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LUKTAZALUS
JTUAJKWI(4-TUIPOKCH-2-BY THHI)(3-AJIKEHUJIITPOIIA PT ILT)-
AMMOHMEBBIX COJIEHl U PELUKJIU3ALUS NOJYYEHHBIX
2,2-TUAJTKWI-4-THAPOKCUMETHJIN30MHIOJIUHUEBBIX
COJIEM

B ycnoBusX BOAHO-IIETOYHOTO PACHICIUICHUS XJIOPHCTHIE COMH 2,2-TUaNKWI-4-THIPOKCH-
METHIIM30MHAOIMHIS aHATOTHYHO OCH3U30MHIOJIMHAEBEIM COJISIM TIIAJIKO MOBEPTralOTCs BHYTPH-
MOJIEKYISIPHON PeNUKIIN3aIIHY, BKIIOYAOIIEel cTauy pa3pbiBa H30MHIOIMHUEBOTO IUKIa U (op-
MHPOBaHUS AUTUApOQypaHOBOro kosbna ¢ obpasosanmeM (1,3-murunponsobenzodypan-4-mi-
METHIT) JHATKIIIAMIHOB.

KnroueBbie cioBa: 4-Tunpokcu-2-OyTHHWIBHAS TPy, AUAIKAI(3-aIKeHmIponaprun)(4-
THIPOKCHOYTHH-2-11)aMMOHHEBBIe cony, (1,3-murunponsoben3zodypan-4-miIMeTrn)AnaaKiIaMy-
HBI, OCHOBHOM KaTaJli3, PEIUKIN3aLUs, [TNKITA3aIHsL.

XnopucThle U OPOMHUCTBIE CONM TUANKII(4-THIPOKCH-2-0yTrHMN )(3-anKe-
HIIIponaprui)aMmmonus tana 1 u -(3-peHumponapruiaMMOHuUs) B MPUCYT-
CTBHH KaTaJIUTUYECKUX KOJIMYECTB BOIAHOM ILIEIOYM MOIBEPraroTCs BHYTPUMO-
TMEKYISAPHONH NUKIU3auu ¢ oOpa3oBaHeM 2,2-AHaTKUI-4-THIPOKCHMETHIIH30-
MHIOJIMHHUEBBIX coiieit 2 u -6en3[f] nzounmonuuuenbix couneit [1]. Ipu usyye-
HUU BOJHO-IIEIOYHOTO PACIICTICHHUS XJIOPUCTHIX U OPOMUCTBIX colielt 2,2-1u-
ankwi-4-ruapokcumetiiaoeHs| flusonnnonuuus  oOHapyXeHa PEIMKIN3AIUS
BHYTPUMOJEKYISIpHOTO XapakTepa [2]. C 1enpro ycTaHOBISHHS 0OITHOCTH 3TOM
peakyy B HacTosIIEH padoTe U3yUeHO MOBeAeHUE conel 2,2-nuanKumi-4-ruap-
OKCHMETHIIM30UHIOJIMHUA 28—(J B YCIOBUSAX BOIHO-ILEIOYHOIO PACIICIUICHHS.
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1a, 23, 3a; 1b, 2b, 3b R =Et; 1c, 2¢,3c R=Pr; 1d, 2d, 3d R =Buy;
le, 2e, 3e Ry = (—CHz—)4; 1f, 2f, 3f Ry = (—CH2—)5, 19, 29, 3g Ry = (CHz)ZO(CHz)Z
Bo Bcex cmyuasx X = H, 1b, 2b, 3b X = Me
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Tabnuma 1

