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Summary
Application of polysaccharide-based chiral selectors coated on superficially porous silica for separation of
enantiomers in high-performance liquid chromatography
In the present work separation of enantiomers of various chiral compounds were studied on the
chiral stationary phases prepared on polysaccharide-based chiral selectors. Chiral selectors were coated
on both, fully porous and superficially porous silica in order to study the effect of silica morphology on
the chromatographic performance of obtained materials. In addition, the effect of the pore size of silica
and content of the chiral selector in the chiral stationary phase on separation of enantiomers was

studied.
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o>\/\
o 57 3
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R a: 4-CH30 q: 4-Br ag: 2-CI-5-CHj,

T b: 4-C,H50 v 4l ah: 2-CI-6-CH,
\ Y ¢ 4-(CHy),CHO  s: 4-CF, ai: 3-Cl-2-CHg
d: 4-{CHy),CHCH,O t: 4-NO» aj: 3-Cl-4-CH,
NH @: 4-(CHy),Si u: 2,5-(CHg), ak: 4-Cl-2-CHy
0:< f: 4-CH, v: 3,4-(CHg), al: 4-Cl-3-CHy
0 g: 4-CHyCH, w: 3,5-(CHg)o am: 5-Cl-2-CH,
o o h: 4-(CHg),CH X: 3,5-(CHg)p-4-CH;O  an: 3-F-4-CHy
i: 4-(CH3)5C y: 2,6-(CH3)o ao: 5-F-2-CHjy
Q 0 n j: 3-CHj z: 3,4,5-(CHa)s ap: 4-F-3-CHy
- o >\ k: 2-CHs aa: 35Cl ag: 3-F-5-CH,
HN g Nd I H ab: 3,4-Cl, ar: 3-Cl-5-CHj
Vi / AN m: 4-F ac: 2,6-Cl, as: 3-Br-5-CHjz
\ Sy mecl ad: 3,5-F, at: 4-Ph-N=N
=\ o: 2-Cl ae: 3,5-(CF3)>
R p: 3-CI af: 2-Cl-4-GHy
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B930S BMOMZ560 BLEAOWIBHMOS OO BHO30LYS, 1) BofomdMog BmmMm3zsbo bgsdocmo
@5 2) LEOMWIE BOOMZBO BYOI30M0. 5506 30MH3g9wo FgMOOL Fobsdm®mdgos. 3 G030l
65§0o5390L  gosBbsm 360d3bgermasbo 653w0:-EBsE0 FmEIEmdomo 0bEIbLOZMDS, 053
dmombm3gs Losbrggdo dg3bogMgdsdo. gl Losbaryg 30 gobarom 9.{j Core-shell.

5boEnds godmymbadsd Jodool bLggmmdo MHY3MEY30s odmofi30s. Jodm3zeg30Ls s Tgbfagerols
3900092 3063983058 IM03M3Z5 5005MYdS F93609MHMs Bobmsmgdol FGmgdo...

ol LG OO FoLTEHSOJIOM Fodmoyghgds JOHMIsEMyMg300L bgggMmdo.

59 LAOMIGHMOOLMZoL  Lobgwol  ®sdgbody  35M0BEHO  0dbs  FgIMMOz5BOdMEO,  gb
39900006565 04osb, HMI sboero FH9gdbmermaos oo MHMOL 356353 MdIT0 Z0MIMPOIOMS.
dmml 303000696 F9mobbdgdodg, MM LsdMEWMM 3MMEMIGOLbm3ol dogboFgobso rmwgds
Core-shell®.

LOobgMgds WMR0IMEM0s, B9gLsdsY0s boHos305 LGB ESL!

Bob. 2.5

2.7.1. 39908656¢0 LEHGWIEHLBIBOL 3063900 MoMdS
sl 9909 6o Lombg-Lomby  JOHMToGHMPMGR0ST 5300 LOOMMEIOL  BMIE0bsty

539025  9dHv9oemds,  ©o0fm  LoMHYYM->LMOBFOO  JOMTBHMAMIBOOL  A9B3005MdS.
BoODE(3, 555 00 2 0ligmo abLbgrol dgmBg3s, HMIwgdos 56 oblbgds 9Mdsbgmdo s dsm
dm60ol 6039930 530s© Hmbolifimemgds... sbowo dgomeo sdmBbos

g439wsHg M3G0domo s Fobomgdo 356M06G0  JOMBoGHMacexgosdo. dowfgmw  odbs
©5A300mM30L 8993060905 5 9BIJAHVIOMDBOL FoBOES. Lo EHO30LM30L YL 3 dgormel
90905 ,0505¢95399dEGO0 LOMbYOHO JOHMTSEMYOSGOS .

