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'rbe mulftkp sydbesn of ,l,hyd oar,,4l-d iphonyl 2 bubnoDe fton dht !!_--:j
i tj':'

actuacdde illunmles the ns of a kdrl prcredin g grou p Readiotr or eth I,l r'_

rcdoecdaE wirh ethr,rede gt),.ot *fth p-TsoH in tolDene producen rhe kdal

ess. Reac.ion of Ihe cnde kdal eser wnh &o oquivalenb or pbeiyt

mgndium bLonide rollor€d by an aqueous a.id *orkup geiedGn rhe

tni:ry alohol and simdratreonsly renored rhe kdal protectiDg croqi 10

produce d'e ht'dorykdon. Our prccedu re is a Dodifi @rion ol a pB iously

published syrtheris ahose etrd prcdud nas 4,4-dipharyl I bute$2-one, lhe

dehy'lruled aillog. Ou modilications invorved dre erchdge ot bhene ror

.arcnrogeni. bemne s rhe azoropic $lyenr i. the kdrl rorning se! and

thc alrention in the GngMrd woLkup filn &E o one qirh dilute acd

'nrn shonos the expennenlal *quence by :voiding $e GoLarion md

subsequenr depmFdion ol rlr bydmr)kerd idem.diare a rroids rhe

conpli.4ioi or rbe .od.uftdl dehydFtioD we a,$sed rhe $udenb in:

discusion :bon hos miDor va.iariod b the Crignarn so*up procedu€

co aff$r {hich compound is romed dd presenGd rbe {ud G wnh rhc



ilrys*.o ed,rt rhe 1jn pmdmr. dl

Pmie.iing groups can be vdr hclplul ii a lo! ol.hchical pmcenuB thd are

ueJ.onr-J
s)nihsn, rhen this is . vay ro do i. ln rhis experident, rhe dhyleDe

Letal nasks a calboiyl gNup, ro piored it fiom leaviig duridg cenain

it could be Educed The p$iedrs gloup cai bs

rdoved lats ro have the d$ired tuadional gbup $ill atuched This

*perimenr used rhe prpararior of dhylme kebl Niog p roruetrendfoiic

"rd .$rc'\\k.le! /e'. io 'q r.rrrreone roLd.\e.

beai Edlcd dunru ihe slnrhesis fte prorecdis sro$ Ms rhe onry sat

to go iboul gdling !h. d$ncd psdud lor (his sFth*is. TberaEttuee

or erhll ecdo&e.ale .lbylse keel.

pFpddtion ofk*o{lcohol, add prcp.rarion o|4,1-diphaiyl I buten 2 one

This popel should prcpe ) ou.liie rhe prccedu€ tor the dhylene kdal

protecting grotrp nr ors:nic slrihsis. ir should also show how the rsulrs

,e..bjr.. o rr/.!nsb" pocen,. rnr .t

should be used dunic $e synrhesr. Pat or .he nscedure iicluded d

Grinsard sFthsis. Duing this pto.sdure, .ll sh${ e should be clan.



dry, and ap liom rhe moniuLe ad .onsni@i6 ii the ai.

hi the lirr nep, preprdiotr or dhyl ace.oa.ehlc erhylene kdat, rhe ,7ri.li],
applnlus nee$.ry w^ a $n phq htrtine Danrre to be nLaced on rhe iir:.r, l

prare, 100 ml roDd bnroD fiNk in n\e n$ne coideten ro r De i srark /,_., ,

o' + .d o! 
'.1.1.,

" o" . I p a " "., ' ,. .,.

