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oo of 2,8-HOCWHSMH (D) By FeCL in 10 at elevated
temps. gave 2,6-HOCuH(SOHCH 2"t
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expected (cf. C. 4. 18, 1017). AL 20-8°
proceeded nonmally, ulv{? 00°% 1§ alier 20 d,n of intes-
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of 2‘.332'.-
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wo-tetrmhydoany - 1,3 “linaphihy (Illl;. m, 3820
cur,) (devompn.), 'J.“-L‘..lln(.’ll).“ V) guve with 1 mol.
of PeCls III amt with 1.5 mols, fe the tetrumuer
comsisting of 4 IV groups with mol. wt. 6850 (cf. Saks, Ber.
39, J06(1006); Witlstitter and Parnas, . ]

(19U7)). X is highly sol. and cannat be sepd. with

, 1400
\ NsCl.
The sepn, was effected by making the resction mixt,

sligtly alk. with Da(OH),, neutralising the Altrate with
AcON, evapy. the soln. to & snall yol, and @l feoen
BsCl., The filirate was trested with Ba{OAc)y thel
o the saln. was removed by coupling it with the -
totical amt, of pONCHLNLCL filisate was treated
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Promination of 2,7-dibydroxynaphthalene.
and N, M. Fodorova, J. Cew. Chem, (U, 8, . R,
s s L of . €0 28, 10010, and precesling pbwty .
In the direct hromination of 2,7-Cide{OH ), (1), 1he iden.
tification of the podtion of the Br atoms in the mono+
anul poly-Rr derive, i bawed on the rewction of srumetic
diagonium  mits {(#-ONCHNCH In uq. MaOH with
1,2-B8:Co 1O with the formation ol sz
by displacement of the Hr atom in positine 1, and with
iximeric Br derivs. of 8.C.HYOH with the formation, by
conpling, of the uwal 70 compds. cuntg. Be (cf. Vewlf
and Stures, O 4. 27, A0 s ashatitnted by Be Arst
1 positions 3 amd 0, and thent conshlerubly more shwly
in positioms 1 sl B, Contrary to Scholl {(Chens. Zentr. 8,
720(1632)) 1 with Br gives B-dibromo-2,7-dihydroxy-
naphibalene and not the 1 x-di-Br isonier, 1, m. 1834°
l:ﬂu!’.) in 100 ce. of 1005 AcOH at 5-7* was treated with
liquid Br in definite ratios, and the Br products were puri-
fied in the ususl mapner. 3,2,7-BrCuHi(OH)y, m, $35°.
3,8.2,7-BrCyH(OH)y, m. 144-0° (CHW), 156-6° (100%
AcOH). 1.3.6.2,7-B,CHy (O, m. 205°. Tetra-Br
detiv. of I, m. 3-4%, resulted only with the ald of an
AIC) catalyst: its structure was not detd. C. B,
~ 2-Mothyi-1,9-acennthrene. Alfredo - Dansl_and _An-
fouio Senipronj.  Gass. ckim. ital. 60 189-Q4 1930) ,—
A preliminary note,  The mechanism of the reaction be-
and -(COCY)4 in the pres-
ence of AlCY was studied. 1 (10 g.), (COCD, (M) g.)
and AICle (7.5 £.) in CSy (200 cc.) asitated at 0° for i

b ths bolbe:

compds, .

, : - L)
Wits., beated at 100° [ 8 hoe, dionpd  with we and /

HUL, steam-disted, eatd. with dit N Cthy (v retnive
A-methylanthracenceariony tic nend formed ar Cocondiry
product), the residue extil. with hot il ang. NaHsi),
and the new residie pavntied, yickd 8 . ol ;ethybicnin
1] imune (11}, scarden, . S5 fduenmipm.) - ovil

