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3AKIIOYEHUE

B xope paHHOro uccrnefoBaHus u3ydeHa
peakuus nepeuMuHNpoOBaHus n3o-
nponunguMmnHa (1) anndaTnyeckumm n apoma-
TM4eckMMM ammHamu. B cniyyae anndatnyeckmx
aMMHOB MpOAYKTaMy peakuun SBASHTCA COOT-
BeTCTBylOLWMEe OunmuHbl. Mcnonb3oBaHne apo-
MaTUYECKNX aMWHOB MNPMBOAUT K MONYYEHUIO
N30BIOPLUTAHOBbLIX CTPYKTYP.

PaspaboTaH HOBbIN METOA NONy4YeHUs rek-
cabeHsunrekcaasaunsostopuntaHa (7) u rekca-
dypdypunrekcaasansostopuutaHa (8) nepe-
umuHuposaHmem  N,N’-guunsonponun-1,2-atan-
ONVMMHA COOTBETCTBYHOLLMMWN aMUHaMMU.

CTpyKTYpbl NOMyYeHHbIX COeAUHEHUI noa-
TBEpXAeHbl MeTogamu WK-cnektpockonuu u
NMMP-cnekTpockonuen.
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PEAKUMUN KOHOEHCALWN BEH3OKCUAMUHA C
®OPMAINBAErMAOM U NMNOKCAINEM

Kynaruna [1.A., CbiconstuH C.B.

Msyqua peakyus KoHOeHcauuu beH30KcuamuHa ¢ d)opmanbdeeudom u enuokcarnem. lNoka3aHa
nyTlOl:I‘-IUGOCI’nb roJy1iy4eHHo20o b6eH30KcuOUUMUHAa 2/iuoKcars K CMPYKMypPHbIM npeoGpasoeaHu,qM.

Knouesbie criosa: beH30kcuamMuH, KOHOeHcauusi, 6eH30KCUOKcuMm ¢hopmarnbdeauda,

1,3,5-

beH3okcu-1,3,5-mpuasayuknozexkcaH, 6eH30KCUOUUMUH 2/1UOKCalrIsl.

KoHaeHcalLmsa nepBUYHbIX aMUHOB C FMUOK-
canem B NOMSIPHbIX PacTBOPUTENSX NPUBOAMUT K
psgy pasnuyHbIX NPOAYKTOB, B TOM 4MUCE U K
CONpsKeHHbIM annmmHam 3 [1-6].
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Mpn B3aMMOAENCTBMU NEPBUYHBIX aMUHOB
C chopmanbaerngom, Kak npasurno, obpasyoTcs
OKCMMbI hopMarnbaernga, Kotopble B HEKOTOPbIX
cny4yasix NepexoasaTt B 3aMeLleHHble Tpuasaumk-
norekcatbl [7-10].

BeH3okcmamunH 1 ero npomssogHble obna-
[aloT BbICOKOM aHTMBaKTepmansHON U aHTUrpuG-
KOBOW GMONOrMYeCcKom akTUBHOCTbIO.
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M3yyeHne koHOeHcaumm GeHsokcuammHa c
dopmanbaernaomM npyv KOMHaTHON Temnepartype
NPMBOONT K >XMAOKOMY OEH30KCMOKCUMY doop-
Manbgernga 7, KoTopbii CaMONpPOU3BOSIbHO MNe-
pexoguT B Kpuctannunyeckun 1,3,5-6eH30kcu-

