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«i»ei*Iy gm%i»-ftel».. • 

T 7 € ^ Z  



www.manaraa.com

i4i. 

fASa OF GOIfEK® 

afaowciioi 

S»Ij1« 1» Btfe«aK«fti^r»Jis with Swbsti'bients In, th® 
i* ma ,igSN*Positions ?•**#• #«••# #• #.» * # #• »*-**# 6 

of Preparing 2- and 2,8-Substitut®<3 
PiliensofUmm §0 
% si^astieaait •«••*.«•«••«•••*•••#«.»•• 

Halogenation ^ 
»*••••••««•*»**•••••••.••«*•**•••••«• 31 

T^talation and halogen-metal interoonversion .• li 
Friedel-Cr&fts reaotiojx 
Amimtioa S§ 

M 
Kirr, closures of the bipbeisyl types 18 
Hiag closures ©f *!&# i^iex^l ether type If 
ling closures ®f ®ttb«ititut®d "b.ariaeas types #».».• ^ 

mfBSWfjyL 

Mstalation of dibensofuran w5.th n-butyllithiujn .... Sf 
Mei»,lation of dibensof^iran mth piietjyllitiiiuiB. •••*• Sf 
H«ts.lation of diben^of-arfeu •with methyllithiuBi «•••• 40 
l^etalation of S-bromodibenJSofurati with phex^l-

#1. 
Attmpted preparation of S-dlbensofuryllithliA® ® 
Preparation of 4-dibetiKofurj'-llithium •*.*••••«».»•• 49 
Metalation of 3*-broBK3dib«nsofuraa with methyl-

ll'thium 4# 
Attempted }a©t»lation of S-odibenzofUryljnaj^nesiuiH 

bjwntid© with n^bu't^llithluia 4S 
Heaetion of tt-^-tylmgneeitm brosnide with 

« • • » « * . » « » • * • • « * « • • • • • » • • • « «  44> 
Eeaatioa of methyliithium aud ^ir'iododibenaofaran ## iS 
lateromversion of l-brmo-2-i^ydroxydibeaaofuran 

vrlth Q'^lHityllithium 4i 
JRreiJ&r&tioa of 2-araiao<iibeRsofUran i)^drochloride .. iS 
Preparation of 4«»amiaodib®rizofui^n %f 
Preparfttiorx of bi-g-dibenBofi^iyl 4f 



www.manaraa.com

It* 

Pr^pai^tlon of bi*3-dibanaofu.3fyl **•••»«•*»•,••••*» 48 
Bsaetion of g-dlbenisofttiyllithiu® with •benamitril® 4f 
Atterapted mercumtion of S-^fepoiaodlbsnsoftiran •••*»• ^ 
i¥e|®,ratxon of g*(''-hydro3cy9thyl)«4ibengofiiran «•>» SO 
Preparation of 2-(iF-broraosteiyl)-dibanjsofurBn. .*•*«• SO 
Prepamtioa of 3-^-aaino©*tiiyl)«dibonaofuran «•••»* 
Preparation of H-'b'Sajeoyl 2-(£-amiao©tj^''l)-dib®riao-' 

fUwx 61 
Attenpt®d ring closure oa H-b^ngoyl 2-^-emino« 

othyl)>>4ib«BsofUi!^ S3. 
Attenpted prepe.ratloii of 2,3j8»triaminodiben®ofurRn §1 
Witration of 8,B»diac0taTO.inodibengofitran 8S 
Preparatioji of E,o-diainino-3~aitrodibengofuran »,*, $$ 
Preparation of 3«n3.trodibenaoi\imn SS 
Prepamtion of 4-dibenzofUr©iica.rb<KKylie acid 

Preparation of 2»dib©n2ofumnoerboxylio aoid 
diethylamide ii 

Hbtalatioji of 2-dibenzofUra3acarboxyXic acid 
die'^^ylmida 54 

Rpeparatioa of B^benEoyldlbenaoftimn 55 
Preparation of dietiiyl 3»®inliiodibengof\jran«S^ 

0thylmlomt«) SS 
Preparation of die'Sityl 4:-e3aiaodlb®nzoi!^ran»I^J" 

Attempted preparation of diethyl 2-nitro*3*^iao-
dibensofurajs^H^ethylmlomta ««•<*••«••»••••»••* ST 

Preparation of S*jf'«-«,0©t?srlsulfaailaimidodib«aaofuraa ff 
Prepar«,tioa of 3-8ulfanil8iai^U>dibenEofUi®n •.«*«•••• SS 
Preparation of 4»]Sr«^oetylsulfanilaiHidodib»nzofurasi it 
Pr0paration of 4"SulfaBilamidodi1>0n»ofuraii ••»***.• S® 
Attempted bi^inatiott of 2-nitro»3»a©et0jaino-

dilKmse&iwi •«#.*•«•*«««.«•««(£«••• §0' 
Att^w.pt#d brxaaiuation of 2,8-4iaefJtoxydibexiaofuran. S® 
Attempted Fries rearrangement on 2«S*diae&t03!y-

iO 
Preparation of ^aoetossy^^lodibensoftarstneax^oscylio 

aoM .ft 
Atterapted pre^ration of 2-m©thoxy~l»dibenBofur6n» 

aestie aoid « 
Preparation of Ej,8-*dihydrosjr~l,9(?)»bisph«iiyl-' 

m&i.i.hm'aMmSa.wm. 4M 
Attempted preparation of g,8-diiaetfe03iEy«l,9{?)» 

Mephexs^lasodibensoi^nran t$ 
Keaetion of l(>9-dibrc83io-8»8-dimethoa5^dibenzofaran 

irith las'tii^llithim 
Atte!Bpi»d preparation of 2i-iodoi-S,6-dliae'Ui03ey-4-

nitrotoluene m 



www.manaraa.com

lirominatioa of 8-oilti»tolufeydro<|uin«l 
€l^thyl ••»»*••«<•••»•.•••••*•••-•.••**« ii 

^^petmtioa of 2*2'»5,5''»1»t;r«iastho:i^4#4''»di» 
issl^ylbipliej^l «•.«»•••••••»•*••*».««*•*••«**• ft 

ttwsttiyl&tion of 2,2'*5»5''«-tiet3flamet^oxy-4>4'' 
o^i^thylblphe^yX «•••»•*••««••••»•*••••• • *««« m 

if 

SvMenc® for ARSign«i Strttc1»r@8 Sf 
and Haloger^^tal latereomrsrsion ft 

iulfaailiKaide IDmrivrntlvm ••#••»••»*•••#*•«»••»##••»#• ft 

MS^mAliaii ft 

Introduoticm 74 
.. H 

l1etl:^latlon of S^S^di^oethyXi^ml ••«••»*..«.••••• f$-
o f  *«•«-»•••*.*••«•« f § -

Prepax^tion of 2-i^^droxy-3*®ethylj^ea5^ia«8tiQ 
fteid #•••••••«*•«-•*•«»*.••<*•••«••••*«*«••••##« W 

f8 
IlalGig<&a»tae1%X interoom«rsion (»i Skiodddi^enyX 

«'&«r «••*•••**•••«••.»«•««•««.•««••*«««*••«••• ft 
Preparation, of m»ph®noxyb»nzoio soM fS 

SWffiAK i® 

Bwummmi » » •* •» I* » • * (» »*« m *• » • • • »«*«»##-• •« # I 



www.manaraa.com

l# 

immmcuKM 

iaterest, im -la (I) 

*«• ia fu.s»% far a a«wfw» «f .flam* 

at-i<3 • 1% ft,f«% 4% irtai k«pi"4: tfe# «%%SMM.-m 

asgtm#Kti«a «f • wottM feralrti sa iMxp^aaliris ftnd. .©cwwa** 

Imnt »mu?m «# «(^pi«wi« »IBI 4llwwi*»fteimE 'wwi fetmi ' 

*#«ta-feKfl* t# %y oxidial̂  « it«ftpA *mi- taiMgft*## for 

irnHmMmm •^m»9i.m saaSao «** ^'i^iEirl gw«p %fea% 

ai4gM «M -<ms» ®# •®BES,ltetl«* Xa this mmitA ifc •wi» .f®wai 

KtoHs mmmt hmi h»m mrf%mi wi^ 

pwiftf# hgA mmmt- far mx^ 

«r mi- mm% mmemm siAetlteMea fi»teiit»«. f̂iw» m »*is«wte 'asM wm 

' f»l% f®r la 'sfw- «f 

®«R4itl« «f lifei»"ltti» •#» itTsiWtaojPuraa* 

M ®f &. €%hmwmt̂ wm »*eS,»as. a* w 

iraportarts ptr% rtf -yis complex iiK>rgihiati (11} ««gg»»t»4 -mms ^ 

4Lb®£U£®&xm ik3HSS«»S «sMett» Sbl« ^Iwfi mt 

iitl#li w«ttl<a 'pffli*##-# m ww «l8® 

%y 1«|» tliftt '^0sm mmpmaiM- mmM a«t %» 

^ :|iM>»»a^»»at llHj*-, mis# «a pijrtioa -tlMs 

^C^tfiold, 13i«sls, Iowa State College ClfSS)« 
SSSS22l-» (1933)» 



www.manaraa.com

.asto^ai## 1»€ already Qmm A-sm. t» imm' MSRJ^##!© 

9 

3  
'VAoA^ £Z ^ A 

H Oh ^ OH 

9 10 

7/ W 

6  5  4 3  

M Tm MhismMUmm •iaiplmtl.w Mi, #i»lg«8i« 

1% wm f«rtfe»i?si©fmg,. % » MfsimmMm •memtmlilim « ••mabmr 

IttMtefew® 'empwai^ for titatt mrmlAtioxm ^ 

Ija-itoghm- ©swMtutioa a»i imlgtofe fe# £«*»• 

4 

•Hi® wm^ la tMf fi»M hmm vi»fy iw"ri«wt4 

pwrrlmts -wemteiw ia thmm ImhmmMwtm in ttri.«î ti« ©f 4i&#a»Eifti»6a 

S S 7 S 0 
s@i^@ttHidto * ' ' * Ax^ i&M ^ iwleiiVS'' ftttesffltslte-f®® 

^y®r wad Kil«gep, 65, 16sJ <1922). 
%jmt0r, Daetoral Dlsaertation, losm State CoHeg# (ltS4)» 
%^ye8» 1!he8ie» I&m. Stat» College (IS&I)* 
%iai Ess, M.W., Doctoml Dissertation, lom State College (19S6)« 
^Van Ese, P»F.., Doctoral Dissertation, lows State College (1936). 