with CrO) in AcOM, it ywlids the acich, . NS, sencritredd
by Meyer, Fleckenstein and Ganthir 1C. A. 2., AN
Monasemicarhazane, vcherolor, ne. 2v8e-H0° (i vomipr ),
The Nall&)y soln, from the prepn. of I devorapd. with
HC yhelidn 1.5 . of wan dowvner (1T of I, red, 10 2WRY
Oniitized with C1Oy b AcTE ST vieldatbe wesd, m. S 57,
descsibed by Butescu it 4.7, 1wsi. U and Zn dust
(20 parts) distd. in n current of H, e the soliditied proads
uct pusified with Cills and sublimation, yield a Aydros
carbon Cafly (IV), golden yellow, i, 1327, sol. in connd.
H,50,. Under the samc ronditioms, I yiclds a Aydrm-
carbon CyHie (W), silky light yellow, 11, 99%; its salns
in coned. S0, are fluorescent green-yellow. The CiHy
salns. of IV and V shuw {nfence Lilde flunrescence.  The
vieldn of IV und V were (3X35-0.05 ¢, frorn 8 g. of I aod
HI, resp.  Reduction of 10 and 1T by the Kidhner-Walll
method {HNNITLILO) gve no deiinite products, IV
{s probatly 2.methyl-l{buccanthrenc, while the o
stitution of V is less certsin,  The resulis olitalned in the
reaction of I, (COCY, aed AKCL should-be compared wath
thote of Butesen {oc. cit.t and Meyer, Flechensicin nnd
Gonther Uoe. cit.).  Toid G~ A torrection,
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ker achls 1evmig, g o A% okum (K208 B are (' A, 20, I.'l‘). Witth NaOW ar 290 3:0% for 10 mig.

Istively .l’ncnmlvr‘n_mup'. helow 150°, [ witk 2% VI gives a-naphthal, m. 684, V. Bulfoaation of 1,2.

iv!mm foe 24 hes, ag ) gives, after remaval of murmu? benzanthraquisone. 1. S. fofe and K. N. Kashnitkaya.

.8 mixl.mu.ﬂl%a-bmmtbrmllotﬁcuﬁl (Mand Irid. M2, ~Comtrary (0 Grache . dan. 30, 249
1955 #-lsomer (IT0), nepd. as the yellow Ha wiis by fexc.  (1008)) L 2-berunnthraquinoms (VI is micve remeity .
tional piptn, of I from cold water.  With § an M.5%  fonated than snthraquinone.  VIIE withi VI a1 ™* 1 new
Hy50), RO hes. the wint, of sulfinke wekls sullonated sfter 10 days bt we' J001° e mulfonation s
comalnn 0 I8 wnd 0%, I With 100% iSO, (1Y) practically coanplete In 8 tirx. 3V, as well 2y weak olenm,
urdet the sanse conditions sppreciable amts. of divlfonic completely sulfonste VO at:2¥)* in mveral hey, VIT |
i W it s Tk el el ! 1 ey

K nene jalis, ms. o a walt, brown, A1k geingne salf, em,
N2, resp. Oridized with NayCr,Oy in 30 H,S0, h:nn;u’ ' o

] 5

- LIN-23% AL Jow temps. & tnonoeitionie acid <X) i 3

lv!und give l-a:'lhntq-t.:lmmﬁuboxyﬁr rd o IRI4°. obtained whovs Ha ulr':sycll"yv‘ gives & yellow 'qnin'u ; -

. a- o N .\ i ‘with K 1 §
l""c”mﬁoam' P O . 1!.-'4"’ otone. 1. 8. valf, m, 200-8%  Onxidation ol {X or X :with KAnO; in

i o - HAB—aCigHye  neid saln. gives 1,2.anthmguisonedi rhorvlic acld, m.
COPR (V) readily reacts with 05%. H.80, (VTy oy ':'m:. '.’:m'. whkh‘ indivates that "l't'llu' ml‘z:mi:n:l Vl'll' t?:--
sulfo group enters exclusively in the side bemto mucleus.

John Livak
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{an, “"M):l », ‘l' 0'. whic -.CID- P i lee
- gave :
hm :lnabnbd“: u.uuulﬂ'nm-nn .00
10 ve oy

. lylglb?v..onl\'. A fod gt m.sc.n.&.nso. (ml .00

in alk, soin. gave the J-ase devie,, , nt.

acene yellow, P 1]
. 138 :
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o W S oo
5 :z:ﬂ“ v ‘to -n I—lrm?m:p-lmn wu. " 4«00

" - ",
doriv. M lv;k

aiim wAIREATA,EIANIY
0
@
[ )

1717, IV with I3 gave the /-as0
mhh 3

APPROVED FOR RELEASE: 08/10/2001

-
-
-
-
-~
-

ookt
P
o0-4?