1970 §-0030L §omdmgdmen 0dbs 59 GHodol bofowszgdol Ms8gbodg Lobgmds, dsom dmeols 37-50
930 Corasil I os II (Waters Associates, 1970), 50 830 Zipax (Dupont de Nemours, 1972),c0s 50 930
Pellicosil (Macherey-Nagel, 1975). gm6H®3s60 Bgs3060L bgzg®omo dmamamds 99swa9bos
doosbols 5-10%-U, bemem mgm©omeo 9538990l 993035 gbGMo Lodsol  ©syzsbowo
96038369cmds 59 BHodolb boffows3zgdom 993b9der 113930, ogm 2-2,5-0b Gotgengddo.
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bOHs0DY 6583969005 306390 MMOdOL BYOI30MISE BMOMZsbo Bofforszgdo

6ob.2.6

2.7.2. ZIPAX-0b {jgs69d0, 56L5B030xeo 3mMmosbmdol Bgpsdotmo
396LsBW3OMO BMEOHOBMIOL BYI30M0 TR GIMMBOL FoLowfg35 0ym 993mTs390wE0

@5 3009353 d00gdiz0s 9360905 4MePgds. LEHMWMIGHWGS 89ddboe 0dbs SiO2 - ol ®sdgbody
9mbmxyqboll oxggbom, dgst dEOmMIsBY. J0®gdMEo BEAHMMIGHOOL JgMdo 4ogobmgl MbgzsO
SELMOMBIBEGH.

Zipax 090ddbs 0dys 0d06MHmM3Bg 5 B9bs SiO2-0L go®dlLo dgdm3zzeol  abom. 11393900,
993L9dends Zipax, Corasil o Porasil-oo dospfjos 06s99000m3q owowgngddmeo bggdgdol
Aozl 99099dL. 53 LEAOWIBHOOL 33g30Lsl 030096 IL336sAY, MMI SMEOWgdIO 0gym
96033503560 Dol bofos3gdol sGldmds 3gEdo.

50 1393900 259mYgbgdLMsb 353d0MYOME 3BIMDdEYFYOL Hoofiybgb, MrmEglisg Modwgbody
bbgoolibgs Bmdol boffoarszgdo go8mozzwogl dobby. Zipax LEGHOWJGHMGo dg3lndmeds bgg@ds
»0000bM35" IMdE530 BoBOL Fooe0 53500l LoBJsg, Bofioes3gdol oo BMTgdOL godm.

36000l Imboy35M9dWws©, 933e9356M90ds IgsMo dOMIS d9(335wgl X39M90bmwo
50bsgMdol  3modgmom o Zipax bsfowszgdo  @oxsMgl  0mbyoa3womo  xamBgdom.  5d

Bofoas 3900l 259mygbgdom dgladergdger odbs Ho®mds@Hgdom agymm 6493argm@E0gdo, bm3wgobol
9553990, 379MH0b0L 5 306:0J0EOBOL X ARIOO, L CO®sE 6 ool 3s63s3wMdsdo.

Corasil ds@g@oseo dgddbowo ogm 0d doBboo , GMmI  Tg93939d0bs dMsg0 Mbgzs000
70Ds. gb Boffoamszgdo  B9ddbgl  dobol  dMEMNMIgdDg  sffowsgdo  Loogzsyqwrol
©583960m. dmEgdmwo LEGHOWMJGHWOS MIMEOMWo mMgxdgdol Mogblzom  Zipax- b sbwmlss,

953®5d  Corasil bsfoarszgdom 99390 13939dbY 9BIIBHMIOMDS MBOM Toeng g3gds 993539000
R5JHMOOL FoBOOM, 3000 Zipax-bg 03039 dobgboom.
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core—shell-ols 3gmGg momds

dgmeg smdol Core-shell bsfoszgdo Fomdmoygbos 9gs® Lowrogomdol omdlowol
oM (33090l 456sfogdemls Bmerdo. 3500 HBMIGd0 O BMOGdO 0ym Fglsbodbsgo. BmGgdOL dos
dm3MEmds 9du3eBoMEo JOMToGMYMITB0oLmZ0LsE sd53059MmTBOMgdgEo 50dmBbEs, bmem
B9©05306008 BsOIOMdO 08©Ybs© OO, ™I 3609369cm3560 BMAoL bsfowszgdols 899;339wo
60330l ogmBo3 30 890dgdm®s 1ZYGHOL JOOBHZ0MMZ0L FoMgdg. 03 UzgEgool Foboms
IBSO BIOIOMDS, MMIYd03 993gdmeos Core-shell EHodolb bsfowszgdom, 0f393L Losbsgrobm
6030009M5dsms 3069 F9393905L Jomnby).

0565990639 CORE-SHELL bsfos3gdo, 56w dsmo dgbodg 0omds
Halo core-shell &o3ol bsfoszgdo, MmIgemssg ©oo §o®ds@gds 3modmggl JOmdsdma®mogosdo

0ym 99090 Bmdol: 2.7 930. 5dgsb 1.7 9yséo domm30 (3o Bgsdo@o) s dslby
©sx3960co 0.5 939 Lolgolb BMOM360 LAEHOMIGHWOS. sboeds A50MAMbgdT RMOWS {jobs
05000b core-shell bsfogszgdo.

Bg0mm Jstgbbog: 2.7 §3d Halo core-shell bsfocrsyo;

- Bgdmom dsbrx3bog: 2.6 439 Kinetex core-shell bsfjogns3o.

J390m0m dobx3bog: 1.7 ;0 Kinetex core-shell 6sfjogns3o.
1 30638900l 3o30b bEsgombaMMmo BsBgBoL M30MHILMDS

| 306geol 7306053 gbmds BOM356  Lowozsygwmsb
L 390569000 0ol s®0b, O™d  d306gs 933000 FMEYWMBS, 30306
39BOMMYdS 0RYDBOOL godm I306095, MY LssbsE0BM B0gm0gMgds 396 >0Ha3L bofoerszols
Loe®dgdo 2obLb3539000 BMMHM3Z560 LOW0JoYGEIOLYE.

