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W3yueno npucoeguHeHne 0fHOOCHOBHBIX C3—Cs HACHIIEHHBIX KAPOOHOBBIX KHCJIOT K HEHACHIIIEHHOMY TPULIU-
KIIHYEeCKOMY 3Py — 8-Iporinokentpurukiof5.2.1.0%0] ren-3-eny — B npucyTcTBHE Katanmsatopa BF 3'OEt
CHHTE3HPOBAHbI COOTBETCTBYIOIIHE TPUIIUKIHUSCKIE TUIUPHI ¢ BhIXogoM 76.8—88.5 macc %. CTpykTypa moiy-
YeHHBIX I(UPOB 10Kkazana coBpeMennsiMu MK, SIMP 'H u 13C Metoamu anasmi3a n3ydeHs! HX GH3HKO-XHMH-
yeckue cBoiicTBa. CHHTE3UpOBaHHBIC TU3(HUPHI 00IaaAk0T MPHUSATHBIM 3aI1aX0M U MOTYT OBITh PEKOMEH/IOBAHBI JUIS
MIPUMECHCHUSI B KAYECTBE CHHTETHYCCKUX JYIIUCTHIX BEIICCTB B MAp(hIOMEPHO-KOCMETHYCCKOM TIPOMBIIUICHHOCTH.

Ki1ro4eBble c/10Ba: HACHINICHHBIE KAPOOHOBBIE KHCIIOTHI, TPUIUKINIECKUH 3(hup, S-MpONMIOKCHTPUIINKIO-
Jen-3-eH, KaTaau3aTop, d¢upar TpexTopuctoro 60pa, CHHTE3, TPHIUKINIECKAE THIDHUPHI.
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[TocTosTHHBIN MHTEPEC K XUMUH CIOKHBIX MOHO- U
IA(OUPOB TUKINYECKOTO CTPOCHUSI 00YCIIOBJICH IIH-
POKHUM JHMaIia30HOM MPUMEHEHHUS 3THUX COCIUHCHHI.
WX ucrnonp3yroT B Ka4yeCTBE OTAYLICK B mapgromep-
HOM mpombimuieHHOCTH [1-3], mo0GaBOK K Macjam
[4, 5], mmacTH(HUKATOPOB MOTMMEPHBIX KOMITO3UIIAN
[6, 7] u op.

C 1enplo yMpomeHWs TEXHOJOTHH TOTYUYeHHS
TPUIUKINYECKUX d(QUPOB OBLTO M3YUYEHO MPHCOEIN-
HEHUE HACHIIIEHHBIX KapOOHOBBIX — MYpPaBBUHOW U
YKCYCHOW — KUCIIOT K JIBOMHBIM CBSI3SM JHMIIUKIIOTICH-
TaJMeHa, B PE3YJIbTATe MOJIyUYeHbl COOTBETCTBYOIINE
TPULMKINYESCKUE AMIOUPBI, U3 KOTOPBIX JHAICTaT
MMeeT MPUATHBIN IUTPYCOBBIH 3amax [§].

B HacTosmelt paboTe nccienoBana peakuus npu-
coeuHeHUs ONHOOCHOBHbIX (C3—Cs HAaCBIILEHHBIX
KapOOHOBBIX KHCIOT K S-mpormokcu[5.2.1.0%%]nen-
3-eny (1) B mpucyrcrBun karanuzaropa BF;-OEt, u
OCYIIECTBIICH CHHTE3 COOTBETCTBYIONUX HOBBIX TPH-
IUKITHYecKuX auddupoB (cxema 1).
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Ucxonnoe coenunenue 1 ObUIO CHHTE3UPOBAHO
MIPUCOCTUHEHUEM TPOMMOHOBON KUCIOTHI K TPUIIHK-
710[5.2.1.0%%] nexa-3,8-Meny B IPHCYTCTBUM KaTalll-
3atopa BF5-OEt, [9].

C 1menp0 HaXOXKICHUS ONTUMATBHBIX YCIIOBUN
cuntesa  8-mpommoken[5.2.1.0%0] nen-3-namponu-
OHaTa HM3y4eHO BiusHHE Temreparypsl (60-90°C),
MOJIBHOTO COOTHOILEHUSI Pearupyrommx KOMIIOHEH-
toB (1:1-1:1.75), komuvectBa karanmszaropa (0.2—
0.8%) u TPOAOIKUTETBLHOCTH peakuuu (2—5 9) Ha
BBIXON d(upa. ONTUMATBHBIMU YCIOBUSIMH PEAKITHH
SIBISIOTCS: Temmeparypa 80°C, MOITbHOE COOTHOIIIC-
HHE UCXOIHBIX KOMITOHEHTOB 1:2 = 1:1.5, KommaecTBO
BF;-OEt, 0.6 macc %, IpOnODKUTENBHOCTh PEAKLIMN
4 4. Ilpu sTom BbIxox 3¢upa 5 cocrasiser ~89%. B
HaWJECHHBIX YCJOBHSX TIPOBEACHO MPHUCOCIUHEHUE
MAacJsTHOU 3 U BasiepuaHoOBOM 4 KUCIIOT K COSTMHCHUIO
1 ¥ OTyYEHBI COOTBETCTBYIONINE CIIOXKHBIC dPUPHI C
BeIxozoM 77 u 80%.

