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M. A. KoJjiecCHHY€EHKO

CHUHTE3 U OKHUCJIEHHE 1,3-ITUAMUHO-
u 3-A3UJ10-1-AMHUHOHNHIA30JIOB

AMHHUpPOBaHUEM 3-aMUHO- U 3-a3UI0MHAA30JI0B THAPOKCHIAMHUH-O-Cynb(o-
KHUCJIOTOH B ILIEJIOYHOM Cpezie MOJy4YeHbl He U3BECTHbIC paHee 1,3-auaMuHO- U
3-a3upo-1-amunonnnasonsl. ITocnenHue B pactBope XJiopodopMa moaBepraroTcs
MeUICHHOMY aBTOOKHCIICHHUIO ¢ 0Opa3oBaHueM 4-amuHOOeH30-1,2,3-Tpuasuna.
3-AMUHO-1-0SH3WTHICHAMUHONHIA30 TIPU JCHCTBAM MYypPaBbHHOW HITH YKCYCHOI
KHCJIOTBI PELHUKIN3YeTCS B 3-aMHHO-2-OCH3WIMHAA30J, KOTOPbIA oOpasyercs
TaKKe MPH KaTaJIUTHYECKOM THUAPUPOBAaHUH |-OCH3MIaMHUHO-3-HUTPO- U
1-6eH3unNIEeHAMUHO-3-HUTPOUHIa30JI0B.

KuaroueBbie cioBa: 3-a3un0-1-amuHonHAa3071, 4-aMmuHOOeH30-1,2,3-TpuasuH,
3-amMuHO-2-0eH3MNMHAa3011, 1,3-TMaMUHOMHIA301, aBTOOKHCIICHHE.

1-Amunromnnazon (1a), a takke ero 3-metni-, 3-GeHWI- U 3-METOKCHUIIPO-
u3BoaHbie 1b—d mpu okucnenum TerpaaneraToM CBHHIA HPEBPAIIAIOTCS B
6en30-1,2,3-tpuazunsl 3a—d [1, 2]. TIpeamonoxurenbHo, peakiys MPOTEKaeT
yepe3 cooTBeTcTByONMi N-HUTpeH 2a—d, KOTOPBIA CTAOHIM3HPYETCS MyTeM
pacmmpenus ukia (cM. nuckyccuio B 063ope [3]). bonee cBoeoOpasHO BemyT
cebst 1-amuHO-3-TanoreHnHaa300bl le [4]: 3TH BechbMa HEYCTOMUYWBBIE COEIH-
HEeHUS TIPH JIEHCTBHU TETpaalerara CBHHIA JAalOT CIIOXKHBIE CMECH BEIIECTB
HEOTIPEIeICHHON CTPYKTYPHI, @ B PacTBOpE XJI0pohopMa ITOABEPTatOTCS MeJUICH-
HOMY aBTOOKHCJICHHIO C OOpa3oBaHueM 4-(3-rajoreHOMHIa30uI-1)-aMHUHO-
0eH30-1,2,3-rpuazuHoB 4e. OUeBHIHO, 3TO SBISIETCS PE3YJIBTATOM aMHHOJE-
TaJIOTeHUPOBaHUS MTPOMEXYTOUYHO oOpaszyrommuxcs 4-ramoreHoeH3o-1,2,3-tpu-
a3MHOB 3e IpH JAeHCTBUHM UCXOIHOTO aMUHA. Peakiys 3akaHYMBaeTCsl B TEUCHUE
3-5 nueii, Boixon coemuHeHuin 4e 16-27%. 1-Amwuno-3-aurpounmazon (1f)
B pacTBOpe xJopodopma He u3MeHsiercs [S5]. B cBere manHOro HabmromeHHs
NPE/ICTaBISIIOCh HHTEPECHBIM IIOCMOTPETh, Kak Oy/ayT BECTH ce0s B ATUX YCIIO-
BUSX 10 CHX mop He wu3BecTHble 1,3-muamumuo- (19) u 3-asummo-l-amuHo-
unpasonsl (1h).
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DnexTpoduiIbHOE aMHHUPOBAaHUE 3-aMHHOMHIa30/1a 5a ruapokcuaaMua-O-
cynsdoxucioroir (I'ACK) B pacTtBope BomHOI mienodn mpuBeno K obOpaszo-
BaHuto 1,3-mmammHomHmazona 1g c Bexomom 10%. Cromp HHM3KHI BBIXOX
MOXKET OBITh OOBACHEH KaK TPYIHOCTHIO aMUHUPOBAaHUS aMHHA Sa (04eBUIHO,
M3-3a2 HETIOJIHOTHI ero mpeBpamierns B N-aHHOH), TaKk W CIOKHOCTBIO OTIele-
HUS TIPOAYKTa PEaKkui OT MCXOIHOTO BEHIECTBa, TPeOyromero IpoOHON Kpu-
craumm3anun. JleficTBuTenpHBIN BBhIXOA anamMuHa 19 mocturaer 21%, o dem
TOBOPUT BBIZICTICHHE C TAKUM BBIXOJIOM €ro OCH3WIHICHIIPOU3BOJHOTO 6 mpu
KHUISTYEHUH CHIPOW PEaKIIMOHHON CMECH ¢ OSH3aNbIETHIOM B YKCYCHOM KHCIIO-
Te. JInst oKa3aTenbCTBa CTPYKTYPhI COSIMHEHUs 6 OHO OBUIO TIOJIYYEHO ITyTeM
KaTAINTHYECKOTO THAPHPOBAHKS BOJOPOJOM ONMCAHHOTO paHee [5] 1-OeH3m-
nmueHaMuHo-3-HuTporHaazona (7) (Beixox 88%). Takum obpazom, N-amuHO-
rpynma B auamMuHe 1g B peakiuu ¢ OeH3albIernIoM OoJiee akTHBHA, YeM
3-aMHHOTpYTIIA.
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19, 5aR = NH,, 3h, 5b R = N,

