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M. Januescka, B. Ilpucaraney u M. Jlasapesur:
CHHTE3A HA HEKOU 5-5POMCAJIAITMITHOBEH3AHUJINIAU

Bo npoosnkeHue HAa HCHHTYBamaTa Ofi PENOT HA aMHAMTE H THOAMM-
nure('—3), a MMajkn ro Bo TpPEABHI 3HAYCHMETO HA XAJOTEHHPAHUTE CANH-
IDUIAHHJIHIM KaKO CpelcTBa ol (YHIMUHIHO M DaKTEpHUHIHO IEjCTBO CMe-
TaBMe JEKA OJ HHTEPEeC Ke OMAe M CMHTE3aTa HA HEKOM THODEH3AHHIUIM HA
5-BpoMcanHUMAHATA XHCENHHA.

CHnTe3aTa € OOBHBaHA BO HeKOAKy (asu: nobuenara S5-Gpom-2-
aUCTAI-CAJHIMIHA KHCEJIHHA TpeBe/ieHa € NpBo BO S-OpoM-2-aueTun-canm-
LM XJOpHAY, KOj BO peakumja co HEKOM aMWHCKU KOMIIOHEHTH (DP-TONYMIHH>
P-XJIOPaHMAMH, P-DPOMAHWIHH, N-jOJAHIIMH, l-HadTHIaMMH, METHJIAMMH-
XHAPOXJIOPHII) OMHHYBA BO 5-Gpom-2-auernncanuuut-(R)-Oensanuwmunn (Ta-
Bena I). Ox v¥B co XHApOAM3A JODHMEHH ce COOTBETHH S5-Opomcanmmui-(R)-
densanumunn (Tabena II). On 5-6pom-2-anermicannus-(R)-Genzanmnuaure
npur THHpamwe co pocdop (V) cyadun Bo cyB opranckd pacTsopysas’® fobHenun
ce S-dpom-2-anerwicanmi-(R)-taobensanuwauam (Tadena I1I) xou co yme-
pena ankanna xmaponmsa (In KOH) nommuysaat Bo 5-Spomcammimi-(R)-
TrODeH3anman(c—1!) (Tabena IV.)

EKCINEPUMEHTAJIEH OEN
(Toukure Ha Tomeme He ce KOperMpaHH)
5-BPOM-2-AHETWICAJIMLIUIJIHA KUCEJIMUHA

Cmeca ox 5r (0,023 Mos) 5-BpomcanHipiina KucenMaa, 11,9 mon.
(0,125 Mon) aHxMapHI HA OLETHA KWCE/MHA M 2--3 KamnkH KoHIL. cyadypua
KHCCIHHa C€ 3aTONUIyBA HAa BojeHa Oama BO TeKOT Ha 15 MHHYTH Ha t°
on 50—60°C. Toroa peakuEoOHATa CMeca CE M3JIMBA BO JieICHa BOA, NpHUITO
KPHCT/M3upa §e3DoeH NMpoAykT, Koj ce QuiTpHpa MHe CO BOJAa M CyIUH Ha
Bo3ayx. Co NpexpHCTarni3alMja o7 ankoXoJ JaBa Oe300jHHM HITIMIM CO T.T.
160°C.

5 TomanreH 300pHEK
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5-BPOM-2-ALTETUJICAJIMIINIT XJIOPHUJ

5t (0,019 Mon) 5-Opom-2-alieTHiCAIMUMINA KHcenuua ce peduyk-
cupa 1,5—2 yaca co 20 ma. Tuonun xiopua. ITo 3aBpiuyBameTo Ha peax-
1MjaTa BHILIOKOT OJf THOHMIXJIOPHUAOT CE€ OTCTaHYBa HA BAKyyM.

5-BpoM-2-aleTHIICATUIIMI XJIOPKAO0T ¢ De3DojuHa KucTamHa CylcTaHlia
co 1.T. 122—123°C.

