
in ZR earIier commlmication, we described the use of reversed-phzse Irquid 
chromaEognphy in tie separation of various indole atk&oidsl. Owing to the expense 
of commercizliy avaitabEe bonded phase packmgs, &e sought a reproducible method 
for the preparation of the octadecyl phase (C&ForasiI) used in this work. Several 
methods for the preparation of bonded phases have been pubIished previously, 

inchding a heIpfch recent genera! paper by -Majors and Koppes, and the subject has 
recendv been reviewed”, but comparison with currently avaliab!e packmg materials 
Is zot av&zb!e for most of these. This note reports E simple method for the prepare- 
ticn of 2 bonded octadecy! phase packing which approximates closely in its chroma- 
tographic propertIes a widely avaiiab!e commercial packing. 

EXPERIMENTAL 

Octad~y!trichlorosir~e acd trimetbylchEorosllane were obtained from -4Idrich 
Wilwaukee, Wise., U.S.A.) and were rrsed as supplied. Foras~l BE 2nd Bondapak 
C,$Porasi! 83 were purchased from Waters Assoc. (MiEfordl Mass., U.S.A.). Tolrrene 
WLS r~~~gent grade znd was dried over calcirrm hydride and distilled before irse. 

Porasi~ B f3Kl g) 7~2s heated for 12 fr ai Iof)" in a mixture of 500 ml coneen- 
trzted nitric acid and Xl0 ml concentrzted sulfuric acid. After cooEing and deczntation 
of excess acid, the residue was washed WitLz distiifled water by decant&ion rmt2 
neutral, zmd then dned zt f 10” for 12 0. The dry ForasiL B wzs suspended in SC@ m2 
dry tofuene and 90 m! octzdxyl~chlorosfrane, zrd the mixture heated under r&ax 
For 14 h. ‘The excess toluene and cfrlorosilane were decanted ofIT, the residue washed 
S&T dry toluene to remove .zny remaining chtoroslfane, ar=ci the bonded ch1orosib-e 
v.aS then hydrolyzed by stirring the Por.&l witi: 50% aqueous zeta&rile for 2 h at 
room tempersture. The aqueous mrxture was &en decanted md the residue washed 
tho~ou_&y with water and dried. Fioal protection of free hydroxyI groups was acbie%ed 
b3 rezction of the dry powder with IO;/, trimethylc’Xoros&ne in dry tofuene (SKI 
mlj for 2 h under ref& follo=~ed by finaf washes with toluene and methznol and 
drying at IZO” for 3 h. 
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The octadecyl Porasil B obtained by the shove procedure was compared with 
the commercially avai!abEe Bondapak C’,,/PorasiI B by elementaf analysis and by 
chromatograptic propeties. The rest&s of elemental analysis are shown m Table I. 
and clearfy the extent of coverage of the bonded phase is very similar for the com- 
mercia1 material and for the homemade material. 

TABLE 1 

ELEMENTAL ANALYSIS 

Packing Carbon (%) H..drogen (7;) 

Eondapak C~~/Porasrl B I I.07 1.95 
Octadecyl Porzsil B II.21 1.98 

The homemade mate&t was also compared with the commercial material as 
a chromatographic packrn g. Cofamns (2 ft. x I/8 In.) of each materi& were pzcked 
by the tzp-fill method, and evaluated using a test mixture of benzene, naphthalene 
and biphenyi. The chromatogram obtained Gth the homemade material x~slng ;; 
solvent of me&no&water (75 :25) was essentially identicaf to that obtained witi: the 
commercial material using an 80:20 mixture of the two solvents. The homemade 
material thus c2~ serve 2s 2n acceptable substitute for the commercial packing. In 
addition, the bondmg technique described here should be applicable i~i the preparation 
of bonded phases of mfcroparticrrlate materials sirch as the P2rtis11s3, Spherrsorb=, 
and @3ondapak CIes, where the octadecyl bonded phase packings are sot yet com- 
mercially availabie. 

Support of this Kork by _gant number CA-l253E-04 of the Nationaf Cancer 
fnstitute is ,gratefulty acknowledged. 
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