Hamu Obliu mpenpuHATHI TOMBITKH Pa3padoTaTh ajabTepHATUBHBIE METO/IbI
cuHTe3a nuamuHa 1g. BoccraHoBieHME HUTPOrpyIIbl B 1-aMHHO-3-HUTPO-
unaaszone 1f u3dsTkoM Bomopoaa B mpucyrcrBun 2% Pd/C npusemo numb K
oOpazoBanuio 3-amuHOMHAa30ma 5a. BepostHo, snumuHupoBanue N-aMuHO-
IPYNNBl TPOUCXOIUT YXKE B MPOMEKYTOUHO oOpasyromiemcs 1,3-muaMuHO-
nHAa3oje 19. B mosb3y 3TOro CBUAETENBCTBYET TOT (aKT, YTO €CIAH PEaKIIUIO
MpepBaTh MOCJIE MOTJIONICHUS TPEX MOJIb-3KBUBAJICHTOB BOJIOPOa, AUaMuH 19
(B BUJE OCH3WJIMJICHAMUHOIIPOU3BOAHOTO 6) ynaeTcs BBIICIUTH C BBIXOIOM
42%.

K coxaneHuro, HaM HE YJaJIOCh OCYIIECTBUTH CEICKTHBHBIA THAPOJIN3
azoMeTHMHa 6 C 1eNbl0 MojydeHHs AuamuHa 1Q. B omimume ot apyrux
MOJIOOHBIX COENMHEHUH (CM. CBOJIKY JaHHBIX B [3]) ruaponu3 azomeTrnHa 6 B
4% HCI ne nporekaer, a B cpegax 0oiiee BbICOKOM kuciorHocTd mpu 20-100 °C
HaOJIIOIaeTCS  DJIMMUHUPOBAHKE OCH3WJINJACHAMUHOIPYIIBI U 00pa3oBaHHE
TOJBKO 3-aMHUHOMH/Ia3071a 5a.
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[Ipu uccnenoBaHUM TUAPOJIM3A a30METHHA 6 B MypPaBbHUHON WJIM YKCYCHOM
KHCJIOTax Mbl HEOXKHJAHHO BBIACIIIIIN paHee He U3BECTHBIN 3-aMHHO-2-0CH3MII-
uHAazon (8). DTo ke coelMHEHHWE BMECTO OXKHIAeMOro 3-aMHHO-1-OeH3mi-
amuHomHazona (10) oOpasyercss ¥ MpU BOCCTAHOBICHHH BOAOPOAOM 1-OeH3mII-
amuHO-3-HUTponHa30ma (9). [locneanuii ObLT MONy4YeH AelicTBHEM OOpruapu-
Ja HaTpusg B TpomaHoie-2 Ha 1-OeH3mnuaeHaMHHO-3-HUTpouHmaszon (7).
HHTepecHO OTMETHTH, YTO KOMIUIEKCHBIE THIpHbl (McnbiThiBamuch NaBH, u
LiAlH,;) He BOocCcTaHaBIMBAIOT OCH3MIUICHAMUHOTPYIIY B 3-aMUHO-1-0CH3MII-
HJCHAMUHOMHIa30JIe 6, B CBA3M C 4YeM IOJY4YUTh 3-aMUHO-1-OeH3MIaMuHO-
uHaazon 10 He yaanock. BeposiTHO, 3TO 00BsICHSIETCS TPEABAPUTENBHON HOHU-
3anue 3-aMUHOTPYIIBI 0 WHEPTHOTO K JalbHEHIIEMYy BOCCTaHOBIICHHIO
N-annoHa.
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Coenunenue 8 c BeixogoMm 10% oOpasyercst Takke MPH KaTaJIUTHICCKOM
THAPUPOBAHUK |-OCH3WINICHAMUHO-3-HUTPOMH/IA30J1a / B METAHOJIC IPH
KOMHATHOW Temrieparype (BTOPbIM IPOIYKTOM PEaKIMU SBISIETCS 3-aMHUHO-1-
OeH3MIMACHAMUHOMH 1a30)1 6). [Ipy MOBBIIEHUH TeMIIEpaTypbl PEakiud 0
55°C BeIxom coemuHeHus 8 BospacrtaeT a0 75%. YBeNIMYEHHIO BBIXOIA
3-amuHO-2-Oem3mwnuHaazonma 8  jmo  45-50%  cmocoOcTBYeT — Takke
BOCCTAHOBJICHHE COCIUHEHHS [ B MYpPaBbUHOW HIIM YKCYCHOH KHCIIOTaXx.
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OOHapykeHHasT peakiusi 00pa3oBaHUsl COCTUHEHUS 8 MPEIoiI0KHUTEILHO
HallOMUHAET HEJAaBHO OTKPBHITYIO MEPErpymIrpOBKY |-alKHMIaMHHONHAPA30JI0B
W -WH/IA30JI0B COOTBETCTBEHHO B |-aJKHMI-5-aMHHOTHPA30Jibl W 2-alKWI-3-
aMHUHOMHIA30JIHI [6, 7].

