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CHHTE3 W ITPEBPAIINEHUA
NOJMDAPUYECKHUX COENWHEHUN

20*%. CMHTE3 HEKOTOPBIX IIPOH3BOJHBIX
3,7-AUA3SABUIIAKIIO[3.3.1 JHOHAHA

1,3-/inasaanamanrasst, copepxamue npu C(6) aTOMBI BOIOPOAA, TMAPOKCIUIBHYIO
MM OKCHMHY?IO TPYIIIIBI, I0A EMCTBHEM 2 MOJIEH 2 PAIKIUITAIOTEHHIOB NPEBPANIAOTCY B
BOTHO-IIEJIOYHBIX YCIOBUIX B 3,7-muapasnkwi-3,7-guazabunmxiio[3.3.1)Honansr, co-
nepxamue nipu C(9) yKa3aHHBIE IPYINbL. AHAJIOTHYHO YETBEPTHUHBIE comu 1,3-nmaza-
apaMaHTaHoB, cofmepxamue rpy C(s) aTOMBI BOMOPORA HUIM TMIPOKCUIBHYIO IPYIILY,
MPEBPAAIOTCH B BOJHO-IIEJOYHON CPElle B COOTBETCTBYOUIHE 3-askmi-3,7-nuazadu-
ukJI0[3.3.1] Honansl, ComepXamue yKasaHHble rpymmst mpu C(9).

Hamu paspaGorassl nBa aabTEPHATWBHBIX IyTH CHHTE3a 3,7-IHATKHAIBHEIX
npom3BonHbiX 3,7-guazabunukio[3.3.1 Juomama V—VII, comepxammx aToMm
BOZOPOAA, TMAPOKCAIBHYIO MUTH OKCUMHAYT0 Tpymy rpu C(9) B3 OFHOIr0 NCXOMHOTO
coemmHeHHS — J5,7-gmMermi-0-okco-1,3-mmazaanamarrana (. Ilyte A
BKJIFOYAET BOCCTAHOBJICHWE KETOHHOM TIpPynOH JAuasaagjaMaHTasa | 1o
THAPOKCHIBHON [2 ] wam mo meTmiaeHoBOM [3 ], wim Xe mpeBpameHne KeTOHHON
rpymmsl B okcuMHEYI0 [3] ¢ TIOCTemyIOMM TPEeBpAMICHUEM TIOAYYEHHBIX
npousBomHHBIX 1,3-nnazaagamanrana [[—IV ro paspaboTapsasiM HAME METOIIKAM
B COOTBETCTByMOIIME Tpom3somusie 3,7-mmazabmmmkao[3.3.1 lsomana — 3,7-1u-
Gensmwi-6-okcu- (Va), 3,7-pmapanxwn-1,5-mamernn-1,3-quazabunmrkno[3.3.11-
roHaH (VIa,6) v oxcuMm 3,7-nubenswwr-1,5-mmmermn-6-okco-3,7-1uazabunmk-
a0[3.3.1 Juomana (VII) cooreercrBenHo mom AeiicTBHEM 2 MOJEH apamsKuWiI-
TAJIOTHAAA B IEJIOUHBIX YCIOBHIX.

IIyre B 3aknoyaerca B mpeBpamicHAN Auaszaanamanraua 1 8 3,7-mmbeHsnm-
1,5-mamernn-9-oxco-3,7-qnazabuumkno [3.3.1 jaoran (VIID {4] ¢ mocnemyro-
II¥M BOCCTAHOBJACHMEM €I0 KETOHHOM TPYIHBl 10 THUXPOKCHIbHOM Va
JIATAAATIOMOTHAPHAAOM WM HO MeTwicHOBOW VIa peaxmmeit Kroxuepa mym xe
OpeBpalieHueM KETOHHOM IpynIisl B OKCHMHYIO VII neiicreumeM rmapoxiaopuma
THAPOKCHIAMHHA B STAHOJE B IPHCYTCTBHY THPUINHA.

IIpm svoM Hamu yCTaHOBAEHO, uTo 1,3-nMazaanaMadTadsl, COREPXAIUE PR
C(6) aTOMBI BOXOPONA, TANPOKCATIBHYIO MJIM OKCAMHYIO IPYIINEL, TOX ACACTBHACM 2
MOJEH apaJKWITaJOTCHUAOB B BOTHO-IIETOUHBIX VCAOBHSX IIPETEPIIEBAIOT
paspeie N—C cBg3eit MeTWICHIMAMHHHOrO ()parMeHnTa, IpeBpam@asch B
3,7-nMapagkuIbHBIC TPOW3BOMHBIC 3,7-AMa3a0MUMKIOHOHAHA, COXEPXKAIIUE
COOTBETCTBEHHO ATOMEI BOXOPOAA, THAPOKCIUTGHYIO FUIM OKCHMHYIO TPYINIBL IIPU
C(9). Harpepanme oxcrma VII B cMecw JiensHo# yKCYCHON KHCIOTH M YKCYCHOTO
ABTUAPHUAA C IWHKOBOM THUTHIO TIPUBEIO X 9-ammnamuuo-3,7-qubensmn-1,5-mm-
Merun-3,7-amazabuukio [3.3.1 Jaonany (IX).