DOu3HK0-XHMHYECKHE XaPAKTEPHCTHKH 1 BBIXO0bI aMHHOB 38—

Coemi- B o Mgwiz T. kur., °C T. . T. . Bhixo
A PyTT Berauciero, % (MM pr. ct.) np?° mukpara, °C | xmopruapara, °C UK criektp, v, cM PIXOL,
HEHHe hopmyna o %
T. ., °C (3TaHoI) (abc. aTaHOM)
C H N
3a Ci13H1gNO 76.38 9.47 6.05 110 (2) 1.5238 137 140-141 705, 760, 1050, 1200, 1550, 1600, 3030 61
76.06 9.33 6.82
3b C14H21NO 76.97 9.02 6.60 114 (2) 1.5290 * *x 840, 1030-1070, 1200, 1590, 1600 64
76.67 9.65 6.39
3c Ci15H23NO 77.56 9.83 6.25 140 (1) 1.5110 145-146 152-154 705, 770, 1050, 1200-1240, 1540, 1590, 3040 59
77.21 9.93 6.00
3d C17H27NO 78.44 10.60 5.07 82 (1) 1.5070 * *x 700, 770, 1050, 1200, 1550, 1600, 3040 60
78.11 10.41 5.36
3e Ci13H17NO 77.10 8.68 7.04 107 (1) 1.5440 155 193 705, 770, 1050, 1200-1240, 1540, 1590, 3040 60
76.81 8.43 6.89
3f C14H1NO 77.73 9.06 6.23 127 (1) 1.5410 186-187 224-225 700, 750-770, 1050, 1200, 1550, 1600, 3040 68
77.38 8.81 6.45
3g Ci13H17NO; 71.57 7.56 6.14 145 (2) - 174-175 194-195 705, 760, 1050, 1200, 1550, 1590, 3050 69
71.21 7.81 6.39 50-51
(rexcan)

* He oOpa3yroT nmukpara.

** T'UrpOCKOTTIYHEI.

213



Tabnuma 2

Du3uKo-XUMHYECKHE XapakTepucTuku amunos 4¢,d,f u coaeii 1¢,d,f,g

Haiineno, % T. mn.
Coenu- Bpyrro- Berraucneno, % T. xym., ° C np2° riApoXTOpHa, °C Bexon ,
HEHHE tdopmyna (MM pT. CT.) %
C H al N (abc. aTanoM)
4c CiuiHioN 80.24 11.84 8.26 64-65 (3) 1.4662 *x 58
79.94 11.59 8.47
4d CisHzsN 81.21 12.29 6.92 84 (3) 1.4690 83 55
80.76 11.99 7.25
4f CioHisN 80.85 10.36 9.70 83-85(2) 1.5020 137-138 58
80.48 10.13 9.39
lc C15H24CINO 67.02 9.12 13.48 4.98 * ~100
66.77 8.97 13.14 5.19
1d C17H28CINO 68.75 9.65 11.58 4.96 * ~100
68.5 9.47 11.90 4.70
1f C14H20CINO 66.51 8.14 13.62 5.77 * ~100
66.26 7.94 13.97 5.52
19 C13H18CINO> 61.33 7.30 13.53 5.50 * ~100
61.05 7.09 13.86 5.48

* Comu 1c,d,f,g MenooGpasHsi.
** Conb 'MIPOCKOIIMYHA.

214



Tabnauma 3

Crexrpsi AMP 'H amunos 3a—g B IMCO-ds+CCly, 8, m. 1., KCCB (J, ')

(@]
3b* R = C,Hg, X = CHg;
Sa, c—g R= C2H5, C3H7, C4H9, (CH2)4,
R,N (CHy)s, (CH2),0(CHy),,
X X=H
Coepa- N-CHy, ¢ HaC-O-CHp, Han M R
HCHHC
3a 3.46 497,503, J=22 7.05-7.15 1.01 (BH, 1, J = 7.2, 2CHa); 2.45 (4H, x, J = 7.2, 2CH)
3c 3.44 4.98,5.02,1=23 7.06-7.17 0.85 (6H, 7, J = 7.3, 2CHa); 1.45 (4H, v, 2CHaCH); 2.32 (4H, 1, J = 7.3, N(CH>),)
3d 3.43 4.99,5.02,1=23 7.05-7.17 0.87 (6H, 7, J = 7.2, 2CHa); 1.27 (4H, M, 2CHaCHy); 1.41 (4H, m, 2CHsCH,CH,); 2.34 (4H, T,
J=17.1, N(CHy))
3e 352 4.99,5.02,1=23 7.05-7.17 1.70-1.80 (4H, w, 2CH,); 2.41-2.48 (4H, m, N(CH>))
3f 3.36 4.98,5.03,1=23 7.06-7.16 1.44 (2H, m, CHp); 1.55 (4H, xei, J = 5.1, 2CH,); 2.32 (4H, 1, J = 5.1, N(CHz)2)
3g 341 5.00, 5.05, J = 2.2 7.05-7.20 2.36 (4H, M, N(CH)2): 3.59 (4H, M, O(CHa)2)

* Criekrp SIMP *H amuna 3b (CDCly), 8, m. a. (J, T'w): 1.03 (6H, 1, J = 7.2, 2CH5); 2.36 (3H, ¢, CHy); 2.48 (4H, k, J = 7.2, 2CH,); 3.45 (2H, ¢, NCH,); 5.08 (2H, I,
OCHjy); 5.14 (2H, ym, OCHy); 6.92 u 7.01 (2H, ym1, Ha).

