2.302 —
24980714. 712 100. 0000 1088226

5.0




Chromatogram Report

Table 5, Entry 5

ﬁ:‘*ﬁ%_‘l}
F—R2 771415 : ¢l-Ph, 2-PrOH 0D-3, 10%2017Y06M01D22h02m13s. crm
BT I7AINE ;
F 4 2 JLNo. : 1
A HTEE : 30.0 min
HuARIR : 200 msec
T— 2 REFER Dol ¥users¥AEHE T ¥ ¥documents¥ s O'F b 7 OF— 4 ¥yamazak i ¥4 O OB 4 E|Y
= ki > Thu Jun 01 22:02:13 2017
JAk  ¢l=Ph, 2-PrOH 0D-3, 10%
742039
700000
600000, ~
500000
400000,
> _
= 300000
200000 =
100000|
o f\/f\ ,u\/\«_,*ﬁ_}_w,l]_ || |‘
-t00000 AR L B L | T LI | LRSS I~ T T T T T T T T T e
0.0 5.0 10.0 15.0 20.0 25.0 30.0
min
No. Rt(min) F—54& miE EEO B NTP  ¥pfE S ME
1 7.53 8502234.293 70.1863 560856 5718.1 1.837 7.869
2 11.40 3611576.417  29.8137 169236 6069. 8 2.156 ———
12113810. 709 100.0000 730092



Chromatogram Report

Table 5, Entry 6

AT
T—ET774ILE . ¢l-Ph, EtOH 0D-3, 10%2017Y06M01D21h30m02s. crm
B 7LINE :
F 4 3 MNo. o
VAt : 12.8 min
HwaA fel b : 200 msec
F— AR D cl¥usersYE# I ¥Y¥documents¥ Y O 7 OF— S ¥yamazak i¥7 0 OB S2N¥
DA EEF > Thu Jun 01 21:30:02 2017
JA R . ¢l-Ph,EtOH 0D-3, 10%
600000
500000
400000
300000, T
3
200000
100000 =
0: : j\/‘/\_,u__‘_f\-\___ﬁ_‘ I| \l /\ ||
‘1000007 T T T ¥ T T T T ¥ T T T T T T T T T T T T 1 T 1 [l T T T T T r
0.0 20 4.0 6.0 8.0 10.0 12,0 13.0
min.
R CE S X N
No. Rt(min) F—44 mis  mh %) = NTP  xiFH 28E
1 7.58 4101078, 768  76.9813 311817 7549. 7 1.673 9.609
2 11.52 1226293.900 23. 0187 70568 9566, 2 1.640 ————

£327372.668 100.0000 382385



Chromatogram Report
Table 6, Entry 1

SEN
TR T 74 ILEA . 3-0H-5-Ph.PA, 1,4-dioxane—1, 3.12.212021Y12M03D19h41m49s. crm
B 727MIL4E :
F 4 L3 LNo. o
TR © 20.0 min
HeaAfalie 200 msec
F—H{RIFIB : ¢:¥documents and settings¥user¥my documents¥® A< k 7FO-F—4&¥srinivas¥3-oh-5-pi
SITE R : Fri Dec 03 19:41:49 2021
aA bk . 3-0H-5-Ph.PA, 1,4-dioxane-1, 3.12.21
965617
76561]
565611
3 36561] o~
165611 _
] |/\| [ I
-3439]
‘.23439_: T T T T T T T T T T T T Ll T T T T T LI T T T T T T [ T T T T T T T T T T [l
0.0 2.0 40 6.0 8.0 10.0 12.0 14.0 16.0 18.0 20.0
min
BTHRE . N
No. Rt(min) E—44 miE  mEE =] NTP  *IFRtE BEE
1 1217 236695.106 22.2527 10626 6359.9 ——— 2.665
2 139 826971.680 77.7413 31974 6398, 2 1.495 —————-

1063666, 786 100.0000 42600



Chrométogram Report
Table 6, Entry 2

ST S
F—RIFAILEA . 3-0H-5-Ph.PA-1, toluene, 25.11.212021Y11M25D19h39m42s. crm
BT 7AILE :
F 4 3 JLNo. T
Vel Lot :25.0 min
AR 1 200 msec
F—A BIFIRRR ! ¢ ¥documents and settings¥user¥my documents¥~ A< b PR F—A¥srinivas¥3-oh—-5-pl
SirEE * Thu Nov 25 19:39:42 2021
aAAY ! 3-0H-5-Ph.PA-1, toluene, 25.11.21
1973845
17735455
15735(2
13735455
117384]
97384
3 773&% g
573&£ :
373&€ %
17334_5 -
2516] II/\LIT i
‘-2261é
-42616::'|'|'l'1l1-|° A LA L 2L L UL UL AR A SN0 B L L RN NN NN LA BLA NLEN NN B BN L N Nt ek B L B B LT S BN B B BN B |
0.0 2.0 40 8.0 8.0 10.0 12.0 14.0 18.0 18.0 20.0 220 24.0
min.
fRATHRR A .
No. Rt(min) EF—44% i mia o mo NTP =55t SBEREE
1 12.84 361811.637  21.3389 16281 7380.3 1.475  1.946
2 14.09 1333739.527 78.6611 52771 6864.9 1.404 ——

