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AnkunmpoBaHue 2-amMHOGeH3MMKUAa3ona aHUNMaamMmn XropyKCcycHow kKucnoTel B 6e3sogHom JM®A npu TemnepaType
20-100 °C B npucyTcTBMM kapboHaTa Kanus NpuBOAMT K 06pa3oBaHMo N'-3amelLLeHHbIX NPOU3BOAHBIX C BbIXOAOM 49—
74 % v HE3HAYUTENBHbIX KONMYECTB CUMMETPUYHbBIX N1,N3—,qmaameUJ,eHHb|x aHarnoros.

Knroyessie crosa: 2-amuHobeH3umudasos, xnopauemarunud, N-ankunuposaHue.

A. A. Ozerov, M. S. Novikov

ALKYLATION OF 2-AMINOBENZIMIDAZOLE WITH ANILIDES

OF CHLOROACETIC ACID

The alkylation of 2-aminobenzimidazole with anilides of chloroacetic acid in anhydrous DMF at a temperature of 20—
100 °C in the presence of potassium carbonate leads to the formation of N'-substituted derivatives with the yield of 49—
74 %, and minor amounts of symmetric N',N>-disubstituted analogues.

Key words: 2-aminobenzimidazole, chloroacetanilide, N-alkylation.

3amelLeHHble Npou3BoaHble GeH3ummnaasona
OEMOHCTPUPYIOT YHUKAmNbHO LUMPOKWIA cnekTp 6uo-
NOrM4YeCcKkon akTMBHOCTM W MO npaBy OTHOCATCA
K Knaccy TaK HasblBaeMbIX «MNPUBUIErMPOBAHHBbIX
mMonekyn» [5].

Cpeoun KoHAEHCUMpOBaHHbLIX asoTcogepxa-
WKNX reTepouUUKUYECKUX CoeguHEHURN, BKIto-
Yalwmx TemMm WNu MHbiIM cnocobom dparMeHT
GeH3ummaasona B CBOK CTPYKTYpYy, Obinu Bbl-
ABMeHbl coefuHeHus, obnagatwolmne BbIpaXKeH-
HOM aHTUOKCMAOAHTHOW, aHTuarperaHTHomn, aH-
TUapUTMUYECKON, CNasMONUTUYECKON, aHTUCEK-
peTopHOW akTuBHOCTbIO [1], runornukemu-
YeckuM genctemem [6].

CvHTE3 Takux COefVHEHU, Kak npasuno,
ocyLlecTenaeTca nytem N3—an|<mnmpoaaHM;| 1-3a-
MELLEHHbIX  2-aMUHOGEH3MMnOa3onoB  anbda-
ranoreHnpon3BoAHbIMM  KapOOHUNBHBIX coeauHe-
HWUA (Hanpumep, anbda-ranoreHKeToHaMmun) ¢ no-
cnegywwen uuknusauMen mn  opmMuMpoBaHUEM
TPULIMKITUYECKOWN cuUcTEMBbI nmungasof1,2-
a]6eHsumupasona [2, 3].

C uenblo pacwmpeHnsl CUHTETUYECKUX BO3-
MOXHOCTEN MOMyyYeHns yHKUMOHaNbHO 3ameLleH-
HbIX NPOU3BOAHLIX MMMAa3o[1,2-a]beH3amuaasona u
€ro npepLecTBeHHUKOB, HaMn Bbina uccrnegoBaHa
peakums N-ankunuMpoBaHus  2-aMUHOBEeH3MMuaa-
30Ma pasnuyHbIMK XropaleTaHnnmMagamm.

LENb PABOTbI

WccneposaTb peakuun N-ankunvpoBaHus 2-
aMmnHobeH3umMmaasona xnopaueTaHunngoMm n ero
NPOM3BOOHbIMU C LEnbio NorydYeHnus HoBbIX dhap-

MaKOMOrm4yeckn akTUBHbLIX COEANHEHWUN paga OeH-
numMmagasona.

METOOUKA UCCITEAOBAHUA

Cnektpbl AMP 'Hu"C peructpupoBanu Ha
cnektpomeTpe «Bruker Avance 400» (400 Ml
ans 'Hu 100 Mly gna 13C) B AMCO-ds, BHyTpEH-
HWUI cTaHgapT TeTpameTuncunaH. MHtepnpeTtaumo
CNEKTPOB OCYLLECTBNSNMN C NOMOLLbIO NULEH3MNOH-
Hor nporpammbl ACD/HNMR Predictor Pro 3.0
(Advanced Chemistry Development, Kanaga).
Cnektpbl Y® peructpupoBanu Ha cnektpodoTo-
meTpe Shimadzu UVmini-1240 B8 95%-m aTunosom
cnupTte. TemnepaTypbl MMaBMeHUs WU3MEPEHbl B
CTEKNSHHbIX Kanunnsgpax Ha npubope Mel-Temp
3.0 (Laboratory Devices Inc., CLLUA).