Bofoas3gdol  Bmdgdol  9gMHmy35mm3gbgdol  boGobbo  gogowgdom  dgBHos  BmEM3sbo
LOE0353goligsb goblibgsggdom.
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3. 93L39®0gbBH o bsfogro

3.1 358mygbgdyero Bolsengdo
Lodydombmgol aodmygbgdyemo @o39353gd0l LA YA YOgdo Imzgdygeos 3bGogn o

N\CH3

o)
od
AO®36b — LEGHOdgobol mduloo C14H120 900MBMEobo  C13H20N203S
CH,

O
NH, |l
S

O

NH
H.e”” 2

2-(Benzylsulfinyl) benzamide
500939¢ 5300 Ci7H26N20,

o o
| [
S S
o 0
HN
e P

2-(benzylsulfinyl) N,N-dimethylbenzamide
2-(Benzylsulfinyl) N-methyl benzamide
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Br

(@]
n——2o0

w

o}
o)
NH, NH;
2-(3-bromobenzylsulfinyl) benzamide 2-(2-methylbenzylsulfynil) benzamide
0 N
| N
H,C
o} H 3
NH,
2-(3-methylbenzylsulfynil) benzamide AOMA9M0L 13dg

9L 60gmogdgdgdo dgo@hs 0dol aodm, O®MI oo oblbgds odmygbgdyer dmddog Bobgddo
©> 0939 J9HboFOoR JoByOR 0gmPs Fodmygbgogm Jo@smyg® Ly gdHmmgdby.

dmd@og Robgodow godmygbgdyao ogm:

Ds3gdmbo@dmoo

2)3gmsbmeno

3)Hex-Ipa 90/10

3.2. 350mygbgdmo 335M5EHMS ©s 1ggEHJodo

9Jb396099bEHOLM30L  godmoygbgdmes Agilent Technologies go®3dol TowowgBgd@MEO
JO™I>@GMM9530mwo bobEGgds Varian 210/218 LgMHool d0bsGrmwo @Gmddmmo s 1290 LgGool
©OMEYOH0 ©IGIIGHMO0m, 3nI30MGIOMWOo FoOM30L s IMbs3gdms ©sdTsg900L LobiEgdom
Agilent LC Chemstation rev. B.03.02. 565¢00b0ol 80900bs6gmdobsls begdms bsdysbbmdowgdosbo
139JdBHOOL  BgM-OM;  GHoweol bog®mdg; 2s9mdsbowwol  3mmmEObsG)ddo. ©IBIJBHOMIdOL
G0l Loa®dg JOMTsGMaMsdobmzol ogm 220 63.
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1393gd0:

1) 0.5% CS-3.6-WP 2x100mm

D9IS0OHWHO BMOIMZ5H0.

2) 1% CS-3.6-WP 2x100mm

3) 2% CS-3.6-WP 2x100mm

0.5%, 1%, 2%, Bsfoeszols ©mds 3,660.

Lo ®dg—10b0, E0s39EH®0—-0.23, sx3960L botrolbo

4) 0.5% Daiso-3-300 2x100mm

OO FmOMZs60.

5) 1% Daiso-3-300 2x100mm

6) 2% Daiso-3-300 2x100mm

Lo ®dg—10b0, EO0s3YxEH®0—-0.23, FMEOYOOL BMAs—
300 563900, sx3960L batmolbo 0.5%, 1%, 2%.

7) 0.5% PHEC-3-1000 2x100mm

OV FmOMZs6o.

8) 1% PHEC-3-1000 2x100mm

9) 2% PHEC-3-1000 2x100mm

Lo ®dg—10b0, EO0s39xE®0—-0.23, MEOYOOL BMAs—
1000 56L& ™90, 3960l batolbo 0.5%, 1%, 2%.

10) 1% Daiso-3-300 4.6x100mm

OV FmOHMZs6o.

300 sbalBHM9d0, sx3gb0L badolbo 1%.

Lo ®dg—1010, EO0sYEHM0—0.4610, BMOGOOL BMTo—

gb®oo-3.1

Jo®5¢om® BgergdEHMMGdS© 2odmygbgdmem odbo:

I.Ie

OoC OHH

—HNOCO

OoC OHH

3G9I BS BHOOL(4-Jarm®-3-89000w 53960 35MDTSE0)

909956@0b dmEEmdomo Lobde®q: 0,1+30¢0/fo
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4. 931396009630l 890092900 s Fom0 FoblYS

4.1 9656¢0m3gMmgd0L IgmBJdo JEabBsE dgmsbmeols gsdmygbgdoom
139¢0: 0.5% CS-3.6-WP 2x100mm

JO™I>@GMyM5ds 1. 2-(3-methylbenzylsulfynil) benzamide

—

100 o

WVWD1 A, Wavelength=220 nm [NEWFROJECT MEOHW7_02_2018_{1) O_TML-MIN 2005-01-01 11-56-08\1FG-0501.0)

& 2-(3-methylbenzylsulfinyl)-benzamide
0.5% CS-3.6-WP 2x100mm
0.2 yl 0.1 ml/min 160Hz 220nm 15 bar