Jlnst  1oKa3aTeNbCcTBa CTPYKTYPBl COCIAMHEHWS 8 MbI OCYIISCTBHIIU €ro0
HE3aBUCHUMBIN CHHTE3, OCHOBAHHBIN Ha OCH3WJIMPOBAHUM 3-aMHUHOWHIA30j1a Sa
OCH3WIXJIOPUIOM B MeTaHole. Boixon amuna 8 cocraun 22%. MHTepecHo, 4To
mpu OemsmnupoBaHuu coenuHeHust o5& B cpene JAMCO-KOH o6pasyercs
TOIBKO 3-aMuHO-1-0em3mmmnuaszoia (11) (erxom 70%).
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\
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ITo amamormm ¢ puamuHoM 1Q 3-a3mmo-l-amuHouHmazon 1h momyden
aMHHHpOBaHKeM 3-azumonHaasona 5b m3oerrkom I'ACK (Beixoa 20%).

B cpaBHeHuu ¢ 1-aMHUHO-3-TaloreHOMH/a30510M 1€ okwucieHie amuHoB 1g u 1h
B pacTBOpe XJI0podopMa MPOTEKAeT elle MeAJeHHee | 3aBepuraercs 3a 27-30
nHel. B xone peakuuu U3 pacTBopa MeIUIGHHO BBINagacT KOPUYHEBBIH OCAlOK,
OKazaBIIWiica B o0oux ciydasx 4-amuHOOeH30-1,2,3-Tpuasunom (12) (BbIxox
24-33%). MoXXHO TIPenrnoI0XKHTh, YTO, KaK M B cliyyae |-aMHHO-3-TralloreHo-
HWHIA30JI0B 1€, peakuusi MpoTekaeT depe3 obOpasoBanue N-uutperoB 2g,h,
KOTOpBIE PEIMKIN3YIOTCs B 4-amuHO- (12) mnm 4-a3uno6en3o-1,2,3-tpua3uHbl
(13). Tlocnemuuii, BepOATHO, BOCCTaHABIMBACTCS A0 aMuHa 12, pearupys ¢
N-aMHUHOTPYTITONH UCXOJHOTO aMUHA.
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Oxkwucnenne amuHoB 19 u 1h terpaanerarom csuniia 8 CH,Cl, mpuBomutr
00pa30BaHUIO CMECH HECTAOMIIBHBIX, HE MOJIAOIIUXCS OYHCTKE BEIIECTB.