CIA-RDP86-00513R000618620019-8"



CIA-RDP86-00513R000618620019-8

"APPROVED FOR RELEASE: 08/10/2001

. rmu;un; .llﬂiilvl-; -d

muo mnm
il ammww m

u«m

maamm mn mm

, m

mmwm i

AT D

hmtisi

AES.3L A SATALLURGKCAL LITRRATULEE CLASIIPICAT

wagw fTnabave — .

it s

1940 #id one Gab

WIITTUNS -vo_.n AIwenve
-t - s

00513R000618620019-8"

CIA-RDP86

08/10/2001

APPROVED FOR RELEASE



| "APPROVED FORVRE.LEASE 08/10/2001 CIA-RDP86-00513R000618620019-8

Biscyls and thelr d«lullm.
naphthol. 1. S.fofle . K. kvkbcvlm J, G,
Chem, (U, 8. 8. R) 9, ll:iﬂ~4 ) ; of, CoA, K,
AL —n-Naphthol (38 g3 In 3.5 1. Duiling watee i
oxidized with M0-540 ce, 805 FeCly soln., mdducd divpwine
asud with stirring at T0-80° , o hm a mm 2t g0
4y 4‘-dlh y-1, I'-lnmphthyl ). 1. Jm‘ ditlisultly
sl In l 1 dikplroxy-2," -:biuﬁdui
m). m, 220 : in bot bensene, 1 anid 11 with .\c.()

in pyrid ine,l&- e deerer 13" and (o0,
M and 1 form a0 dyrs. T withi diszotisid

lime ln alk. soln. gives the J-as0, dask sed &

) above 350°; 11 gives
d-ase, ted powder, and the 4,4’-diato compl. (1IN},
heick- red, m. above 30°.  Of the 4 dyes only 11, having
2 OH groups ortho to the n&rnu , is insol, in wlkili.
l (5 . ,’vith 23 8. AICk hes under anhyd, conditions
or '3 hre. undergoes cyclisation with the

ﬁ- 3.10Mkuqn d«uk brown, 1. %1%,
nnd 3, lidikydros yrilow, m. RN
di-Bs deriv., m, IV dlu -i(h 20 dust givies
. 200 , 11 with AIC]; Is recoyerid
vlth :!) ( ZnCl under unbyd.
hrs. gives 2.8 g 3,2° hl-
mpblh:l | l'-oxidt. yinh ycl!ow. m. 182°, unch.mmd
istd. with Zn dust; picate, m. 17 1 fusd

with ZnCly under the sanwe joms

xxi.
4, ~Oxidation: of 2- ydml
AcOH or E1OH dm 33 l&l’l <1, 1 shiphenanthss
: -hkl. with an_equal wt. of _# " bdllnl lmurm m
6 s, Is oxidized to-1,!" nanthryl - 2,00°,2  Ith

‘A-;l.!thl uuuucmt mnuu dioxide (V), bright yellow, m. 28 th(mm«ly siatile.
%:",';3;,,‘;,,,'.',,,. o cooer and mnnu unaltered after maumnt mlh nmu atl- oyt
440N i dhiu sgents. obn "“\‘&n R mv i :
T R AR N TR

