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TpexKkOMIOHEHTHON KOHJIEHCAIuel MoydeHbl 3-aMUHO- 1,2-mna3acnupo[4.5|HoH-3-eH-4-KapOOHUTPHUIIBI,
3-amuHO- 1 ,2-nnazactupo[4.5]neka-3-eH-4-kapOoruTpuisl. C MOMOIIBIO ClieKTpaibHbIX MeTonoB MK, SIMP
H, 13C, mBymepnpix koppemsmuii (HMBC 'H/13C, HSQC 'H/!3C, COSY 'H/'H) ycranosneno ctpoenue mo-

JIYYCHHBIX CUCTEM.
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BBEJAEHUE

3aMeleHHbIe MMPa3oiibl U UX MPOU3BOIHBIE 00Ma-
JIAFOT IUPOKUM CIIEKTPOM OHOJOTMYECKOW aKTHBHO-
CTH, BKJIKOYasd HpOTI/IBOMI/IKpO6HyIO, IIPOTHUBOBOCIIA-
JMTENBHYI0, MPOTHBOPAKOBYIO, AHTHOKCHAAHTHYIO,
npotuBorpudkoByto u ap. [1-3]. Ilupazonsl, comep-
Kalle B CBOEM COCTaBe aMHMHOKAapOOHUTPUIBHBIN
(bparMeHT, NPEeICTaBISIOT UHTEPEC LIS TPUKIAIHBIX
HCCIIEIOBAaHUI M CHHTE3a Ha MX OCHOBE Pa3IHMYHBIX
KOHJICHCUPOBAHHBIX  MOJHUICTECPOIMKITMUECKUX —CH-
creM [4]. BBenenue nonoiaHUTENBHBIX (hapMakopop-
HBIX (ParMeHTOB B MOJOOHBIC CHCTEMBI BO3MOXKHO
IIpyU UCIOJIB30BaHMU B CHUHTE3€ TMAPA3nUI0B HHUTPO-
apeHOB M M30HUKOTHHOBOM KHCIOTHI B Ka4yeCTBE MC-
XOMHBIX OuHyKIeopmnoB. llempio maHHOW pabOTHI
SIBIISIETCS.  MCCIICIOBAHUE CHHTETHYECKHX BO3MOXK-
HOCTEH THIPa3UIO0B apOMATHUYCCKUX H TeTepoapo-
MaTHYeCKHX KHCJIOT B KauecTBe N-HYKICOPHIBHBIX
pEarcHTOB B TPEXKOMIIOHEHTHBIX PEAKIMIX C IH-
KJIOAJIKaHOHaAMU U MaJIOHOHUTPUJIOM JId MOJTYyYCHUSA
paHee HEU3BECTHBIX CIHPOMUPA3OTHHKAPOOHUTPH-
JIOB.
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PE3VIIBTATBI 1 OBCYXIAEHUNE

Panee B pesynbrare OJHOCTaAMMHON TPEXKOMIIO-
HEHTHOW KOHJCHCALH DJKBHUMOJSIPHBIX KOJIWYECTB
TUJIPa3UHOB, MaJIOHOHUTPUIIA U APOMATHYECKUX aJTb-
JIETUJIOB WIIHM [TUKJIOTEKCAHOHA HaMHU OBLTH TIOJTYYEeHBI
AMUHOKapOOHUTPHIIBI Psila aMHUHOITMPA30JIKapOOHH-
Tpuna [5, 6].

Llenpro HACTOSAIIETO MCCIICNOBaHUS OBLIO M3yYe-
HUE PeaKUU U30HUA3UAA U ApOMATUYECKUX TUIPA3U-
JIOB B Ka4eCTBE apoMaTndeckux N,N-HYKIIeO(PHITEHBIX
areHTOB JUJISl CHHTE3a HOBBIX CIIMPOITMPA30IHMHKAPOO-
HUATPHUIJIOB TPEXKOMIIOHCHTHOH KOHJICHCAITHEH.