Crexrp AAMP *C amuna 3f (IMCO-dg + CCly), 8, m. 1.2 23.90 (CHy); 25.49 (2CH,); 53.90 (N(CHy),); 61.38 (NCHy); 72.04 (OCH,); 72.34 (OCH,); 118.76, 126.52 u
126.81 (3CHp,); 132.41, 137.99 n 138.83 (3Cay).

Cuexrp SIMP °C amuna 3g (JIMCO-dg + CCly), 8, m. 11.: 52.98 (N(CH,),); 60.91 (NCH,); 65.94 (O(CH,),); 71.93(OCH,); 72.31(OCH,); 118.97, 126.49 u 126.92 (3CH,,);
131.25; 137.99 u 138.86 (3Cay).
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IMockonbky conn 2a—g, oOpasyromuecs MUKIN3aHeH TUANKII(4-THIPOKCH-
2-0yTrHI )(3-aTKeHUIIITPOIapT il )aMMOHHEBBIX conel 1a—g, He yanoch momiy-
YUTHh B KPUCTAITMYECKOM BHJIE, MBI U3yUWIIA UX paciieruieHne 0e3 BIIeTIeHMs.

Penukmzanust coneit 2a—Q, B oTiM4Ke OT OCH3W30MHIOIMHUECBBIX aHAJO-
TOB, peaju3yeTcsl MPHU UITEIHHOM HarpeBaHWHU. [IPOMYKTHI perUKIM3aud —
(1,3-nuruapounzobenzodypan-4-uIMeTHI) IHATKWIAMHHBL 38— — TOJYYEHBI C
Beixomamu 60—68% (tabn. 1). Ha ocHOBaHWH IMpOBENEHHBIX HCCIEIOBAHHIA
MOXXHO CKa3aTh, 4YTO OOHApy)XKeHHas HaM{ BHYTPHUMOIIEKYISApPHAs PEIHKIIN-
3amus [2] uMeer oOmU XapaKTep M OTKPBIBACT IMTHPOKHE BO3MOXKHOCTH IS
(hopMHpOBaHUS TOTEHIINATFHO OMOAKTHBHBIX aMHUHOB, COAEPXKAIINX JUTHAPO-
(ypanoBoe Koiblo. | 'WapupoBaHHBI (QYypaHOBBIA HWKI BXOJUT B COCTaB
MOJIEKYJT MHOTHX MPUPOJHBIX alKaloua0B. AMUHBI 3a—( ¢ Beixogamu 5—10%
MOJTyYeHBI ¥ TIPH IUKJIA3AIHUA coJieil 1a—Q B yCIOBUSIX OCHOBHOTO KaTajm3a.

B UK cnekTpax CHHTE3WPOBAHHBIX BIICPBBIC MCXOTHBIX THATKUI(3-BUHUII-
nponaprui)amuHoB 4¢,d,f umeroTcs xapakTepHbIe MOJIO0CH MOTJIOIMIECHHS ABY3a-
MEIIeHHOH areTuieHoBor cBsa3u mpu 2220-2230, —CH=CH, npu 920, 930,
conpsikerHo# cBszn C=C mpu 1580—1610 cm * (Tabm. 2).

B UK cnekrpax ucxomusix cojeit 1c,d,f,g, monydeHHbIX BriepBbie, 0OHAPY-
JKEHBl XapaKTEpHBIE IMOJIOCH TOTIIONMIEHHS JBY3aMEIIeHHON AaleTHICHOBOM
cBs3u npu 2220-2230, ruapoxcunbHOW Tpymmel mpu 1020, 3200-3400,
—CH=CH, nipu 920, 930, a Takke conpsvkenHoi csasu C=C mpu 1580-1610 cm *
(Tabm. 2).