Takum oOpa3zom, mpoBeieHHas paboTa Mmokasania, 4To sl AaBTOOKHCIICHUS
1-aMHHOMH/TA30JI0B B PACTBOPE XJIOPOPopMa HEOOXOIUMO MPHUCYTCTBUE DIICKTPOHO-
JIOHOPHOTO 3aMECTHTEIS B MOJIOKEHHH 3. B KauecTBe JOMONHUTEBHOIO MOTBEPIK-
JICHUSI 5TOr0 MBI YCTAHOBWJIM, YTO caM |-aMWHOWHZA307 la mpu JIUTenhHOM
(10 gHelt) cTosHUM B pacTBOpe XJI0pohopMa MPAKTUISCKHA HE U3MEHSIETCSI.

SKCHEPUMEHTAJIBHASL YACTb

UK crnekTpbl CHHTE3MPOBaHHBIX COSNWHEHUI 3amucanbl Ha npubope UR-20 B Ba3eIMHOBOM
macye. Criextpst SIMP *H peructpuposanu na npuGopax Bruker-250 (coemmmenns 1g,h, 8, 9, 11,
12) u Unity-300 (coequuenue 6). YO u Macc-CHEKTPhI COSTUHEHUSI 8 MOTYYSHBI COOTBETCTBEHHO
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Ha mpubopax Perkin Elmer UV-vis Spectrometer Lambda 10 u Perkin-Elmer Q-Mass 910.
KoHTponb 3a XOJOM pEakumii ¥ YUCTOTOH IMONYYEHHBIX COCIMHEHHH OCYLIECTBILUIM METOAO0M
TCX ua macturkax ¢ Al,Oz IV crenenn aktuBHOCTH M0 BpokMaHy, MpOSIBICHHE MapaMu HOJIA.
Temneparyps! mnaBnenus u3mepsuia na npudope I1TII B 3amasHHBIX CTEKISHHBIX KaIWLIAPax U
HE MOJBEPrali MCIPaBICHHIO. VICXOIHBIE COSAMHEHUS CHHTE3UPOBAIH IO CIIETYIOLIMM METOIUKAM:
1-amuno-3-uurpounnason 1f [4], 1-GensununeHamuno-3-autpounaason 7 [4], 3-amuHOMHIA301
5a [8], 3-asunounnnazon 5b [9].

1,3-Auamunonnnazon (1g). K marperomy mo 60 °C pacreopy 1.33 r (0.01 mons) 3-amuHO-
uraszona 5a u 2.0 v (0.05 mons) NaOH B cMecu 25 Mit Bozibl 1 5 MJI 3TaHOIIa J00ABISIFOT PacTBOP
HaTpueBoil comu ruapokcunamMuH-O-cynbpokucnorsl (ACK) B 10 Mim BoIpl, HONXyYeHHBIH
nedtpammzanueit 2.5 r (0.022 monp) T'ACK wu3beitkom NaHCO;. PeakumonHyo cMmech
nepemenmmBaloT 20 MuH u no0aBnsioT pactBop HarpueBod comu 'ACK B 5 M Bogwl,
nony4deHHbrid HedTpammsarmeir 1.25 1 (0.011 momp) T'ACK wus3bsitkom NaHCO;. Cwmech
nepememmBaoT 1 9 mpu 50 °C U M0 OXJNaXKICHUH 3KCTparupyroT xiopodopmom (2 x 30 mu).
X10poopM OTTOHSIOT, OCTATOK MOJABEPTalOT APOOHON KpHCTAJUIM3AMU U3 H-OKTaHa. [lomyyaror
0.15 T (10%) coemuuenus 1g. Cepsie urmsi ¢ T. 1. 118-120 °C. MK crektp, v, em™: 1570, 1620
(xo1b110), 3190, 3287, 3380 (NH,). Criextp SIMP 'H (CDCly), 8, m. 1.: 3.9 (2H, ym. ¢, ncuesaer
nocie aeiirepupoBanust, N-NH,); 4.9 (2H, yu. ¢, ucuesaer nocne aeiirepuposanusi, C—NH,);
7.01 (1H, m, 5-H); 7.37 (2H, ™, 6-,7-H); 7.46 (1H, M, 4-H). Haiineno, %: C 56.42; H 5.63;
N 38.13. C;HgN,. Brruncineno, %: C 56.74; H 5.44; N 37.81.