Hamm paspaGoransl Takxe nBa IyTH CHHTE3a H3 JuasaagaMaHTana |
3-aJKAIBHBIX ITPOM3BONHEIX 3,7-IMa3aCHIMKIOHOHAHA, CONEPXAIMRX BOAOPOIEL
XVa—n wnm rappoxcwisayo tpynry XVI apu Cg). Ilyts A. Ilpeppamenwue mo
pa3paboTaHHOl HAMHM METOIUKE YETBEPTHWHBIX cojdek 3,7-mmmerwn-1,3-muaza-
agamantana ¢ CHz (Xllla—nx) wua CHOH rpynmoit (XIV) B momoxennu 6
1,3-mnasaagamanTara B COOTBETCTBYIOINIME TPOUM3BOMHEE 3-aakui-3,7-nuasadbu-
OHKJIOHOHAHA.

* Coobmenume 19 em. [1].
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CH, NH
N-R
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l Xila—pg, XIV
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H,NN
. CH;4 NH
N-CH,CH;
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1L, Va,6, XIV, XVI X=CHOH; IH, Via—s, XIlla—x, XVa—xn X=CHy; IV, VIIX=C= NOH;

Va, Xa, XIIfa, XIV, XVa, XVIR =CH3; Va, Vla,s, VII, X6, XIII6, XV6 R=CH2CsHs; VI6, XIiis,

XVe R= CH2C5H4Br—o, XIIIr XVrR= CH2C5H4Br-m XIlx, XVaR = CH2CsH4Br-p; Va, Via,
VIIR' = CH2CsHs; VI6 R'=CH2CsHiBr-o; VIs R'= CHoCsH4Br-p; V6 R = CH(CsHs)2

IIyres B Bxumoyaer BoccTaHOBICHHE MO pa3paboTaHHON HAMH METOIMKE 10
CH2 peaxnueit Kuxnepa uepes COOTBETCTBYIOMEI THApPa3oH XII KeToHHOMN
rpynmosl 3-6enswi-1,5-maMeTwn-9-okco-3,7-mmasabunuxio [3.3.1 Jnomara (XD),
TIONYyYeHHOTO u3 xuopOeHsmwnaara 35 7—ZIHM6TI/UI-6 oxco-1,3-amazaagamanrana
Xo6) [41.

Hamu ycramoraeHo, uro uersepTmusbie comm  1,3-mmasaamaMadTaHoB,
comepxamme npum C(s) aTOMBI BONOPOA2 WM THAPOKCHIBHYIO TPYIIy, B
BOXHO-IIEJIOUHOH cpene nperepmeBaioT paspsre N—C cBa3eil METHICHAMAMUHHEO-
ro ¢parmMenTa, NPEBPAIIAich B 3-aJKMABHHE TPOW3BOXHEE 3,7-Iua3abHITHK-
70[3.3.1 Juonana, cogepXamie COOTBETCTBEHHO ATOMEI Boz(opona YUTH THAPOK-
cuibHyo rpymy upa C9).

B 10 xe spemsa fiommermaar 3, 7-namernn-6-okco-1,3-1urasaagamanrana (Xa)
IpE HarpeeaEmm B JtaHone B mpucyrcreum KOH mopeepraercs, mHapamy ¢
paspeBoM N—C cBasell METHICHAHAMAHHOIO (hparMeHTa, BOCCTAHOBJICHMIO
KETOHHOM TPyNusl B TAAPOKCHIBHYIO ¢ obpasosamuem 1,3,5-tpuMermi-9-okcu-
3,7-mmrazabunukio[3.3.1 Juomana (XVI). Tlocaenunii MACHTHUEH COCHWHCHHIO,
TOJIyYEHHOMY HaMHM u3 HOMeTHaaTa 5, 7-qumeTwi-0-okca-1,3-muasaanaManrana
(XIV) B BOXHO-WICIOUHOMR Cpene.
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3-Ankwanuasabnukiaononadsl XV6,m m XVI mog melicTBHmEM apasTKuii-
TaJOTCHMAOB B INEAOYHEIX YCIOBHIX NpeBpamieHsl B 3,7-I@3aMemicHHBIC
3,7-mua3abuIUKIOHOHAHEL ¢ ORMHAKOBEIMA (VIa) MM pasHBIMYM 3aMECTHTEIAME
mpu atomax asora (VO, VIe).