Boetoral Dissertation, Icsm College (19S8). 
S^Blcmalss'» £>octoi%l Pissertationp X«nr M%&te Collie (1939). 



www.manaraa.com

itefl.lifii m €&«mm-i^mn ten* ikwsa Wmt % #!*»«% mmtmat 

.«ab8M.taM« WHRctlons tii« I*, S*». 7».|, aal̂  8wfiMiiti«w 'mii f»«6i.ily 

fe« »^feilation'te«^ provided th© «»%• mWiM'for- ^ 

®f 'Of iato -mm mi. fswi 

'fiil^ mt "fAm of oJ^«iF •asdli^- %® «b» «»s^» tl» mm^ 

irn^w^mk^ ia tfe# €a«l«lk»a mm ̂  Jb*#- #•# #•« 

«al RtratioH® mi^ bromarliflB?'^ «f 

l«»|^ltlim. "Sie®# sane •mmmU.vm wltfe 

-im-- — • -ytfePit W''Slal|F-lPi*ami*iy^i**ww**e^^ «i»lP-W' «fc wnAi*^ 

iafc# ft# J» f«Hr- t3^r®daeti«i 

• # 

©f itt%® l»» Mfi S*»p®»4tlaMi ijewalir## tlw -fe®dio«s 

•aM e®8tlj |ns8.pM»tt«i ®f 4#6-diJ»^«^pit%«fM©&yaa« • 

. t« tl» ## »4« $mk»TbEmiy toal 

ti» mm i.,8*^idmti'p»«: m a M-mrm ®f Is*# #r 
m 

MmaAmMtim --ei :S»S«wiS,««(i1s«Aa9€13b*»«lte*«a pe»» mSLj 

^^l««®iib»iit©fte.f®ai, farto-r l»i «l»w tl»% 

^Kirkpntriok, Doctoral Dissertation® Iowa Stat® College (19^)« 
^%siith^ Doctoral Blsserbatioja, lam State College (19SS), 
^Bradisy, Ds©t®ral Disacrtatios, lom Stat® College (193T)« 
^®Barker, Dootoml Dlss»rfeation, Io«sa State College (19S7) • 
i^kkjok, Bootosral Disa0rteti<m, Iowa Stete Collide (I94t0)» 
l%iliaa« aad Youasg, J. im. Oim. So©., 8e» 1410 (1S34)» 

ai*r S&*TW, (MsQ), 
^^ilmn, Jaoctej> an4 Swislowaky, lbld«» 61» 9§4 {19S9)» 



www.manaraa.com

imtim of 8f8"^hydroxydibemmikmm^ yi»Mei. m 

m tfet-

«f Z^BmHsmm^MMrnGfitmn mm »b*».4aMwl 

•&&» mm' iiSmsAiml wi#i «»• ^ •th» l*i««tttoisasis-

I,,i««ihydro3sydlbfta6iMP*fWh, mhmf^ mm^ t^gigafttaii m 

w«re to clarify Itoit stenete*** #f 

^«s# ppi'teete# %o pr»i^rm ©tt®-*' -AirtmM-Wi -flaT' 

mt Mhmmmiumm •mM.fHk miiM posses t 



www.manaraa.com

« 
10 

I I 

I 

^  l i s  II 

I I 

I 
J Ml 
I «i 

I 
s 

I % i I 
; 1' ? 
i I i I 

I I I 



www.manaraa.com

; mam. mi  ̂ T^ rP ia' 'tm ^ 

M«TOSfI®fl:D 'WBlMOWlilS 

(Ml 

m C ») 

im^uB Ci») 

W#P*. 
/l% *,. 

(20) 
(a. 21) 

l*ai0W%Mi%«w@fte®»a mdsm. Hf Cil) 

'9.^ ft- « TmIii*!' ilti'iliaii nil llitiM"- HIT! iT^ • *S8ll^^yNbS^S^lNE'S®^S^Il3S h»p^ 178-180 
/ 4 ssa. 

CM) 

l«ti-Ajaiaoae®tjrl<iib®n««faf*a 
(florid# 

SS=i|*^IE6' Cti) 

^iiMf Pi^f* m (it) 

4^oridd (24) 

^•^ffllraan, Browx, i^ysmt«r, aiid Kirkpatricki,, £• 5S2.*» S* 
2473 (1934). — 

^gwislewifcy, 1^ Coll* £• m (iSfS) 
^ sifs « 
jyGaJL«iw!<^» 4S'« (18S1)« 
1^* ijgWtta, 8»p«« (»2|» 
f%erma pat<mt ^17215/ C. A., 28, zms {19M)_7. 
®%{WNrWlig 8ol)itt«®tt, ̂  S* 522.* * 
®%lla»aj, BBjrtE#r, liitll#,"*&»d B*«wi, J# An« "Sw* ®i,» 

CIS®)* 



www.manaraa.com

wmi>,i.i;».ji»i.-it>:w.«wwiBfc'»rtriinwiiiW».iw»»WiL.W.'i»»i,Mi«-î î iM»wiM.w»iiijWiiwm>rii.[«iiiill|lllll|. 
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-1 , II •nr II. 1 n n--- vr -f • -

h»p, 246-280 
/ 20 fflw« 

(»f) 

mM Puj^®*-^ £• S&* i2B«» Sb ®® 
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11. • 

-af: ^ ' i..f # 

piorat» im»im (m) 

fil®1i5y34uaiao®ia:Qfl 2-4ib©asoftjii%iii«» 
aarylat® tgrtiroohloride lii (i«) 

hydrochloride lfg-193 {«) 
lj»f» i69-170 

/ 2 iffiR. 

lai#»%i«N€*4aN»w«fStt®«as»iuf%«^lio 
mm zf»*»m9 (m) 

sofixrm $9*S9 (M) 

»oitai*a l^drochlorlde (24) 

ItoWMi 'î ipcM l̂orido Iti-iff (i) 

iumn metblodld# . $m^U»§ (40) 

piorftte C^) 

S-Bthyldibenteftjiswa b.p» SiO 
b.|>, gl8-2i® 
/ IS aim. (m) 

b»»»» 
/»».  ($) 

fumi Btsiil»y, J'« 4n;.. Clie!a» Soc», SO, 2SSS (19®)» 
^%u8ettig iffld 27 iS,* Soo»» 57# &02 (]®®). 
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IS. 

Wmm «f Qm^mnA . / . MA • ie'tweiae# 

t»f«"(«%drees3f-/^-»di®th|'lliainoati^l )-d.lb«a-
75-78 

b.]^, SSO 
/ 3-3 raa* 

• m» 31). 

SI<»|o(«]^dr^Ky-(3"^0thylamiao©tl^l)-
Slbensofuran hydroohloride Bf*l^ Ci% m). 

2- {(^-HyxSroxy-^f'-dl ©thy lasainopro jigrl )« 
Ijydrot^iorido I4i m 

Zm («<-^J^dro3cy« )-
SibenKoftxfiui m) 

i" («K»%drca!y-P-'^i»s#iy Imiaoetl^r 1) « 
tm) 

|w is^ifliylaalno© ly 1) •• 
{ 2 6 )  

im} 

aw|»( «»Ifydro3!y<-P*©thylamino©th3''l)-< 
dibenzofUmii i^'droohlorid# 'im 

•C»l 

if«st,s (m 

3Li6.@-117»t (2S) 

dr<Miy» (^plperidinoeM^i)* 
dibenzofUran benzesite •lli • (25) 

8»»|< -^droxy-^-piperidlaoeti^i )» 
dlbenjsofa*«ni i^dro<^lorida 'l^eSSl m} 



www.manaraa.com

Mm 

JL». . C6-i®t.3w»€) 

of ««p<eiini S#.»̂  l»fere»# 

142 
112 

C«») 
CIS) 

g-dib̂ nzofteî a 
Igniivsohlorid® sii  ̂ . im} 

b.p. gsi.̂  
/ 17-18 Ml. 

C »l 

hydroohlorids m%m§ m 

Bi<» |of -̂ tô l̂ -dl̂ î lRsin̂ srttQrl) -<il̂ »lS0» 
ftiran l̂ droehloridi it»» »i) 

f̂ ran isMi fSi)  ̂

f«»|ê »K«to-/̂ -diB»*«Nwiao«thyl )«dib©iiSo* 
furaa hyd3WAl«rid« Ea»noî drBt« ( Z $ )  

(m) 

ft-100 (IS) 

(as) 

oi\iraa 46-47 
b,p. 164-16S 
/ 6 iaa» 

CM) 

•• mdm %i3?«w ê*iiii ajĝ fiAK; (as) 

4S 
b.p, m 

(s, «) 

*%^ti iuaS Shijsdo, J. Pham* Soe* Jnf 
Z" 0. !•, i», m d»Mor 

 ̂li» iTi !»§§)• 
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Sw» ê̂ QBpwisrt 

im 

3l«iM êi3L&i8aiQEUSo}.e 171.6-17S CM) 

13D 
b.p., im^m 

C»»- S8) 

Stoi!yl"I-4ib®a|jafcf»a8a|,f©» m (4S) 

Cts) 

t-ProploK l̂diliemofUran ŝ mioaiê ^&sosae Si4*i86 <») 
l#t# 5,4»fet rahydre^- (>f •••ao#tott»i* 

propyl) -dibenzofaran • tli C i) 

aeid im»m { s) , 

^tmij^dro-g-dibejoac^̂ aatê ft# 
meld hydr&slde 1 «) . 

fft̂ iJwhydro-g'-dibenaofummY-keto* 
bu'tyria aoid isi-isf*§ C i) 

t#tirahydro-2-dibei*ttl̂ »«iVy'»af1t* 
i i) 

lifeEiî dro-2«dibenaofm*B^®iyl« 
ffliia® l^roehlorid# ( si 

«»-«t C 3J 
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16* 

I* 

l«e ©f MmP* rntiimmm 

wmms^Tiwrn) mnmi.m'iJBMm 

S«Aiit%®to»»^r«aodlib0nzofuz«t 240-241 

t9ft»#8« • flS) 

• mOm  ̂ ' ,CM) 

i*A«r%4*f««wilMlb®mofur<ffl ' fS#) 

S-A®B%l.««««rb0meth03!^d-ib«mefta»a If^-ITS (8^1 

i»i4 Mpi^$ , (14) 

l»Jw»%l»i«^tSiOE3qy'<lib«a«(»^^ iZl^iM (i# W) 

iM 

l-Allyl-2*hytsa3sydlb«nEofuiua S3 (M) 
¥..©• 17S 
/ S i»». 

ff*€S CM) 

i»/minob0a2 ofu 3?©» 
i^ia«oi« im} 

MrnMlmhen&oStj. rts- /i»%^f_7-beaiilN* 
thiajiol© l^drochlorid® IS© i#«# (24) 

CIS) 

»©i4 iP iiw* (•^) 

£• is» Bs.» Ss*# li» 
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law at emfmM M»P, ,Befsy«»« 

f«itelso«»7 .»8 ,9 ,10""t®tral^drob«w®* 

labloride 

dib«n£ofUs«n 

lf®<-»Cii»thyla®iao©thyl) 2,8-di-
%®n«ofaramdieRybo3!ylat« di-
l^^roehlorid® 

127-127.5 

b,?. tSS 
/I 

 ̂ firifiii ifi III itf' I  ̂rt'wi iBt'iyn'ft 1—•'I lit rt'<n •iifli%>,j."m*wiLiir''̂ j» iM 

m 

129 

im*3m 

ISO 

lii*Mf 

ts-i«w 

Ctfl 

C^5 

124) 

|M) 

Ct4) 

(€7) 

C8«) 

(«) 

(18) 

CIS) 

(If) 

CM) 

C«) 

<») 

(4i) 

.^%ermn patent SS0»327 ^C» 4«, it6» 4032 (1032) _7» 
^,S, 2,191*300 2" C. X., iS28 (1940)/• 

Ch«iiay, aad WiuTsr^, Ch^. Soe<,, 61, »§! (mm}* 
®%ilma, Yaa l«s, and Bayos, Si, '64S{ (l9^J. 
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is. 

of •/, " M»P,- a&fefeawif 

feeii • • -m • 

.^l«^'*itfe«mpjte-*ancarbo3J3rlio «ii 1^ ^ Ci# 

170 ^ C48)-

i23-ia« ^ • CM) . 