1-Azuno-3-amunHounnaason (1h). K narperomy no 60 °C pactsopy 1 r (0.0063 moib)
3-asuponnnasona 5b u 2 r (0.05 mons) NaOH B 25 vt Bomel obGarsisitor pacteop 2.5 T (0.022 Moiis)
IF'ACK B 10 ™mn Bomsl, mpenBaputenpHO Helitpamu3oBanHoii cyxum NaHCO; Cwmech
nepememmBaoT 1 9 npu 55 °C, 10 OXJI@XKICHUH 3KCTParupyror xiaopopopmom (2 x 30 mu).
XnopodopMHBIH pacTBOp MpoOmycKaroT uepe3 KomoHKy ¢ Al,O3 (22 x 2.5 cwm), smoupys
xnopodopmom. Cobuparot ppakmuto ¢ Ry 0.4. I[Tocne ncnapenus xmopodopma nomyqaror 0.22 ¢
(20%) coenuuenust 1h. Becusernsie urint ¢ T. wi. 112 °C ( pasin., merponeiinsii a¢up). UK
crekTp, v, eM L 1595, 1620 (komsio), 2120 (Ng), 3205, 3320 (NH,). Criexrp SIMP *H (CDCly), 5,
M. 1.: 5.1 (2H, ym. ¢, ucuesaet mocie aeirepupoBanus, NHy); 7.09 (1H, m, 5-H); 7.51 (1H, ™,
6-H); 7.51 (2H, m, 4-,7-H). Haiineno, %: C 47.82; H 3.69; N 48.65. C;HgNg. Boruucieno, %:
C 48.27; H3.47; N 48.25.

3-Amuno-1-6en3unuaenamunonngasona (6). A. Pacreop 0.35 r (2 mmonsp) 1-amuno-3-
uurpornaasona 1f B 130 M1 MeraHona BCTpXUBAIOT B arMocdepe Bomopona mpu 40-45 °C B
npucytctun 0.3 T 2% Pd/C B Teuenne 8 4. Karamuszarop oTGUIBTPOBBIBAIOT, K METAHOIBHOMY
pactBopy nob6asmstror 0.5 mi (5 MMois) GeHzanpaeruaa u KAmaTAT 3 4. OTroHsioT 2/3 odvema
METaHOJIa, OCTATOK YIIapHBAIOT I0CYXa, pacTBOPsOT B 30 Mt xJopodopma u XpoMarorpadhupyroT
Ha konoHke ¢ Al,O3 (30 x 2.5 cm), amronpyst xmopodopmom u cobupast ppakimio ¢ Ry 0.6. [Tocme
ucnapenust ximopodopma nomygaiot 0.2 r (42%) coennnenns 6. JXKento-3eneHble KPUCTAIUIBI C
T. 1. 127-129 °C (okran—6enson, 1:1). UK crekrp, v, oM % 1595, 1625 (komb10), 1640 (C=N),
3095, 3200, 3310 (NH,). Cextp SIMP H (CDCls), 8, m. a., J (Tm): 4.35 (2H, yur. ¢, ncuesaer
nocne pefirepupoBanust, NH,); 7.13 (1H, 5-H, 1. T, Jsg= 7.10); 7.40 (4H, ™, 3'-, 5'-, 6-H); 7.50
(1H, 1. T, J45 = 8.05, 4-H); 7.73 (1H, n, Js7 = 8.42, 7-H); 7.82 (2H, ™, 2'-, 6'-H); 8.54 (1H,
¢,—CH=). Haiineno, %: C 70.87; H 5.50; N 24.00. C14H1,N4. Beraucneno, %: C 71.16; H 5.11;
N 23.71.

B. PactBop 0.35 r (1.3 mmomnp) 1-6eH3nnmuaeHaMuHO-3-HUTporHAa30ma 7 B 350 Mi1 MeTaHOTA
BCTPSIXMBAIOT B aTMoc(epe BOAOpOAa NMpH KOMHATHOH Temmeparype B mpucyrctsum 0.3 T 2%
Pd/C B Teuenue 3 4. Katanuzarop ordunsTpoBsiBaioT, 4/5 06beMa MeTaHONIa OTTOHSIIOT, OCTATOK
yrmapuBaioT focyxa. [lomydeHHsbIi jkenTo-3eneHbli 0cTaToK pacTBOPsIOT B 30 M XJIopodopma u
npomyckaoT depe3 komoHKy ¢ Al,O3 (30 x 2.5 cm), amoent — xnopodopm. CobuparoT 1ase
¢dpaxnnn. Iepsas (Ry 0.6) comepxut 0.27 r (88%) coenuuenus 6. XKenro-3eneHsre KpUCTAIIIBI C
T. . 127-129 °C (okran—6ensomn, 1:1). Bropas ¢ppakuus (R; 0.4) npencrasnser co06oi
2-6emsuin-3-amuHonHAa30: 8. Bexox 0.03 1 (10%). Cepo-3ererble kpuctams ¢ T. . 139-140 °C
(okTaHn).