1,3,5-TpmnasauunknorekcaH 8.
Bn

0.
O\N/\N/ \Br
BrONH, + CH,0 BrON-CH,——> kN)
6 7
|
/0
Bn 8

PaHee Obinu onucaHbl peakuun KoHAeHca-
LUnM GeH3oKcuaMmHa C rmuoKcanem ¢ nosnyyYeHu-

em cmecu npoayktos 9 n 10 [11,12].
Bn Bn
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= 0 N\lo
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MN3yyeHne peakumm GeH3oKCMaMUHA W K-
oKcans NPoBOAUIM MpWU KOMHaTHOW Temneparty-
pe B cpeae NonsipHbIX pacTBopuTe-nei: aueTo-
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HUTPUN 1 Boga. HekoTopble 3KCNepMMEHTbI Mpo-
BOAMMM B MNPUCYTCTBUN KaTanMTUYECKUX KOMM-
YeCcTB MypaBbWMHOW KUCIOTbl. MonbHOE COOTHO-
LeHne OeH30KCHMaMUH:Imunokcanb 6bino paBHbIM
2,2:1, KoTopble OObIYHO UCMONb3YTCA ANS CUH-
Te3a KapKkacHbIX Mpou3BoAHbIX. B pesynbrarte
Oblla nonydeHa cMecb [OBYX MPOAYKTOB, KOTO-
pble ydanocb BbIAENUTbL B WHAUBMAYAIIbHOM
Buge. Bo Bcex onbiTax Habnioganocek npeobna-
OaHue npoaykTta 9.

MpoBeaeHne peakumm B KOHLEHTPUPOBaH-
HOM pacTBOpe [nMoKcanst faeT aHanormyHyo
CMeCb NPOAYKTOB, HO OEH3OKCUAMUMWH TTINOK-
cans B JaHHbIX ycrnoBusix obpasyeTtcs 6e3 go-
NOMHUTENBHOIO BblAENeHns.

Tabnuua 1 — 3aBMCMMOCTb Bbixoaa
GEH30KCMONMMMHA FNoKcans OT YCrOBUIA

peakunn
PactBoputenb KaTtanusaTtop Bbixon, %
CH3;CN HCOOH 18,28
CH3CN:H,0=10:1 HCOOH 16,79
H,O HCOOH 16,01
CH3CN - 21,00
- - 32,54

[ns onpeaeneHns BO3MOXHOCTK npeobpa-
30BaHUSA MONy4YeHHOro GeH30KCU-OUUMUHA Nu-
oKcarnsi B kapKkacHble CTPYKTypbl Oblniv npoBeae-
Hbl peakuun B YKCYCHOM aHrugpuie n B gume-
TUNCYNbOKCMAE B MNPUCYTCTBMM KaTanutude-
CKMX Konun4yecTB acpmpata Tpexdropucroro 6o-
pa.

B cnyyae gumetunncynbdokecnga 6bino yc-
TaHOBMNEHO, 4YTO, HECMOTPA Ha YyBenuyeHue
BpEMEHN peakunn OO0 5 CYTOK M NOCTENEHHOM
noBsbileHun Temnepatypbl 4o 80°C, B AaHHbIX
YCIOBMSIX UCXOOHOE BELLEeCTBO He BCTynaeT B
peakumio.

B cnyyae wucnonb3oBaHWA YKCYCHOrO aH-
rmgpuga B KadecTBe pacTBOpuTeEns ObINo ycTa-
HOBJIEHO, YTO MPOMCXOOUT auUNIMpoOBaHME apo-
MaTU4eCKMX Tpynn B napa-nosioKeHNe C BbIXO-
nom 99% B TeYeHMe 2 Yacos.

MonyyeHHble AaHHble Nokasanu, YTo Mony-
YeHHbI 6GEH30KCMAMMMUH FNNOKcans NposBnseT
YCTOMYMBOCTb K CTPYKTYPHbIM NpeobpasoBaHu-
SIM U pa3pyLUEHMIO B XXECTKUX YCIOBUSX.

Taknm o6pas3om, Npu KOHOEHcauun uccrie-
ayemoro 6eH30KCaMmMHa ¢ BOOHbIM PacTBOPOM
dopmanbgernga Obin nonyvyeH GEH30KCUOKCUM
dopmanbgernga ¢ Bbixogom 96%. BeH30KCnok-
cum cbopManbgernga caMmo-npom3BOSIbHO Nepe-
xoauT B 1,3,5-6eH30kcu-1,3,5-
TpuasauuknorekcaH, 4To nokKasbiBaeT Cnocob-
HOCTb MCCNEeayeMoro OKCMMa K OYeHb Ferkowm
TpumMepmsaLuun.