115-11S.5 (51) 

98,5 CM) 

117-118 (16) 

9--8f'f«)ewaffaiiM4ai!WjaifelCTgl^^^ lMa.:Wt (50) 

IJ"" 11 Ilk w#i si«.i*iss*s ci») 

(fit) 

(IS. m} 

SSSeSf (it) 

(m^ m) 

390 dec* (5&) 
@65^3*6 (S6) 

tpi#®l.«#s%»^»dibenzofuma »•»- Ct, If) 

and l^bota^ Bull* Chsmm Sog» 8# 4iS CtflNl| 
_ fQ* A*» 20, 3091 (IS^TJ• "* , 
^f)5^8U^roTlBull» Ch«i8<, Soo« Jftpan^ 16, 61 (1941)/"c* 1., filH 
®%ttlll3iiie», '§K^0 ^31h3SsSs^r ?li T1&S4)# 
®^GuHiaa2B« and fttdfield, £• CjWT Soe*, 11U51 (19SS)» 
^^CullijaaK®, Gh«n» Soe»T gWd?^. 
®%am8hiro, 7* |^. J&pan^ 59, 186 (l9Sn)/"c. A,, 908# CttS8) 7, 
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Mm 

Wmm ©f ©ô mai. 

ISO-lSl 
b.p, 212 
/ $ jm. 

^ <S, If1 

'1
 I®, 14) 

ISO 1lFl|F1lr 'iwnw  ̂ Css> 

. M yiijs J-f ' (18, m) 

3 «6~Blmimdil3ensoi\i ran (Si)̂  

1st CiS) 

I1I-21S |s » li ) 

f ,s*0i6*S®®tiS#roi#ite'SMi nn 4®©., Ci«: IS) 

t,8«Dib«naof^raii<iisulfoaie m&M, 
5̂s) (5*̂  

-iii-

m$. S8) 

(») 

nfclerli* m c»> 

15C«l^,S (51) 

Its m} 

lii im^ m} 

m) 

©ai ## jPtwi'm^ See* •JupMi.ji S3t SSI (W8§) 
A*, IS# S#4# <10ll)7 • 

aM &mmm &«».>.' «1... Htl CitSt), 
®%offt9eistei', Amu, 159, 191 (1871), 
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m* 

SMI® &C 9&afiiMxwA , •• 
, lit , , C»# «) 

Di«-fchjrla!!daiO®thyl^2-dibe n.aof!.t mn-
o&rb€^Iat» h^droohlorlde &m 

•(^-) / 

im) 

M^ISiylajai^^etd^i T-^tro*2-«diibexMio*» 
i!\irs»8S6rfeQxy3At9 hydroohloridw 161 Cisj 

Y^pietl^liualaopi'opyl 2«dibenzoftJii»* 
^Af^xoiyl&te h;^roehloride iff. (16 } ^^%rwt •« 

b.p« SM 
b.p, 197-109 
/ 20 Ban. 

CSS) 

Cto) 

•#fe C«o) 

192-191 (61) 

i4i»i4S (f, l») 

I ifS»Di iododib^naofUraa im . (18) 

CM) 

8B«» 
b,f» Wf 
/ S att»^ 

(»# l») 

0,8*Ma»i0i^y#Jwmofema U^IS If) 

«• Ci4) 

®Qa«rma 6?9,&76 /C. A., 636 (1940)7  •  
®lFr«jieh pî W% 8M,719 i*» il* (1938 |J • 
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Jt.* -

»»• ef M*Wm 

«f (if) 

1« 8«Dl3:iitrQdlteffl|#fUir«& mi-^m lit) 

2 , 7-DinitrodlMa!|ofi*#Wt. mjtm Cw) 

!»*«» 
/ %M-

•<») 

MmBi. m Cis) 

'̂ ' ifi?lli1i>̂  ii*ii'"Bif>«iH 1 • r*y I'l'̂ ii Iht "W ilii1 Wk |«3.) 

-ift. .-*y • an gifc'itfi iltiTi y 1 1̂ '̂ liwiMJV 168-li»9 
"b.p* 287 
/ 7 xra . 

f»* tf) 

Cil) 

l«%ii^y-(a-or 4-)bresiodil>eruEoftiram |.fS c»i • 

CM) 

im*tm <63.1 

ĵ .....1ffe«--|-,̂  larijiiir'i |- *yiial1̂ '1 If .lSf*»»« '(m 

177-178 

mM 209-214 i»#» • tm 

lll-Jll»i ( M )  

iTilftllffcf 'i'"̂ ?̂ liiLTllJt'tf t̂ririi!M'"'>iJU'P "if m 

®%il®!6Ln, Willis*. Opei:..#. fciOs;, Sm SS*» S* 
667 (1940)» "" 
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Mm 

Table 1, (f#atimied) 

1MB' fi.p# 

Cs, U) 

wEefeEB m) 

Sw%#3r«yi<«i«<i®0thyldibenzofu*«ai CM) 

gaaHgrlguaaldo )«»di1}0nso» 
faran %dx^«^loride im) 

fwtot#-? ,8 ,8 »l{M:«trai^drob«aao» 
£jiJ »SMTtm iif m) 

f-S»1̂ 7ij8 »9 , lO-tstaPfehydrobenso-
Jh J ll~21 S-NJ #*!*» m) 

Ill-IM • i», m 

158*XS9 

/ 4 HB3, 

(IS) 

lfl»*lfS Cit) 

acdS 1.56-lS? 

&oid m) 

SwMethyl-l-bsasofuro* 
lmida£ol» If® (») 

l̂i9ta:̂ l«l-'b«3MS03hl*̂ /72,3-f ĵ eiMS-

Sa4-itei©I» ^-ySTm/Z^Sidk^.. >i^, Ct4) 

2«iA8l;hyl«S"C®.rbo!netJioxydiben®ofa,3rata los C44) 

2-M»thyl«»8-4iben«ofUraa©arboxyiie 
>m <«) • 
m m 
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at^!®<3usd a»t0mmm 

J|» f f w (««) 

E #S ?-athal€^Mib0a««ftti» ^ sii (Ml-

f##i CIS) • 

•K-̂ W (m) 

fRISOBSflTOfBD DIBIMZORTEASS 

aofUi^ ^44 WTB* im 

b»miofur<m 270-271, (24) 

#jtig^iia •.wrgEw^^sl^mr' ' • •  

&®r<Kao»S-a©®tsMatao-4«®i#aij>fcwiip» 
carlioxylic aeid 847-247.5 (SO) 

i^romo-S-aitro««*«A««lii^iita^ 
sofurmx (mP) 

sofajn&n turn tm m Jh-' 

J' 

bossylio aeld mirnm (m) 

8-Brra®©j»yrido<ilb«a«»ia«ia ( m )  

i»0 IS) 

i m }  

S î 8»Piae«tasil3U>-3**nitr^iben£ofama «i^S2S.S (m^ is) 
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AM Wmm 

m%i« I, 

mtrnrnmrn' 

lii '̂BljKelshoaty-E-KaoetylditaMefeBea 

«ii!ie 

lg^Diffleth^sy-8- (e '̂weaainoethyl) • 
dll»«n£ofureua iiiydreohloride 

^8«13te©tijy 2«mSa0»7-ic»ts©*f #S ̂ nlO* 
tetrah^dro- Z^./ 
Z"2,S"^_7«l\iran hydrochloride 

,».%i»i^,8t-dinltrodib®iai®&ii« 

S«*«g«Mi!^%iat#&ro»/' S,6-b7*teiOi«»' 
fii»ia«%S*dS^0W!» 

*bezusisddfiSoX9 

t&ilorlSM > 

291.5-293 
212-415 

157^1S7,S 

Ifg-170 

193.6-195•« 

IKKllg 

teft, 

185«186 

277-278 

tff 

mB Arnm 

mW 

$m 

m 
(§6) 
(28 

(24) 

(M) 

(M) 

(m 

CM) 

CM) 

iU) 

(9,» 19) 

m) 

(If) 

Cit) 

(s» w} 

im) 

m 
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Iabl« I, (GmA'immA} 

lA Witmmmm 

Methyl S,8-4ihydro3Eydil)«nzoftiraa-
l(or S)'-af«'Oxoaoet&te i®i-» ,, ' (».. It) 

i«0* C»i) 

27a^ff im) 

«»*?*» -wfwJIP (m) 

i,3^8-frinitrod[ibe«iiii|lt:iw A-iiLAW ffTfti- est)' 

(is) 

B ,4,6-^riaitsjre4tt«wii»fei» 060*261 («4) 

B ,4,0-Triiii'teP6itt»iMM^»» fiS): 

ISlTOJ-lS'llWf® 

%f-B is-
dibeixsofuran tl« (481 

dlbenKofUr&n 25fwi-ii6'0«S. ĉ ) 

1 • 7'*Diacetamli»-'S,8»diaitro4ib9nso-
fttyan t8S.»S««f . 

a, 7»Diaaino«S,3-diaityodib«(as#i* 
» 4» »• im) 

1,0 ?*Dibrraao-«^ 
M0ta,mm <t,. t») 

®%aaa8hiro, J« Chom. Soo.# Ja.i»n» S9, (IfiS) /"S. A., Si# 
605 (1939)/". 