B. K marperomy 10 60 °C pactBopy 1.33 r (0.01 monp) 3-amuronHmazona 5a u 2 1 (0.05 MoJib)
NaOH B cmecu 25 mit Boasl ¥ 5 M 3TaHONIA JOOABISIOT pacTBop HarpueBoif comu TACK B 10 M
BOJBI, MoONydeHHbIH HeHTpammsamumed 2.5 1 (0.022 moms) IACK wm36errkom NaHCOs;.
INepemenmmBaror 20 MuH U mo0aBiAoT pactBop HarpueBoil comu TACK B 5 M Bompsl,
nomydeHHbId HeWTpammsammeid 1.25 1 (0.011 momp) 'ACK m36sitkom NaHCO;. Cmech
nepememmuBaioT mpu 50 °C 1 9 U Mo OXNaXIEHAHW SKCTParupyoT xiaopodopmom (2 x 30 ).
Xa0podopM OTTOHSIOT, K ocTaTKy Ho0aBisttotT 1 mi (0.01 mous) Ger3anpaeruna u 10 Mt aTaHOMA.
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CMech KHIATAT 2 Y, PAacTBOPHUTENb YHApHUBAIOT AOCYyXa, OOpa3yloIIUiics KeITO-3eNeHbIH
KPUCTAJUTHYECKHH 0CaI0K pacTBopstoT B 30 Mt xaopodopma 1 ounmiart Ha konoHke ¢ Al,O3
(30 x 2.5 cm), amoent — xmopodopm. Cobuparor ¢dpakmuio ¢ Ry 0.6. IMocne ucnapeHus
xnopodopma moydaroT 0.5 T (21%) xenro-3eneHbIx Kpuctawios coenurenns 6. T. mr. 127-129 °C
(oxtan—06en3ou, 1:1).

Tuppoauns 3-amuHo-1-6en3uianaeHamunonngasona (6). Cycrnemsuto 0.45 r (1.9 mmorb)
coequrerns 6 B 10 M konr. HCI kunstst 15 MuH. [lomydeHHbIH pacTBOp HEHTPATHM3YIOT KOHII.
pactBopoM ammuaka 1o pH 7 u ynapusarot nocyxa. Ocratok pactupatoT ¢ 10 M sTuianerara,
or¢unsTpoBbiBatoT HepactBopusiuuiics NH4Cl, pactBop mpomyckaror depe3 koioHKy ¢ Al,Os3
(15 x 2.5 cm), amoent — stunanerat. Cobuparor ¢pakiuio ¢ Ry 0.3. ITocne ucnapeHus: pacTBo-
purenst moiyuatot 0.25 r (99%) 3-amunounnmaszona (5a). Cepole mpusmsi ¢ T. wi. 154 °C (Genson).

IMomoOHBIM 00pazoM mpoBomwid ruaponns B 12% HCl npu kumsuenun B TedeHuwe 1 4
(BeIxOx coemuHeHus 5a 56%), B 12% HCI nmpu komHaTHO#H TemmepaType B TeueHue 24 9 (BBIXOX
coenuuenust 5a 38%), B 8% HCI npu komuarHo# Temmeparype B TedeHue 120 4 (BBIXOZ
coenuHeHns Sa 19%).

3-Amuno-2-6en3uimnaazon (8). A. Pacrteop 0.35 r (1.3 mmone) 1-GeHsununeHaMuHO-3-
HUTPOMHAA30s1a 7 B 350 MJI METHJIOBOTO CITUPTa BCTPAXHUBAOT 4 4 B arMocdepe Bonopona mpu 55 °C
B mpucyrctBun 0.3 r 2% Pd/C. OTounbTpoBBIBAIOT KaTanm3atop, OTrOHSIOT 4/5 oObema
METaHOJIa, OCTATOK yMapuBaroT nocyxa. [loxyuerHoe maciio pactBopsioT B 30 M1 xjaopodopma u
nponyckatoT uepe3 koimoHky ¢ Al,Oz (30 x 2.5 cm), smoupys xnopodopmom. CoGuparor
¢paxuio ¢ Ry 0.4. Tlocne ucnapenus xinopodopma nomyyator 0.225 r (75%) coenunenus 8.
Cepo-3erenble Kpuctamisl ¢ T. 1. 139-140 °C (oktan). UK criexrp, v, em™: 1560, 1635 (kombio), 3170,
3330 (NH,). Crexrp SIMP 'H (CDCly), 8, m. x.,, J (l'm): 3.75 (2H, ym. ¢, mcdesaer mocne
neiitepuposanus, NHy); 5.42 (2H, ¢, CHy); 6.83 (1H, m, 5-H); 7.2 (1H, M, 6-H); 7.3 (SH, m, 2",
6’-H); 7.36 (1H, n, 7-H, %J;5 = 8.45); 7.47 (1H, 1, 4-H, 3J,6 = 8.87). Macc-criextp, m/z (%): 223
(100) (M*), 207 (5,93) (M"-NH,), 146 (7.97) (M*— Ph), 132 (41.68) (M*~CH,Ph), 91 (75.47)
(CH,Ph), 77 (22.48) (Ph). YO cnekrp (B meranone), 1y (Ige): 260 (4.12), 268 (4.04), 335
(4.39).