- '*'79~;?;<'e~qvc- e

L R ]
0
L
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£ Reaction compoun - imary arometic COWVa. The perpn. of 2.5-didliwa-#'-sulfodiphenyitvi-
LL A g -Imeum.:n.(m“ viﬁ S el svme is given ay examiple. A wiln, o 1.0 %aoke 2,6-Chs- ~0®
00 g=}| of Wiasenes. A. P, Hnov and : S. Tofle. J. Gen. C.H;N: NNHPh i added sowly while cooling 1o sola. of -0
D 211 Chem. (L. 8. 8. R 9, 221 1-1X( 1KUY = THE Tillowing IN .14 . Na sulfanilate aoaf 10325, N&OAe In ) mb. HdD,
[ LN dlevivs, of diphenyitrinsene The reaction product is Alterrd ofter § By the ressdue +0®
P v . T e 141 anad divsodvee i 1% NaGilt subn.” The 400
e 2 PO Y solnn, I8 Altered mud ihe filtrate iy aciditied Jwills AcUL, i
o0 Si¥i| \‘. Ppbs :‘“x"N""\".. " The other cutnpls, listed shave are proped.in & similar FTY )
oo DI - - LR e DL B L Y
have been L+ 3-(1.3-S0Na: 2.5.2t0,53'-S0K; RN: 2t RNHN:NR’ and the prepd 4
e 2.5\:"(-1.,2'—1.}3:.3::’; :‘35.‘11‘,',:73.%0‘.',“\’.,; qfs_kn.d;?"'im.v,; oue o¢ the othes form depends an i charsctet amt tion lice o
o0 v 25.00,,8"-SUhNa; 2.3-CIn'-SON; 2.8.Cho#'-SO,Na; 1 e substituents in the ".hf"":-,"“""{,',’; '!lﬂ:’v . tiro®
o T Sevae i e 3 -SONas &by, comree of romction, Il LN e ? OV = e
00 3| 8 et 1 5ot SOy, derlen.of diphenyliciatens » - PUBEL: R o 11
00 2| || Vahi 25-Ch2-COH.4'-SUNa;  2,5-Cld’-SOu1 8- :isg'.}a&)‘.. -35"1"%2"3‘-"2&2’;‘:"&"‘&-«).*\-27”"1:;’3‘%' N
4 3 € . SyNe; of 15 - - 'S ‘ . AL} s v, Aniadd : -
[ X 3 Vu; 2,3 Chd'-COHLSSONa; 2,5-Ch 2SO 81 u‘hmol the :ru:-lk\n l-r('-rm cha'uu cotnpdd., and amines . =00
il contg. mit-forniing grougs was Wvi-stigated umdir varioas : PPy
' conditions. Certrinle Rorend :
LI = 00
4 i ; e
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lowing method may be used 10 sullonate phienantbrenc sud
to sep. the monosulfonic acids, | Heat 178 tnd
phemint| to the moltew stalc and then heat
to 108~110°, with a stifrer, add from 8 funsel 160 g.
- of 92-94% WSO, ia 30 mis., ha
it will not rise sbove 130°, then h
120* while stirring contintownly. "
salt sala., wash the vesse] and sticrer with the saine soln.
the toial vol. be about 1.531.), cond and filter. - The
trate is weakly colored, h‘nlh:. {i atwence of L ;
disullo acids, and is discarded.” Wash the ;{lytﬂ.-’l, S, N : . Qi
times with satd. salt soln. énd compress. yield 15 of sufficieatly pure wlt, Flio Ba salti aic & mint. of safts
00-800 g. of paste, depending on the degree of rompres- of the 3- and 3-mllo acids aoid may be converted to Na | .
sion. Transfer the paste into 1800 mi, of bot water, salts and sepd. in the usun] manner. To comwert the
heat the mixt. to boiling, boil for 1 hr., cond gradually o »lfo acids into the phenanthranol wexeed an follows.
70°, maintain at 70° for 13 hre., and filter through s heated Ndd & few ml. of warer 1niM0) g, NaDI, heat 1o 240°
funnel into & hested receiver, taking care that the temp !» melt, add in small amts. 110 g. of 2.unlfonic ackd oli. -
does not drop below 60°. The ppt. cootalns most ¢ tained above during the cotirw: of | br., raise the tomy),
the 2-isomer and some unreacted phenanthrene and the 10 309 und hold at U0 for 30 min,  Pour the welt into
filtrate (1) contains most of the 3-sulfoic acid and some. 3 b of water, adif while hating HCL 10 a weakly alli. |
2.isomer. Transfer the ppt. into 3 1. of water, 1eactioa, flter and add UL to u weskly acidie reaction. |
add 5 g. of sctivated charcosl, bodl for 1 hr,, Rlter 1 b Cool, Alter atd dry.  The product 1. [3-2 and the |
a Beated funnel, mix, evap. immediately to 200-300 m}., yickd was 0% of the thenietical, . }i-Phenasthranol s
let stand for 12 frs., filterand dry.  The yield was 45-00 . obtsincd undcr the same conditions exvept that 3304181 g, |
of pure salt. Boil 1, 8dd 10 g. of BeCl, boil for 18 suin., NeOH may be uard insteud of the Skt g, The product |
filter, mix the fltrate and evap, to 1 |,.~|.h'(oqrm. vaully Iecones turry o that plur.nhr he puntied by
70 g, vacuum dintn, . 2. Kamich |

S B3CM LIIBBISUA . MIERID ..