5-BPOM-2-ALIETUJTATTU U NJT-(R)-BEH3AHUININ (Tadena I)

Bo cmeca o 0,3 Mosa xannymkapdouat u 0,2 Mona CoOTBETEH aMHUi
CyB €Tep, mpeaxomHo pedaykcupana, NpH JIAOeHe M TOCTOjaHO MELIae ce
JokanyBa Bo TeKOT Ha 30 MUuYTH 5-Opom-2-aueTmicanuumnxiopuna. Meia-
BETO NMPOAOIIKYBA C& J0jJeKa ce M3/BOjyBa XJopoBojopoa. o u3nmsamwero
Ha peakiHOHATa CMeca BO Jie[cHa BOAA KMCTallM3ypa TPOIYKT, KOj ce (-
THpa, MHE CO BOJA, CYINM Ha BO3MyX ¥ IPEUMCTYBA CO TPEKpHCTaNM3aumja
0J COOTBETEH PAacTBOpYBaH.

5-BPOM-CAJTMLAJIA(R)}-BEH3AHWINAN (Taena 1)

0,01 Mon ogm coorseten 5-Opom-2-aueTuincanuuii-(R)-denzanmnig
ce pedaykcupa 30 muHyTH co 30 MU ankoxjeH kamuymxugpoxexa (1,5 r
KOH Bo 30 mn. anconyren anxoxoj). IToroa pacTBopoT ce ¢uarpupa, 4
IO ONajyBaleTo [0 coDHAa TeMmepaTypa ce Heypranusupa ‘co paspenena
HCl no pH 3—4. Tlpurtoa ce oauenyBaaT cBetjio OelHm Kpucraju, KOU ce
dunrpupaaT, MAjaT M CyLIaT.

5-BPOM-2-ALIETUJICATTULINJI-(R)-TUOBEH3AHMJIUJUN (Tadena 111).

Bo 0,02 Mon 5-dbpom-2-amerwicannumi~(R)-Genzanunuy Bo 5 1
CYB IMOKCaH WM MAPHAMH Ha TOIJIO ce goaasaat nopunu o 0,02 Mon doc-
dop (V) cyndpun. Tlpm 3aTomnyBameTo peakifoHaTa cMeca ja IPOMEHYBa
dojaTa opn xonTa BO MOPTOKANOBA M HAa KpajoT BO lpseHa. IIpu H3iMBamLE
BO BOJA Taa KpHcranwsupa. KpuCTainAT NpoaykT ce ¢GuiATpHpa, MMUE CO
BOJA M TIPEKPUCTANM3NpPa O COOTBETEH pacTBOPYBAl.

5-BPOM-CAJTULIVII-(R)-TUOBEH3AHWIUAN (Tabena 1V)

0,002 Mon ox coorBeTen 5-GpoM-2-aueTuiicanuui-(R)-Tuodensa-
HWIMJ Ce PacTBOpa IIPH YMepeHo 3aTomjyBawe Bo 10 mil In BoaeH pacTBop
o1 KalHyMmxuapokcun. PaceTopor ce ¢unTpupa, naju Ha codHa Temmepa-
Typa u ce uerpanmsudpa co In HCl mo pH 3-—4. McrpaxinkeHHOT NpoaykKT
ce GuuTpHpa, Mue Co Boja M CyIIM HA BO3ayX. IIpexpucranyi3ailija ce BpLUH
0]l COOTBETEH PAacTBOPYBaY,




Tabena 1
5-BPOM-2-ALIETUJICAJINLINII-(R)-BEH3AHWIN I
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OAc
CONH-R
Br
. No R Npauwoc  T.71.°C Popmyaa Auanusa
% npec.
Hajn.

%C eH 7oN
1 O\ -CH, 93 183—184  CiH,,BINO, 54,75 488 3,99
54,63 4,90 4,10
2. -Cl 46 237—238 CyH,BrCINO, 50,57 2,92 3,69
50,70 2,78 3,67
3, .@\ -Br 99 153154  CyH,;;Br,NO, 43,62 2,68 3,39
o 43,71 2,59 4,05
4. -J 90 204—205  C;H,,BrINO; 39,16 2,41 3,05
39,11 2,48 3,11
5. @ 99 187—188  C,H,BrNO, 59,42 3,68 3,65
@ 59,34 3,70 3,67
’ 6 -CH, 92 157—158  CypH,BrNO, 44,15 3,71 5,15
44,23 3,78 47

5*
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Tabena 11
5:-BPOM-CATULIWI-(R)-BEH3AHWIU N
OH
CONH=R
Br
AHanusa

No R Hpanoc T.T1.°C dopmyaa npec.