CrnmponupazonuHkapOoHuTpuiasl 1-3 Obutn 10-
Jy4eHBI IIPU HAarpeBaHUM SKBUMOJISIPHBIX KOJIMYECTB
MaJIOHOHMTPHJIA, IUKIOI€KCAHOHA U apOMAaTHYECKUX
TUAPa3uIoB (M30HUA3NIA, 2,3-HUTPOTHIPA3UIOB) B
9TaHOJIE B MPHUCYTCTBHM OCHOBHOTO KaTajaM3aTropa
TpudTHIaMHuHA (cxeMma 1).

CocTaB CHHTE3MPOBAaHHBIX COEINWHEHWH TOJ-
TBEPXKJIEH JaHHBIMH SJIIEMEHTHOTO aHaju3a, a CTPO-
enne — meromamu UK u SIMP-cnekrpockonuu. B
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2-NO,-Ph (2), 3-NO,-Ph (3), 2-NO,-Ph (5), 3-NO,-Ph (6).
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MEIEPSIKOBA u p.

ciextpax SIMP 'H 3-ammmuo-1,2-nmazacnupo[4.5]-
Jieka-3-eH-4-kapOoHUTPUIIOB 1-3 XapaKTepHBIMH SIB-
JISTFOTCSL CHHIVIETHI aMuHorpynm [7.47 m.a. (coenuHe-
mue 1), 7.07 m.a. (coequnenue 2), 6.20 m.a. (coeau-
Henue 3)]| u umuHorpym [6.13 m.a. (coenunaenue 1),
5.44 m.n. (coenunenue 2), 7.49 m.u. (coenuuenue 3)].
B crektpe SIMP '3C xapakrepHbIM SIBISETCS CHT-
HaJl CIUpoyIiepogHoro aroMa: 63.73 M.j. (coequne-
uue 1), 63.99 m.a. (coenunenue 2), 63.63 m.x (coenu-
nenne 3). B cnekrpe HMBC ('H/'3C) na6monaercs
KOPPEJISIUS [TPOTOHOB BTOPUYHON aMHUHOIPYIIIBI C
Sp>-THOPHIHBIM aTOMOM YITIEpOJa ANMIHUKIA U CIIH-
poyriepoaHbiM atoMoM — 6.13/34.8 u 63.73 m.a. (co-
enunenue 1), 5.44/35.2 u 63.99 m.u. (coenunenue 2),
7.49/34.9 1 63.63 m.xa. (coequHeHNE 3) U IEPBUIHON
aMuHOTpYHIE! ¢ atoMoM C* mipasonsHOro Kompna —
7.47/70.23 m.a. (coemmuenme 1) (pumc. 1), 7.07/
70.5 m.a. (coequaenwue 2), 6.20/70.17 m.a. (coenmHe-
HUE 3), YTO CBUCTEIHCTBYET O HAXOXKICHUN 3aMECTH-
TEeJIsl B MOJIOKEHUU 2.

[Ipn wmcmonp30BaHUM B KadecTBE KapOOHWIBHON
KOMITOHEHTHI IIMKJIOTICHTAaHOHA TPEXKOMITOHEHTHAs
peakmus TMpoTeKaeT MOMO0OHBIM 00pa3oM C o00pa-
30BaHUEM HOBBIX 3-amuHO-1,2-nuazacnupo[4.5]-
HOH-3-eH-4-KapOOHUTPHUIIOB 4—6.