1695651, 1656 100.0000 69058



Chromatogram Report
Table 6, Entry 3

ST EY
F—RIT7AILE : 3-0H-5-Ph.PA, CHCI3-1, 2.12.212021Y12M02D23h07m32s. orm
BE7271 L% :
F ¢ w4 LNo. T
A Ndi] 1 20.0 min
A Bl : 200 msec
T— 4 BRIFEHFR : ¢:¥documents and settings¥user¥my documents¥% Q< kZOF—%¥srinivas¥3—ch-5—pl
paxid=1icd : Thu Dec 02 23:07:32 2021
otk © 3-0H-5-Ph.PA, CHCI3-1, 2.12.21
100000
82025]
62025]
42025]
3 .
22025] g -
2025 /\/\
-17975]
_37975-‘I LI T 1 1 11 T rr LI T T LI rr I rr1rrrrrry¥yr—rr 1171 1L L L L T T T YT 71 T LI
0.0 20 40 6.0 8.0 10.0 12.0 14.0 16.0 18.0 20.0
min
RAFTFER X N
No. Rt(min) E—o & miE  mEo% =K NTP ¥R SBEE
1 12.68 477678.532  44.2153 14793 23497  ————  1.732
2 14.16 602667. 547  55. 7847 24470 7384. 4 1.427 ——-

1080346.079 100.0000 39263



Chromatogram Report
Table 6, Entry 4

D&Y
T—HRTPAILE . 3-0H-5-Ph.PA, ethylacetate, 17.12.212021Y12M17D22h35m58s. orm
BH727AILE :
F 4 24 )No. 1
P idicdi| : 20,4 min
A RRR . 200 msec
T—3 RIFIERR . ¢:¥documents and settings¥user¥my documents¥# O+ k705 —&Y¥srinivas¥3-oh-5-pl
ST EEE > Fri Dec 17 22:35:58 2021
b I N : 3-0H-5-Ph. PA, ethylacetate, 17.12.21
97700;
7770@
5770015
377oof

uv
-
~
|
(=]
=1

Iy
(<5
(=]
lol 1
> 12,917
> 214300

3 I T [
22300:;
-42300:5
-62300{ T T T T T T T T T T T T T T T T T T T T T T T 1 T T T T T T T T T T T T T T
0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0 20.0
min
BHERE N
No. Rt(min) E—44% | mEo% =1 NTP W #5tE SR
1 12.92 177159. 628  26. 4677 8573 5667.0 —— 2.330

2 1439 ' 492184.271  73.5323 23713  9905.7 1.388 ———
669343. 898 100.0000 32286 ‘



Chromatogram Report
Table 6, Entry 5

SRS
F—2IF7AINE : 3-0H-5-Ph.PA, THF -1, 2.12.212021Y12M02D022h06m03s. crm
B Z77AILE :
F v 24 JjLNo. .
o 47 B R 2 20.0 min
AR R 1 200 msec
F—S RERAT ! ¢:¥documents and settings¥user¥my documents¥4 o= FOF—4¥srinivas¥3-oh-5-pl
Al =D > Thu Dec 02 22:06:03 2021
A2k ! 3-0H-5-Ph.PA, THF-1, 2. 12 21
100000_
g0446]
70448
50446
2 1
30446] o
10446] g
: | i~ N\
9554] I T I
-29554-‘l| LIl | T T LINLEE DL B | T T 51T LI T FoOr T rrrreor T T LIRS BRI B | LI L L A L) L]
0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0 20.0
min.
fRiTiaR . .
No. Rt(min) F—44% mE @R e NTP  ¥fie SEEE
1 133 214697.050  27. 3880 6990 2816.2 -———  1.084
2 14.2% 569211.204 72.6120 2114 5871.0 1.608 —————