®%««eMro, 2«M* l2E* !£» 1^41) /" ft» A»# ^• 
ii40 (ig4i)37nr 
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ST. 

Iitibl#: I* 

-̂ Mki jlk 3lltilSfc*6k̂ 6toe-*wtoM ' ^^9 lax 

2 , B~Dil3romo-4 »6"«di8ani»at^ag#«<«-
lUran 276»«ff.«i • C«)' 

t#»8il3i*CBBO-4,6«4itiyrfe««rttia '̂ 
iib0tt£Ofui?{ts 27S (66) 

t.»i»Mbr€M©Hfe,6Miibtai6®«a-we«iiii^ 
boaylle aoid >350 (iS) 

l,jiSf-Dibro33»«4;^S'*4"ttyA«B^tt«a«iB» 
fumn SOl-202 • w) 

omo-a ,8-4l»Be»«^lbsn«ofu«Bft lS&*iif• (S, It) 

It 0 ̂ »Di0&xhcnm^0x^2,S»dimihoxy='' 
6Xb0ntofamtL •(»• •») 

fciMl tio«Sii 

t,8*-DiBi®"lho3!;y-S, 7'-dia«i%a»»^a^ 
dibenaof^i«a 183-184 (»»- it| 

t-4ii,^Di»i®i3i03Qr«-l,g t«dib«i»i«l^i*^t» 
eftX%)03QrXie aoid t?«« 400. (i#.. »)• 

S,8-Dlm9'Wxa!Qi^S,7'-dlb®w«^i«KaAi»ir. 
cajpboscylio acid tW -Aps. Ct* l») 

furaa X«8'.»» (a, IS) 

farea C»» ») 

tti (it) 

^%npAl>li8hfid studies %• il»K* Dickey, 
SWtmn. Proc.. Bm> 8«. (London), A^. Wl 
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08* 

m>u 1. 

«#• :a»f»r»fflsi« 

£,S»7,8»fet7abro!ao4i'b)WffiMl^^Uii S06-S07 <«S) 

•<is) 

'A A iff fY '*yift'i^ii"yifm'^lit iii-i>riiii « ia tf'ff'%11 h'umrrt rm'̂ -̂a ̂ "ririM'imn 248«249 m} 

2 ,4 ,6 , 8«fetPain8thyldlb®n»ofu rea ( m )  

is^«4- m) 

2 , S ,6 , 8»T«tWMiltr©dl ibenjsofu paa zm^zm (66) 

2 ,S»f ,8«"frfc3B8Bil*r04i%#a»»tefi» 285-286 CSi) 

S ,4,6 ,8»f«1;nmitrodibenaoi'u»KB. tS2.»S (60, m} 

iPKNl^iSOBS TIIUTKB DIBKHZOKJMSS 

111 x%n« 1,4"^ iBoat sss^^ 

..
. 

S,7*Di)m0thO3cy-8->hyt3rc9^il»n4O« 
furan»l ,4:-^ izu»3» .ISO (71». 

a #7»Pimetfxy l-g-hydross^difeflfflSiN* 
»4*<p ijB^am ai8-^o cm) 

1,3,4,7 ,8^I^ntameiai<a;^ifcifW9faran 109-110 ( n )  

^mibev^BT and Bran, 40, 1949 (1907). 
®%or8h« end Soholten^^Ber., SO, 606 (1917), 
J^on Alp»n, E»e« Sl» 
2®*'̂ ^*®®# 2iS»e ©o» • A3.4Sa 225 C3b&®i5» 

l^Sak* 44« Otis) r0« 4*11 IS., <W©lf 
(i9sa)7 • 
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' m .  

i*. 

lj,4»8-Triaoetoa^*%f*€iaw-ttt«i5g/€l» 
b0ii£ofunii2i • m i n )  

b«2usoft{rftn .i» 4»tt. ( U f  

l»4#8»fri}J3rdr<Mr3r-S#7-»tll®®t}i03!3rdi«<' 
bea«ofUraa tri-^nitrobeascsate « CTl) 

aSK^^UBSTITOTBD DIBKIS0Rim» 

m 

1,2,6 ,9«TetraReeto3£y'-S, 7-dl»tlfc«ŝ * 
dib®n«ofumn m} 

^ a#' firsij pw»H8««'0«i «f -itkiWiiftiRiwa mm 

ia^ ISSa# this o<K^ouad l)3r ptai-jpiHit» wl^ Hw» 

tA^r HoffSE!»ist©r aM otheifw"^® promsd it® ®-tam«rfte3», a sRjttr emmsmimt 

Tf 
mmfm e#«l • -ftila hm.ml»9 'h»m 

MM pwpared "by 

^^rdtman. Jam,, §13, 240 (10M). 
JjLesiB^l©, Aan,,"!^* 376 (M66). 
^®Hoffte»ister, Ber., ^ T47 (1870)i faub«r asd Halberstadt, 

I®, t?W"(l8B)| Bawtr «i WBi«®g3i*%#jr, JM£»# S4, liSt 'CIS®!)# 

B#r»» (ItSS)# 
^%«ttaaa ^t«a% m,894 ££• A., t4,. t4f* |lim) J* 
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m* 

iwsatttly ta jlmM S#fcri§®6-f-«i'ter©iib«ag@fti»ja*^® 

#i«9isfi%^>iaao3cyai'b«nsofumn is -pfc^ftlati i*bromO'-S-carboiHeth€9^rii%«ii>»-

•&©• hmmimtlon of 2«.b3P«a0»*4ib#a««fcii*a ,&«« hmm 

»arli«r. 

Hitrati»#. #a« ©f •mwf i»fce:^-tiJ3g iabstltetl®® 

#,f %<•«»«• tt ta'ttlacte fositl«» aot riNaftily •«%'»• 

4a Diwot ai-fc*m1doai «jf Mkmmainmm y-i#!#* 

bat «% ••tti© t'iait- «t, Awwafe «f B«aitr»*-

i# ffc# nitration «}f S-aeetarninodibemoftaimii 

g#«« *1-1^ iwsdfely t© -^lald 2'«nitro-3-ao0tB;«iaodibaiizof'Uf»a« '̂̂  

l-Ao®t««S»Hha«^i^ftib«Mofui>ma giw®, m 

24 .2-aiti^w#*«»^oxyx5ib0atofUr'an, * Sie nitration sf 

l«t«-«me3.«Re'" takss plae«, h»H«-r®r» if o.3» sa#l«s® '#001* 

tiAaa' * g^f w If' 

I# la •««tering nitro gr«f attacks -Wt# 

If »Bg»tl.iPi- g»ap is in the 2, or 4<-position tti« enterij^ .«t%Na gimip 

a»y g# iat« Mie S-, or 4«po»iM« oa 

expenmeutal conditions, Dinitratim of dibeajtofuraxi, ©r fttr^»r 

mM.mM.mm «f .S»«^fer®4ib®nsol\iran# yields 2,7<Maiaitrodibgffliofte:»8««®® 

' f f m L  is obtela#d 

nitjraitica^ S»ilbeiizoiVirano&rb©i^li« acid yields tte« f-iiltr©* 

iairimtive®'^' at-femtioB mt 4«<NWi%'«m8lftio^yiibeas«fffl®«» 

bo"te tl^ t'X'aitro"- *i«I iho 8<-nitro»dS.fe©»3SOfa*»». derivatives-.,®® Sijd.lar 



www.manaraa.com

m t-

t 
63 h4 m 
i a 5 t t ^ 9 

I $ 

S 

I 

|l 

a -
* 
® 
$. 

m 

41 

f g i  
e o o 

J <ip| "H 
M t# •d m t>-



www.manaraa.com

1 1  
s a 

1 

i 
5 

I 

M 

fS 

o 
49 

c o 

I 
© 
t 
%, 

% 

5" 
»< (B 
$ 
o 

s 

vi 

•rt 
HI 

$ 

I 

I 

t 

s 

I 

I 
s I I 



www.manaraa.com

3S* 

iKii Z S-diacetj'-ldibeiiaofuran,^"*®''' 

lift t# iti a»« for aoyia-t^w# ^ Wm Kpi»i#^emf%s »aetlo« 

im& rXso b»©a used for pre|»ratxon of and pJiosj^oms 4»ri*^ 

mtiiw® t£ dibomofiimn. tlxe reaction of ajfB^aio triohloria© wil& 

micrtjaa AX«rii» aM' ^mmrnrnm 

Im * #:tai.lar mnner acti«« ©f phos|̂ oi*i» tfiehlorii# 

.«-a&eais-ttfttfwft Im ttie pmammm' ©f «lwliiw» -fltelort̂  a ai«li'l«.ro* 

fh^ftojaodibenaofuraB, ®f «ka^ straature, but 

If. 
a#®' *mmm& lasf'feiifti## hmm. 

fr»p63 '̂ irti^ fJBOothly from 2-brtaiii4%#»s®&«tt 1^. a^itm of ia 

llqaM 'Biia M-am m%imA witJi t̂ ^8-€ibP0»-

iib«3W5ofu.r8sa# p«rh&ps ©f iiaaolubility «P •&© l&tt»r e€mfasa4»®»^^ 

A atfe}i©€ f©r til# p3*e]^x^tion 

la Wim r»a®ti.«ft ©f t-^:r«5itt«a«©f\i»a with a*©aim ^roxM# itai 

»« la m flii# ^%iiod 

9 
tli« «î »SA4» «#• Ife# •<» -wsH, * 

Buiix'atmr imm fmmM %© to# m mtf :mmMm 

mm mrnxmrslm «f 2,S-di^&fflKj'dibenso-ft««ei t« 

MmmmwB nf this to %©©«»## 

aje-dihydrcKxydibenzofujsan i» g«ai©rally twm g,8-piitef»^ 
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Sf* 

seiiig riag 'Ana It mm hmMi. 