Yucrora, U30OMEPHBIA COCTaB U CTPYKTypa CHUH-
TE3WPOBAHHBIX A(UPOB M3yUeHHI ¢ moMorIsio [ KX,
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Cxema 1.
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R=CH; (2,5), CH, 3, 6), CH, (4,7).

UK u SIMP IH, 3¢ CIEKTpaJbHBIX METOAOB aHa-
nmn3a. Yucrora 3dupoB, mo manaeM [OKX anammsa,
cocrapmsieT 98-99%. CnekTpalbHBIMH METOIAMHU
SIMP ObuTO JOKa3aHO, YTO KaTaTHTHYECKOE IPHUCO-
eIMHEHNE HACBHIIIEHHBIX OJHOOCHOBHBIX KHCIOT K
COCMMHEHUIO 1 MPOTEKAeT CTePEOCEIEKTHBHO C 00-
pa3zoBaHHMEM 9K30-9K30-1ndGUpoB. B cnekrpax SAMP
13C xummueckue CaBUrM aTOMOB KapOOKCHIILHOM
rpynnsl nposiBisaoTes B oonactu 160.87-165.24 m.n.
B UK cnekrpax CUHTE3UPOBaHHBIX TPULUKINYECKUX
CIIOXHBIX 3(HPOB, HAPSAY C HHTEHCUBHBIMH TI0JIOCA-
Mu noromierus B odmactu 3000-2860 (CH), 1458
(CH,) u 1380 (CH;) cM~!, uMeroTcsi HHTEHCHBHBIE
MoJI0CHI norouieHust B obnactu 1727-1740 (C=0) u
1180-1230 cm ! (COO), xapakTepusyrolye Haadue
CIIOKHOA(HUPHOH TPYMIIIHI.

OU3NKO-XUMUYECKHE KOHCTAHTHI HCIIONB3YEMBIX
HACBHIIIEHHBIX KUCJIOT 2—4 COBHAH ¢ (PU3NKO-XUMU-
YEeCKUMHU KOHCTAHTaMH ATHX KHCIIOT, IPUBEICHHBIMHU
B muteparype [10].

8-IlponuiaokenTpuuukiao[5.2.1.0>% 1en-3-en
(1). Cmech 132 1 (1 mons) Tpurmkio[5.2.1.0%%]ne-
ka-3,8-n1uena, 74 r (1 MoJb) NPONMOHOBON KUCIIOTHI
u 0.22 r BF5-OEt, nepememmsanu 3 4 npu 100°C.
PeakunonHylo cmech NpPOMBIBAIM BOJOW, CYIIMIN
cynbgaroM Maraus ¥ (HpakUHOHUPOBAIU B BaKyyMe.
Beixon neneBoro mpoaykra 194.5 r (94.3%), T.kur.
132-134°C (10 mm pr.ct.), d7° 1.0545, n3° 1.5046.
UK cnekrp, cM': 3046 (CH u CH,), 1730 (C=0),
1619 (CH=CH), 1464 (CH u CH,). Cnextp SIMP 'H,
o, m.a.: 1.14 T (3H, CHj;), 1.32-2.15 m (4H, 2CH,),
1.35-1.89 m (2H, CH,), 2.18 n (2H, 2CH), 2.30 ¢
(2H, CH,), 2.49 n (2H, 2CH), 4.75 o (1H, CH), 5.62
K (2H, 2CH=). Cnextp IMP 13C, §, m.1.: 9.4 (C13),
27.9 (C'2), 31.81 (C'9), 41.88 (C3), 44.10 (C°), 46.17
(C?), 46.82 (C7), 47.49 (Ch), 49.39 (C?), 60.41(C}),
130.99 (C%), 134.39 (C?), 172.9 (C!). Haiineno, %:
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C 75.60; H 8.1. C3H,30,. Berancaeno, %: C 75.69;
H 8.8.