monobydnre, oi'150 lnl oflolude ft *as rnuxed !4ril1he theoErnat

aDout of*ater \ys renoved aid .he$ohd io mom rnpmure The

producr u rhen smlied sirli l?.5 
'!l 

or l0%sodium hvdroride rM sesii

\yirh two 25 qr ponioN of \yde. The producr *€s .hen dncd ov{

.dhydrols pot$n'm crbonde. Tbn Ms a good iopping poinr, $ rhe

pmdG v6 $ord li the flask with a cap on ir. The nex! eqrtej'involred

a disrillado. ioptrntdieproduct. The sppa€us neesary *as a lir ptaE,

e hating frai.le oi ths in phG, the 100 Dl muid botum ntrk *irh

ood e,,n" d o1-.ed.:d,

thmoncEr adipror snh a themoDeh ni n The heod ry6 conneccd ro a

a,laprer comected ro a 50 nt tuund

boron nask. Thc ldapter *as also comeded ro a lacuum n k. The

pmduct vm nnrd dd heated, rhLle rhe w n nn thrcugli rhe condensr



aid Ihe vacuuD was oi The disrilled podlcr w ther ndh evapoded

IR and NIVIR rere tun on rbe $nple Th! weishr orthe producr w$ eken

and this i omdiotr.ai be lound orrhe lR and NMR.h!nsasft s in

d'e 6uL1s s*tion olthe paper This *as a cood $oppins poii!, so rhe

product wm capped and iored The seo.d nep ot ih! procedu€j

prparuioi ol: kdo ahohol using G.isnad, Equned rhorolgh dea.i4

atul high heari.c of rhe glls{ar atrd orh r roo k ro be sed ure appmarus

consisred ol i sf phre, ihe rcDid bortom flrsk wirh produ.. ii i1 connected

10 n coDndins tube .onnsred ro bo.h ad :ddirion nrnnel and a condensr

or.rw:d. c - *J'r.*"
lar a o, o n r:sq bo,ben/cnFr .ho.rt,o!"rL$e,

were added dropvne ro rhc pmduci phil. it nined The pmdnd trs

reiluxed ror 25 ninu€s nr a $an balh aftd a rhe solrtrron Nls added

Ths 25 ml olether sirh kdd produd wer dded to rhe nask. They seF

Efl ued for l0 minu€s. Then 50 dl of ice \ydq trtr added ro lhe p.odud

This Ms a sood $oppiig point in slep tuo, so rie prcdud *as capp€d dd

norcd. $h!. nep hvo &s .onrinued. ihe prodld rvas vshed {ilh 25 nl

olether Tbe elhs mixtuE vs rhen rcmo'ed, rnd ihis procedu€ !
rpeared. Tho combined erher larru weLe Mshen wiih 25 ft of Mri
The w eL lr}tl {as thcn dhcrded ]]ie tsdud ss rhen \yeished. dred



ovcr dagn*ium su1l e. Reighed agaii, fllsh *aporared, reighed :!ain,

cooled a ice barl\ voculm frlhrcd,and rhen weighed a fin:tdne. All

ol rhe qeigh6 and obserydiotrs crr be roudd in rhe Lesuls poniod ot rhe

paper A sample ror IR add NMR seE tu.ned in Thc pmdud wrs .apped

aid soFd lbr next iine. ]re dud srep in the s).rhess, pr?a€tion ot

4,4 d,pheryr,3 -b! ren-2.one, wtr a.hieved sirh a nuch sinpler oppaFtus: :
ee!r oon L.r on6,e o. oo-.. 5c

or rhe pmdD4 was pur inlo dre 100 ml flask. I 2j nn or con.cnlnied

hrdrcchlonc ac id. 50 ,nr or lcerone, and 2.25 nl ofnaEr *ere atso added to

rhe fl6k This mixhre w refluxed ror$ hour uMs rhen dituiod *irb

50 nl of rvatfl and cookd !o rcom bmpemtur Thd rhe mixbf wls

ex@ded rilh two 25 m1 ponioN or erhd. The coDbined dhu ponions

weE wasl'ed wirh 15 hl of sarunred sodiun bicarb.nde uren rhe elhd

*racdo$ trere r hedwin\25nrofrard. This pmdud w* dn ed oveL

IR and NMR *ft tu ,ed itr The anou nr of finrl prcduq ry6 so noninat

$d n could noi be punlien by any Deans tvo ./r rtn /t r. ,fdL&-

omerbe fi6r $ep \d complded. rhe produd &iehen l3.0t4s Anerlhe

second nep rlk final weiclr ofthe whi.e cry$als r l 79. The lcisht ol



lhe produd h.d alftady decreased six innes tum rho finr $ep io the seoid.

IrC lor:her rlre ihid nep shoved one spoi whi.h indicded a pft fin?l

lIodu4, bs ihe IR and NMR .hrns did no1 show rhh Hor*s, aner lhe

d,nd lep d,ere ws so lndeproducr 1eh rlrr ir could nol be pu ned 'lne

weightorthe fiial produci str mmiDalrnd $ill.odeminded rtn stn.hs

in previous proceduis Tbe cxpcrimenr pmbably coutd bave beo

irprole'l by moE lborctreh clunrcs or rhe shs*ar A toi ot prcdud

hu$ have bear bn ir tl,e tin6 for punncdion s6! ho long o. dre hed

ras rlhcd up ioo hish during Efluxs Movins ihe pmdlq! tdlo ditre.enr

gla$MLeon$ondx pob.bly a1$ 1oi a lor or rhe produd.
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