CpaBrenue paspaboTaHubix HAME NBYX HyTe# NOAyUYEHHS 3-aNKHABHBIX H
3,7-muanKAIbHBIX TPOM3BOMHEIX 3,7-Ina3abHIMKIOHOHAHA HAa MPUMEPE CHHTE3A
3-6emsun- (XV6) m 3,7-nubenswi-3,7-guasabumuxioHoranos (Va,VIa, VII) ¢
YUYeTOM HAIOHX W JMTEPaTyPHBIX NAHHHX IO CHHTE3Y HWCXONHBIX COCTMHEHHWMI
YKa3BIBACT HA NPEHOYTHTEABHOCTD IyTEH A I CHATE3a ANa3abuUuKICHOHAHOB
¢ MeTwaeHoBoil rpyrmoi mpu Ceoy (Via, XV). B 10 xe BpeMd Arg CHHTE3a
IMa3a0AIUKIOHOHAHOE. C TMAPOKCAABHON MM OKCHMHOM rpymnoii npu Ceg) (Va,
VII) mpennouTHTEIPHEIM FBAIETCS HyTh bB.

Monexyngapasie MacCH CHHTE3MPOBAHHBIX COGJIHHCHHfI, OTpeacAcCHABIEC
MacC-CHEKTPOMETPHUECKH, COOTBETCTBYIOT BeumciacHEpiM. B WK cmexrtpax
coeqmueHnit Va, VO m XVI mpuCyTCTBYIOT HOJOCH TIOIVIONIEHWS B 00JacTé
3300...3450 (OH); B cmexTpax coemmuennii VII — 1670 (C—NOH) IX — 1630
(CO ammn.), XII — 1650 (C=N) = 1620, 3300, 3365 cm © (NH).

B comexrpax IIMP 3,7-mmapanxwrinmazabunmkiionoHasos VIa—s, co-
AepXamyx METHJICHOBYIO IPYIILY B TIOJIOXEHNE 9, TPOTOHH nHa3a0uiIuKIOHOHA -
HOBOTO KapKaca MpOABASIOTCH B BuAc KBaprera AB-cucremsr. B cmexTpax xe
3,7-mabenznnmuazabunnxnororanor Va u IX, samemeranix npu C(9), a TaKxXe
3-MoHOzaMemeHHRX XVa—pa, XVI mesaswcimo ot 3amecturens upu C9)
MATHHUTHAS SKBUBAJICHTHOCTH NPOTOHOB AMA3a0MLMKIOHOHAHOBOTO KapKaca
HapyIIA€TCs W CATHAIBL 3TUX TIPOTOHOB TIPOSIBAAIOTCS B BUNE MYJAbTHILICTOB.

IKCIIEPUMEHTAJIBHAYI YACTH

MK cnekrpsi cHATH Ha criekrpomerpe Specord u UR-20 B BasenmHOBOM Macie, criekTpst IIMP —
Ha npubope Varian T-60 8 CDCI3, sy tpenmiit cranaapt TMC, Mace-CreKTphI — Ha MACC-CIIEKTPOMETPE
MX-1320. Xox peaknuu ¥ YMCTOTY BENIECTB KOHTPOmMpoBaym metoxom TCX na mnacrunxax Silufol-254
B CHMCTEMAX: H-TIPONAHOA—BOAA, 7 : 3 (A); GyTaHON—yKCYCHAS KUCIOTA—BOAa, 3:1: 1 (B); n-GyTtaHou,
HACBHIIECHHBM BOAHBIM aMMHakoM (B).

JlaHHBIE SIEMEHTHOrO aHAJM3a CUHTE3VPOBaHHbIX coemuHenuit Ha C, H, N, Hal cootsercrayror

BBIYMCIICHHBIM.