: lize in 12 hry.  Filter and dry. - The yield was 150~
TIRIY) '-i;arn.i.;;;c};furtﬁf_un_l SLaICATION
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I AISRS-Q0(1940); of. C. A. M4, 47308, \ . o
aol. olinived by the coodensation d ‘\OLQN;O" :
cathazole a ving the formuta :MF Catli:N)»
L.ll. C.H. Nit (l). wn u-rd ins glacial AcOll for 1w reme.

mnﬁthdhn(hcd'-\llchllﬁh" (ywe ID-@‘ Whh :
no excess of 1 the reaction yichied alter 2-3brs, 2 luom i
{orms of phenyl, henolaulfonic acky, 3 (and 3)- (f-l(O.S-‘ :
C.lh)-‘-o Colly:N .M. L.l_l:_jll (73%), and in the

| N

-rmdumd.llilyldqhdullerhdhmﬂu,‘l,n-bh ) 1'

) (nullopunyl) riv. The moooackt was Jusol. Iy water
Mtk.m solns. lndlledhddmml i water i
ndhuq .nolns The soln olllnuﬂnncuuxed . .
#-CICHXNH, ;km«s ¢ (and J)-(p- . Ch

LIC‘JI.)-(-O Cilly: hCJl. C.ll. ?\ll and in lhe fesence | ;

of un cawen of llte tm‘mt e B5Li(CICH)
detiv.  Cone The jud teacted with tde
diaso coinpuds., decomp‘. them with lhc liborathim of N ©
Mld addlu thn‘zl renidue to the quisodd ting,  The : ;.
were more colored than the (wiginal -
cappds. A A Podgoray
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bt dod
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of 1,2-
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uhy be

tice. VIL,  Salfosstion
«id. 1.8. lofesnd
Bem, (U. 8. 8. Y TIE 810-u(
hraquinone by oleutn
ve the maore !
dily

yeable
aaph tof the mol, Oat
tios by H , capecially st cheveted temps.,
to favor the lwlatlon of the more M (hydro
tically) A-wmifonic ackis of the naphibalene re
\2-Benaanthraquinuae (30 g.) was added to I g. mz
H,SO, at 150° and stirred with heating o 180-80° for
0 hrs., {nto 200-5) g. ice, It
1. hot H,O and treated hot with a soln. of
reaction. The mixt, was treated with 10.2 g.
boiked 2 hirs., the K malt of the sulfonic acid
{n 802G yield hy evapn. of the filtrate and &ﬂmllo';
K 1,8 densanshroguinone-2s-2"-sulfonald, dark yellow pow-
der (from HO-RO1D. KOH () .} melted ina Ni
hic at 220417 wae treated with 10 1. of the abwve K suls (from X
fonate and heated for 40-60 min., alter which it
redd lnto 250 o, 10 and cooled to give 3‘1‘.{.
weulent ppt., which was dissolves) in dil. al {
heating) and acidified to Congo red to ppt. ba-2°-Ayirex
1,2-bensanthraquinone, red, n1. HR-9* 8mm HO-B1OH) ; 20 cci H,
253-3° (from beagene). The alk. filtrate tnxyel

traces
and acidified strongly to red

3-aa phthel-Tcarborylic i, A0 onmi

®. The same

©0); Ac deriv., m.

beazaathraquinone
Pedorova. J. Gew.
—~Sullonation of 1,3-benzant
expected to produce and

bat alse more neal
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v e -
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wasdye, from coupling w