783908, 255 100.0000 28131



Chromatogram Report
¢ P Table 6, Entry'6

SEY
F—EI774ILE : 3-0H-5-Ph. PA, IPA-1, 9.11.212021Y11MO9D21h55m59s. crm
BH7 71 ILE :
F v L4 )bNo, T
S ATl : 30.0 min
AR 1 200 msec
F—3 JIFEHR . ¢:¥documents and settings¥user¥my documents¥4 O= k70O F—42¥srinivas¥3-oh-5-pl
S B > Tue Nov 09 21:55:59 2021
JXA2 Bk : 3-0H-5-Ph.PA, IPA-1, 9.11.21
286165:
236165
186165
- 136165
= 1
86165

[ £}
<
[u)]
13 ||IU:lI<
}1 12, 443
>2 14,000

63835: T L L T T T T 1 T T T T T T T T T T LI T T T T T T v T T T L L T T T T T T T ¥
0.0 ) 5.0 10.0 180 20.0 25.0 30.0
min,
21 N .
No. Rt(min) E—o#& miE mEE®m B - NTP A 2BEE
1 12.44 281412.585 19.1185 13175 7500. 9 1.215  2.485
2 14.00 1190526. 610  80.8815 46826 6823. 4 1.1718 ——-

1471939.195 100.0000 60001



Chromatogram Report
Table 6, Entry 8

SEL
T—R2 77414 IN%E : 3-0H-5-Ph. PA, 50% EtOH, 20.12.212021Y12M20D18h28m09s. crm
BT 7714 ILE :
F v 3 LNo, D
Faxiicdi| 1 20.0 min
BiA ) A 1 200 msec
T—RETFIE : ci¥documents and settings¥user¥my documents¥# 0<% k705 —4%4¥srinivas¥3-oh-5-p!
oxi=ticd : Mon Dec 20 18:28:09 2021
arhk : 3~0H-5-Ph.PA, 50% EtOH, 20.12. 21
200000,
186559
156559:%
1465593
126559
105559§
86559‘:5
= 3
66550 -
46559‘3 ;
26559% g
N
3 ] [ I I
-13441]
-3344155
-53441::'i'I'J‘I'I'I'I'I'I'I'I'I‘I'I‘I'I'I'l‘l‘l'I'I'I‘I'I'I‘I'I'l'J'I'I'I'I'l‘I'I'i'I‘
0.0 2.0 4.0 6.0 80 0.0 12.0 14.0 16.0 18.0 20.0
min
BT . N
No. Rt(min) EF—#4& miE  mE® B NTP  d#rfE  orstEs
i 13.52 156146, 747  19. 0480 7695 8700.2 ——-o 3.095
2 15.35 663608. 916  80. 9520 30254  10229.7 1.361 —-———o

819755. 663 100.0000 37949



c

Figure S1. The (R)-2 - cinchonidine salt obtained in an EtOH/toluene solution, viewed from the g axis.
Thedotted lines and arrows indicate hydrogen bonds and CH/m interactions, respectively.


https://en.wikipedia.org/wiki/Pi_(letter)

Table S1. Summary of crystallographic data reported in this study.

(S)-2=(+)- (R)- (R)- (R)-

ADPE = THF 1= cinchonidine 2 -=cinchonidine 3 =cinchonidine
empirical formula 023H34N05C| ngH34N204 C29H33N204Cl C30H36N204
formula weight 500.01 47458 509.02 488 61
temperature (K) 150 150 150 150
crystal size(mm) 0.80x0.05x004 021x003x002 033x0.04x003 1.00x0.16 x0.07
crystal system monoclinic orthorhombic orthorhombic orthorhombic
space group P2, P2,2,2, P2,2,2, P24242,
a (A) 14.011(3) 6.2815(10) 6.308(4) 6.4241(12)
b (A) 5.7290(12) 15.074(2) 15.189(9) 15.084(3)
c (A) 15.973(3) 26.456(4) 26.885(16) 26.364(5)
a (%) 90 90 90 90
B () 98.700(3) 90 90 90
) 90 90 90 90
v (A% 1267 .4(5) 2505.1(7) 2576(3) 2554 .8(8)
7 2 4 4 4
Dc (g/cms) 1.310 1.258 1.312 1.270
1 (Moy,) (mm'1) 0.190 0.084 0.187 0.084
O minimax (°) 1.290/24 999 1.539/24.989 1.515/25.000 1.545/27 490
R1[Fy >20(Fy)] 0.0620 0.0496 0.0528 0.0910
wR2 (all F,?) 0.1486 0.1237 0.1211 0.2461
GOF 0.963 0.684 0.679 1.067
measured refins 6140 12041 12137 15052
independent refins 4085 4410 4544 5841
observed refins 2932 3664 2274 4294
reflns used 4085 4410 4544 5841
parameters 318 340 349 329
CCDC number 2173286 2173287 2173288 2173289