3,7-Duben3nn-1,5-gumeTii-9-oxcn-3,7-nuasabummknof3.3.1]Jsonan  (Va, C23H30N20). A.
Cwecs 1,9 r (0,05 monp) LiAlH4 B 100 M1 aGeomrorroro adwpa xumarsr 2 . IIponosnkas HarpesaHue,
KOOABIISIOT 1O KATLISM BTeueHue 1 u paéTBop 1,7 r (5 mmomp) prasabuumkaosonana VI 8 50 ma sdupa.
Cwmech xypmarar eme 4w, oxnaxaaoT 20 0 °C 1 1o xaruiaM npu CHIbHOM IEPEMEHMBAHHH 1002 B/ISIOT K
neit 10...15 v soxer. OTaensr0T SHpHSIA CI0M, BONHBU ABaXKAbI KMIATST C 3¢mpom, suprsre pact-
BODBI OOBEIMHSIOT M yrapuBaloT. OCTATOK 3aTMPAIOT C BOROI A0 KPUCTAJUTM3ATIMM, MEPEKpUCTaN-
JIM30BBIBAIOT M3 9TaHONA U OAyuaroT 1,4 r (82%,) coemmenus Va. Tun 111...112 °C. Rr 0,47-(B). Yik
cnextp: 1580, 1600 (C=C apom.), 3450 e (OHD. Cnextp IIMP: 1,0 (6H, ¢, 2CH3); 1,77...2,77 (9H,
M, 4CH>—N, CH); 3,4 (2H, ¢, CH>CeHs); 3,47 (2H, ¢, CH2CsHs); 4,4 (1H, ymu. ¢, OH); 7,3 m. 1.
(10H, ¢, 2CsHs). M” 350. )

B. K cmecu 0,9 r (5 mmonn) nuasaapamanrana I, 1,7 r (0,02 monp) Guxapbonarta HaTpua 8 50 M
MHOKCaHA ¥ 5 MJ BOXBI HOOABASIOT 10 KaruaM B Teuenue 30 mun 1,8 r (15 mMMonn) GEH3MIXIODHNR B
10 mr muokcana. Kunsirat cmeck 15 4. OTIOHIIOT PACTBOPHTEND, K OCTATKY N0GABASIOT BOMY, 3aTHPAIOT
JI0 XPUCTAIUTHM3ALIMH ¥ oy yatoT 1 r (49%,) coepmuenus Va. Tun 111...112 °C. R 0,47 (B).

7-Ben3ruapun-9-okcu-1,3,5-1pumerni-3,7-1uazabuunxino[3.3.1 uonan (V6, C23H30N20).
Cmech 3,641 (0,02 mon5) Imasabuiuxiaonosana X V1, 4,94 r (0,02 mons) Gensrunpunbpomuna, 2,76 ¢
(0,02 monw) K2CO3 B 200 ot MeTHWIOYTHIIKETOHA HATPEBAtoT Npu nepemetnmsanmy 20 9. Grumrpyior, -
dumsTpar ynaprsaior B Bakyyme 1o 1/4 ofsema u oxaxaaiot. Bemasumit 0canox. (bmxbrpyror nepe-
KPUCTAJUIK3OBBIBAOT M3 CMECH STAHOJI—BONA, 2 : 1, u moayuvawor 4,3 r (61,7 %) COETMHEHMST V6 Tun
140...142°C. Rr0,52 (A). UIK cmekrp: 1620 (C=C apom.), 3300 CM'l (OH). M~ 350.

3,7-Iubensmr-1,5-gumerni-3,7-mmaszabunuino[3.3.1 nonan (VIa, C23H30N2). A. K pacteopy
16,6 r (0,1 momp) muasaamamanrana I B 350 M1 myokcana MOGABISIOT MPU KMIISIEHUM M TIEPEMe-
wusaHuu B Tedenne 2 a 25,2 r (0,2 moms) 6eH3pmm6pm(a, EpEeMd OT BPEMEHH HEHTDaIM3ys
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peaximorHy cpeny 30 r (0,3 momp) TpuoTIUTaMKHA. Kunsrar cMecs eme 2 9, OXIaXXaanT U pusib-
TpyroT. PHALTPAT YHAPUBAIOT B BAKYYME NOCYXa, OCTATOK 3aTHPAIT € rexcanoM (3 x 50 mu), aBaxant
HEPEXPUCTAILTMZ0BLIBAIOT M3 31aH0N2 M moxyuarot 20,91 (59,5%) coemmuenms VIa. Tiq 91...92 °C, Rr
0,44 (B). Cnextp TIMP: 0,77 (6H, ¢, 2CH5); 1,1 (2H, ¢, 9-CH2); 1,83 (4H, 5, J =11 'y, 4CHa-N);
2,73 (4H, n, J=11 I, 4CHe-N); 3,4 (4H, ¢, 2CH2C6H5); 7,17...7,6 m. 1. (10H, m, 2CsHs). M ™ 334.
Tnrugpoxiopun (C23H3oN2 . 2HCD . Tox 236...240 °C (13 usonponaxoia) .