B UK cnexrpax amuHOB 38— OOHapy>KE€HBI TOJIOCHI MOTJIOMICHHS, XapaK-
tepHble s 1,2,3- u 1,2,3,5-3amemenabix 6er30apHBIX Koder mpu 700, 760 u
840 CM’l, COOTBETCTBEHHO, apoMaTudeckoro kojeua npu 1550, 1600, 3050 u
s¢upHoit rpynmuposky npu 1050 1 1200 cm . CTpykTypa aMuHOB 3a—( 10]1-
TBEpXKIEHA MeTOJOM crekTpockormuu SIMP 'H, a crpykrypa amuuos 3f,g —
taoke MerogoM SIMP B°C (ta6n. 3). CrieKTpsl yKa3aHHBIX COCIMHEHHIT COTIa-
CYIOTCS C TIPEJUIOKEHHBIMH CTPYKTypaMHu.

SKCHEPUMEHTAJIBHASL YACTb

UK cnekrpsl cHATH Ha cnekrpomerpe UR-20 B Tabnerkax KBr mimm B Ba3enMHOBOM Macie.
Crextper IMP *H u **C monyuens Ha crexrpomerpe Varian Mercury-300 (300 MI'm Ha
nporonax u 75 MI'm Ha sapax yriepoma) npu Temmeparype 30 °C (303 K). BuyrpeHuwuii
craagapt TMC.

Ucxomupie quankui(3-anKeHIIIPOIApT i )aMIHBI CHHTE3UPOBAHBI IO peakuny Manauxa [3].
Comn 1a—Q mosydeHs! ¢ KOJMMYECTBEHHBIMU BBIXOJAMH B CPEJie alleTOHUTPHIIA B3aHMOJECHCTBHEM
IUATKHII(3-aIKEeHIIIPOIApTHi)aMHHOB  48—F ¢ XpoMarorpaduyeckd YHUCTBHIM 4-THAPOKCH-1-
XJIOp-2-0yTHHOM, TIOJly9eHHBIM [0 METOIUKE PadoTHI [4].

XapakTepyCTHKY aMHHOB 3a—( i AaHHble criektpos SIMP *H u *C npusenens: B Ta6m. 1 u 3,
xapakrepuctuku amuHoB 4¢,d,f u coneii 1c,d,f,g — B Tabm. 2.

Huxausanust coseii 1a—J u HemocpeacTBEHHOE BOJHO-IIEJIOYHOE pacliellJieHHe cojei
2a—Q (obmas merommka). K pactBopy 18 MMmonp wucxomHoit comu la—g B 4-5 Mu Bogwl
npudasmsiror 1.8 mu 2H. pactBopa KOH (MomsipHOE COOTHOIIEHWE CONB : OCHOBaHME 5 : 1).
Peakuponnyro cmech HarpeBaroT 5—10 mMuH mpu 50-55 °C, nanee MpoHCXOAUT caMopa3orpeBaHne
peakuoHHOM cMecu 10 75-85 °C. PeakiMOHHYIO CMeCh DKCTparupyiot sgupom (2 x 30 mi) as
yaaJeHHs IPOAYKTOB MOOOYHBIX peakuuii. B kaxxaoM ciaydae B 3pUPHOM IKCTPAKTE TUTPOBAHUEM
obHapyxeHo 5-10% amuHOB 3a—(, NMUKpaThl KOTOPHIX HE MAIOT ICHPECCHU TEMIIepaTyphl
TUTIABJICHHS C TUKpATaMH aMHUHOB 38—Q, NOJY4YEHHBIX IIPU BOAHO-ILENIOYHOM PACIICIUIEHUU COJIEH
2a—Q. 3areM K peaKkIHOHHOW cMecH 0e3 BBIIENCHHUS MPOJYKTOB LUKIM3AlMU 23—( MpUOaBIsAIOT
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JIByKPAaTHOE MOJIBHOE KOJHMYECTBO €IKOTO Kalli, PaCTBOPEHHOTO B 2—3 MJI BOJbI, MOCIE Yero
PEAKIHOHHYIO CMECh KHIATAT B TeyeHne 3—3.5 u mpu 85-90 °C. Cmechk KCTparupyoT 3hupom
(3 x 50 mu1), 3¢uUpHBIH KCTPAKT MPOMBIBAIOT BOAOW M BhIcyinBaoT Hax M@SO,. Tlocne yna-
neHus 3¢upa BaKyyMHOM HEPEroHKOM MOTy4aroT aMUHb 3a—(.
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