m^ag «f hi^w^l ^srl-miAms wis&i&w to 

t *<^loroM.^h^J Mem Imm In «i# fatest la 

%h««# 14i# hydniG^iibsnaofurans are f»»ptf»€ tsy a»lti»g tli® 

bt^Dia^fl ft&ali hydroxide #?• alkali «aue|j«»i|«« »& 

mm- gtwa m t© fl#,i4s «f «0a€iti«af' fer ^ In 

ttil» BWfflsssr^ S,i*itfcg?€ro3Qr-, l,8««4ihydroxy-, aai 

»#ttwai Iww 'hm& 

St^ olosures of the phenyl ether tyjje# .M^, of t&i 

fSiifi^l. t© yield 2- or 2»8*sub6tx-te.'te»4 il.fe«i».«tfttraas Mm to««» 

iwjy swQ®g«feil« la g«a#wkl, m @»«sJto^pi®3^1 #tik#r if-

dl&8oti«©d aM h«*t#<l ^#1 «-stpijftg rnl-mmt mM sbA m «r 

phoBi^iorio aold* It hm- hmm ©I»«rws4 la -bk# f»^mti©a #f 

or 2<6-sub8titut«d «»!» gf«f t thteRagh, w&ieb 

ri.s^ ti ,»wiwteitll^ m%mmA. •M.m&kim'bim.f w«% b# ta idk® »«© 

tabfitilRiont whiA 1«. t# fee ia tlie 

fiMtl Otherwise m ris^ ets«» t«k#« pla9«» ftas- iM hit#-

hmm imsA^ impsssttl# t-# f ©l»« i-ehl©g««^©-laiefr 

wi%h »-jme- ««»• sulfuric meM th# li^a^ 

al.iftwyt ot t'•6mino«4»ehloro-5 -niti^lifca^l .#%h«r f«efel«ro<*» 

f*«dtro€t%fa»«feiSBt«-® la it •mmmr '̂ -*4 
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Si... 

of wittt -

A selutioa of p»p6.re4 tpom i8»8 g» ) 

©f a-to»tyl %3Pottii« sai ,S*S g, (0.4O' g* at«) of lithlm ia iO ee*. ^af 

«<&«r was.aMtd to 8,4 .g* Cq«05 aol®) of dlbsaaeftisun In 40 s®# of ©"ttker* 

Ml the aanipulfttioag and r@&otiess wem ea,rri#4 nnimr a. aitrogea at» 

»6s^@i?»» ®ila solatlm was stlrrad and rcflussd f«.r 10 kottf«t them 

&M fflor®4 oa orushsi^ »oll4 eaAm After #xtme%i'Oa 

rf- *©Mi« Mttertml with po'tess-iiia liyixmid# wai. 

a^Mlfleatloa with iiZuto hydmc^Xoria a»i-i» "feairo ma ^(MtedmA §».S g .  

(61^) of o»i» 4»4ifc®azoftimH®&rbc-3igrIle a#iA# »»p«. E00»204i®# Ift®-** 

•3P@«*y»t&llig«,tloa froa -iilttt® a.le©fa©l tte yi#l4 ®f pip» 

aeM *# Smfi g* a*f# 20S»f0®®*-

la a4<il-bi©a g* of l*i-'Mib«a2oftt»|rl, k«t©a® ws oto'fa!tto«4# »»p» 

ftiystalllsatloa ffoa flilate ©tl^l al'Doh©!,* fb» ©f 

this prMaet was #onfli'Md by a ®ix#d aeltlag. point •with an aatfe®nt.i® sfesisea# 

to'* smm& #x|3terlja©rf; using a iai^# «oaat_of fowier®^^ s«ll4 ©ai^mi 

<11©:kW#, tb® yl»li of 4-4.l1&«aofiimae«.»fe'«ylle «toM wm B g» ««p, 

209-210®. 

Mefa,latioa of dibeaaofurftn i»l'̂  glwayHtthitta 

A ••iolttttea of phj9aylii^ia»» ff«far»i fr« 11 g» (©•Of wel#) of 

'k'mmhmm@m tmi 1,«4 g* #».8# f» **«) of lithiwa ia SO ««», of ©ttwr# 

m® to g, (O.OB !lib»aa«fua» ia 40 6»« of «-Kli®r« 
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®ie Boiution-wafi stirre4 «.wi r«flu2ced » tours, th«a #a solid» 

|>owcter«d e«jc%i» dioxide* ®i« «eidio with (ftilat# 

#©3»ti©n, -liiiiR % -Hi® aiMitlm mt 

dilute ii.;^i»6hloriG Mid. The yield 4-dib©n8ofUraj3«w^be»ylio 

mM t»S g* m.p. 190-200*^. #»<« fmi-

talllssd fr€« «thyl aleohol to yield |*S g* 9t pi» 

M m «xf«r3to«% ttai- yi#M- .iftjf «*ai» &®M « g* C81^-) »i 

of it«i:i iwa §• (46'̂ ), 

ff«« «oa '̂i»«4 ww,t»| »»«l#a<s# l.*t g.» C6:*1 |̂ ®f 

%4*|f»iife#ns!ofuryi .»,p. 172-173® a^®.r ®3rystalliaatt.«» irom 

al«*t3,:«. A. mixed aiitiag point with an »ettnwt%ie t^siwa sikfflwst m 

M. addition abouti #>#f g. of usfeMw mterial, Sf8^179®, 

©fctaiaiA# fkim la &l«efcol* 

wi'to lastfeeyllithlua 

•A solution #f aft^rlllthium# frepared #»»t I4»t: g. (0»10 toI®) of 

iodide axA 2»1 g* (0,30 g» of lithiu» in 60 oo, »f 

mm. %9 m ^ S*4 g. (0.0f mi*} ®f <Sb#as©ftewa ta W m* 

Gti ww stiri-ed wad rttflWEM tm I© Biea 

i* "w® •&• Midi® 

produd' *t# wi%h dllut» poi^wtaa -iolatim,. -aat 

•preeipl%ft%ii4 -witli dltet# l^roefe'ldflo fh«- yl®M ef &mim miA 
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4%* 

wus: tpmm S® pmx' mmb 

#^1^1 «1NlA#l %©• yi«M 0,S g, ©f l«tlc #i*diT30nzoflirane«ttfe«j!yli© 

mmMp Mmf* 209-210®* 

Itt % #xpariaent earried out under tlie ®«B# «CBidl%i€»w.» %ib# 

9f«i# jsrield ms 0.4 g« (3.^), m.p* 20a»20f®« ftt* pe^(i»dl im 

tmm iO -fwr ««% #^^1, »I«A©1 %» yteii 0*S 

»»fk» 20S-210®, 

tetalation of g-bromodibenzoIXiaran with pheiwllithium •iwwiiiini 'miii ninm—wmicii' •mmmi'' WMW mmiBi'Wif iitrnnnwiiiiri«njinwBimniini«a»<.»wini. Bih.wnmnw -nf iiii».ipww"<iin» -iSw wW'<iqw<JKiMii.MiiijWii Ki'iintoi mui-iin W-MWI 

:M 80lutim mi t*9$ g,#: (0«0I a»l«) ^ 

«ai OwSff t» C'&'iiM g* mtm) mi MMiiim. to M 

mm miimi t*SO g, ^'O.Ol mt*) «f ta SO' m» 

#f th*. -ms -itlf*#'! »%• rasa f©r t© hmm^, 

V%m powdered, solid carbon ii^4d»* »«Mis •pr©dtt#'fe 

inyi with rery dilute potassium liyiir«td® solutiom* ^sta 

ftddiMm mi dilut® fcydrerttlerifl iwgti* 

t«*i»t»«4»^lfe«assofuranear'boxylic acid wk# I'iorystsilliaei fwmi gSA#l*i. 

m0ii t® yltM g# Ctl^) ®f 

la * y4»W of' pair® wll 0*i g#- (l?^)» 

»#]» imm mm mts$ %km emm-' m 

mmfb- tiatt &t tte# 'WW "Swr 

fields stf piiwi p*©duet were 0*7 f» (33«^), aai, ##8 g#-
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-of 3*dtl»»zofuryllifchlua 

Ife «. 9t 12..IS g, (o .05 *l«) of 2«bro)aodi%iSfa.t«ftaf«a. la, 

W •«## '«?• so #«» of benaone ia aa ataisssi^ere «f altragwa 

•iwi.gtiljif l' f* g.» «t«i| of litttwm* Sma 

!T)ar^ howrs refliixing ftad stiiTinR;, %!» reaotioa, alster# ws slga 

#f r»B0%|-«a», Sta» Itol® adght b# .te® t© it i©«ttk%iag «f 

iltM* aitrttii- #a tfc# %»•%«* «# h@tiiw wt» m tatrt 

.ftt»#fhere8 ia fii*- »f "ttk® faiii *©• as#fi. fits • fi®,lT®Hfe 

WBB H# S4t -feffltt'SSI.K 

Under «.ai» eoaditioM lltliita -IM a©% :r@ae% witfe 

i-4 ododibejaao :^,*aa* 

fo « »©la%5.©a of l#Si §,» •(0«00fi »ol®) «f 4-> îemmMhmŝ -£mma 4m 

•ft «• «^»r WW addsd 0,2 g* {0«029 g,*. «%iai «f lit̂ iu® la ««1.1 

la if: mtarfeft# solution .@wk®, m pesttAw ##!« Aftey 

•®i« hour the solutim «« ^sdrolyzii %® 0#?' g# ('SS^I 

mf mS.€s mmp» aft#r 

er0m ^iJteta; 

Mitelatlw. #f ,i«feii»®^il>©naofUmn with msthyliilfete*, f uWii-iiMnim<n/ii'i"ii»»ii|i»"imiii>mL'* i•!»•¥<» «m(' iajiiiiirt«mjii»ii»*i-iiiii-»ji,ii«i,i'<iMiiifw• /tynAniO'iar'nWi tt-ii»»!Wi)VfiWiii>ilKii>iviiii.iff.iiii>iiMiirii*i.iii;iii'id>itw» 

A mXutim «f fi«pjwt fymm S«f s* aol») of 

®»thyl iodide ia 20 oo» of «sd 0,T g. (O.l g,*, »%«) of Htfciwa, 
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43 

ia 4^ mm* •th©r# wft# to S g» (0,02 aiol®) ©f 

ia « «©» ®f Blip for iO' 

«:aA #a ffawdered, solid oai%f» dioxide. After cftrboiiit%i«a|f 

tfe« solution ymm ^irolya«d asd the aoid «« •astpwi'teii -with dilute 

|e%*tsiw &ls alkaline solution ms acidifi»i 

'With dilut® hydroehloric aoid to yield 2,3 g# (39,^) of orade &»b«9i6« 

m#ii* »*f» 265-260®, &!» ^waMm mM aJta-# 

«a.t&i:a©d mm is«i^«taie salt. After oryst«lli«ati©n tw*m fta,©!*! 

iWi«rfei» aoid mi- ^^tained 1*3 g. (24.!^) of pure 

-aieii# a:#f» SSiwiS#* 

I» «, #3cpt-ria»at tlt» yield of pure E»brom«HI-»dib«naofur®»» 

«»14 iwi; l.-#f s» »*f» 

najaateitm gg; ^ f 

rt"b^;ityllith lua 

f# a solution of -li g, (0,041 mole) of M»hie^mMhmnzofurm In fi 

mm -©f ttai if «#• #f w«- §# (0«§4S g» *^a| 

« f  M i . o f  i o d i i a t .  B f e t e  m s - :  

©®fte3t«t f#r 4 ttoa filtered into .a. 