B. Cmech 2,44 1 (0,01 mMonp) auasabuimknononana XV6, 1,3 r (0,01 mone) Gensunxiopuna, 2 r
(0,023 monp) Na2C03 8 50 mu Gyrasona KUIgTT npu nepemetnneanmy 11 a. Tocue oxnaxiesus cMech
buneTpyIoT; (PHIBTPAT YHADUEAIOT B BAKYYME HOCyxa. OCTaTOK 3aTHpaloT ¢ rexcaHoM (3 x 20 mu),

NEPEXPUCTAILTU30BBIBAIOT M3 DTAHOMA K NIOAY4aroT 2,5 1 (75% ) coenmuenus VIS, Tun 91...92°C, Rr0,44

(B).

B. Cmecs 2t (5,7 mmois) coemumuenms VIIX [4], 15 vt rpuatiiesrimkons, 1,5 mu 859, ruapasun-
ruppata, 2 r (34 Mmons) KOH xunsrar ¢ 06paTHbIM XOA0mUIbHMKOM 6 4. JTobasmsror 20 MII BOME! ¥
sxcTparupyior 5dupom (100 m). DGUpPHBIT pacTBOD NPOMBIBAKT BONOM, CYIIAT CyIbQATOM HATPHS 1
ynapusaT. OCTaTOK ABAXKIBI NEPEKPHCTAILTM30BBIBAKT M3 STAHOMA ¥ nonyuatot 0,521 (26,8 9,) coe-
mumenra Via. Tnn 91...92 °C, Rr0,44 (B). )

3,7-Mu(o-6pomBensun) - 1,5-mumeTi-3,7-qaasabunukno [3.3.1 Jnonan (VIG, C23H28BraN2)
MOJIY9AI0T aHAJTOTHMYHO coemmuaenmio Via (verox A) us 8,3 r (0,05M0ms) muasaanamantana U1, 27,51
(0,11 monp) o-6pombensinbpomuaa 1 15 r (0,15 Monb) TpuaTMnamesa B 200 MiT [MOKCaHA B TEUECHHE
6 u. Berxon coepunenng VI6 — 16,1 r (65,5%). Tur 129...130 °C (13 uzonponanona), Rr 0,35 (b).
Cuexrp IIMP: 0,8 (6H, ¢, 2CH3); 1,15 (2H, ¢, 9-CH>2); 1,93 (4H, i, /=11 'y, 4CHa-N); 2,77 (4H, 1,
J=11Ta, 4CHe-N); 3,52 (4H, ¢, 2CH>CeH4);.7,0...7,83 M. x. (8L, M, 2CeH4). M* 490, 492, 494.
Dymapar (CasHasBraN2 . C4H404). T 176...179 °C.

3-Bensui-7-(n-6pombensua) - 1,5-qumerni-3,7-gnazabunukno[3.3.1]sonan (VIs,
C23H29BrN2z). Cmecs 3,23 r (0,01 momp) nmazadunmxaononana XV, 1,57 r (12,4 mmouss) GeHsrui-
xsopuna u 3,2 r (0,03 moms) Na2COs3 5 120 Mn GyTaHona KHOSTST npu nepemenieaduu 9 u. Cmech
OXJANKIAIOT, (PUIBTPYIOT, QWIBTPAT YIAPUBAIOT KOCYX4, OCTATOK PacTeopsior B 150 mn sdupa. 3dup-
HbIT pACTBOP POMBIBAIOT BOHOt (4 X 50 M), Cymat CynbGhaToM HATPws, YIIAPMBAIOT ¥ IOAYHA0T 2,7 1
(65%) coemumenus VIs (ssaskoe macno). Rr0,43 (B). Cnexrp IIMP: 0,73 (6H, ¢, 2CH3); 1,07 (2H, ¢,
9-CH2); 1,8 (4H, o, J=12Tu, 4CfIa—N); 3,65 (4, i, J =12 Tu, 4CHe-N); 3,3 11 3,37 (mo 2H, c. ¢,
CH>CsHsu CH>CsH4) ; 7,25...7,87 m. a. (9H, M, apoM. IpOTOHBEL) . M* 412, 414. dymapat (C23F20BrN2
. C4H404). Tn 181...183 °C (u3 uzonpomnaHona).

OxcuMm 3,7-nubeH3un-1,5-quMeTun-9-oxcu-3,7-guazabunuxio[3.3.1}rorana (VII,

C23H29N30). A. CMecs 0,5 1 (1,4 Mmoab) nuaszaburiuxsiononana VIII, 0,2 r (2,8 MMOIb) TMEPOXIIOpHIA

IMAPOKCUNAMMHA, 6 M HpymMHa, 70 M aGCOMOTHOTO STAHONA HATPEBAIOT 8 u. YNApUBaiOT, 0CAN0K
TPOMBIBATOT STAHOMOM, MEPEKPHUCTAIUIM30BBIBAIOT M3 CMECH 3TaHOJA € BORoil, 1 : 1, u noxyuawr 0,4
(78%) coemumenus VIL. Tnx 265...266 °C, Rr 0,66 (B). UK cmextp: 1620 (C=C apOM'.), 1670 CM_l
(C-N—CH). M" 363.