B. PactBop 0.1 r (0.4 mmoinb) 3-amuno-1-6eH3unuaeHamuHonHAa300a 6 B 10 M KOHIL
MYypaBbUHOH WM YKCYCHOM KHCJIOTBHI OCTAaBISIOT Ha 24 9 NpH KOMHATHOH TeMIeparype.
HeiirpanusyroT xoHI. pacTBopoM ammuaka 1o pH 7 u skctparupyrot ximopodopmom (3 x 10 mi).
XnopodopMHBIH pacTBOp mporyckaT dvepe3 koiaoHky Al,O; (30 x 1.5 cm), smoupys
xnopopopmom. Cobuparot ¢pakuuto ¢ Ry 0.4. ITocne ucnapenus xinopodopma moaydatot 0.07 r
(75%) coenuuenus 8. Cerio-3esneHbie Kpuctasuibl ¢ T. mwi. 139-140 °C (okraH).

B. PactBop 0.134 r (0.5 mmonb) 1-6eHsunamuHo-3-HuTporHAa3oida 9 B 50 M1 METHIOBOTO
CIIHpTa BCTPSIXMBAIOT 4 9 B atMocdepe Bopopoaa mpu 55 °C B npucyrersun 0.15 T 2% Pd/C.
OTUIBTPOBHIBAIOT KAaTAIM3aTOP, OTTOHSIOT 4/5 00BbeMa METaHONa, OCTAaTOK YIAPUBAIOT IOCYXa.
IMony4yennoe mMaciao pactBopstoT B 30 M xsopodopma U mpomyckaroT depe3 Koaouky ¢ Al,O3
(30 x 2.5 cm), amoupyst xnopodopmom. Cobuparot ppakmmro ¢ Rs 0.4. [Tocne ucnapeHus Xaopo-
dopma momygarot 0.08 T (72%) coemuuers 8. Cepo-3ernersie Kpuctawisl ¢ T. 1. 139-140 °C (oxraH).

I. PactBop 0.133 r (1 wmmomp) 3-amuHomHzazoma 5a u 0.072 mum (0.62 MMOIB)
OeH3wIxiopua B 3 MJI MeTaHOJla KMIATAT 6 4. PacTBOpUTENb ymapuBalOT JOCYXa, OCTATOK
CYCHECH3UPYIOT B 5 MII BOIBI M JKCTparupytoT xiopodopmom (3 x 3 wmm). XmopodopMHyro
BBITSDKKY TIpOIycKaroT uepe3 komouky ¢ Al,O3 (20 x 1 cm), amoeHT — ximopodopm, codupast
¢paxnnio ¢ Ry 0.4. Tlocne ucmapenns pactBoputens nomydaioT 0.024 1 (22%) cepbIx KpHCTaIOB
coequaenns 8. T. . 138-140 °C (oxran). BoaHblil pacTBOp, COAEpKAIMNA THIPOXIOPHUL
3-amMuHOMHAA30/1a, 00padaThIBalOT KOHII. PacTBOPOM ammmuaka 1o pH 7-8, oThumbTpoBBIBarOT
BBINABIINH 0canok 3-aMuHOMHAa301a 5a. Breixox 0.033 r (50%). Cepsle mpU3MBEI C T. I
153-154 °C (6ensom).