Y Hajx.
7:C 7.H ZoN
7. @ -CH;, 92 240241 C,H;,BrNO, 54,95 3,95 4,58
55,07 3,99 4,60
8. @ -Cl1 91 238239 C,3H¢BrCINO, 47,89 2,73 3,30
47,72 2,73 4,24
9. @ -Br 90 235—236 CgHyBr,NO, 42,08 2,45 3,78
41,99 2,49 3,86
10. @ -J 93 245246 C3HyBrINO, 49,10 2,83 4,41
49,19 2,78 4,51
11. @ 95 212—213 C;;H;,BrNO, 58,84 3,49 4,04
@ 58,97 3,60 4,15
12. -CH,3 90 164—165 CgH,BrNO, 51,77 3,51 6,09

41,65 3,63 5,98




Tabena III
5-6POM-2-ALUETWICAJTINIIA/I-(R)-THOBEH3AHWIN AN

OAc
CSNH=HR
Br
AHanksza
No R Tpunoc T.1.°C dopmyna mnpec.
% Haj,
7C ZH

-CH; 94 115—116 C,HsBrNO,S 52,36 4,67
52,58 4,70

-Cl 95 179—180 C,H,,BrCINO,S 48,53 2,80
48,68 2.91

-Br 90 114—115 CyHy,Br,NO,S 41,99 2,58
41,78 2,69

87 129—130 C,,H,BrNO,S 57,05 3,53
56,96 3,70

16. - 90 144—145 CyH,;BrINO,S 37,85 2,33
37,95 2,47

18. -CH, 92 9596 CyHy,BrNO,S 41,70 3,38
41,67 3,45
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Tabena 1V
5-bPOM-CAJIMLINIT-(R)-TUOBEH3AHHUIN AN
OH
CSNH=R
Br
AHanu3sa

No R Ipunoc T.r.°C dopmyna npec.

e Haj/I.
%C 7H YN
0. [ .CH; 90 204--205 C,H.,BrNOS 52,22 3,76 4,35
o 52,35 3,90 4,31
20. -Cl 91 249250 C,;H,BrCINOS 45,65 2,36 4,10
45,53 2,40 4,11
21. O -Br 87 195196 C;,H,Br,NOS 40,34 2,35 3,62
\ 40,44 2,32 3,69
22, -J 86 223224 C;H;BrJNOS 35,97 2,10 3,13
35,79 2,27 3,19
23. @ 92 202—203 C,;;H,;,BrNOS 57,03 3,38 3,91
@ 57,17 3,33 3,94
24, -CH, 91 158—1359 CgHBrNOS 39,06 3,28 5,69
38,97 3,40 5,79
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1ZvOD
M. Jancevska, B. Prisagjanec i M. Lazarevié

SYNTHESIS OF SOME 5-BROMSALICYLTHIOBENZANILIDES
(SUMMARY)

5-Bromo-2-acetylsalicyl-(R)-benzanilides (Table 1) obtained from
5-bromo-2-acetylsalicyl chloride in reaction with p-chloro, bromo, iodo-aniline,
p-toluidine, l-naphythylamine, and methylaminhydrochloride, have been
converted to corresponding 5-bromosalicyl-(R)-benzanilides by alkaline
hydrolysis (Table II) and to S-bromo-2-acetylsalicyl-(R)-thiobenzanilides by
thiation with phosphorus pentasulfide in dry organic solvent (Table III).
By alkaline hydrolysis (In KOH) the acetyl group was eliminated and 5-bro-
mosalicyl-(R)-thiobenzanilides were obtained (Table IV).
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