B. Pacreopsior npH kurnsuenuu 1,95 r (0,01 Monb) muasaamamantana IV B 150 ma nuoxcawma.
Jobasnaior pachopy‘ N0 KamasM npu nepemenmsatmy 2,6 © (0,02 Mois) Gensmaxnoprza B 30 mx
MOKCaHa, 31 (0,03 MOJIB) TPUSTI/IAMMHA U HATPEBAIOT 4 4. CMecs DYITbTPYIOT, OTTOHSEOT M3 (PIUTETPATA
JIMOKCAH, K OCTATKY H0GaBAsEOT 15 MUT BOZBE ¥ SKCTPArnpyioT 3dupoM. SOUpHEIT pACTBOD NPOMBIBAIOT
BOZOH, CYINAT CyJTbhaTOM HATPUS U ynaprBaioT. OCTATOK NEPEKPHCTALUIMI0BHIBAIOT U3 CMECH STAHOTA
¢ Bonoit, 1 : 1, wnomywasor 1,21 (33%) coemunenus VIL Tun 265...266 °C, Rr0,66 (B).

9-Aueramuno-3,7-mudensni-1,5-qumeran-3, 7-nuazabunmaknc[3.3. 1] sonan IX, C25H33N30).
K pacrsopy 1,86 r (5 mmoub) okcuma VII B 100 Ma yreycHOH KHCHOTHL M 150 MII CBEXKEIEPETHAHHOTO
YKCYCHOTO AHTMAPUIA NDM HATDEBAHUM M NEPEMEIIMBAHMM J00aBAMOT HeOONMBITUMU MOPIMAMH 5 T
ropomka nuEKa ¥ kvnatsT eme 1 a. [Tocie ox1axueHns cMecs QUIBTPYIOT, QUIIBTPAT YIAPUBAIOT B
BakyyMme. OCTaBIIeecs Macno pPacTBopsioT B 150 M1 cMecy 3TaHOMa C BOTOM, 1 : 1, KMNATIT € aKTH-
BUPOBAHHBIM yTjieM, QIIILTPYIOT U VIIAPUBAIOT B BakyyMe. OCTaTOK NEPEKPUCTAILIM3OBBIBAIOT U3 CMECH
reKcand ¢ remTaioM, 1 : 1, v nomyuarot 2 r (89%) coemurermia IX. Tnn 254...255 °C (c pasn.), Rr0,55
(A). VK cnextp: 1580, 1600 (C=C apom.), 1630 em! (C=0 amun.). Cnexrp IIMP: 0,95 (3H, c, CH3);
1,44 3H, ¢, CHs); 1,97 (3H, ¢, CH3—CO0); 2,2...3,73 (10H, M, 4CH2—N, CH, NH); 3,83 (4H, c,
2CH>C6Hs); 7,26 m. . (10H, ¢, 2C6Hs). M* 391.

Wonmn 5,7-1AMeTHI-6-0kco-1-MeTuaasounaatamantaga (Xa, C11Hi19N20I). K pacreopy 7,2 T
(0,04 mos) muazsaamamarrana I B 100 ma abcomoTHoro sranona aobasnsior 5,7 r (0,04 Moup) MeTHI-
#omina. CMeck narpesarot 3 u nipu 70 °C. Bomasmuit 0canox oTdhuiIbTPOBBIBAIOT, NPOMBIBAIT abcomoT-
HBIM 3TAHOJOM M nostyuaioT 9,5 r (80%) coemmuenus Xa. T 240...241 °C, Rr0,21 (A).
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Tuapazon 3-Gensua-1,5-qumeTrn-9-0kco-3,7-auasabuukinof3.3.1Jnonana (X1, Ci16H24N4).
Cmecs 2,21 (8 mmome) coempmenus X1 [4] u 5t (0,1 mons) 85 % ruapasuHTHOpaTa KMOSTST C 0GDaTHBIM
XONOmMAbHUKOM 14 1. CMech 0XJ1a3KI410T, BbITABIIME 0CAA0K OT(HILTPOBBIBAKT, IPOMBIBAIOT 10 M
reKCaHa, TePeKPUCTAIUIM30BbIBAIOT M3 CMECH METaHOJa € BO®OM, 3 : 1, ¥ mosygarwor 1,5 r (64%)
coeguaenms XII. Ty 227...229 °C, Rr0,4 (B). UK cniekrp: 1590, 1610 (C=C apom.), 1650 (C=N), 1620,
3300, 3365 cv™ (NH).