1-Ben3uaamuHo-3-Hurponnaaszo (9). K pacrsopy 1 r (3.8 Mmonp) 1-6eH3mnuaeHaMUHO-3-
HUTpouHAa3ona 7 B 460 M H30MPONIIOBOro criupTta mopuusaMu 1o6asior 0.15 1 (3.9 MMob)
OOoprupuIa HATPHSI U OCTABISAIOT HA CYTKU IPH KOMHATHOI Temriepatype. Otroustor 4/5 odbema
pactBopuTelsi, ocTaTok paszbaBimstror 100 mu Boxmsl M Heifrpammusyror konu. HCl mo pH 7.
PeakIMOHHYIO CMECh 9KCTParupyroT XiIopodopmom (2 X 5 Mit) B XpoMatorpadupyroT Ha KOJIOHKE
¢ Al,O3 (30 x 2.5 cm), amroeHT — xopodopm. Cobuparot dpakimio ¢ Ry 0.9. TTocne ucnapenus
xiopodopma momygartor 0.2 v (20%) coemurenus 9. XKenrsie kpucramist ¢ T. . 118 °C (okraH).
UK crextp, v, em ™ 1389, 1520 (NO,), 1620 (xomsuo), 3280 (NH). Crexrp SIMP *H (CDCly), 5,
M. 1., J (Tm): 4.50 (2H, 1, CH,, ) = 5.03); 5.55 (1H, 7, NH, ] = 5.02); 7.30 (4H, m, 2'-, 6'-H);
7.40 (3H, M, 5-, 7-H); 8.18 (1H, M, 4-H). Haiineno, %: C 62.92; H 4.77; N 21.18. C14H;,N40,.
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Beruucieno, %: C 62.68; H 4.50; N 20.88.

3-amuno-1-6ensununnazon (11). K pacreopy 0.14 r (2.5 mmons) KOH B 20 mn JIMCO
nob6asnstoT 0.133 r (1 Mmmons) 3-amuHOMHAA301a 5. CMech NepeMEeInBaOT 5 MUH U MPUINBAIOT
B omuH npuem 0.144 mn (1.25 mmonp) Oemsmixiopupa. CMech HEepeMEIIMBAIOT 2 4 IpPH
KOMHATHOI Temmeparype, pa30aBisfioT 30 M1 BOABL, MOIYYEHHYIO SMYJIBCHIO JKCTParupyrorT
xnopopopmoMm (3 % 10 mi). XmopodopMHYIO BBHITSKKY NPOMBIBAIOT Bomod (2 X 10 mim) u
npomyckarT yepe3 KonoHKy ¢ Al,O3 (20 x 1.5 cm), amoeHT — xiopopopm. CoOUparoT Hpaxiiio
¢ Ry 0.6. ITocie ucnapenus xmopodopma nomydaroT 0.158 r (70%) coenunenus 11. Kpemossie
mractHEKE ¢ T. m. 115-116 °C (oktan). Jlut. 1. . 116 °C (sranon) [10]. Cnextp SIMP ‘H
(CDCly), 8, m. n.: 3.75 (2H, ym. ¢, ucuesaet nocne aeiirepuposanus, NHy); 5.35 (2H, ¢, CHy);
7.01 (1H, m, 5-H); 7.24 (7H, m, 2'-, 6'-, 6-, 7-H); 7.53 (1H, M, 4-H).

4-Amuno6en3o-1,2,3-rpuazun (12). A. Pacteop 0.1 r (0.67 mmons) 1,3-auamuHOMHAA3071a
1g B 20 ma xmopodopma ocrapisitor Ha 30 cyT mpu KOMHaTHOW Temmeparype. M3 pactBopa
MIOCTETICHHO BBINAJAeT KOPHYHEBBIH 0CaJOK, KOTOPBIA OT(UIBTPOBBIBAIOT U IPOMBIBAIOT
xnopodopmom. ITomyuaror 0.032 r (33%) coequuenust 12. KoprraneBsie kpuctamisi ¢ T. . 270 °C.
Cornacro [11], T. 1. coexumennst 12 266 °C. UK cmextp, v, em™ : 1655 (C=N), 3151, 3399
(NH,). Crextp SAMP (IMCO-dg), 8, m. a.: 8.00 (1H, m, 6-H); 8.15 (2H, m, 7-,8-H); 8.50 (1H, M,
5-H); 9.10 (2H, ym. ¢, NH;, ucuesaer nocne neirepupoBaHus).

B. Pacteop 0.1 r (0,57 mmonb) 3-asuno-1-amunonHaazona 1h B 20 M xmopodopma ocras-
JISIOT Ha 27 CyT mpu KOMHATHOH Temmeparype. 3 pacTBopa IOCTENIEHHO BHIAAeT KOPUIHEBBII
0Ca/IoK, KOTOPBIH OT(HIBTPOBBIBAIOT U MPOMBIBAIOT XiopodopmoM. [lomyuaror 0.02 T (24%)
coequHenns 12. Kopuunesbie Kpuctasuisl ¢ T. mwi. 270 °C.
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