1B. -fe 'fl^k iKft# 

iO.M g» (0.1® »o-3») br«»a4d» ia tS m* mi etlwr «3a^ 1«,1S g« 

S# «%«i) -'if' ia to mm# mi lite -mm 

«ai itdded -to -ife# solutioa 2«.dibensofarylmg3a»iiiaB 

Iw additiows is® ee, of benaexi# added to raise «ie b#iliag 
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polat# th# tm »#la%4.®w uixmi •teg#tt«r « nAiltm f 

i&rm4^ Af%#:r ••tlrriag aad r^fluxiag- #w ^ feeaw., th# m» 

pmrnd on fmd^red, solid eiaffeewi dioxide* Ute m« 

'ifittt dilut«^- fotassiiMs hj-xiro^it «#iii4ti«% p^®4fi^l»d 
C, 'l,'" 

with dilute hydroehlorie &m yield of cnids produot wm- 4«f g** 

B!,p, 2E0-g2g®, This oruda acid m# recrystalliasi twm-mw'&t^X mloohol 

t© gi*» pi'»# mMf. rn^fm fh# 

wm pmpemd f *"©» A#ill la «€ »it®d 

.f#ia* with « mul&mmMim siuaple •»« m% ^fP»s##d* ffe pwAi©t «eui^ 

i'vm. tfeis 

,as»ii.#a »f' ^ wilfe i*.t..ododibgatftfbjra.a 

A n&jMm sC »»^tyla»Ega«s4«« fiwpK»»d trm l»a® g.* C©«OS g.* 

«%«) #f imgttsaiua aai ft^SS g,»- (0,0S i»l«) ef- "hr<ald« la SO •»«* 

-Sfi s'ttisr miwl ii ©«» ef !»«*«» •«» sllowBd t® »t«fi «mmml &» 

mimr -t^^r solution wm mmMUy t© • -r^wv® 

farfeloiefi# This filtei^i eolutioa wm t# 4.50 g»- »1®) 

'@t 4«lfla©iltaiwi»JN»a ia tf -itte* ®# hmmrnm-m l&i# »#3»M»a ^wa# st:iry«4 

and refluxed for #@ttr li«w»» tliwa eaf%««fe»i -pw^a® It « -jwswieisiA# 

solid dioscid#* '&.© mgjae,#l« s«lt» w&-r& 'dl®«®l'»tl to tyi»atel0rie 

aeid, ttem tl*» ws- tmm ik® with 

,,a»4 wi'tti iiluife l^di^ehiePie ««M* fh« 

•yi#M «f «.otA mm l*ft g*^ fSS*^)# 
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M a «««oai Jtt#t «» tk# fl®M »f 

4-4ibeass0ft»fwi0«iS%^-ltc aeM -was 1,S g* (S7,^), 

yea^M«a of Ht&tjiyllithlua and ^i^odi'bettaof^iiMi. 

A soluticat &f wethyllitJaiuHi* tttm S*f .g, (0,04 

»i.^l la. m-rn 9t §.«f Ci:»lB g» «t«t) of' 

i-B M m* df ethar, -mm. t# ist «otatioR of g.» (0,01 m&l*) #f 

#4ododib«nsofurari ia ^ #«.• ef 'Ife.te solutiw niui.^.«%if?®t4 »ai. 

•mtlvmA €m M hours, tbm. fmmmi, Mioxide* 

f k m  «lutloa, m m  •»feuot©d -with dilute p<itei:S.fcm' hydroxid# 

^hmn pm^tpVm^:'by 

.of hftr©eltlerlo aoid, lb# crude yi»li «ws ©.•? g» (90)^ »#p» 

•80S-^I®» »is^sta.llxa«fei« fiwi S© prr ©•»% tbs yield 

©f ps» *8M W #*S 8» m.p. 

iHterooimjrsioa of l-bromo-g-hydroxydibengofwran ^th ..u.™-IiT,nt.irnin,n r nr, •.- •,..,-.ji;. -n'l .-.l it •.-riiUl »«• n  u r < v r - n ; v  !  «1» 

A «©l«fel©a ?af fr»pi*^d- fi?©» 16«1 g# (0,12 s©l#) 

®f »^wrt|ri 1» I® «.» «#• #ll*r «i»a 2.8 g» (0.4i0 g.,. .•»%€«J mf 

ia- .TO «#* ta%j a feyil:*. ®t»a a 

®f #*0 g.« (0.018 aaolo) •flf' l»kiwo-E»hydrocKydi^j«iisefti«a» 1« 

g®- m* ot »^«r m« «di®d fro» « d«3^tttg ftiatisl ®«A a -ttwt 

s^IalAoa nM rmtlxxxmi. t&r 

•&« rfil'tJte® .ftjf litt .l*itf'«ii»i*4®#f©3^4ife#haofHar8m 

•»•** it mm «»t pewi #a mM4 
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ia a mm il#f g*. (6»|. anal#) 

•of ma a«»i slowly, 1km iaixfeu*« wm aat 

h9.at»4 £ m  f m r  honiw* A£t#i« eooll^ -fek# yroluet i*«. U.te 

It wm s.#ir«»«.l. tiwt wife BS&' of boilfc^ f#t«>aipua 

(%•## 60-68®) to rmmmm &wy unreaelw^ 3-broiwiils«»8®fef«a# tb« 

i»»4aing product mM fer fm.r limns la a tojsii.ldt wltti gM©ia.l 

wsid* fiii# 00 ties -wm tbrnn ee©l®i ssfl fr®®iftls6t#t. fey t}«> 

A hmm. »il 

^ % •^, a«« ot *. 

mriety 

?r#pxration of g» (P ̂ .hydroxyethyl) -d ibgnzofUraft 

fiiis wm fr«p««#d fafsa 

*ai ^mMm la ^ f«r awafe yi«M ta with, %im 

In addition ww 1 g« 

Cl»^) of »#p, 202-203® after «fys^iig&ti©n imm 

gliMgsial «oli# 

^regaratioa ot Z-*i ̂ *broHu>ett:yX)«dibe}^8ofursm 

mis w» pmmrmi in m ©»at yl«M by th« a©tl®a 

of liyiiPieg®w 'broiwid® m t-|Mifirc«y«thyl)*iib«a#ofti,«iRa» 

fM.s m# fia S 'fwr yt#M tre® i»C£»»%r«o*'' 

aad th® prt»».fe« salt ®f 
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from petroleum ether (b.p. 60-68®) to yield $»8 f* at Aiif vMM 

erj^Btals, m.p* 116.5°. ^oryst^lizatism sl^ol 

t© r^is# tills Mw.ltlag point. 

Anal. Oslcd* f&r K, 5.85. F«tit S» 8,02. 

jpg«i»3mtlga ef aoM 41»tterlwt8l.jle 

f© a solution of S g. (0.02 !«Gle) »f 3»dibeaK»ftitaa»M%oiE^lio aeti 

©hXoride i» WB «e# of «'ife«r m® «ta mmm «f «Ayar<m» 

iiethylaiaittB* Bi-e faltttioa m® witb s«4iam ©arfeonatt 

asi ifc«i3, with mttri, airf was 4rl«!l owr so^lm sulfa.t#*. lli® 

ma aai th« proattet i*® rewrystalli®#!! f«w pstrolesia 

ether,. 0O-i.8®, te ^isli 3.6 g. (sMl, »,f, T?*?#, 

jBftl* Cal@d» for * ** 5*24« Iwadi »# @#§S» 

aitelatloa of S«'jitboaE0fU3Wtt»?a.i%0:g'lie aeM dtyfeylrodAe 

fO' « solutioa #f ,i g» (0»007S mt%») fef i*4tt8a»efti:i!«iiottrbesyli© 

«M3W' ia ^SQ of #tli»r wm m. »®tetlQm ©f ffeenyiiitMtia 

imm O-.I ,g» Co*®# g... ftt«») litkitiw mai l»S g.# (0.01 »!«) 

©f im $S mm of fflw mm%km. ssiEtart m« r»fls»4 

i tMtt eat%awts:i l»y pwrtag' it i©lta #»*%«» 

^ «^#i» .«©lutl.«tt i»» •wth alOfeali. tli« 

yi«14«i ©.#81 g#. g-toeai^l-';»-4|1)#moftjrRa» 

MS-Sii* after reesrymtslliaaitieoa tmm Mi g&r 6«at 

Hloohol. 
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of mA wm fmmA -fe®. Is# m 

#!»»« % * afe«i„ malting poiat. 

Preparation of S-^.oetoxy-l-dibenEOfurarujar^ojre'lic aeid 

r» a #ttSp®nsion ®f 1,5 (0,007 mole) of i'*fajFdi«€ay«"i»iAlfeaHas#« 

«0M ia- ^ «•# mt mm &MmA. mm 4ir©p 

-iiilfarle astd, fh» ssltitles -mn wrw€ ttafcil the mM 

After th® selwtioa kad steed few 20 aiaat»», it ms eoel«i 

ftai pmmi, iat©- JTO' ©#• #f «#M mt«r*. Thxs «tir»d 

watil mix ti» ^aah^fdrid® by4»lysed* a# fwiaet 

©ffp •&» <sm^ ji»M m,« l*S §« »•-?* 

'ihii# omi# Mat«f4a.l i^orystallised from dilut* «lodfe©l. t® yieM 

l.S g, #f igt» prodii -t, n,p, 151-152®. 

A»I» f«r leut, tlO« ^ladt 

l*»t» 379#. 