8-TIponuaokcuTpUIUKI0[5.2.1.0%%] 1en-3-
WJIOBBIH 3¢Up NMPonnoHoBoii KucJI0THI (5). Cmech
103.1 r (0.5 monp) pearenra 1, 55.5 r (0.75 momb)
NpONMOHOBOM Kucnotsl 2, 0.7 r BF;-OEt, nepemeniu-
Banu 4 4 npu 80°C. PeakinoHHYI0 CMECh TPOMBIBAIIN
BOJOH, CymmiH cyib(aTtoM MarHus ¥ (pakUuOHH-
poBanu B Bakyyme. Boixox 140.4 t (88.5%), T.kum.
159-160°C (3 mm pr.cT.), d7° 1.0933, n;3° 1.5086. UK
cHexTp, v, cM 1 2860-3000 (CH), 1729 (C=0), 1458
(CH,), 1380 (CH3), 1188-1230 (C-O—-C). Cnektp
SIMP 'H, 8, m.1.: 1.14 1 (6H, 2CH;), 1.40-2.00 m (2H,
2CH), 1.60-2.13 m (8H, 4CH,), 1.43-2.02 m (2H,
2CH), 2.30 ¢ (4H, 2CH,), 3.92 1 (2H, 2CH). Criextp
SMP 13C, §, m.a.: 9.1 (C13), 9.4 (C'%), 23.8 (Cd), 27.5
(C'2),27.9(C1),30.1(Ch), 32.8(C*),35.7(C'9),39.2
(C?), 45.2 (C%), 46.5 (C7), 54.9 (C?), 75.6 (C3), 77.9
(C?), 172.9 (C'1), 173.1 (C'#). Haiineno, %: C 68.46;
H 8.52. C4H,404. Beruucneno, %: C 68.55; H 8.63.

8-IIponuaokcuTpummkio[5.2.1.0>%| xen-3-no-
BBl 3¢pup MacasHoil kucaorsl (6). Cvecy 103.1 1
(0.5 monb) pearenta 1, 66 r (0.75 Moiyb) MacistHON
kucnotsl, 0.8 r BF;-OEt, nepememuBanu 4 4 npu
80°C. PeakumoHHYI CMeCh NMPOMBIBAIM BOAOH, CY-
MMM CcynbparoM MarHusi U (pakUUOHUPOBATIH B
Bakyyme. Boixox 135.5 r (80.1%), T.kun. 170-171°C
(3 MM pr.CcT.), d}o 1.0748, nDZO 1.5053. UK cmexkrp,
v, em!: 2860-3000 (CH), 1729 (C=0), 1458 (CH,),
1380 (CH;), 1188-1230 (C-O-C). Cnektp SIMP 'H,
o, m.1.: 0.89 T (3H, CHy), 1.13 T (3H, CH3), 1.40-2.08
M (2H, 2CH), 1.60-2.13 m (8H, 4CH,), 1.61-1.84
M (2H, CH,), 1.41-2.00 m (2H, 2CH), 2.30 ¢ (4H,
2CH,), 3.92 1 (2H, 2CH). Crextp AMP 13C, §, m.1.:
9.4 (C13), 12.9(C'7), 17.9 (C'%), 23.8 (C%), 27.9 (C'?),
30.1 (Ch), 32.8 (CH), 35.3 (C19), 35.7 (C19), 39.2 (C?),
45.2 (C%), 46.5 (C7), 54.9 (C?), 75.6 (C3), 77.9 (CY),
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170.2 (C'%), 172.9 (C'"). Haiineno, %: C 69.28; H
8.76. C{7H,40,4. Boruucneno, %: C 69.36; H 8.90.

8-IponuaokcuTpunuKao[5.2.1.0%%] gen-3-
WJIOBBII 3¢ up BajepuanoBoii Kucjaotsl (7). Cmech
103.1 r (0.5 monp) pearenra 1, 76.5 t (0.75 mons) Ba-
nepuanoBoi kuciaotsl, 0.92 r BF5-OEt, nepememuba-
mu 4 4 npu 80°C. PeakIIMOHHYIO CMECh MPOMBIBAIN
BOMOH, CYmIHUIA CyIb(aroM MarHus u (ppaKkImoOHU-
poBanu B Bakyyme. Boixox 131.1 1 (76.8%), T.kum.
182-183°C (3 mm pr.ct.), d7° 1.0557, n3° 1.5011. UK
crekTp, v, eM 1 2860-3000 (CH), 1729 (C=0), 1458
(CH,), 1380 (CHj3), 1188-1230 (C-O-C). Cnekrp
SAMP 'H, §, m.1.: 0.90 T (3H, CHy), 1.14 1 (3H, CHy),
1.31-1.64 m (4H, 2CH,), 1.40-2.00 m (2H, 2CH),
1.60-2.13 m (8H, 4CH,), 1.41-2.00 m (2H, 2CH),
2.30 ¢ (4H, 2CH,), 3.92 n (2H, 2CH). Cnexrp SIMP
B3¢, 8, M. 9.4 (C13), 12.9 (C'¥), 21.9 (C'7), 23.8
(C3), 26.9 (C'9),27.9 (C'?), 30.1 (C"), 32.8 (C*), 34.1
(C1), 35.7 (C19),39.2 (C?), 45.2 (CY), 46.5 (C7), 54.9
(C?), 75.6 (C?), 77.9 (C®), 170.2 (C'%), 172.9 (C').
Haiineno, %: C 70.0; H 9.08. C,gH,30,. Beruncineso,
%: C 70.10; H9.15.

