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Data Flle:

Sarple Name :

C:\CHEM32\ 1\DATAY 281912 -0 3420091213 20191213 1627
2574881 _RAC 3 1.0
4pe)_RAC

Ach. Operator

Ach. Instroment :

Injection Date

: 3_Krasnopolskaya
Instrumant 1
© 18:39:36

Location: Wial 91

13.12. 7819

Injection ¥Wolume: 5 mkl

Sample Tnfo:

OJ7=H, Hexane-IPA, 97-3, l.8ml/wdn
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Signal: DADL

B, Sig=215,4 Refeoff

RetTime{min} Area,X symm.  Resolution Selectivity
| | | | | |

14. 5522 33.31 @918

17. B2 6669 1 4.83 1.16

Signal: DADL

F, Sig=285,4 Refeoff

RetTime{min} Area X Symm.  Resolution Selectivity
| | | I | |
14. 5522 3384 8,983

17. B2 66 .55 @857 4.83 1.16

Chiral HPLC of (Rac)-4-fluoro-2,3-dihydro-1H-inden-1-ol
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Data Fille: C:YWOHEMZZ\1\OATAYVZE15-12-03%32819-12-13 2819-12-13 16-I7
2544881 RK_3 2.0

Sample Name: EN30B-83318

Acg. Dpprator ] 2_Krasnopolskaya Location: Vial 53

Acg. Imstrument @ Instrument 1

Injection Date :© 19:11:51 13.12.2819

Injection Wolume: 5 wmkl

Sample Tnfo: DJ-H, Hexane-IPA, $7-3, 1.8ml min
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g ) 15 .o} | rmir]
Sigral: DAD1 B, S5ig=215.4 Ref=off
RetTime{min) Area,X Symm. Resolution Selectivity
| | | | | |
14,7132 96.1F a.838
17.13632 3.88 a.955 5.8l 1.1
Sigral: DAD1 F, S5ig=285.4 Ref=off
EetTime{min) Area,X Symm. Resolution Selectivity
| | | | | |
14,7132 96.28 a.815
17.1272 3.88 a.8ez 5.85 1.1
Instrusent 1 16.12. 3819 SoEl:ed Page 1 of 1

Chiral HPLC of (R)-4-fluoro-2,3-dihydro-1H-inden-1-ol
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Data File: €\ CHEMZ2Y 1\ DATAL 281512134 2819-12-13 J819.12-13 16-27
25\,4p81 5 3 2.0
Sarple Mame:  R1SE2471

M. ODperator r 3 _Krasnopolskaya Lacation: ‘Wial 93
Acg. Imstrument @ Instrument 1
Injection Date :© 19:44:89 13.12.3819
Injection Woluse: 5 mkl
Sample Tnfo: O0-H, Hexane-IPA, 57-3, 1.8mlfmim
LALTN B, Seged 14 A MiseolT G2078-12- U200 8-12- 13 20 12- 15 18-2- 2940015 3 20)
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Signal: DAD1 B, S5ig=21%.4 Ref=off
ReiTime{min} Area, X Symm. REesolution Selectivity
| | | | | |
14 . 65392 8.3 a.875
17 .8872 99.77 a.83a 4.83 1.16
Sigral: D[AD1 F, S5ig=2B%.4 Ref=off
RrtTime{min} Ares, X Symm. Resolution Selectivity
| | | | | |
14 . 7382 .38 d.Bés
17 .Bd62 99.7a a.814 4.439 1.15

Chiral HPLC of (S)-4-fluoro-2,3-dihydro-1H-inden-1-ol
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Sanple Name: 4835 RAC_

Acg. Operator @ 2_Pugach Location: Vial &E
Acg. Instrument @ Instrument 1

Injection Date 12:48:21 19-Dec -19

Injection Volume: 1 mkl

Sample Info: 0J-H; Hexane-IPA-MeOH, 95-2.5-2.5;, 1.8 ml/min

DAD1 B, 2ig=2154 Refenlf (ALL'WIES_RAC_Z_0003.00
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signal: DAD1 B, Sig=215,4 Ref=off

RetTime(min) Area,X symn.  Resolution Selectivity
[======mne=== |====en=- |-=======e- |==========- |-=eeeeenaa- |
9.2422 54.64 B.582