[MOI3YHOBCKM BECTHUK Ne 3 2014
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KoHpeHcaumen 6eH3okcuammHa ¢ rnnokca-
fieM B pas3nuyHbIX YCroBuaX Obina nony4yeHa
cMecb OEH30KCMMOHOMMMUHA rnnokcans U 6eH-
30KCUMOMMMMHA TNMoKkcansi, koTopas 6bina yc-
MewwHo pasgerneHa npocTbiM MEeTodom — nepe-
Kpuctannusaumen ns aueto-Hutpuna. Tpumepu-
3auus 6eH30KCUaANMMUHA FIMoKkcansa He Habnto-
naetcs.

AOKCMNEPUMEHTAJIIbHAA YACTb

TemnepaTypy nNnaBneHUs onpepensanu Ha
npubope Ons onpegeneHvus TOYKU NaBneHus
dupmbl "Stuart”, mogenb SMP 30. UNK-cnekTpbl
COoeaMHEHNI perMcTpmpoBanun Ha I'IPVIGOpe "UNn-
cdpantom ®T-801". Cnektpbl AMP 'H 1 °C pe-
rmctpupoBanu Ha npubope "Bruker AM-400" c
paboueii yactoToit 400,13 My ans siaep 'H v
100,61 MIy gns spep °~C, pactBopuTtenb —
OMCO-ds.

MonyyeHune 6eH3okcnamuHa (6). Metoam-
Ka MnonyvYeHuss paHee onucaHa B nuTepaType
[13]. K pactBopy 21,33 r (0,09 monb) N-
©eHsokcudpTanumuaa B 400 mn guxnopaTtaHa no
Kannsam npubasnsoT 29,1 Mn BOAHOrO ruapasu-
Ha. PeakumoHHyi0 Maccy BbIAEPXUBAKOT MpK
KOMHaTHOW TemrnepaTtype npu nepemMeLuvBaHum
3 vaca, 3ateM OTUNbLT-pOBbIBAOT. dunbTpaT
TpwKObl MpombiBatoT 2M pacTBOpOM rMapokcuga
HaTpust no 400 mn, 3aTeM ABaXAbl HACbILLEH-
HbIM pacTBOpOM xJsiopuga Hatpust no 400 mn.
OpraHuyeckylo hpakumio cywaTt cynbgaTom
HaTpUsi U OTIOHAIOT pacTBopuTenb. MpoaykT —
Xernroe macro ¢ Peskmm 3anaxoM. Beixoa 83%.
MK-cnekTp, v, cm : 3314, 3030, 2908,1583, 737,
696. Cnektp AMP H, 5, m.a. 7,33(m,5H,Ar);
6,07(c,2H,NH,); 4,58(c,2H,CH,). Cnektp AMP
C, 5, m.a.: 138,72; 128,61; 127,99; 77,34.

MonyyeHne 6eH30KCcMOKCMMaA chopmarnb-
aervaa (7). BogHbin pacteop dhopmanbaernia B
Konuyecte 2,96 Mn no Kannsam npubaBnsoT K
4,92 r (0,04 monb) GeH3okcnammnHa. Peakunon-
HYl0 Maccy BbiaepxuatoT 4,5 yaca npu Temne-
paTtype 30°C. lMocne OKOHYaHUA BbIOEPXKKUN Op-
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raHn4eckyo dasy OTAENsoT, BOAHYO a3y IKC-
TparvpyoT XMOpUCTbIM METUNEHOM 2 pasa no 5
mn. OpraHudeckne gasbl 00beaMHAIT 1 ynapu-
BatoT. lNonyyaloT NPOAYKT B BUAE XENTOro Mac-
na B konnyectse 5,18 r (96%). IK-cnekTp, v, cM
' 3032, 2928, 1612, 1454,1361. Cnektp AMP
H, 5, M.A.C 7,41(m,5H,Ar);
7,13(n,1H,CH,);6,51(a,1H,CHy); 5,18(c,2H,CH,).
Cnektp AMP '°C, 5, m.a.: 137,69, 128,99,
76,07, 75,39.