AHUMMABI XNOPYKCYCHOW KMUCNOThI (2a-c) Bbl-
nv nony4yeHsl nytem N-auMnmMpoBaHus TPUMETWUN-
CUNUNNPON3BOAHBIX COOTBETCTBYIOLLNX aHWUIMHOB
XrnopaueTUnxnopnaomM, kKak 310 Obino  onucaHo
Hamu paHee [7].

1-(2-®eHunamuHo-2-oKcoamuri)-2-aMuHo 6 eH-
3umudaszon (3a) u 1,3-0u-(2-cbeHunamuHo-2-
okcoamur)-1,3-0uaudpo-2H-6eH3u-muda3orn-2-UmuH
(4a). Cmecb 5,00 r (37,6 mMMonb) 2-aMuHO-
6eHaummpasona (1), 6,50 r (38,3 mmonk) xnopa-
uetaHunuga (2a) n 10,00 r (72,4 mmons) 6e3soa-
HOro TOHKO M3MerbYeHHOro kapboHaTa kanusi ne-
pemewmsatoT B 100 mn 6e3BogHoro JM®A B Te-
YyeHue 24 4 npu KOMHaATHOW TemnepaType, 3aTem
B TeyeHue 2 4 npu Temneparype 95-100 °C. lo-
PsiUYl0 peakUMOHHYH Maccy hunbTpyoT, dunb-
TpaT ynapuBalT B BakyyMe, OCTaTOK OXNaxaatoT,
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pactupatoT co 100 mn negsHon Bogbl, obpaso-
BaBLUMIACA OCafoK OT(PMNbTPOBLIBAOT, MPOMbIBA-
0T BOAOM W KUMNATAT NPU UHTEHCUBHOM Nepeme-
wueaHum B 500 mn 2%-ro pacteBopa XIOpUCTOBO-
OOPOOHON KUCMOTbl B TevyeHne 5 MuH. opsuun
pacTBOp OUNbTPYIOT, OXNAXOAT N HEUTPanuM3yoT
rmgpokengom ammonus. ObpasoBaBLUMICA OCcagok
OT(OUNBbTPOBLIBAIOT, MPOMbIBAIOT BOAOW, CyLIaT Ha
BO3gyxe, KpuctannuayT n3d OM®OA un nonyyatoT
7,38 r (3a) B BMAE CBETNO-XENTOr0 KpUcTannuye-
CKOro BellecTBa, BbIxof 74 %, T. nn. 265-266 °C
(pasn.).

Cnektp AMP 'H, 5, M. 0.0 4,85 ¢ (2H, CHy);
6,48 ¢ (2H, NH,); 6,84 T (1H, 7,5 Iy, H%); 6,94 T
(1H, 7,5 'y, H°); 7,00-7,10 m (2H, H', cbenun); 7,14 o
(1H, 7,5 'y, H4); 7,27-7,35 m (2H, denun); 7,56—
7,64 m (2H, bennn) 10,37 c (1H, NH).

Cnektp AMP °C, 8, m. a.: 45,09; 107,42;
114,70; 118,10; 119,06; 120,54; 123,48; 128,89;
134,85; 138,84; 142,87; 155,60; 165,60.

He pacTBopuBLUMIACS B XIOPUCTOBOOPOAHON
KMCIOTE OCafoK MpPOMbIBAOT BOAOW, CyllaT Ha
BO3gyxe, KpuctannuayT n3 OM®OA n nonyyatoT
1,03 r (4a) B BMOE XENToro KpUCTanmmM4eckoro
BellecTBa, Bbixog 14 %, T. nn. 303,5-306,5 °C
(pasn.).

Cnektp AMP 'H, 5, M. 0.1 5,29 ¢ (4H, CHy);
7,02-7,11 m (2H, deHun); 7,25-7,37 m (6H, H*,
H’, dbeun); 7,55-7,64 m (2H, H, H%); 7,61-7,70 m
(4H, denun); 9,41 ¢ (1H, = NH); 10,96 c (2H, NH).

Cnektp AMP °C, 8, m. a.: 45,88; 110,45;
119,09; 123,73; 123,81; 128,90; 130,06; 138,65;
151,37; 163,57.

OcTtanbHble coeguHEeHWUs nony4varT aHano-
rMYHO.