YeTreepTH9Hble COJH 5,7-muMeTni-1,3-muasaanamanrana (XIlla—px). K pacreopy 16,6 r
(0,01 moxb) nmazaanamanrtana II 8 150 M1 a6comoTHOro Gensona ¥ aGCoMOTHOTO 3TaHoka (B Ciyvae
HonucToro metuna) nobasaszor 0,01 Moab apaskmrranorenuna (GessuIxTopH, 0-, M-, n-0poMOeH3MI-
6poM) M FOXMCTOTO METHJIA M KHUIISTST [P HepeMemmBanuu 3...4 . CMech 0XJIaXaAi0T, 0CAROK
0T$MIBTPOBBIBAIOT, NPOMEBIBAIOT 30...40 Mu1 pacrBopuTend U Ccywmat. Berxon 86...989, .

XIMa: Trn 278...280 °C (13 abcomoTHOTO 5Tan0Aa), Rr 0,64 (A); XIII6: Trx 230...232°C, Rr0,32
(A); XIIe: Tun 223...225 °C, Rr0,53 (A); XIlr: Trx 242...245 °C, Rr0,55 (A); XIIx: Tox 206...208 °C,
Rr0,45 (A).

Wonwn S,7-mumMeraa-6-oxcr-1-mMeTanasonnaanamanrana (XIV, C11H2:1N20) nony4aoT asano-
ruuro Xa uz 0,54 r (3 Mmois) auazaanamauTana Il u 0,42 r (3 mmons) MeTvwriioguaa B 70 Mu1 aTanona.
Beixoz 0,8 r (84%,), Trux 259...261 °C, Rr0,25 (A).

3-Bensui-1,5-mumetun-3,7-qua3zabunmkio[3.3.1 Jnonan (XV06, C16H24N2) A. X pactsopy 9,71
(33 MMO1B) weTBepTHUHON cov XITI6 850 Mn 3tdHona u 10 Mu Boms! xobaBnsror 9,3 r (0,17 Moas) KOH
M [TePEMEITMBAKOT HA KUMsiielt BopsaHoit 6ane 5 u. CMech yrapusaioT B BAKYyMe, OCTATOK PACTBOPIIOT B
100 v adupa. IdupHsril pactsop npoMeisaroT Boaoit (2 x 40 mur), cymat CyisdarToM HaTpUs, yHAPH-
B4IOT, MIEPETOHSIOT B BAKYYMeE H NoNydaioT 6,5 r (80%) COETMHEHHS XV6. Txyn 163...165 °C/1 mm. Ry
0,4 (), 1 ,9355. BemecTBO IpH JUTMTEIbHOM CTOSIHUM Kkpucrayumayercst, Tnnx 37 °C. Crextp [IMP:
0,67 (6H, c, 2CH3); 1,2 (2H, ¢, 9-CH2); 1,7...2,83 (8H, m, 4CHN); 3,25 (2H, ¢, CH>CsH5s); 3,43 (1H,
¢, NH, +CD30D-ucuesaer); 7,23 m. 1. (5H, ¢, CeHs). M™ 244,

®ymapat (Ci6H24N2 . C4H404). Tr 178...180 °C (13 abcomoTHOTO 3TaHOAA) -

B. Crnas 0,55 r (2 mmons) ruapazona X u 1 r (18 mmous) KOH seinepxusaror 3 u hpm 220 °C.
CMeCh TIOCTIe OXJIAKICHMS SKCTPArMPYIOT KMITSIIHM rexcanoM (3 x 20 mir) . TexcaHoBsIi paCTBOp ynapu-
BAIOT JoCyxa ¥ mosyuaoT 0,25 r (51,2%) coemmenna XV6 B Buge Macna. Ry 0,4 (B), nD20 1,5355.
BemecTBo NpH [UIMTENBHOM CTOSHIM KpHCTaumsyercd. Toy 37 °C.

3-(o-Bpombenzun) -1,5-mumetn-3, 7-qpuazabunukno [3.3.1 wouan (X Ve, C16H23BriN2) moayya-
FOT aHAJIOrMYHO coenuuenuio X V6 (Merox A) ¢ ucrionszosaumeM 11 r (26,4 MMONB) YETBEPTHMUHO COJH
X1, 7,4 r (132 Mmons) KOH, 70 ma sranona u 20 mu sonbl. Beixom 7,1 r (83,5%), Txun
165...168 °C/1 mm, Rr 0,41 (B), nD17 1,5597. BewuecTBoO NpH IIIMTENBHOM CTOSIHMU KPHCTAJIM3YETCH.
Trx 46 °C. Criextp TIMP: 0,67 (6H, ¢ 2CH3); 1,2 (2H,¢,9-CH»); 1,8...2,9 (SH M, 4CHoN) ;5 3,32 (2H,
¢, CHxCeHy); 3,73...4,0 (1H, yur. ¢, NH); 7,0...7,63 M. 1. (4H, M, CsHa). M* 322, 324.