N1=2604 N2=2211 Rs=2.314
a=6.0186

MeOH

T T T T T T T T T
0.5 1 1.5 2 25 3 35 4 45

VWD A, Wavelength=220 nm (MNEWFROJECT MECHW7_02_2018_{1) 2_5 ML-MIN 2005-01-01 17-11-06\1FG-0501.0)

2-(3-methylbenzylsulfinyl)-benzamide MeOH
0.5% €S$-3.6-WP 2x100mm

0.2 pl 2.5ml/min 160Hz 220nm 547 bar
N1=2316 N2=1560 Rs=1.267

a=7.4905

ml/min

TO |T1 |W1 T2 |W2 |K1 |K2 |Rs |Alfa N1

N2

0,1

1,940 | 2,025 | 0,093 | 2,451 | 0,122 | 0,043 | 0,263 | 2,324 | 6,018 | 2603,656

2210,

89

0,2

0,998 | 1,026 | 0,049 | 1,235 | 0,065 | 0,027 | 0,237 | 2,143 | 8,485 | 2404,251

1956,818

0,3

0,673 | 0,692 | 0,031 | 0,834 | 0,045 | 0,027 | 0,238 | 2,175 | 8,651 | 2616,96

1879,112

0,4

0,503 | 0,517 | 0,024 | 0,621 | 0,035 | 0,028 | 0,234 | 2,034 | 8,278 | 2480,083

1686,

46

0,5

0,403 | 0,414 | 0,018 | 0,493 | 0,043 | 0,027 | 0,223 | 1,502 | 8,156 | 2643,295

727,6164

0,6

0,336 | 0,346 | 0,016 | 0,407 | 0,046 | 0,028 | 0,210 | 1,136 | 7,359 | 2362,938

419,8317

0,7

0,289 | 0,296 | 0,013 | 0,350 | 0,020 | 0,026 | 0,211 | 1,880 | 8,059 | 2860,805

1620,

56

0,8

0,254 | 0,261 | 0,011 | 0,307 | 0,018 | 0,028 | 0,208 | 1,802 | 7,391 | 2947,486

1503,083

0,9

0,227 | 0,232 | 0,009 | 0,273 | 0,015 | 0,026 | 0,202 | 1,836 | 7,739 | 3057,824

1649,

29

1

0,204 | 0,209 | 0,008 | 0,245 | 0,013 | 0,022 | 0,197 | 1,901 | 8,918 | 3110,496

1849,198

1,5

0,139 | 0,141 | 0,006 | 0,163 | 0,009 | 0,020 | 0,173 | 1,605 | 8,642 | 2906,44

1645,848

2

0,106 | 0,108 | 0,005 | 0,122 | 0,007 | 0,016 | 0,155 | 1,405 | 9,223 | 2574,477

1551,

85

2,5

0,086 | 0,088 | 0,004 | 0,099 | 0,005 | 0,019 | 0,146 | 1,272 | 7,490 | 2325,996

1564,612

gbcowo 4,1
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bggBo: 2% CS-3.6-WP 2x100mm

jﬁ)mao@mgﬁ)oao 2. 2-(3- methylbenzylsulfynll) benzamide

L
200

ND1 A, Wavelength=220 n

{(NEWPROJECT MEOCH\WS_03_

2018_{2) 0_1 ML-MIN

2005-01-02 19-22-22\1FG-0701.0)

2-(3-methylbenzylsulfinyl)-benzamide MeOH
=7 : 2% CS-3.6-WP 2x100mm
oo | 0.2 pyl 0.1 ml/min 160Hz 220nm 17 bar
N1=2126 N2=412 Rs=4.665

] a=16.5632

2008 2-(3-methylbenzylsulfinyl)-benzamide MeOH

175 2% C€S-3.6-WP 2x100mm

150 7 0.2 pl 2.5 ml/min 160Hz 220nm 563 bar

125 J N1=1658 N2=278 Rs=2.695

100 a=16.0937

mi/min | TO |T1 |W1 |[T2 |[W2 |K1 (K2 |Rs |Alfa N1 N2
0,1 1,922 | 2,087 | 0,106 | 4,652 | 0,539 | 0,085 | 1,419 | 4,684 | 16,563 | 2126,232 | 411,9404
0,2 0,998 | 1,056 | 0,054 | 2,333 | 0,298 | 0,058 | 1,336 | 4,272 | 22,864 | 2117,519 | 338,6159
0,3 0,666 | 0,708 | 0,035 | 1,548 | 0,207 | 0,063 | 1,321 | 4,073 | 20,907 | 2156,292 | 309,3682
0,4 0,500 | 0,533 | 0,029 | 1,146 | 0,157 | 0,064 | 1,290 | 3,873 | 19,960 | 1850,462 | 292,541
0,5 0,399 | 0,425 | 0,022 | 0,891 | 0,121 | 0,063 | 1,228 | 3,828 | 19,351 | 2055,62 | 297,8206
0,6 0,332 | 0,354 | 0,018 | 0,732 | 0,101 | 0,06 | 1,206 | 3,700 | 17,612 | 1940,589 | 288,3639
0,7 0,285 | 0,305 | 0,015 | 0,622 | 0,086 | 0,067 | 1,175 | 3,644 | 17,280 | 2063,53 | 285,3818
0,8 0,249 | 0,265 | 0,013 | 0,524 | 0,071 | 0,063 | 1,102 | 3,591 | 17,297 | 2243,871 | 294,3758
0,9 0,223 | 0,237 | 0,012 | 0,461 | 0,065 | 0,063 | 1,068 | 3,380 | 16,834 | 1962,074 | 273,8627
10,201 | 0,214 | 0,011 | 0,422 | 0,062 | 0,065 | 1,099 | 3,308 | 16,700 | 2035,735 | 249,2088
1,5 0,136 | 0,144 | 0,007 | 0,264 | 0,036 | 0,059 | 0,932 | 3,159 | 15,787 | 1987,035 | 283,4375
2 | 0,104 | 0,110 | 0,006 | 0,192 | 0,027 | 0,053 | 0,837 | 2,889 | 15,689 | 1706,522 | 276,4274
2,5 0,085 | 0,089 | 0,005 | 0,149 | 0,021 | 0,046 | 0,752 | 2,706 | 16,093 | 1666,396 | 278,2638
gbcoo 4,2
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b39®0-2% PHEC-3-1000 2x100mm