18.2312 45,36 B.573 1.68 1.17

Signal: DAD1 C, Sig=225,4 Ref=off

RetTime(min) Area,X Symm.  Resolution Selectivity
e |====ee=- |=====e=ne- |=======e==- | == eeeeenne- I
9.2422 54.63 8.581

18,2812 45.32 8.574 1.68 1.17

Chiral HPLC of rac- 4-chloro-2,3-dihydro-1H-inden-1-ol
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Sample Name: 4R35 5
Acg. Dperator H 2_Pugach Locatiomn: Vial 7@
-n.l:q_ Instrument Instrument 1
Injection Date 13:89:56 19-Dec-1%9
Injection Volume: 1 mkl
Sample Info: 0J-H; Hexane-IPA-MeOH, 95-2.5-2.5; 1.8 nl/min
CAD1 B, Big=215,4 Ref=clf (ALLWIRE_S 2 000001.00
Ll
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Signal: DAD1 B, Sig=21%,4 Ref=off

RetTime{min) Area,X

Sy . Resolution Selectivity
[ = e | = |r=emmmenes [=memmm e | = e I
18,2922 188,08 B.555
Signal: DADL C, Sig=225,4 Ref=off
RetTime{min) Area,X Symn.  Resolution Selectivity
[-====mmm==- | -===mmm- |-=======-- [-======m== | === I
18,2912 188,08 B.554

Chiral HPLC of (S)-4-bromo-2,3-dihydro-1H-inden-1-ol
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Sample Name: 4B35_R_

ARKIVOC 2022, ix, S1-S25

Acg. Operater @ 2 Pugach Location: vial &9
Acg. Instrument : Instrument 1
Injection Date : 12:54:54 19-Dec-19
Injection Volume: 1 mkl
Sample Info: 01-H; Hexane-IPA-MeQH, 95-2.5-2.5; 1.8 mnl/min
AT B, Bigm215,2 Retaolt (ALULO35_R_Z_NOCO0Y.0)
mAll o a
] I
150 | |
100 | |
] f
0 | '
] f #
i ] i — W = —— ]
L T T T I T T T I T T T I T T T I T T T I T T I T T
] 2 4 g g 10 12 it
DAL T, Gigma2C,a Fosfmot® (ALLE035_F_2_D00001 0]
il
160
140 | |
120 Il
100 | |
B0 |
&0} |
e | II
] i P
| \&
o - e W s i
—_— T T T
] 2 4 [ 2 10 12 |
Signal: DADL B, Sip=215,4 Ref=off
RetTime{min) Area,¥ Sy, Resolution Selectivity
R |<=mmnee- [omeeeeees e |=-mmmeeeees |
9, 2452 93.78 B.575
18,2352 1.22 B.52a 1.53 1.16
Sipgnal: DADL C, Sip=225,4 Ref=off

RetTime(min) Area X Symn.  Resolution Selectivity
[====mmmmmee- |-======- |-====mmen- [=====m=mee= |======mm=n I
9.2452 98.64 B.573

18.2372 1.36 f.568 1.53 1.16

Chiral HPLC of (R)-4-bromo-2,3-dihydro-1H-inden-1-ol
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Chiral HPLC of (rac)-5-chloro-2,3-dihydro-1H-inden-1-ol
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4 Vinogradska Location Vial 2
Instrument 1

13:57:58 02.12 _Z01E

1 =kl

IA, Hexane-IPA-MeDH, 95-Z.5-Z2_.5, 0.€ml min
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Chiral HPLC of (S)- 5-chloro-2,3-dihydro-1H-inden-1-ol
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Acg. Operator 4 Vinogradska Location Vial 22
Acg. Instrument Instrument 1

Injection Date 13:-33:-45 02_1Z _ZO1E

Injection Volume: 1 =kl

Sample Info: Ih, Fexan=-IPR-M=0E, S95-2_5-Z.5, 0.€xl/ minm
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Chiral HPLC of (S)-5-chloro-2,3-dihydro-1H-inden-1-ol
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Bdditional Info : Peak({s) manually integrated
DADT A, Sig=254. 4 Ref=off (ALL\BE3_FAC_DDO00Z.0)
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Chromatogram of racemic (trans)-2-bromo-2,3-dihydro-1H-inden-1-ol
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bdditional Info : Peak{s) manually integrated
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DADT &, Gig=254.4 Re=off (ALLW063_S_000001.0)
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Signal 1: DRD1 A, 5ig=254,4 Bef=off