CocTaB CHHTE3WPOBAaHHBIX COENWHEHWH TOA-
TBEP)KJIEH JaHHBIMH JJIEMEHTHOTO aHajm3a, a CTPOe-
Hue — metogamu UK u AMP-cnexkrpockonuu. B cnek-
tpax SIMP 'H 3-ammuo-1,2-nmasactmpo[4.5]Hon-
3-eH-4-KapOOHUTPIIIOB 4—6 XapaKTePHBIMH SBIISIOTCS
CUHIIIETHI aMHHOTPYyT [7.44 1 7.53 (coenuneHue 4),
7.49 (coenmnenue S), 7.43 (coemuHeHue 6) M.a.| U
umuHorpynn [6.13 (coenunenue 4), 5.95 (coenune-
Hue 5), 5.92 (coenunenne 6) m.ja.]. B ciekrpe SIMP
13C xapakTepHBIMH SBIAIOTCS CHTHAJIBI CIIMPOYTTIE-
poxsoro atoma [50.30 (coenunenue 4), 66.9 (coenu-
HeHue 5), 69.61 (coenunenue 6) m.1.]. B nBymepHoM
cnextpe HMBC ('H/!3C) na6monaercs xoppensus
IIPOTOHOB BTOPUYHON AMHUHOTPYMIIEI C Sp°-THOPUIH-
30BaHHBIM aTOMOM YyIJIepo/ia anuiukia [6.12/34.8 (co-
enunenue 4), 5.95/36.59 (coenunenue 5), 5.92/35.33
n 36.64 (coegunenue 6) M.A.] ¥ IEPBUYHONW aMUHO-
rpymms! ¢ atomoM C# THPa30IbHOTO KO U CIHPO-
YIIIEPOHBIM aTtoMoM [7.44-7.54/77.31-77.5 u 50.30
(coemuuenue 4), 7.49/66.9 (coemuuenue 5), 7.41/
69.61 (coemuuenue 6) m.x.] (puc. 2).

BeposTnas cxema 06pa3zoBaHHs CIIUPOMTUPA30IIHH-
KapOOHHUTPHUIIOB TIPEACTABISICT COOOW MepBOHAYATE-

JKYPHAJI OPTAHMYECKOM XUMHUM tom 59 Ne 8 2023
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HyI0 KoHIeHcaruio KHéBeHarenss MaJOHOHUTPHIA U
[UKJIOATKAHOHA B IPUCYTCTBUU OCHOBHOTO KaTan3a-
Topa TpudTHIaMuHa. OOpa30BaBIINIICS HHTEPMEIHAT
WJIAIEHMAIIOHOHUTPUJ TIO/IBEPraeTcss HYKICO(PHIIb-
HOH aTake W30HHWA3WIA U ITUKIN3AINHA C 00pa30BaHuU-
€M KOHEYHOTO MPOAYKTA.

Ha nmpumepe coeaunenuss 1 mpoBeleH IBYXCTa-
JUIHBIN CUHTE3 C LENbI0 JI0KAa3aTeIbCTBa MPEAIoIia-
raemMoro myTd MpoTekaHus peaxiuu. CHadana ObLI
MONIy4eH  2-TUKIIOTeKCHIUACHMAIOHOHUTpUI  (7)
koHAeHcanue Kuépenarenss MalOHOHUTpUJIA C IU-
KJIOTEKCAaHOHOM TPW HArpPeBaHWU B H30TPOTIIIOBOM
CHHUpTe B MPHUCYTCTBHM TPHUATWIAMHHA. 3aTeM TIO-
JIYYEHHOE COCJIMHEHHE BBEIIM B PEAKIUI0 C WU30HH-
a3uJOM TIpU HATPEeBaHMU B ATAHOJE, B pPE3yJbTare
KOTOPOH TaK)Ke 00pa30BBIBAJICS 3-aMHUHO-2-H30HUKO-
TuHOWII- 1,2-nazacnupo[4.5]neka-3-eH-4-kapOOHUT-
pui (1) (cxema 2).

[Ipu ucnons3oBaHuM OEH3TUAPA3UIOB, COAEPIKA-
LIMX JIEKTPOHOAKUEeNnTopHylo NO, Tpymimy, 3HaYu-
TENILHBIX M3MEHEHUI BO BPEMEHH MPOTEKAHHS pPeak-
MM 1 BBIXOJAX MNPOAYKTOB HE oTMeueHo. M3 storo
CJIEJlyeT, YTO HaJM4Yue 3aMECTUTENsi HE OKa3bIBacT
CYIIECTBEHHOTO BIHSIHUS HA PEAKIIMOHHYIO CIIOCO0-
HOCTB cyOcTpara.