JO™Is@MyM50s 3. 2-(3-methylbenzylsulfynil) benzamide

3 wWwD1 A, Wa

0.299

velength=220 nm [NEWFRCJECT .HW07_02 2018 _[2) 1 0 TEST MLMIN

20050101 09-28-22V1FG0701.0)

2-(3-methylbenzylsulfinyl)-benzamide MeOH

2% PHEC-3-1000 2x100mm

0.2pl 1.0ml/min 160Hz 220nm 303 bar

125 N1=3313  N2=615  Rs=2.815
ml/ | TO Tl W1l T2 W2 K1 K2 Rs Alfa | N1 N2
min
0,1 2,791 | 2917 | 0,117 | 4,427 | 0,215 | 0,045 | 0,586 | 5,346 | 12,94 | 3422, | 2333,
336 686 396 135 729 265 027 791 657 002 126
0,2 | 1438| 1464 | 0,057 2216 | 0,131 | 0,017 | 0,540 | 4,691 | 30,06 | 3543, | 1580,
969 842 917 908 25 98 622 293 76 882 544
0,3 | 0952| 0,980 | 0,040 | 1,471} 0,097 | 0,028 | 0,544 | 4,218 | 18,79 | 3292, 1269,
653 257 208 402 188 976 531 108 253 795 835
0,4| 0717| 0,734| 0,034 1,113 | 0,085| 0,023 | 0,552 | 3,745 | 23,44 | 2575, | 941,7
551 445 063 674 417 544 049 315 756 506 536
0,5| 0569 | 0,588 | 0,023 0878 | 0,068 | 0,034 | 0,542 | 3,730 | 15,96 | 3528, | 916,0
502 875 333 71 333 017 945 994 077 701 938
0,6 | 0475| 0,49 | 0,023 0,715 | 0,054 | 0,030 | 0,504 | 3,422 | 16,65 | 2443, | 939,0
654 054 333 438 375 274 114 468 167 748 809
0,7 | 0411 | 0,423 | 0,018 | 0,609 | 0,046 | 0,029 | 0,482 | 3,375 | 16,55 | 2918, | 944,9
235 209 438 474 667 117 058 973 579 717 316
0,8 | 0361| 0371 | 0,016 0,529 | 0,040 | 0,029 | 0,465 | 3,258 | 15,94 | 2934, | 925,8
042 587 146 222 938 207 818 519 879 276 322
0,9| 0321| 0,332| 0,014 0469 | 0,036 | 0,034| 0,458 | 3,160 | 13,29 | 3015, | 907,8
856 955 271 392 667 484 391 62 273 588 84
1| 0,292 0,298 | 0,012 | 0,424 | 0,040| 0,023 | 0,454 | 2,826 | 19,57 | 3317, | 614,6
106 882 213 749 326 197 092 911 541 91 165
1,5| 0198 | 0,203 | 0,009 | 0,275| 0,023 | 0,027 | 0,387 | 2,602 | 14,13 | 2682, | 7859
549 991 271 447 125 409 3 731 047 123 997
2| 0151} 0,155| 0,006 | 0,203 | 0,018 | 0,027 | 0,344 | 2,253 | 12,42 | 2841, | 690,4
595 797 879 797 255 719 352 521 313 694 65
gb®oo 4,3
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4.2 9656@0mIgMHgdol ©sYgmBId0 9 M9bBsE 539G™boGMowols 353mygbgdoo
1393 0: 2% CS-3.6-WP  2x100mm

JO™IsEGMy®50s 4. 2-(3-bromobenzylsulfinyl) benzamide

[m—]

VwWD1 A, Wavelength=220 nm (NEWFPRCOJECT\21_02_2018-2) 0_1 ML-MIN 2005-01-17 16-00-52V1FE-0201.0)

4833

2-(3-bromobenzylsulfinyl)-benzamide ACN
2% CS-3.6-WP 2x100mm
0.4 pl 0.1 ml/min 160Hz 220nm 9 bar