Width
[min]

Rrea
[mAT*s]

5.17378 Z.2Z2Z200e-1

520 ._93622

Chromatogram of enantiopure (1S,2R)-2-bromo-2,3-dihydro-1H-inden-1-ol (chiral column Chiralcel OJ-H

(250*4,6 mm, with Selector Celulose tris(4-methylbenzoate) coated on 5 myu silicagel))
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Additioral Info : Peak{s) manually

integrated
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25 5 7% 10 126 15 175 2 mn

Area Percent Repart

Sarted By e Signal
Maltiplier £ 1.0000
Dilution 2 1.0000
Dese Multiplier & DEilution Factor with ISTDs

Signal 1: DAD] A, Sige254,4 Rafeoff
Peak RatTime Type Width Area Heaight Area

s imin] [min) [mAD*s) [rRO] @
wwwe ] ereoes At Seicioace oot fo | v |

1 12.435 88 0.2666 510.83340 20.0077 97.895
2 18.037T MM R 0.4508 10.76354 2.52522e~-1 2.105

Chromatogram of enantiopure (1R,2S)-2-bromo-2,3-dihydro-1H-inden-1-ol (chiral column Chiralcel OJ-H
(250*4,6 mm, with Selector Celulose tris(4-methylbenzoate) coated on 5 my silicagel))
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Analysis Report - Agilent
Sample Information
Name R MSETTS2 Data File Path Do MassHurter {EEME ) a P2 _IZ\RIGETTSED
Sampie ID Ay Time {Local) 12-Feby 20 22:50:13 (UTC-+0200)
Instrument GOME-5 Method Path (fm ) DMt YEIME 1 e oo UKIV_ACHM
Pees Fticen L]
Sample Chromatograms
1% IF TIC Scan R1667752.4
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Counts va Acquisition Teme (min)
Chromatogram Peaks
[ RT | Area [ Area Sum %
1 778 I IS5y I 1000
Sample Spectra
+ Saan [ 7.76-7.79 min) Peak 1 from + TIC Scan
w1 |7 5can (L 957 79 min, § scans) R1667752.D
- 133.0800
&
115.0600
o
o 2130000
E
T 70500 1030700
- 510500 63.0400 #9,0500
fa

GCMS of (R) 4-bromo-2,3-dihydro-1H-inden-1-ol
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z 5 7.0 65 6.0 55 5.0 45 40 35 3.0 25 20 S5

'H NMR spectra of (R)-4-chloro-2,3-dihydro-1H-inden-1-ol resoved and crystallized
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1H NMR spectra of (R)-4-chloro-2,3-dihydro-1H-inden-1-yl acetate
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'H NMR spectra of (S)-4-chloro-2,3-dihydro-1H-inden-1-yl acetate
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IH NMR spectra of 1H NMR spectra of (5)-4-bromo-2,3-dihydro-1H-inden-1-ol
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R1687752
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'H NMR spectra of 'H NMR spectra of (S)-5-bromo-2,3-dihydro-1H-inden-1-ol
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1H NMR spectra of (R) 5-bromo-2,3-dihydro-1H-inden-1-ol
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1H NMR spectra of (S)-5-fluoro-2,3-dihydro-1H-inden-1-ol
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1H NMR spectra of (R)-5-fluoro-2,3-dihydro-1H-inden-1-ol
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13C NMR spectra of (S)-4-fluor-2,3-dihydro-1H-inden-1-ol

Page S23

©AUTHOR(S)



General Papers ARKIVOC 2022, ix, S1-S25

13C NMR spectra of (S )-5-fluoro-2,3-dihydro-1H-inden-1-ol (fragment)
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A) (1S,2R)-2-bromo-2,3-dihydro-1H-inden-1-ol; B) (1R,2R)-2-bromo-2,3-dihydro-1H-inden-1-ol [14]
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