OKCIIEPUMEHTAJIBHA S YACTD

UK cnektpsl 3anuceiBanu Ha Dypbe-CrieKTpoMeTpe
OCM 1201 (Poccus) B Tabmerkax KBr. CrexTpbl
SIMP 'H, 13C, HSQC 1H/13C, COSY 'H/'H, HMBC
'H/13C 3anuceiBanu ma cnexrpomerpe Varian (CIIIA)
400 MI'i (400 MI'n — 'H) 8 CDCls, C5D0, C,D0S,
BHyTpeHHU# cranmapt TMC. DieMeHTHBIN aHammu3
BBITIONHSIN Ha aBToMaTudeckomM CHNS-ananmzatope
VarioMICROcube (I'epmanus). Temnepatypy miasie-
HUS ONPEJICISUT B OTKPhITOM Kariuisipe. KoHTposb
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Puc. 1. Koppensumu B crexkrpe SIMP HMBC ('H/'3C)
3-aMHHO-2-U30HUKOTHHOUI-1,2-1na3acnupo[4.5]ne-
Ka-3-eH-4-kapborutpuna (1) (C,DOS, 6, m.11.)

3a MPOTEKaHUEM PEaKLHUIl OCYILECTBIISUIN C TIOMOIIBIO
TCX; anroeHT rekcaH—aTriIaneraT—xiopodopm, 2:2:1;
mnactunbl FlukaSilicagel/TLC cards 254 M mposiB-
s B YO-cBeTe U B mapax Hoja. YnbTpa3ByKOBOM
CHHTE3 MPOBOIWIN Ha yIbTpa3BykoBoi 6ane Carndup
TTL (2.8 1, c HarpeBoMm). Jlist mpoBEAEHUST peaKyi
HCTOJIB30BAIM MUKPOBOJIHOBBIM peakTtop Anton Paar
Monowave 300 (MeTonuka MOCTOSIHHOTO TeMIlepa-
TypHOro pexxuma). Kontposs 3a Temmneparypoii ocy-
MIECTBIISTH C MTOMOIIBIO ONTOBOJIOKOHHOTO TeMIlepa-
TYypHOTO ce€Hcopa, MolHocTh — 630 BT.

2-lluknorekcunuaeHMaaIoOHOHUTPII (7) U 2-IUK-
JIOTICHTUINACHMAIOHOHUTPUI (8) moyyanu o MeTo-
ke [7].

Coenunennsi 1-6 (oowas memoouxa) a. DKBU-
MoJIbHBIE KoimdecTBa ruapasuga (0.002 monb), ma-
nononutpuia (0.13 r, 0.002 Mob) U IUKIIOATKAHOHA
(0.002 Mo11p) HarpeBaI B dTAHOJIE B IPUCYTCTBUH Ka-
TaJIUTUYECKUX KojmdyecTB TpudTHiaamuHa (0.028 mi,
10 M011.%) Ha ynbTpa3ByKOBOH OaHe IpHU TeMIlepary-
pe 55°C B Teyenue 4.5 4. BrimaBmme kenteie KpH-
CTaJUTbl OT(HUIBTPOBBIBAIM, TPOMBIBAJIM T€KCAHOM U
CYIITWIIA B DKCHKATOPE.
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Puc. 2. Koppensuuu B criekrpe IMP HMBC (‘H/'3C) 3-amuno-2-n30nnkotiHOMI- 1 ,2-1Ha3aciupo[4.5|HoH-3-eH-4-KapGOHuTpH-
1a (4) u 3-amuHO-2-(3-HuTpoben3omn)-1,2-nnazactupo[4.5]HoH-3-eH-4-kapoonutpuia (6) (C,D0S, 3, m.x1.)