1,3,5-6eH30kcK-1,3,5-TpMasaymknorekcaH
BeH3okcnokcum popmanbgermga B - TedeHue
CYTOK KpUCTannuayeTcsl B NIOTHO 3aKpbITON Ta-
pe B Buae Oenbix uronbyaTtblX KpUCTanmioB C
Tnn = 107,5-109°C. AHanutu4yec-kme AaHHble
noateepxgatoT cTpyktypy 1,3,5-6eH3okeu-1,3,5-
TpuasauuknorekcaHa: UK-cnektp, v, cm™: 3025,
2914, 2839, 1960-1760 — cepus YLUMPEHHbIX
nonoc,1452, 1359,1169. Cnektp AMP 'H (npwm
50°C), &, m.a.: 7,32 (M,15H,AI’?, 4,63(c,6H,CHy),
3,90(c,6H,CH,). Cnektp AAMP °C (npu 50°C), 5,
m.g.. 137,57(C), 127,79(Ar), 73,86 (O-CH,),
72,34 (N-CHy,).

MonyyeHne 6GeHzokcugummmHa (10). K
2,70 r (0,022 mornb) BeH3okcuammuHa npubaens-
toT 1,20 mn BoAHOro rnuvokcans. PeakunoHHyto
Maccy BbIOEPKMBAKOT NP KOMHATHOW Temnepa-
Type 7,5 yacos. BbinaBwui ocagok otunbTpo-
BbIBAlOT M NEPEKPUCTanmM3o-BbiBalOT U3 aueTo-
Hutpuna. Beixog 0,87 r (32,5%). UK-cnekTp, v,
cvm ' 3032, 2918,1451, 729, 689. Cnexktp AMP
'H, 5, m.A. 7,84(c,2H,CH=N); 7,39(m,10H,Ar);
5,19(c,4H,CH,). Cnektp AMP *C, 3, m.A.:
145,56; 136,84; 128,53; 77,39.

AueTunupoBaHme  GeH30KCMAMMMMHA.
0,37 r (0,0013 mornb) 6GeH3oKCMOMUMUHA pac-
TBOPSIIOT B 3 MN YKCYCHOro aHrugpuga. PacTteop
BbIAEPXKMBAIOT 2 Yaca Npv KOMHaTHOW Temnepa-
Type, 3aTeMm npubaenswT 1 kannmw adupata
Tpudptopuaga Gopa u BbIOEPKMBAIOT MPU KOM-
HaTHOW Temnepatype ewe 25 yacos. BeinaBLini
0Ccagjok  OT(UNBLTPOBLIBAOT, MNPOMbI-BAOT 3
pasa no 10 mn AUCTUNNMPOBAHHOW BOAOW, a
3aTeM NepeKkpuUCTannmM3oBbLIBAlOT M3 MeTaHona.
MonyyeHHbI 6enbin  MEenKOKpUCTan-nM4Yeckui
ocafoK umeet TemnepaTyPy nnaenexns 164-
166 °C. UK-cnektp, v, cm : 3032, 2938, 1768,
1694,1458. Cnektp AMP 1H, o, Mm.A.
7,43(m,8H,Ar); 7,29  (c,2H,CH=N); 5,01
(c,4H,CH,); 2,12 (n,6H, CH3). Cnektp AMP "°C,
0, m.a.: 173,38; 168,45; 134,90; 129,01; 79,74;
76,05; 21,01.
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