N1=263 N2=201 Rs=6.195
a=23.3173

T T T T T T T
10 2 20 5 80 70 20

T
20

&0 -

0 40 50
I wWD1 A, Wavelength=220 nm (NEWPRCJECT'21_02_2018-2) 1_0-2_0_ ML-MIM 2005-01-20 01-18-45V1FE-2801.0)

2-(3-bromobenzylsulfinyl)-benzamide ACN
2% CS-3.6-WP 2x100mm

0.4 pl 3.0 ml/min 160Hz 220nm 470 bar

N1=166 N2=76 Rs=3.643
a=19.3506

=0

ml/ |TO T1 W1l (T2 W2 K1 K2 Rs Alfa | N1 N2
min
0,1 | 1934 | 4832| 0,701 | 69,51 | 11,56 | 1,498 | 34,93 | 6,221 | 23,31 | 263,2 | 200,0
409 559 042 145 708 21 421 089 73 546 667
0,2 | 0974 | 2,526 | 0,605 | 32,60 | 6410 | 1,593 | 32,45| 5058 | 20,37 | 96,52 | 1432
322 618 313 064 417 206 982 255 39 258 813
0,3 | 0655| 1,543 | 0,449 | 19,71 | 3,970 | 1,354 | 29,06 | 4,850 | 21,45 | 6534 | 136,5
596 68 479 281 313 621 853 81 88 397 706
0,4 | 0492 | 1,179 | 0285 | 1552 | 3,128 | 1,396 | 30,53 | 4,957 | 21,86 | 94,29 | 136,4
291 641 938 416 333 227 452 584 931 002 269
0,5| 0394 | 0871 | 0,163 | 11,66 | 2,439 | 1,211 | 28,58 | 4,890 | 23,59 | 156,6 | 126,6
202 79 958 427 896 531 957 874 788 276 141
0,6 | 0328| 0,770 | 0,228 | 9,614 | 2,088 | 1,344 | 28,24 | 4,505 | 21,00 | 63,23 | 117,4
735 72 125 683 125 502 752 505 965 496 537
0,7 | 0282| 0628 | 0,147 | 7,730 | 1,674 | 1,227 | 26,41 | 4,600 | 21,51 | 100,2 | 1181
004 266 708 577 167 862 3 056 138 279 234
0,8 | 0247 | 0572 | 0,160 | 6,640 | 1,430 | 1,316 | 2585 | 4,500 | 19,64 | 70,69 | 119,3
231 689 313 344 417 413 886 973 343 846 894
0,9 | 0220| 0469 | 0,096 | 5688 | 1,331 | 1,129 | 24,82 | 4,313 | 21,97 | 131,0 | 101,1
303 116 458 85 563 413 284 162 854 369 196
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1| 0,198 | 0,422 | 0,082 | 5,325| 1,199 | 1,128 | 25,82 | 4,514 | 22,88 | 1453 | 109,2
526 61 5 865 167 739 704 309 133 722 775
1,5 0,133 | 0,275| 0,051 | 3,296 | 0,780 | 1,062 | 23,69 | 4,284 | 22,30 | 161,1| 98,71
481 3 042 052 833 466 304 883 005 635 464
2| 0101 0,199 | 0,035 | 2,231 | 0,599 | 0,968 | 2097 | 3,776 | 21,65| 175,5| 76,79
589 968 521 994 479 402 082 048 508 741 764
2,5 0,081 0,157 | 0,027 | 1,643 | 0437 | 0929 | 19,13 | 3,771 | 20,58 | 179,2 | 78,28
636 522 69 461 188 565 157 76 12 86 744
3| 0068| 0,129 | 0,023 | 1,245| 0,336 | 0,885 | 17,14 | 3,658 | 19,35 | 166,2 | 75,97
683 524 646 993 458 823 121 48 06 244 649
gb®oo 4,4
13930: 2% Daiso-3-300 2x100mm
JO™AsEGMyM50s 5. 2-(3-bromobenzylsulfinyl) benzamide
200 M 2-(3-bromobenzylsulfinyl)-benzamide ACN
250 2% Daiso-3-300 2x100mm
200 0.2 yl 0.1 mli/min 160Hz 220nm 12 bar
reo ] N1=1338 N2=888 Rs=11.349
a=15.2455
50 ] 2
2-(3-bromobenzylsulfinyl)-benzamide ACN

100 o

280 o

a0 -

40

20 H

0.158

? 0,689

2% Daiso-3-300 2x100mm
0.2 gl 3.0ml/min 160Hz 220nm 598 bar
N1=636 N2=164 Rs=4.417

a=10.6727
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bgg®o: 2% PHEC-3-1000 2x100mm