Alrtitisfted preparation ®f S-mthosty-l-dibeazofuranacetie acid «IW|IMI»«1JW< Iiii'inmiir'II.tu'KjW iAwi»iiMirij>|fcii..iij»i«.iiii iv>ii.-ii ij'Hi Iiioiw I»wwni» ŵmk nD̂ Mtuwwii .Tunrtlfini. .4m* i.î n.wjma'miiiinii n'l.iin liiw ww.<ir ••nn̂ NHnHfiiW 

,f«lloi^ag tt.# «ff' itt-ll «ad SfcoiHl®^ f®r tfci» ®xi4ftti®s ©f 

m «i3yl g»»f to the corresponding acetic acid* «a attea^t mm a»i« t© 

.|N»»^«xy-l-dib®ii2oraiylaoetio aeid* A .^f 2«;f g.«, (0«0l 

moSm} ©f la 4*if g*- {fl.Ofi a©l«) sf 

®%1U gw, 'MQ (W-Sf) 

®I4ad|y »uj^ll»d-iby-F«l, Ite ai»» 
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i*>nitroto3.uli,ydroqul»el 

f® ft ©f 3.94 g, (0.02 sole) of iwaltsf̂ toluhydsrofate®.! 

ilmethyl «th«r in 2S oo« of c&rbon tetraohlorlds was added Z»Z g» 

Co.02 Kole) of bromlj».* -fc s»ait«ti«.' mm * t»®# :«f' !;»» m» 

a,dl4»d an a mtalya'ts «€ selwtictt mi W»«a 

iftll rf th» brcradm iraa •«i0Wa»i 'tti# jgolutiffia m«' with si^wa 

mA ••!&« •«.!%« Bi© yltM 

•was 8 #4 .gm^ of Siia p^»iiao'b m# »ory8talliz©A ftm 

•al.fflciiftl t# yi#l,i l^S g# ef ftti* »#f-# M#» &i«-

eoai^si contained hvmdm- but no al%f»«(g»a» 

By hydrolysis witii ^Srobroal® afltld is gMelml fto«tl<s mM 

by with oorreaponii^ •iia©#'fe«y 

wm §mpamA^, mpm 253-254°, Th.e8e compo»ai,s mm A&t 

m&lymi «r 

'^»pmmtion of £,^' •*tetraTn6the:go4»4'^**#l»ethylbl|t»i:^l 

&i# ee^NMaai- wm. pmpstmi t» a«©®riai»# with p3p®»@te*»' 

fi *T 
@f Ififcaian, frcaa S 6« »f «aa4 8 f» »f S*io<iotoluhydroftti»»l 

iiwr̂ l m-rnmrJ^ yi«M w 83 &i whit# 

iraelt«i4 «t .!» a seeoauS ran «« a ,S»srg«r sml® tti® yi®la 

•%Qi 84 p:r "©IWl* 
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m* 

AwAxtam «f 4-»S g, ef 

Mfibasiyl,- ZO ®s.. of glftdtel w#%i« »«!<;» «®i tS tto* «f 4I' f»r o®at 

J^drobromlc acid tO hours la »ii all ^lass ftpptimtes* fht$ 

mlutim -wa^ iai#a pmmA Mt# 400 mv at m-bt# mad fllt#3Pt4, ' Bib 

wm dissolved ia §0 ®^©#, of SS par mmM «1%|, SkXmh&l aai 

s®«-ji»4€ Ih# fwalUig-j^o® mt pr©dao%-timt tot mpm 

•sublirasd imdKr mMm4 -pmwmm !§•#» &» p^iu-et 'tbit 

subliaation .«t% tSi:®« Ifti# i« tit# siting polab glwa by 

Mmsemt, w>flE sf ten wfe«b3,ish«4 mm Btt^lssaa 

ia hi# Mn^m^mA 

A 'piiafe mm taken vA^ the mms^enmi |fl?#|wi»Ni m. gif«a 

rnhmn- mA *aff«»®4 .t»?*4t««-thyl-2,&-dxhya*«3i^lb#aa©^*«m 

% Swlslongi .̂̂ ® 'W^mm m» w» 

s^.# ^ 18ft (i8fi).,*-
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SISmBBMS 

tm M0ism4 

aemjatiiftit' #Jr mm #fg«ii®itl»M #«»pii®iaft8 fwilte-w®# 

hy ,̂msfbt&m% mî h 41a«% l̂ mXteAe  ̂ .gaw# « »<aiyMib#sz©#a»R id»a%loitl 

7# 
wi«i th© 4*«#tlQ'Mi'b8axelkran pî pa?»4 hf tm'hm «t ffeenfl e-tihwr 

sAng Jls« ttoe ©I" _«i# fro^ast of 

4 i f e # a f w i « i  • a r g i t a s f t . i ^ a l i  g « f ®  « t t  a , e i €  « h i e h  mm iteHfcieal 

•̂with th» «®ti < l̂»4aei % -ffisliaiMm of teewt 

A3.1 c«P' M-wt mimwreA hmA t© t&is flml 

f,r09f of atrnttoptw 

Oj# lit.® i«b®rcoav»*«t©a «jf 

ftiima witfc. mm d©tei«ias«Bi Isy the l6«latt®a ©f ldi» 

¥«i»s»fttma ##» i*»®e%l®ii of thi» l»t»re«w»'Wloii prMuet irl'th 

b#ag©»lt5rf.l»'« Wrmn th# Fri#isi-eimfts mma%lm. ©f hmm l̂ «lilorl4« 

wMdi al«8 î»w «li3..«r4'i» »A '&@m ImmI pwi-»u«ly %ie®a pi«'p&r®4 

m .ttfeeimea of •fn'beiizoj.'ldibsBme-fttan..# a«s« "to# 

-mm #h@m ld«aMiesidL. m mtassi felafe.. 

'®%i3awa ^anft lonai,. £, to*- .(ai«in, Soe,, lltl, ClffS),. 



www.manaraa.com

w 

& 

o 
i 

i9t» 

O 

# tf # 4? 

•P •ri 
I i  0 
1 
It 

Ci c 
k-i 

*f^ 

1 

eat 

(A. 

»|S| 

i 
»H 

•<S * 

f3 «H 4> • 

O o 
fS> 

'd 

o 

«5 o 1^ t to 
# 

4> 

:© 

0 
4^ 

•rt # • 
:g I 

"NT^ 
•§ 
•« 

'«e 

S» 

4* o 

« 

13 

•3 <j 
4^ 
s 
•o 

II •J© 

s 

<»4 

th 

•fi 

e 

liC5 

45 

'ES 
S i„ ^ Is 

•sf iSt u 

m 
& * m 
fe M i I I I  6 s« # 
©• ^ S « i"t 8 

.A s i g 
' ' M S  m ^ H 

8 S it. 4$ m 
•f J 
•« I 1 

* 
o N 
fi # jO 

•rf 

•s » <!(KJ. 

'.I^ e4 

»rt o 

e 

t 

•e 
# 

1 

o 

f 
*5 «H 
*0 
C 

o t-i 
X o 

0 

£3 
i 
« 

•« 

•#< 

jd 
*H m f 
ta 

tM 
m 

« 
© 

% 

© 

•r< 

Pi 

g 

o 

0 

#' 

•© 

f # 
s 

m 

as 

© 



www.manaraa.com

Wm 

9 19 
Isff $wi8lo¥/ek.y ' ma provei hf a "biphenyl rin,;^ oXosur®* Pollowli^ 

«t« procedure of toluhydroquiml ma leiia»t»4 

wim 1#41ms -8^ Srfll*a®^ &#s«a»d that tbis iodlmtlea 

pro4ttot wfc« S-iodotoluhydroquinol ®t>ier, 'TtiiM ftssttmpticn im# 

prmmi. to T}« eei^^t % T»«n»a®® -who G:©iiWjft®A th« l©ie eoitpsmrf lnt« 

2,S«atia®^o:^-4-Kiethylb© foic feeli hy WRettea with a^bw^lli-ttlww 

followed "by- <3ttift»oaatl«i. By oxiite^ioa tbe 23i6»iiiMttox|-»4»i»lttiyllb©ii* 

solo- aoM ms «OOT0*H6«-i iato 2*:i«a^im-tfe<«|rfc«r#p1^lie atM, fh© 

2,gS-iii®thcxjHTei?®|ittia.lie aeM m® iai©a ted .tlto awltlag point 

•m» ft»3tid to t)®. idsnticftl witk an autheatlo spmismm.4,^ 

®ie S«lo4«t©l«Jiydroi|iiinol dia»#jyl e-tti^r /iwa e«»pl»d hy fe»a,ti»g 

vith mgf]^r pm&0r -te yloM g.,t'«#i-*8'«to'fcmEwtfee3^4,#.''«€lffl0'-ayl.». 

'TkiB trmt^A ^Wi %«*w13-i?ob1» E«ii in gtoiitl 

&®»tle ftoii %©yi#M t^S»dihydro^»l,7*.i8.|h»tlyMtfe«nsEofa»a., A "oht^ 

aeltisag point with SwS.®l0«ky«s .S,#6»«diiiy«ipa^*3.,1'-^im©thyldi1>©n£oftii*aa 

mhmmA m depression* an tti# basis of this stTOstaaml p«»f r««te •&« 

pro«f for ®tructu» • ©f 

Aiteenaofurs-ns pr«p.«E4, Iby all af ^lieh mm dari'wd ©rlglaally 

fyoffi 2,8-c!lrn9%hexy-3,7-.dibi?oaioit%e»««fUwitt*. 

ft» diwet &i dUisazoftiMa i® te»st s»-tlio4 far thi' 

pwepamMoa of 4*sttl>stttmt«i. Ill tlw knwa «xa8^1©» of 

®%iipublish0d. .«*adt«# by F* Im&amm 

®%ef, i8s# «tf (mm}m 
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72, 

of methylhyaro^::3rlar3ia» 1» m excellent m-Mt'oi of M 

Mta» from th,« wgftaswttftlll© ettap^aai-.# ' 

i# A ie , ^md for iutro<iueti«a ..©f fwup* 

sfe«. mm^ -©thar siail*r |s«iwlt @m0^ Imtmimm* 

Mm of fia»%ieaftl @p«p» diwetXy fr«. tk# •en^ssBmrtellxO' 

Sulfanilaiaide Dei'ivatires 

of tfe# aeti-s® sttlfjaaiJywi^^ Ar«g® tmm- b#«a fi» 

«wpottai»» Ife «f Mh»meiu.mM ham 

It s^eaed rf to pmpBtm mi. tm% Mmm of 

th@s# Boww^r* It f«tti tfcat • •S-aalfmailaiai^i##.*' 

^.03»®fuim 'ftsd -m-m. t«G ij»otljible to 

t©®t»d» Urns aaittM« imrl-vsAivm- lal^t Ifea «btaii*®-<l fywu sa<ii &oapc«ai«-

m &»14, or- #^«jp aai2» m-siM 4il)»as©w 

feratt-it til© salts of wiioh aiight b« ®QW.-«-.#feTbl®«. 

aai Bayliss# J, Org .̂ Chem«, 437 (19401# 

"̂̂ IfowlU, Giaaeia, 1, 260 (1940) [C. A., M, 7903 (1940)J 
reported the prepairatlcm of this toE^wmd but did agft ĵ pert 
the results of tests in vitro* 
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fiatjroduetioa 