JKYPHAJI OPTAHMUYECKOM XUMUWM tom 59 Ne 8 2023



1028

N
Ty o=z
o. _Z / T
Z,
7z | =
\

Cxema 2
(@)

MEIEPSIKOBA u p.

b.  DKBUMOJSIpHBIC  KOJMMYECTBA  T'MApPA3naa
(0.002 momns), manononutpuia (0.13 1, 0.002 momnsb),
nukinoankaHona (0.002 monb) ToaBepraid MHUKPO-
BOJTHOBOMY M3JIyYEHHIO B BOJEC B HPUCYTCTBHUHU Ka-
TaTUTHYECKUX KonndecTB TpudTIiamuna (0.028 mur,
10 mon %) B Teuenue 6—10 muH. Kpucranis! orduib-
TPOBBIBAJIM U NMPOMBIBAIN BOAOH, CYIIMINA B 3KCHKA-
TOpE.

3-AMHMHO-2-U30HUKOTHHOMJI-1,2-1Ha3acnupo-
[4.5]nexa-3-en-4-kapoouutpuia (1). c. DxkBUMOIP-
Hble KommdectBa m3oHHaszuma (0.27 1, 0.002 momn)
n 2-nmkiorekcwmuaeamManononutpmia (7) (0.29
0.002 momp) HarpeBa M B dTAHOJE HA YABTPA3BYKO-
Boif O6ane mpu temmeparype 55°C B Teuenue 4.5 d.
Brimapnive skenthle KPUCTAIUIBI  OT()UIBTPOBBIBA-
JIM, TIPOMBIBAIA TE€KCAHOM M CYIIWJINA B DKCHKATOpE.
Berxon 0.39 r (70%, meTon a), 0.45 r (80%, meTox b),
0.41 T (73%, meron c). Xenrple KpUCTAIIBI, T.IUI.
188-190°C. UK cmektp, v, cm ' 3427.51, 3253.91
(N-H), 3032.1, 3052.35, 1562.34 (CH,, Ar-H),
2934.69, 2853.68 (C,3-H), 2174.74 (CN), 1665.53
(C=0). Cnextp AMP 'H (C,D,0S), 8, m.a.: 1.12—
1.64 m [10H, (CH,)s], 6.13 ¢ (1H, =NH), 7.47 ¢ (1H,
NH,), 7.59-7.60 1 (2H, nupunun), 8.69-8.70 1 (2H,
mupuun). Criextp AMP 13C (C,D08), §, m.z1.: 22.6
(C7,C%),24.9 (C¥),34.8 (CE, C'), 63.73 (C3). Cnekrp
SIMP HSQC 'H/'3C (C,D408), &, m.z1.: 7.60/149.99,
8.70/122.70 [mupuanHOBBIA (parment]. CrHektp
SIMP HMBC 'H/'3C (C,D40S), §, m.1.: 6.13/34.8
(NH,/C% NH,/C!?), 6.13/63.73 (NH,/C>), 7.47/70.23
(=NH/C4). Hatineno, %: C 63.61; H 6.40; N 24.98.
Cy3HgN,4O. Beruucneno, %: C 63.59; H 6.05; N 24.72.

3-AMuHO-2-(2-HUTPOOGeH301I)-1,2-1Ma3acnupo-
[4.5]nexa-3-eH-4-kapOoHUTPUI (2). c. DKBUMOJSP-
Hble KoyimdecTBa 2-HuUTpoOeH3mmpasuma (0.36 T,
0.002 moms), mamoronutpmia (0.13 1, 0.002 moin),
nukiorekcanona (0.2 mm, 0.002 MOIb) KUTSATHIH B
STaHOJIE B MPHUCYTCTBUU KATAIMTHYECKUX KOJIUYECTB
tpudTriamuHa (0.028 M, 10 mon %) B TedeHue 4 4.
BrmaBmme KpuCTamiabl  OTQUIBTPOBBIBAIH, TIPO-
MBIBAJIM TEKCAHOM W CYIIMIH B dKCHKarope. Brrxon
0.44 r (68%, meron a), 0.51 t (78%, metox b), 0.44 T
(68%, meton c¢). CBeTIO-KeNThle KPUCTAUIbI, T.ILI.
185-186°C. UK cmektp, v, cMm ' 3420.76, 3361.93,
3252.95 (N-H), 3095.75, 3049.46, 1576.81 (CH,,
Ar-H), 2951.09, 2929.87, 2860.43 (C,,3—H), 2189.21
(CN), 1654.92 (C=0). Cnextp SAMP 'H (C3;D40), 9,

