
Notes 

Gas chromatographic separation of diastereoisomeric haloalkanes and 00, 
m- and p-isomers of monosubstituted halobenzenes with lgepal CO-880 

l:or il StUd)' of tllc St~!rc0~~~lC111iC'ill CIf>Ur’Sl! of llOt substituticm rem_-firms 011 :lSylll- 

tiictric C;lI~l~tlll iLtOlllS’ , it Uxs newssar~* to s;cJx”‘;‘tc diilstCrCc)iSoiiiCric I~aloallzancs, 

I;~lx~llctl \vitll slwrt-likwcl r~idiolialo~cn~, sucll i1S InIF (IliIIf-life!, 7' = I I0 miii), Yl 

('I' - 37 iwin) arid llwI (I’ = zj inin), ‘l’llc Scpilr;ltioll tI1cwfm-C II;icl to Ix.! rL'lilti\'c~l~ 

fast in IJrdl’r to acllic\w ;l c~Uillltit~lti\'c! rxlioacti~*ity niwsurmimt \vitll il lXX~SOll~llJl~ 

St:ltiSticiLl cw(Jr. :\ b 'ood I*~Soluticm \$';ls also clcsiralh2, SiIiw SInnIl itctivitics of oiic! 

diiistcrc-~)iSoIIi~ri~ form IIitcl to 1.x cletcrniinctl iri tllc pwscriw of lilI@! ilctit*iticS c~f 
tllc f lJ>JxGtc cli~istCrcoiSoiiiCric IlillO~~lkillll2, lzor tllc SillllC rcwm, 1ilrgC Sillll~JlC \'OIUlllCS 

(up to Icm pl) of tllc WiWti011 iliisturc Ilild to 1x2 injc(:tccl, ZLllCl Ill_!llC:C! Cill'illilr_\' ~OlUlllllS 

~vt'rc ilot applicxl~le. :\ sinlililr problcni, tl~ougll ICSS lwc.mou~ic:cd, iLr0SC ivitll rcspcct 
t0 till? S;cl>ilr’i~tiOIl (Jf O-, /II- iLIlt b-iSicJ1llWS elf nioiioSul~stittitCcl Ilill~ll~l?llZCllCS, tlIe radicb 

iLvti\'it?* rJf wllicli Ilad to IIC ~lUillltiti~tiVCl~* clctcriniiiccl 13). iI clisicolltiii~ioiis radio &$iLd 

cliroIllitt~~~:r~~~~lIic~ twliniclu~ a2 iIftcr rcc:oil IlillO@!llilti~~ll. 

VcrJ4 little inforxnatioIl is i~\~i~ili~l>l~ CJII 'tllc gas-licluicl ~~lI~~)IlIato~I';~l~lIic ((.;J,C) 

S;cpi~r’~ltioll of cliustcrCoiS;oi~icri~ Ili~l~.J~~ll~i~llCS. 'I'IW IicJuicl I'llilSC!S \vliicli IlitVC lIC0ll USCCI 

$0 filr, SUCII IlS CiLrlIO\ViLS 20 &I (ref. 3) :llld <:ilrbfN+:~S 300 (ref. 4) or tritolyl pllOSpll~~tcfi, 
n+CrC UlISCltiSfil(_TtOr~ for cmr Jmrpw witli rcsJxxt to rctciitioii times aiicl/c.~r rwoluticm, 

‘J’l~c GJ,C seJxLr;Ltion of o-, IU- mc1 fi,-isomers of sulxtittltecl J~~lc~lwn~cnus is ;t 

siniJ1lcr Jmhlcni ;IIlcl iL IlurlllXT of tlSCfU1 c:oltllllllS Ilil\'C IX331 dcscrilmP-I". 'ITor iiiulti- 

CoIIllmllcllt S_\*Stctlls in tllc prcscriw elf ill1 c?SWSS of i1 I.iioiicJstil~stitutccl substrntc 01 
sc,l\*ciit, it sccmccl dcsird~lc to IlilVC iL iiiorc \wsntilr! c.wlulllrl, 1vlliclI ~oulcl cwI1 IJC 

usccl 011 ;I. scfni-J”‘CJ’;‘r;Lti~‘C scale. 
Iii tlw prcsciit note, wc report 011 tlic i~l)plici~ticltl of JKCJXLI CO-SFSO (IXOII~I- 

l~l~c?ll~..JS~~l~~Jl~~CJS~~~tIl~’l~ll~ C!tllilllOl), :L WIWltilc iLllC.1 cffcc.+tik*c IicJuicl I>lliLSc for botll tllc 

SeJXlIXtioII of cliiiStcrcc.~isoIll~rir~ Il~~lOilll<~~ll~~?; illltl IiioIios~Il~stittitC!<1 isomxs cJf Il;Llo- 
IX!lY %CllCS. 

. . 