«»tal«t4oa «f dllJSJaaofuran*̂  dibetn*©-

thloph«n»,®'^ ana anisol«®® mth all tak» pja.«# ortho 

to law *l«w«fc* A «f • 

mVtc^l sulfide,®® 

'Sm «a.ly »aajp@ttiyt« la whieli. 'taict pla««- la a. m 

para. positic», t# tt* hetero «l©?t»aA «,?« thoa© wMeh ft©at*la, la^ 

wmn «%i?©agly direetiHt, groups such im ^ gf«tp« fiit 

-©f iNW»m«i^i%effli®fte¥«n^ wl-^ ylrti#.#. a^jr 

oarfcomtion, Issbii S««&«ioxy«l-<libenzof\i«incarboxylle aeti mat 

B-dibeaeoftirwwiMf^^lfe of 

MofviwaM Hates l» bsfe '&m- .&<• ajftd $»pomiM.-amif 

©,f 'Sw #'i^^cetato previously fcyscs*' &1.1 of 

wtite to kl»i6fc®4- Iw -tfiiarl tss^isi** .i% is • 

l3afe«y»8t te« th« ©f «. •OTfcwai will tis&* 

f3to.«i JNk%«:imX%' 6r la »«a» pmiMim ©*ii»r -ttaa %l» mp^m 

'%tjta!a itai Bebb, J, Am, GViem, Soo.j 61, 100 (1939)» 
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n* 

Myfeylation e£ 

®ii» MB-tlkS-latioa 'swi' carried by th® «SJi 

l^ioker. 1 -iolution «f t4 g» (1»5 ajole) ©f f«%m»s4w la 

iti «f twittr «aa. iwlAiii. «!««%• fimmt t© a. wifSI* 

s%4)Wt &f if g. {0,2 laola) 3,&-dii«^«iylpii0tt©|,, auai iS #©• 

|0«ti- asl#) ®f sulfsit© in 35 oc. of tiw 

mm *d<lsd, ths solution *t 0©0fe4 aad 4itoifc#i %m 

mm liter w3.th mtir*. Sta aqueous solution wm with jrbtoJpf 

ttw @ -̂r wan: #f£,. «tti  ̂ »» 

I).p. 181->183®, «i» 2S.8 g« (85,g^), Ihis .*»8-

- - .-.ij  ̂  •. .. .,' . - .. . .1. J.. *fcy... . -'̂  ̂ jjfr ;Wt?lbOWAv»# 

4 twmx ii»« g«. C0,»^ wi©} • 

&i a-ba l̂ S*fî  g» (0»60 g« «.%«} of littitaa i.» 8®' •«* •©# 

©•liwr, w|ji «î 4 t& &m-9 g» (0.05 mole) «f ia ® 

6f hi9m*m0 IM# »«l.«ti®n -iWMl- stirred &t rmtlm»<d imp W &©«*»» th«a 

#tol«i aai ps«i#»A mm ]pm4»m49 solid ©arfeoxi Mm jt«M ## 

''^Stewwi md Ta0k0e, jJ. Qxem. Soe», 123, 2140 CWIiJ* 

B®r#, 41# 2SS» 
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n* 

••oM wm- ©»® g* (6.7^), a,f, t8*tt*S**# 

*«®sf«talXizatiozi from petroJ^m ether* b«p, SO-SS*^*. ft« iieiiti-lir 

©f %itls -.mM ms ootiflrmd % a xalx©<i raaltijag point wifcii aa wB^fctosali# 

»^oi»8a,. !«»• -ftdli ms p»wi«j#% ^ Hill tuai 

yi^}>aration of 2»hydyoxy«'5«'methylpherylaoetio ai@M 

A of o.i g» miwii in fi mm 

mt ^ flseijtl aald *»• A»ei;h5rlatei hj 1% 4 ««•# of 

m pi.r ««3e^^ l^4«tei"«iie »©ia im 1$ hcnxrs. • ®ts p%4uoib» m»f» 9f»$^ 

recrysisallizatioa faroi diliite e-bixyl alooholi, % •lara^ violet 

•s«lor with fsrrie 

Aaal« fm Ogi^oOgt Beut. &«a£i* 

•fsiv., 160. 
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n» 

Introduoticm 

la0S»r»«w®wl«ft r»«©ti«a8;# liaT# b»9» 

@gttirS«'<l mA -"frnvf m * •me^m of •bena^ne,^®^ 

ini 7^ 
aM d41>®B2el\ima compounds. Ja tli# 

&t -ttifif# ««|««A9e taa %• wmm^l^ %f lltiiia*.|, fcat 

itt mm OAS# of «, maetioa 

»%• ftati# l»% *ls» S*w«»2^i* 

»ti *®as obtained. The ««» hm 

%mm tmsA t« mmw- in the laetalation i»«tori»odib©nzofuran«^® 

te with yl«|i#4 
S8 ^^dxbenzdfuranoai^oxylio acid and 

Si# iimilari'li«s -̂ M 0tii«r dipbanyl aai 4lfe@E»©:fafwa laterem-wwtaa 

wa#tt®aiii. mM»^ it d^sirstble to deteraia® i^ioiedipher^l @th©r 

«Bsiis^»S «, l^eplaoeinent of the halogen % 

.ft r»a«mag«a«-at 

aM loore, £» .SlEB* S» CP^)* 
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ft* 

iM.%«r&cm»Tsim tm ^iMMi^mrl #-^r 

A solutio33. «f »»butyllithii5ffl, prepared frosa fifT g« (0«0'i m®l®) 

•«sf »Wbtttyl -ft-ai 1*4 g* (0«t g#. of Itthim-'Sa 80 ««#• &t 

«fcs MAed to 5,92 g, {0.02 laole) &i .S*4ei«!Sifl»iE^l ia. B# ®»,: 

©,f fhis solution was stirred aiat r«#liix@4 IS 

Mvm p€M»4- ©a ewtN®. itttsldB# Aftair fcf€»ly«i» tke- aeiite 

ae.terial was ©xfcraeted wlHi potass .lun hydrojcit^e, bjoA 

lay tfe# addition of (3ilut« hydrochloric aold# ffe# yleM of «©iii 

m* 2.6 C^)» 3^«P* 142'>-165°* Mtiir %wo »©*̂ »te33,iaa%lM» rr«» 

dilate tl» pmre eoiapound wm a»f* The 

f (l»abi% eos^tt»d m@ e©afira©i - m »t*@i siting p©iab wm 

&tt. asthftati© #«apl® of ji-phsnoyyhenaoio «,0M fr»pkp»ia frw 

0-bhmis? and iaga««l«w followad by oftA#«itio»» ffei# meii ms. piwrtmtli' 

^ •mM Kwnpter.^®^ 

la. ftdaltim 0,E g:* ®# an aeMle mB •ffltst wslt®*! 

•lit IS# tmrn Hils fcta® acs* .a*. 

y«t l3«« 

la s, tlie yi#M of' mm^ aeii 

m# Si.*f f»r 

«si l«Eapfc©r# tomtaefa»» 67, 2436 (1935). 



www.manaraa.com

m* 

& f-®|«tloa «f l»® ,g.« (0.003 saole) #f 3*l(̂ #a|^e«Qrl Im 

IS ««• #f #"|hi,|» w# .atirred and refluxed 20 »*»»%»* «*»«« 

ai«t«iB «. f«w drops of ^butyl bromide, Ih® mm 

^droxXde mA pE»«oipi^i;«d % dilut#-

««M «a# A-'teitl-wti ;0*i g» 

14fi « 
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81, 

«»a. oohade, Jl* 24fi ' " 

!?#• Y«»sIiiro, J* Qi«a# So«. Japan, SB. MB (IfSS) fa^ SS* 
6 0 1  ( 1 8 3 9 ~  ™  

m» emk «act Gilmn, groc>Iot¥a Aoad. Soli-00 (193S).ii-

iM* rnmw^mt^ «.i !»»%•» £« Soo,. 16^ CX9i®3« 

83S,41S /~£, 4701 (1939)_7* 

Ifft.* ^ ^*v i»#.«.fc 3149 C^®|» 

SfS, illasa «a.'Vi» £• gh»» Soe,, 61, Sl« (ISSt). 

' ifi* CJilma, Parkor, Bailie, and Brown, J* Am. Ghom« 61, 
2336 (1SS0). "* 

-' in* 'mi ma Qml^, 

l?i» Ika l̂oy, Bmtak, aal Uaif# Galif. Î b» 
I, %n (wmu ' ' ' 

w* Wm%m0 Ĵ., n, life (19̂ )* 

iai» Jmy Mi Hpet^er, trilsg. Fhot«, If -(IStS)# 

ISl. m, £. M, fl. (lf»| A* A., |4, 
6E73 '• ~ 

 ̂m» p.̂ at 2,146,730 /~G. A.* .S8M (lt8S)_7fl 

•"- lai* f»t«% 2,157,7P6 /~C. A., 33, 

--'"184* Shafe# 2** is.** 

For references l-^Sl see Oatfield*^ For rsferenoes 82'«16S 
««« Susislowsky*® Kiis suppleasnts th© bibli^^gmp^Qr begun by 
Oatfield and ccntimed by SMslowsky aaS iaoludee the publisb## 
work up to Januaary, 1943» 
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82.. 

m CM«) J. 

186, "Burner iTaklan, £, Clie^, Soo,, gg, ggS (lt40)* 

18f,, Iwĵ w-r «ai 'l̂ lwna.̂ , J# Qi«a, #©«», 61, Hf 

!»#, J. Univ« Staab&y, £, Pt. S, 111 (1940)• 

6?9,fi76 /7 C. 1,» M, 636 

|1®». ®41w«# liofhia^^- Mllis. £# Ch«tt» Sqo»^ 6g, i4S 

191« Silit»a, ^Bftslowl^, «nd >rotan, £. ito. Chen. Soc«« 62, 3^ 

(rilrrsan., 8KA#l^*itey, AisS Clieoayir J®# flli©®.., Soe*^. 0S# i06S 
(1940). ~ ~ 

Hi#, ailfflgui, Yan Eas, 'S®# tlaittei4»At rf* ^ S*«#-
62, 2606 (1940). -

lS4a Silmn, Willis, Wiibu ami «e*la, «!• Sm,#. 
62^, 66? (1940). "" 

Cht̂ # iad»»%yi»,, Mj, 41 (li49># 

iff. Nowlli, GienoU, 1, 3S0 (1940) C. A., m, 7803 Cli«l J« 

Iff* ®bWRf,,, WA3««,. .ma# ^ 8S (19(10)«' 

198. U,S. patent 2,173,872 [ C. A,, 34, 10S2 (1940) J* 

199. U.S. patent 2,191,860 C* A., M, 4528 (i940)_/# 

a». U.S. patent 2,558,473 £. 4», S4, 5764 

til* Gilmn, Moore, »a4 Baiia®, £. M. Ch^» Soe., S5, 2479 (1641 )• 

•3640 (1941)Tr . ^ 

Sit, Q«,fw r£• A** ^ 
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