JKYPHAJI OPTAHMYECKOM XUMHUM tom 59 Ne 8 2023
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M. 1.11-1.67 m [10H, (CH,)s], 5.44 ¢ (1H, =NH),
7.07 ¢ (1H, NH,), 7.64-7.66 x (H],,), 7.76-7.80
(HiJon)s 7-89-7.93 1 (H, S0, 824826 1 (Hy 5 o)-
Cnektp SIMP '3C (C;D40), 8, m.a.: 22.27 (C7, c9)
24.66 (C¥), 35.22 (C°, C'9), 63.99 (C3), 70.5 (C*),
116.3 (CN), 154.9 (C3). Cnexrp IMP HSQC 'H/13C
(C;Dg0), &, m.m: 1.18/24.6, 1.42/24.6 (H3-H®/
C®), 1.19/22.3, 1.50/22.3 (H’-H’/C’, H°-H?/C?),
1.50/35.2, 1.63/35.2 (H'9-H!0/C10, HO-HO/CY),
7.65/129.06 (H'7/CJ],), 7.91/134.56 (H'*/C.8, ),

8.25/123.9 (H14/C140M) Crextp IMP HMBC 'H/!3C
(C3D60), 8, m.1.: 5. 44/35. 2 (=NH/C?, C19), 5.44/63.99
(=NH/C?), 7.07/70.5 (NH,/C*). Haiineno, %: C 58.69;
H 5.75; N 21.64. C,cH;N50O5. Bpruucaeno, %: C
58.71; H 5.23; N 21.39.

3-AmuHo0-2-(3-HuTpOOeH30MI)-1,2-THAa3acIHPO-
[4.5]neka-3-en-4-kapoouurpua (3). Beixog 0.48 r
(74%, meron a), 0.52 r (80%, meron b). Crerino-
XKenTele Kpuctamisl, T.IuL. 177-179°C. UK cnexrtp,
v, e 1t 3429.43, 3297.31 (N-H), 3072.60, 1560.41
(CH,, Ar-H), 2936.62, 2857.54 (C,3-H), 2174.74
(CN), 1676.14 (C=0). Cnextp SIMP it (C,D(08), 8,
M. 1.13-1.68 M [10H, (CH,)s], 6.20 ¢ (1H, NH,),
749c(1H =NH), 7.73-7.77 t (H] OM) 8.13-8.15 1

aPOM) 8.34-8. 36L[(Hap0M) 8. 62C(Ha9p0M) Cnextp
SIMP 13C (C,D408), 8, m.11.:22.62 (C7,C?),25.03 (C¥),
34.94 (CS, C'9), 63.63 (C°). Cnextp AMP COSY 'H/
'H (C,D08), 8, m.1.: 1.13/1.47,1.20/1.45, 1.47/1.20,
1.47/1.45, 1.65/1.42, 1.48/1.64 [(CH,)s], 6.19/6.19
(NH,). Crnexrp IMP HSQC !'H/'*C (C,D(0S), 3,
. 1.17/25.03 (H3-H®/C3), 1.30/22.39, 1.54/22.71
(H-H%/C®, H’-H7/C7), 1.45/35.02 (H-H®/CS,
HIO-H!9/C10), 7.74/136.31 (H'®/C, ), 8.14/137.23
(H/C, ) o), 8.34/124.6 (H/C, SOM) Cnextp SIMP
HMBC 1H/13C (C,D408), 3, m.a.: 6.20/70.17 (NH,/
C%, 7.49/349 (=NH/C'0, =NH/C®), 7.49/63.63
(=NH/C?). Haiineno, %: C 59.01; H 5.61; N 21.77.
Cy6H7N50;5. Brruucneno, %: C 58.71; H 5.23; N
21.39.