JO™I>EGMy®50s 6. 2-(3-bromobenzylsulfinyl) benzamide

= TR SrTth=EE0 nm NEWFRGIECT 08 0E_ S0 T8-S0 T SN S00557 0% 15055 T FEG80T 5Y
AL
= = 2-(3-bromobenzylsulfinyl)-benzamide ACN
== 2% PHEC-3-1000 2x100mm
200 0.2 pi o.1mimin 160Hz 220nm 13 bar
o ] N1=3621 N2=1745 Rs=10.255
a=9.2764
W T A WeiSierateEEe m NEWPR SIEET 08 55 S0 TE5 TSN S06557 65 TS S T FEmETT oF = = =
meall
=1 2-(3-bromobenzylsulfinyl)-benzamide ACN
2507‘: 2% PHEC-3-1000 2x100mm
0.2ul 3.0ml/min 160Hz 220nm 585 bar
150 N1=1431 N2=100 Rs=4.057
a=40.0115
100
50
o e 2
2 2 & M 1o 12 A rrir]
1393 0: 1% Daiso-3-300 4.6x100mm
JO™As@GMyM50s 7. 2-(3-bromobenzylsulfinyl) benzamide
T3 WwWD1 A, Wavelength=220 nm (NEWPROJECTV\10_02_2018-(5y0_0_1_ ML-FMIN Z005-01-07 15-34-02+1FE-D401.0)
2-(3-bromobenzylsulfinyl)-benzamide ACN
100 |
1% Daiso-3-300 2x100mm
s0 - = 0.2 pl 0. 1mi/imin 160Hz 220Nnm 12 bar
m N1=434 N2=842 Rs=8.139
=7 a=7.4725
pr -
g
o - : : A
1 wwD1 A Wavelength =z§o nm :r\E'a‘a'PRO_ECT'OS_lO_C:;_ZO1S-:E-:-O_|_E--3r-.-IL-r-.-III\ zo:‘)i—-m-oe— 0Z-57-0 .'-u»'E-:\::ncn.l:-:-z:I == 0
ma 7]
120 ] 2-(3-bromobenzylsulfinyl)-benzamide ACN
e 1% Daiso-3-300 2x100mm
80 0.2 pl 3.0 mi/min 160Hz 220nm 595 bar
o B N1=592 N2=197 Rs=3.810
a=7.0861
40 -
20 g
o T T T T T
5 10 15 20 25 mirg
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4.3 9656¢0mgMmgdol sygmBgdo gemab@o Hex-Ipa 90/10 ysdmygbgdoom
1393H0: 0.5% CS-3.6-WP 2x100mm

1% CS-3.6-WP 2x100mm
2% CS-3.6-WP 2x100mm

JO™I5@GM®50s 8. Etozoline

= WOT A WaUSISRatR=E50 nm (NEWPRGIEST | 56 T0S5 65 5075 T 0.7 ML S075 0555 67 5T TS TF5 0507 57
el
200
Etozoline Hex/IPA 90/10
= 0.5% CS-3.6-WP 2x100mm
200 — 0.5 pl 0.1 Mmb/min 160Hz 220N 6 bar
N1=2645 N2=1030 Rs=1.962
- a=1.7578
100
=0
ST A Weveeee TSI e (NEWE RGOS T S0 7035 65 5075 15 0 T ML S075 5555 S0 S5 T oIS 5 = = =
L
1e0
2 Etozoline Hex/IPA 90/10
120 s
1% CS-3.6-WP 2x100mm
120
0.5 pl 0.1 ml/min 160Hz 220Nnm 7 bar
100
MN1=1492 N2=459 Rs=2.958
=0
a=2.2324
<o 8
a0 J
20
o
o = 2 < = 10 1z 1 rer]
[ WWD1 A, Wawvelength=220 nm (NEWFROJECT... 80_10\22_02_Z018_(2) 0_1 ML-MIN 2018-02-24 02- 18- 00V1FD-0201.D)
madl ]
o Etozoline Hex/IPA 90/10
=0 ] g 2% €S-3.6-WP 2x100mm
0.5 pl 0.1 mli/fmin 160Hz 220nm 6 bar
50
N1=478 N2=158 Rs=2.532
40 o
a=2.6760
20 +
20 §
=
10 o
o 2 2 £ g 10 1z A rrir}
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139@&0: 0.5% Daiso-3-300 2x100mm

1% Daiso-3-300 2x100mm
2% Daiso-3-300 2x100mm

JO™I5EGMyM50s 9. Etozoline

T WO A Wavel=ngth=SS0 nm (MEWPRSIEST 70 FES 05 S0TE 13 0_7 ML TN SO0TS 0558 T3 3598800507 0}
L
=50 - 3 Etozoline Hex/IPA 90/10
200 0.5% Daiso-3-300 2x100mm
% 0.2ul 0.1mli/min 160Hz 220nm 13 bar
150
N1=2401 N2=1275 Rs=1.074
a=1.375
100
so ]
s
o E 2 & M 1o 1z 1l rrir}
T WO A WevSlsnoth=ZE0 nm (NEWFRCIEST 0 7S5 05 S075_15) 0.7 MLTmN 20750455 09225500501 57
ALl T
oo ] g Etozoline Hex/IPA 90/10
1% Daiso-3-300 2x100mm
200
0.2 pl 0.1 mMmi/min 160Hz 220nm 12 bar
150
MN1=2861 N2=756 Rs=1.967
100 a=1.7701
=0
a
o 2 2 2 s 10 1z 1= rar)
1 VWD1 A Wavelength=220 nm (NEWPROJECT..._10 \25_04_2018_{5) 0_1 ML-MIN 2018-04-25 16-08-04.1BC-0101.0)
Al
120 ] Etozoline Hex/IPA 90/10
g
i 2% Daiso-3-300 2x100mm
100
0.2 pl 0.1 mi/min 160Hz 220nm 14 bar
80
N1=784 N2=160 Rs=1.811
a0
a=2.294
<0
20 H
o
o 2 4 12 14 miny|
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bgg®o: 0.5% PHEC-3-1000 2x100mm
1% PHEC-3-1000 2x100mm
2% PHEC-3-1000 2x100mm