)

prod- justied, CI. C.
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2.0 g. KO ut 240
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N !)ll. heated P
MON; after 13her, themixt.bs
with hot HiO th yledd, on cool- .
lJ-h-u-umuu-bx-:l’nnllbuk (83%
(25 g.) fusrd at {W0-SK0% it treated with )
K salt and heated for 1 hr.. poured inte |
acidified by HCE to Congu red, yiciding .
) he-2  Aplraxy-T Jhensanthritent, & TR
AcOH); ke evie. o, 132-0* (Ivoms RIOHY S
file cllacatined @ 0.0 NG, m.
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Aclal appearance of linecr avenill yvactivity | Jow kuinp. |
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Acnd., .2 W * poaxly sol. in cold aq. lnlies; the peoduct, ColuO(Ul
v Leningrad). Zhur, Obshe m. (J. Cen. e y ldl.:. I:li T wi et g (3—3'

AR « al T 4 moneIce
e, kb v th C lnk andere Dimethnsybeneurin tatlacly
ol i:reversible chan, heating with acids; nE unoergn yiekds u colorless prodint, Cuthwt 800 H )y
e on hrating with acids; the products {lrom 1011 and D, which fvms 4 diacelase; .
274° {fom AcOlL), Hilentical witls that lormed oy B
jng 3.3 -dimeiborybengurina1e] with A e
2 hes, on a steain bath, - Doiling 3.1°,3 -ttrimeihos ya
€4 1ICH 23 duys gave -0 . transformetion prod
which was finally pur{fed by Weibing s Cetle with Zn
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TITLE: © N-Substituted Amides of galicy¥le ” Aoid and Its Derivatives.

I. Arylides of 3,5-Dichloro- and S-Nitﬁosalipylic Acidj , f

PERIODICAL: %hurngl obshchey khimii, 1959, Vol 29, Nr 8, pp 2682 ~ 2685
USSR | S P

ABSTRACT: Some arylides of salioylic acid are highly detive disinfeoi
tants (Ref 1) (e.g. the #anabial®). Particular attention is
due to the synthesis of the parent compound ;of this group,. _
the salicylanilide, by condensation of aniline with esters of
the salioylic acid, e.g. with salol (Ref 8); where pheiol is-
geparated. This “salol method" is recoinmended as & genpral
method of synthesizing various ar 1ides of salicylic abid by
heating salol with amines (Ref 10), in the medium of an inert
solvent, e©.8. trichlorobenzene. The experiments carried out
by the suthors, however, indicated that the snlvent deoreases
the yield and only complicates the process,: This reaction;is
shown to proceed quite smoothly when a mixture of salol and
gmine is fused together at 150-180° in an equimolar ratio; in
which case at the beginning of the reaction the low-nelting
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'N-Subetituted Amides of Salicylic Acid and Its 80V/79~29-8-51/81
Derivatives. I. hrylides of 3,5-Dichloro- and 5-8i~ :
trosalicylic Acid ' S

galol aots as a solvent, and later on the resultant phenol
After termination of the reaction (1-2 hours) ‘the phenol is
renoved by distillation, and the arylamide is purified from
the alkaline solution by precipitation with aaid and reorys-
talization from alcohol. In this way, yields of 80-95 ‘were
obtained in different arylides such as W-anisidide (Ref 8),
n-phenetidide (Ref 9), o-nitroanilide and others (Refs 1,11,9).
This method was also used for derivatives of salicylanilide
with substituents in the salicyloyl nucleus. Different chlor-
ine derivatives of the malicylanilide have #oc far been ob-
tained by chlorination of this compound (Refs. 12-14), while
the degree of chlorination depends on the reaction conditions,
and mixtures of different chlorinated chlorine derivatives
are formed. The authors obtained easily the chlorine deriva-
tives of salicylanilide in & pure state by funing togebther
the salol (and, accordingly, the chlorine salls) with aniline
or chloro anilines. In this way, the 4'-chloro salicylanilide
and 2',5'-dichloro salicylanilide (Ref 9) were obtained from
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salol, and the 345, 4'-triohloro nalloylani'l.ide and 3 5,2',5'
tetrachloro salioylanilide (Ref 1) from ¥,5-dichloro salol.
Tables 1 and 2 present further arylides of the 3,5-dichloro
salicylic acid and 5-nitrosaliocylici acid smtheaized in the

same way. There are 2 tables ,and 16 references, 2 o;t which
. are ‘Soviet, . : :

ASSOCIATION: Voyenno-meditlinlkaya akadeniys 1moni s. l.. Kirova (Military
. Medical Academy. imeni 8. M. Kirov) ‘ «
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