3-AMHHO-2-U30HUKOTHHOMJI-1,2-11a3acnupo-
[4.5]H0H-3-eH-4-kapOouuTpua (4). c. DKBUMOISP-
Hble KonmuecTBa m3oHmaszmma (0.27 1, 0.002 moms)
n nuKiIorekcuinaeamatononutpmwia (8) (0.26 T,
0.002 momp) HarpeBa M B dTAaHOJE HA YIBTPa3BYKO-
Boii Oane mpu Temmeparype 55°C B Teuenue 3.5 d.
BrimaBmiye CBETIO-KENThle KPUCTAIUIBI OT(QUIBTPO-
BBIBAJIM, MPOMBIBAII TEKCAHOM M CYIIHIIU B SKCHKA-
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tope. Beixox 0.3 T (54%, meron a), 0.38 T (70%, me-
ton b), 040 1t (64%, mertom c). CBeTIO-KenThbie
kpuctamibl, T.Iu. 158-161°C. UK cnekrp, v, em I:
3341.67, 3245.23 (N-H), 3096.71, 3049.46, 1641.42
(CH,, Ar-H), 2938.55, 2854.65 (C,,3-H), 2206.57
(CN), 1648.17 (C=0). Criextp SIMP i (C,D408), 3,
M. 1.14-2.12 m (4H, H7- H7 HE- H8 UKJIOTICHTA-
HOBBIH (parment), 3.09-2.23 m (4H, H6*H6', HH?,
IIUKJIOTIEHTAaHOBEIN (parmenT), 6.12 ¢ (1H, —NH),
7.44 ¢, 7.53 ¢ (2H, NHy), 7.58-7.60 x (1H, H}$,.),
7.69-7.74 n (1H, H,Z2,,), 8.66-8.76 n (2H, H",
H150M) Crextp SIMP BES (C,D408), 8, m.a.: 25.8

cr C7,C?¥),34.8(CS, C?),50.30(C%), 77.31 (c4) CriexTp
HMP HSQC 'H/13C (C,D408), §, m..: 7.59/122.69
(H'6/CL8 ), 7.70/122.16 (H12/Ca o) 8.68/150.07
(H3/CB, H5/C}3,,). Cuekrp AMP HMBC 'H/13C
(C,D(0S), &, m.a.: 6.12/34.83 (=NH/C?), 7.44/50.30
(NH,/C?), 7.44/77.31, 7.54/77.5 (NH,/C*). Haiineno,
%:C62.69;H5.57;N25.97.C,4H,5N50. Berancneno,
%: C 62.44; H5.61; N 26.01.