CocTtaB W CTeNeHb YHCTOTHI CHHTE3WPOBAHHBIX
3(UpOB, a TaKKE HCIOIH30BAHHBIX HCXOJHBIX COE-
JMHEeHU# ompeneneHbl ¢ nomoulsio KX ananmza.
Amnanmu3 mpoBoamid Ha Xpomarorpade JIXM-8 M/,
JUTAHA KOJIOHKH 1.5 M, xkujakas daza 10 macc % monu-
STUJICHIJIUKOJLCYKIIMHATA Ha chepoxpome, Temiepa-
typa ucnapurens 200-250°C, komonku 120-150°C,
ToK aerektopa 100 MA, raz-HocuTenb — Irejui, CKo-
pOCTh mojauu renus 45 Mi/MuH.

MAXMYVY/IOBA u p.

WK chexkTpsl CHATBI Ha CHEKTPOPOTOMETpE
«ALPHA 1Q Furye» (Bruker, I'epmanus), cmek-
tpel IMP 'H u 13C — na npu6ope Bruker AV-300
(300 MI'n) B aneroHe-dg, B KaueCTBE BHYTPEHHETO
CTaHaapTa ObUT HCIIOIB30BaH FeKCaMETHIICHINCHIIOK-
CcaH.

KOH®JIIMKT UHTEPECOB

ABTOPBI 3asBISIIOT 00 OTCYTCTBUHU KOH(IMKTA WH-
TEPECOB.

CIIMCOK JIMTEPATYPbI
1. Asada T., Ataka Y, Koshino J., Takase H. Ilar. 5811610

(1998). SInonusi.

2. Kitamura M., Kojima T., Ataka Y., Kubota T., Kato K.,
Fukuda K. ITat. 253300 (2007). CILIA.

3. bparyc U.H. Xumus oywucmoix sewecme. M.: Arpo-
npomusiat, 1992.

4. Miyamatsu T., Nemoto H., Wang Y. Ilat. 7580111
(2009). CLIA.

5. Weippert H.-J. I1ar. 5817256 (1996). CILIA.

6. Smirnova D., Dakka J.M., Baugh L.S., Godwin A.,
Mozeleski E.J. ITat. 005822 (2011). CILIA.

7. Matsukawa K., Hayashiya T., Takabatake K., Haya-
shi K., Funaki H. ITat. 6384151 (2002). CIIIA.

8. Mamenos M.K., Maxwmymnosa D.I". Ilpoyeccer negpmexu-
muu u Hepmenepepabomru. 2014, 15, 335-338.

9. Mamenos M.K., Maxmynosa D.I., Ucmammnosa P.A.
Vuenwvie 3anucku. baxy. 2016, 2, 225.

10. Toponosckuit M.T., Hazapenko FO.IL., Hekpssu E.®.
Kpamxuii cnpagounux no xumuu. Kues: Haykosa qym-
ka. 1974.

JKYPHAJI OPTAHMUYECKOM XMUMUM Ttom 56 Ne 10 2020



CHUHTE3 CJIOKHBIX TPULIUKIIMYECKUX JINDDPNPOB 1623

Synthesis of Tricyclic Diesters
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The addition of monobasic C;—Cj saturated carboxylic acids to unsaturated tricyclic ester — 8-propyloxytricyc-
10[5.2.1.0%%]dec-3-ene in the presence of BF;-OFEt, catalyst was studied and the corresponding tricyclic diesters
were synthesized with a yield of 76.8—-88.5%. The structure of the obtained diesters is proved by modern meth-
ods of analysis — IR, "H and '>*C NMR spectroscopy and their physicochemical properties were studied. The
synthesized diesters have a pleasant smell and can be recommended for use as synthetic aromatic substances in
the perfumery and cosmetics industry.

Keywords: saturated carboxylic acids, tricyclic ester, 8-propyloxytricyclodec-3-ene, catalyst, boron trifluoride
etherate, synthesis, tricyclic diesters
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