1-[2-(4-MemokcugbeHunamuHo)-2-okcoamuri|-
2-amuHobeHsumudason (3b). benoe kpucrannuye-
cKoe BelLecTBo, Bbixod 59 %, T. nn. 235-238 °C.

Cnektp AMP 'H, 5, M. 43,70 ¢ (3H, CH30);
4,81 c (2H, CH,); 6,58 ¢ (2H, NH,); 6,82-6,92 m
(3H, H® apun); 6,94 1 (1H, 7,5 'y, H%); 7,06 g (1H,
7,6 Tu, H'); 7,14 o (1H, 7,6 Ty, H*); 7,47-7,52 m
(2H, apun); 10,22 ¢ (1H, NH).

Cnektp AMP °C, 8, m. A.: 44,99; 55,16;
107,56; 113,96; 114,47; 118,30; 118,34; 120,60;
120,68; 131,94; 134,60; 155,33; 155,55; 164,97.

1,3-[u[2-(4-memokcugheHuUnamuHo)-2-oKco-
amunj-1,3-0ueudpo-2H-6eH3umudason-2-umuH (4b).
CBeTno-xentoe KpucTanin4yeckoe BeLLECTBO, Bbl-
xon 18 %, T. nn. 298-300 °C (paan.).

Cnektp AMP 'H, 5, M. 43,70 ¢ (6H, CH30);
5,22 ¢ (4H, CH,); 6,85-6,93 m (4H, apun); 7,27—
7,35 M (2H, H* H'); 7,50-7,61 m (6H, H°, H°
apun); 9,33 ¢ (1H, = NH); 10,74 ¢ (2H, NH).

Cnektp AMP °C, 8, m. a.: 45,73; 55,19;
110,46; 113,99; 120,57; 123,79; 130,07; 131,77;
151,33; 155,48; 162,97.

1-[2-(4-JumemunamuHogheHuUnamuHo)-2-oKco-
amurj-2-amurHobeH3umudason (3c). CeeTno-xenTtoe
Kpuctannuyeckoe BewecTBo, Bbixod 49 %, T. nn.
268,5-270 °C (paan.).

Cnektp AMP 'H, 5, M. 4.0 2,82 ¢ (6H, CHs3);
4,78 ¢ (2H, CHy); 6,44 c (2H, NH,); 6,65-6,72 m (2H,
apun); 6,84 T (1H, 7,5 'y, H°); 6,93 T (1H, 7,5 'y, H°);
7,034 (1H, 7,6 Ty, H'); 7,13 o (1H, 7,6 'y, H*); 7,38—
7,44 m (2H, apun); 10,06 ¢ (1H, NH).

Crnektp AMP °C, 8, m. A.: 40,47; 45,05;
107,40; 112,67; 114,69; 118,06; 120,50; 120,61;
128,57; 134,83; 142,89; 147,16; 155,60; 174,68.

1,3-[u[2-(4-OumemunamuHogbeHUIamMuHo)-2-
okcoamuri]-1,3-0uaudpo-2H-beH3umudasorn-2-umuH
(4c). KenTtoe KpucTannuyeckoe BELLECTBO, BbIXOS,
16 %, T. nn. 294-296 °C (paan.).

Cnektp AMP 'H, 5, M. A 284 c (12H, CHy);
4,63 c (4H, CH,); 6,65-6,72 m (4H, apwn); 6,87—
6,94 M (4H, H* H°, H® H'); 7,38-7,44 m (4H,
apwvn); 9,97 ¢ (1H, =NH); 10,82 ¢ (2H, NH).

Crnektp AMP °C, 8, m. A.: 40,41; 44,37;
106,36; 112,59; 120,00; 120,50; 128,54; 132,09;
147,09; 153,63; 165,02.

PE3YJIbTATbI UCCIIEAOBAHUA
N NX OBCYXAEHUE

AnkunupoBaHue 2-amumHobeHanumugasona (1)
aHMnMaammn XropyKCYCHOW KUCNOTbI (2a-c) nerko
npoTekaeT, Kak 1 B cnyyae Apyrnx asoTcoaepka-
LWMX reTepoumrknos (NMupumuguHa [4], xuHasonuHa
[8]), B cpeme 6essogHoro AM®PA B npucyTcTsum
kapboHaTa kanus B WHTepBane temnepatyp 20—
100 °C u ¢ yaoBneTBOpUTESNbHBIM BbIXOAOM (49—
74 % nocne O4MCTKWN) NPUBOAMUT K LEeneBbiM Mnpo-
AyKram N'-MoHo3MmeLLeHus (3a-c). HecmoTpa Ha
NCMNOMb30BaHNE CTPOro 9KBUMONSAPHBLIX KONMUYEeCTB
cybetpata (1) n ankunupytowero areHta (2a-c)
HabngaeTcs obpasoBaHMe 3aMeTHbIX KONMYecTB
(14—-18 %) noBouHbix npoayktoB N' N°-gusame-
weHnsa (4a-c), opmupyloWwmx retTepoumknuye-
ckyto cuctemy 1,3-gurngpo-2H-6eH3nmn-gason-2-
nMmunHa (cxema).