JO™I5EGMyM50s 9. Etozoline

= vwoT A ===t MEWFRGIEST 70 TSE 65 50757 0 WL N S0T5 55 57 TS e ST 8C 5557 50
el R
T Etozoline Hex/IPA 90/10
150 0.5% PHEC-3-1000 2x100mm
== o.2ul 2.0 mi/min 160Hz 220nm 386 bar
Teo o N1=1229 N2=336 Rs=1.100
75 a=2.3325
e e TR ST e TS S ST S RN s TS e es e e == ==
[
Etozoline Hex/IPA 90/10
200 = 1% PHEC-3-1000 2x100mm
0.2 ul 2.0 mli/min 160Hz 220nm 377 bar
150
N1=1343 N2=374 Rs=1.828
100 - = a=2.7463
=o
o
o DI1 n'z 0.3 DI4 nIE. Dle. 0.7 DIE 0.9
3 WwwWD1 A, Wavelength=220 nm (MEWFRCJECT.._10 )\20_04_2018_(5) 2_0 ML-MIN 20180420 1222 44\1BC-0201.0)
Al
120 Etozoline Hex/IPA 90/10
100 ] 2% PHEC-3-1000 2x100mm
0.2yl 2.0 mi/fmin 160Hz 220nm 392 bar
80 4
N1=820 N2=273 Rs=2.330
=] a=2.8044
=
40 =
20 4
a S
o 'JI1 :]IE 0.3 EII4 'JIE 'JIE 'JIY :]IB CIIB
140
120 2 L, .
[
100 —— 009
"" v
v
80 - v @ H1 Experimental
60 W H1 Van Deemter
(4]
- H1K
nox
40
20
O T T T T T 1
0 2000 4000 6000 8000 10000 12000
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4.4 93300560 dmEmeEmdol 893939006 MM JoMse®o bywgdEm®ol %-eo 899339wmdols

dobgzom

(Bmd530 BB~ 539GMbOGHMOMO)

0,5% CS-3.5-WP

1% CS-3.5-WP

2% CS-3.5-WP

0,19¢/Hon

0,19¢0/Go

0,19¢/Hon

T0=1,949296

T0=1,914912

T0=1934409

0,5% Daiso-3-300

1% Daiso-3-300

2% Daiso-3-300

0,18/

0,19/

0,19 /o

T0=2856151

T0=2,868455

T0=2,876786

0,5% PHEC-3-1000

1% PHEC-3-1000

2% PHEC-3-1000

T0=2,947999

T0=2,849791

T0=2,923498

gbc®owo 4.5

® 33300500 3mEemdol 393539906 MM JoMserm®o bgegdBm®ol %-¢gro d99339emdols
dobg300 (0mdM30 BB~ Igmsbeeno)

0,5% CS-3.5-WP

1% CS-3.5-WP

2% CS-3.5-WP

0,18/

0,10/

0,19/

T0=1,940782

T0=1,905586

T0=1,922820

0,5% Daiso-3-300

1% Daiso-3-300

2% Daiso-3-300

0,19¢/Hon

0,19¢»/Go

0,19¢/Hon

T0=

TO=

T0=2,875731

0,5% PHEC-3-1000

1% PHEC-3-1000

2% PHEC-3-1000

T0=

T0=2,803065

T0=2,7913336

35600 4.6  Igmsbmedo Y39 BggBHg o0 ©sogm Lyeamdiogdo 1 de/for Lobdstgby,

5003 ™3 Bbgs LoBJsMm9BY s Fga30Lfog3w0s.

33300560 dmzmemdols 39353900L Mol dgsmgds ACN/MeOH

ACN MeOH
2% CS-3.5-WP 2% CS-3.5-WP
0,18/ 0,19 /fo
T0=1934409 T0=1,922820

2% Daiso-3-300

2% Daiso-3-300

0,10¢/Hon

0,19¢/Hon

T0=2,876786

T0=2,875731

2% PHEC-3-1000

2% PHEC-3-1000

T0=2,923498

T0=2,7913336
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5.00533b5
13930 PoBH30MMMEo core-shell FHodol bsfors39d0m bolosMPYds OGN HBoOL I306Mg ybom
300009 LEBPIOEHMWO 1139300 06 BMOMZB0 bsfowszgdom.
MdE530 BoBOL IGBI6OL BoGIOLBOL FSBOOM SBsOBOL O™ OBEOYDS.
JoM5MH0 bgagdBmOol 36MEg6¢Mwwo 839339 ™dOL FoBOHEOM oymas MAXMBIBIDS.
909960 Bs35000L BLORJsMOL B I306MHEYds SBse0BOL O™M.
LEOHMPO©E BOOMZ60 139BHIO0L 9dmbz93500 FMMGOOL DBmIol AsBMEO®  MIXMIJLIDdS
199 GHOIOMDS O FOMBIZOMMD.
core-shell #odolb U393gd0  bsbosmgds  M3gmgbo  9B9JEHWOMdom 6535000l Fowoe
LoBRdo6g9dby.
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