.&III GI,C Eltlillj’SCS Ilil\‘c IXCll r*wrictcl OUt Ivitll iL I-ic!\vlctt-l’iLr:kilrCl i<CSC!i~lI:ll 

Cllt’o~ii;~to~r;~pli jTj0, using ;I tllCrllli~l coiicluctivit~* clctcc~tor. GlitSS CollllllllS Of 3.5-j 
mm I.D. \vitll Iciigtlls of 4, 8, I 2 and 20 iii wrC Iillccl \vitli Citlw 30 ‘!4, Ip2p:~l CO-S&I 
on Cliroiiwsorl~ I.‘-N:\\V, Go-So nicsli (coluniii I) or 20 ‘:$ I~C~>i\l CO-S50 (.)ii,“~~lIrfJiiio- 
sod, \\:-AIV-DMCS, Go--So t~~csl~ (CC~~UIIIII I I). Igc~xd CO-SSo N*;LS oldinccl front 
Scr\*it Jntcrnational, and tile solid support N*:IS c()iLtcd tvith it by tlIc rotnting c\piL- 

porator InctlIocl, using Cli~lll~Jl7J~ll~tlli~1ll3 as solVc!lt. ‘I’lw data gi\wn in l’;tlhs I ;mcl J I 
\vcrc f~ldaiticd II>* injecting ilhJl.lt o,oG pl of scdution Colltilillill~ cJ.02 pl of cwli 

,/* CIlrw,r,trto.l.v'. , cl2 (Il,;I) .I.is-..lcir 





1x2 acliic~3xl \vith ml S-m column of lgclx~l CO-580 011 CI~r~n~~~s~rl~ \Y-~\\V-l~3lC:S 
(CJ Tnblc I ) . Cc II~I~~LIXX~ \vi t 11 Carl~o~v~~s 20 iV (rL!f. 3) iLllC1 ‘tritolyl plloSpll~ltc”, 
wllicli IIILVC Ixxi~ used prc\*icmSly for tlw scpnt’atim of 2, 3-clic~llloroI~ut;~ncs, tllc! prcsctlt 
sclmration is c:cmsiclc!rnbly fil.StC!r. 

Ipqx.~I CO-SSo 011 CllronloSorh \V-A\V-DhlCS i S UlSo an ctfic:icnt licluicl llllilS;C 
for tllc scpWiLti(-)I1 of a wrict> of numoSul3st i tiitccl Iln101xwzriics. TllC rl*Slllts 
c)l~tiLillcCl for tllc O-, /II and p-isomers of foUrtcc*ll clifcwnt Iiloiiclsi1l)Stittlt~~l IliLIOI~CIl- 
zc’nc~s ;wc list4 in TulJlc I I. Tllc first tw7) c:oluniiiS slichv tlic t\vo ViLriill)lC Suhtitucrlt 
groups (Y tlic lialog~n introcliiccd Xlltl S tllc siilwtitucllt ,group of tile S1113StriltC 
C,sH,S t0 IJC 1liL1O~ClliLtC<1). 

It CI111 IX! SCcSll from TillIll I I tllnt 100 ‘!I;, (or iLllll~~St I00 I’;,) rcsoluticm (Yilll IlC 
;~cllickwl for most of tlic fourtcwl isonwr tril)lcts \vitll rc~t~~ntion tinivs r’ongirlg from 
ahalt (i to 50 iiiin, ilt tcYll~X?ri~tUWS l>ct\$Y_Vll j5 ~llld 1!)5”. ’ - 1 IlC I~e]Jill CY~lUlllll, Ilou+c\*c!r, 
fiLilS tc-1 rcsol\*c O-, 171- ;lllCl /bisonicrs of llloll0ll~~l~‘~~ellat~d tc~ltlcllcs. I;or t llc Sl’l~ilriltiOll 
of mono~l~loro- ilIlC1 Iiloncll>roiiiotoluciic UT! llSlX1 licluicl crystnla ilS stxtionnrj* ~)llilSl?, 
as clcscribccl by I<I:I_IiIsId~ alld DI<\VAIi t\SlJ ~CI11~C~1~1~l~Ii7 for tllc SC!]~ill’~lti~~n of clil~alo- 
Ix!nzcllc?s. A I00 ‘I;;, r~soliitioii \vxS ~~l~tililll!Cl w*licli using a 4-m colunin of 20 “,, JI,d’- 
ilxc:).~?tclianiSoIc on Cl~ronwsorl~ IV-AIV-l.JivICS, (io-30 nicsli, itt 100“ \vitliin ill>lBllt 
12 min. Rut for moSt of mr lxvlms~s, Cc~lUlllllS with liquid cr!)StiLlS c0Ulcl not Ix2 Uwcl 
I>cCi~USl> tlle~’ oftcll ClritStiGLll>* rc!st.rictwl Sil!lllIlC! capwitics, tlicir linii tccl t~Ill]~~!I’il- 
turc rmgc causcc\ too long rhmtion times for Iiigll-lmiling c:on~potincls, ;mcl Ix~wS;c! 
OCC~i~SiC~ll;1ll~ tlic\, ninrlo tlic scparution of tlic o-isomer front tllc otlwr isomers tlilfic.mlt. 

_._-.-_._---__ -_- __I - _  .._......._ _. _  . ..- __- _..._. _._ 

Y .\ Ortl/o .1 IdN 
_---,______ _-__.- _.._ ..- __._... 
I lrr’l I’ f t,vt I 

(wirl) (rrrirr) 

___ ___-.._ - _,.. -_--. .- .__. --..__. .^_._ _-_ _ _. ._- ._... ._. _^ 

1.2.‘) 1 1 .ooo 

25.1.3 I .000 

I 1 ,.I s I .l,OO 

lO.fl.# 1 .0~10 

2.3.44 1 .c>oo 

_j . 7 H I .ooo 

rc,.r*j 1 .ClOO 

1r.1.; I .lIlIl> 

li.XS I .OC)O 

.37*"4 I .ooo 

-!_$*I.# 1 .Ol>O 

Il)eS7 I .ooo 

.!qei.? 1 .ooo 

_ 

.I .._._ .,.. 

so 
I no 
I no 
IO0 

IO0 

IO0 

IO0 

(If) 
0s 

Sr 

IO0 

IO0 

C).! 

- . 

1 OS .4-i" 

1 r,s .S.i” 
I.50 .3*5” 
1 !I5 .3 * 7” 

.----.- 

s 