MonyyeHHble NPoAyKTbl MOHO- (3a-c) n ausa-
MeLLEeHUa (4a-c) cylleCcTBEHHOEe OTnuMYarTCa opyr
OT gpyra no XMMUYECKUM U (PU3NKO-XMMUYECKM
ceonctBam. MoHoO3aMelLeHHble MPOM3BOAHbIE 2-
amunHobeHaumumaasona (3a-c) coxpaHsiioT [octa-
TOYHO BbICOKYIO OCHOBHOCTb, YMEPEHHO pacTBO-
pYMbl B BOOHbIX pacTBOpPax MUHEparnbHbIX KACHOT,
nydywe pactesopumbl B JM®A 1 negsiHon ykcycHomn
KMCMOTe, YTO NO3BONSAET ferko OTAenATb UX OT Au-
3aMellleHHbIX npoaykToB (4a-c). MpoaykTel Ansa-
MelweHna (4a-c) npakTU4eckM He pacTBOPUMBI
B pa3baBreHHbIX MUHEepParnbHbIX KUCNOTax U UMetT
TemnepaTypy nraeneHus, B cpegHeM Ha 3540 °C
BbllLie MO CPaBHEHWIO C MOHO3aMeLLeHHbIMU aHa-
noramu (3a-c).
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Cxema. AnkunmpoBaHue 2-aMuHobeH3nMMaasona aHnnmaaMmn XrmopykcyCHOM KUCMOoThbI

OTnuumnst B 3NEKTPOHHbIX M KonebaTenbHbIX
creKkTpax MOHO- U AM3aMeLLEeHHbIX MPOU3BOAHbIX
2-aMnHObeH3MMMaasona KpalHe He3HauyuTenb-
Hble. B yacTHocTW, B cnekTpe Y® MoOHO3ameLlleH-
Horo coeauHenusi (3c) HabnogalTca gBa MaKkcu-
Myma nornowenns npu 207 n 280 HM C KOPOTKUM
nneyom npu 249 HM. B cnekTpe ansamelleHHOro
coeguHeHns (4c) MakCMMyMbl MOrNOLWEHNss COOT-
BeTCTBYOT AgnvHam BonH 203 n 280 HM, ogHako
nneyo OTCyTCTBYET.

Hanbonee wHpopmaTMBHBIMM B MnaHe nog-
TBEPXKOEHUA XUMUYECKOrO CTPOEHUS MNOMyYeHHbIX
BelLlecTB ABNaOTCA cnekTpbl AMP 'H (B obnactn
6,8-7,6 M. 4., roe NposiBNATCA CUrHanbl apomaru-
YeCKMX NPOTOHOB BEH3MMMAA30MbHOro dparMeHTa)
n AMP °C, XOpOLUO OTpaxarLwmnx CUMMETPUYHOE
CTPOEHNe ausameLLeHHbIX NPOAYKTOB (4a-c).

BaxxHO OTMeTWUTb, YTO HM B Mpouecce CUH-
Tesa, HM B npouecce BblAeneHus, BKYarLwem
KpaTKOBpPEMEHHOE KUMNAYeHue B XINOPUCTOBOAO-
pPOOHOW KUCIOTE, MOHO3aMeLLeHHble MNPOoAYKThI
(3a-c) He paBanu NPOAYKTOB AarbHEWMWEen LuK-
nusauuu, nNpegnonoXUTensHO MMEILWUX CTPYK-
TYpYy 2-heHUNnamumHONPoOmU3BOAHbIX MMKUAa3o[1,2-
a]beH3-ummnagasona.

3AKIIOYEHUE

AnkinupoBaHue 2-aMMHOBEH3MMMaa3ona aHu-
nnaaMmn XnopykCyCHOM KUCMOTbI B MONSAPHOW cpene
B NMPUCYTCTBUM OCHOBaHUSA NPEUMYLLECTBEHHO MPO-
TekaeT kak N'-MoHo3amelLeHve 1 COnpoBOXOaeT-
cs1 o6pasoBaHMeEM MOBOYHBLIX CUMMETPUYHbBIX N1,
N®-au3amelL eHHbIX NPOAYKTOB.
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