3-AMHUHO-2-(2-HUTpPOOeH30MI)-1,2-THa3acIUPO-
[4.5]noH-3-en-4-kapoonutpua (5). Beixog 0.41 r
(67%, meton a), 0.5 r (80%, metox b). CBETI0-KeNThIC
Kkpuctamibl, T.IuL. 172-174°C. UK cnekrp, v, em L:
3361.11, 3251.16, 3190.40 (N-H), 3075.63, 3042.84,
1651.14 (CH,, Ar-H), 2959.9, 2938.68, 2859.59
(Cy3-H), 2189.30 (CN), 1673.32 (C=0). Cnekrp
AMP 'H (C,D408), 8, m.i1.: 1.34-1.92 m [8H, (CH,),],
5.95 ¢ (1H, =NH), 7.49 ¢ (2H, NH,), 7.58-7.6 m (1H,
HléOM) 7.69-7.72 M (1H, ngOM), 7.84-7.88 M (1H,
H,Jon)> 8.14-8.19 1 (1H, H, ). Criextp SIMP 13C
(C,D(0S), 8, m.a.: 24.7 (C7, C8) 36.59 (C°), 36.67
(C?), 66.9 (C3), 71.8 (C*), 117.6 (CN), 123.6 (C, OM)
124.11 (C)5.), 129.78 (C”OM) 131.9 (C pOM)
135.13 (C13p W 145.6 (C18,,), 155.83 (C3). Crexrp
SAMP HSQC 'TH/BC (C,D¢08), §, m.a.: 1.33/24.7
(H8-H3/C?), 1.48/24.04 (H- H7/C7) 1.52/36.67
(HO-H®/C®), 7.59/129.78 (H'2/C}2,,), 7.71/131.39
(H'/Cy o), 7.86/135.13 (H13/c;30M) 8.13/124.11
(H15/Cap0M) Cnektp IMP HMBC 'H/!3C (C,D(08),
5, M. 5.95/36.59 (=NH/C®), 5.95/71.8 (=NH/C%),
7.49/66.9 (NH,/C?). Haiineno, %: C 57.54; H 5.02; N
22.24. C,5H5N5O5. Boruucneno, %: C 57.50; H 4.83;
N 22.35.

3-AMuHo0-2-(3-HuTpoden3on)-1,2-nuazacnupo-
[4.5]H0H-3-eH-4-kapOoonuTpua (6). Bexog 0.40 r
(65%, metox a), 0.47 r (75%, meron b). Ceetio-
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kenTeie Kpuctamibl, T 169-170°C. UK cnextp,
v, em 1 3358.07, 3245.23, 3222.0 (N-H), 3088.03,
3049.46, 1676.14 (CH,, Ar-H), 2958.80, 2938.55,
2872.01, 2858.5 (C,,3-H), 2187.28 (CN), 1616.35
(C=0). Cniextp SIMP 'H (C,D(08), §, m.1.: 1.01-2.37
M [8H, (CH,),], 5.92 ¢ (1H, =NH), 7.43 ¢ (2H, NH,),
748 ¢ (1H, H12), 8.20-7.58 m (4H,,,,). Cuekrp
AMP 13C (C,D¢0S), §, m.a.: 24.85 (C?), 35.35 (C?),
63.55 (C?), 71.86 (C*), 117.57 (CN), 124.1 (C;QOM),
129.83 (Cy 80, 135.08 (Cilo), 13141 (Ci2,),
145.61 (CL3 ), 154.85 (C?), 166 (C'!). Cnekrp SIMP
HSQC 'H/BC (C,D408), 8, m.x1.: 1.05/24.93 (H-H"/
C7, H-H®¥/C®), 1.49/36.71 (H*-H®/C®, H°-H?/C?),
7.60/129.76 (H'®/C, 0., 8.13/124.11, 8.17/124.22
(H'/C, o). Criexrp SIMP HMBC 'H/'C (C,D40S),
5, M. 5.92/35.33 (=NH/C®), 5.94/36.64 (=NH/
C%), 5.92/63.54 (=NH/C%), 5.93/71.86 (=NH/C%),
5.92/154.85 (=NH/C?). Haiineno, %: C 57.85; H5.01;
N 22.19. C5H;5NsO5. Bpruncneno, %: C 57.50; H
4.83; N 22.35.
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Three-Component Synthesis of Benzhydrazide-Based
Spiropyrazolines
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New 3-Amino-1,2-diazaspiro[4.5]non-3-ene-4-carbonitriles, 3-amino-1,2-diazaspiro[4.5]deca-3-ene-4-carboni-
triles were obtained by the three-component condensation of malononitrile, cycloalkanones and benzhydrazides.
The structures of the synthesized compounds were established by spectroscopic methods.

Keywords: three-component reaction, 3-amino-1,2-diazaspiro[4.5]non-3-ene-4-carbonitriles, 3-amino-1,2-di-
azaspiro[4.5]deca-3-ene-4-carbonitriles, NMR 'H, 13C, spectroscopy, IR-spectroscopy
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