Dymapar (C16H23BrN2 . C4H404). Ty 184...187 °C (u3 sTanona).

3-(u-Bpombensun) -1,5-muMerna-3,7-quasabunukrof3.3.1 JHonan (XVr, C16H23BrN2) nony-
Yai0T aHAJTOTMIHO coenmHeHrIo X V6 (Metop A) ¢ ucnosmbsosaHuem 25 1 (0,06 MOJIb) YETBEPTUIHOM COMTHU
XIIIr, 17 r (0,3 moms) KOH, 200 M sranona u 100 mut Bomst. Beixon 17,8 r (91,8%). Txun
162...165 °C/1 My, R 0,34 (B), np?’ 1,5522. Cuiextp IIMP: 0,67 (6H, ¢, 2CH3); 1,2 (2H, ¢, 9-CH});
1,67...2,9 (8H, M, 4CH1N); 3,15...3,3 (3H, M, NH, CH>CsH9); 7,1...7,4 m. 1. (4H, M, CsHa). M* 322,
324. '

3-(n-Bpomben3zun)-1,5-numerin-3,7-nuazabunmkao[3.3.11aoran (XVa, CieH23BrN2) momiy-
Yar0T aHAJOTMYHO CoeMHeHnMIo X VO (MeTon A) ¢ ucnons3osanveM 27 r (55 MMOJIB) 9eTBEPTHIHOM COMA
X1Ig, 28,5 r (0,5 moms) KOH, 200 mu sranona u 100 ma soael. Beixox 19 r (80,7%). Txun
188...190 °C/1 mm, Rr0,31 (B), np*® 1,5599. Cnextp TIMP: 0,67 (6H, ¢, 2CHs); 1,2 (2H, ¢, 9-CH);
1,67...2,87 (8H, M, 4CH2N); 3,2 (1H, ¢, NH); 3,33 (2H, ¢, CH2C6H4);7,0...7,6 M. K. (4H, M, CsHa).
M* 322, 324.

Dymapat (C16H23BrN2 . CaH404). Tin 171..:173 °C (13 a6COMOTHOLO 3TAHOIA) .

1,3,5-Tpumernn-3,7-nua3zabunukio[3.3.1]ronan (XVa, C10HzoN2) moIy9aroT aHaIOrMYHO COe-
munenuio XV6 (veron A) ¢ ucronszoanueM 84 r (0,273 Monp) uersepruunoit com XIlla, 76,5 r
(1,365 mons) KOH, 700 mn oTanoma u 150 v BOZbI. Boixon 25 T (54,5%). Tiun 78..:80 °C/2,5 MM, Rr
0,3 (B),np% 1,4810. Bemecrso TIPY JUTMTEXBHOM CTOSHMM KpucTarwmayerces, Toa 35 °C. Cnexrp IIMP
(CClp: 0,7 (6H, ¢, 2CH3); 1,2 (2H, M, 9-CH2); 2,12 (3H, ¢, NCH3); 1,67...3,0 (8H, M, 4CH2N);
3,67...3,82 M. o. (1H, ym. ¢, NH).

®ymapar (C10H20N2 . C4H404) . T 149...151 °C (13 aBCOMmOTHOTO 3TaHOMA) .



9-0Oxkcn-1,3;5-rpameriur-3,7-nuasabunukno|3.3.1Juonan  (XVI, C10H20N20). A. K pacrsopy
7,5 1 (23 MMous) Hoaupa Xa B 50 Mt aTanona nobasnsior pacteop 6,5 r (115 mmons) KOH B 50 ma
sTanona. Harpesator 3 u, ymapusaioT 10 BaKyyMoM pocyxa. Ocrartox pacreopsior B8 50 MJI BORBIL,
9KCTparupyior 3dupoM, adupHBIA PaCcTBOP CYIIAT CYAb(GATOM HATPUS, YIAPHUBAIOT, OCTATOK HEPEKPHU-
€TAJUIM30BBIBAIOT M3 renTana ¥ nomyqaior 2,51 (60%,) coepunenms XVI. Tnx 131...132°C, Rr0,32 (B).
WK crmektp: 1610, 3240 (NH), 3450 ot (OH). Cnextp IIMP: 0,7 (6H, c, 2CH3); 2,03 (3H, c,
N—CH3); 2,3...2,98 (3H, m, 4CHaz, CHD; 3,01 (1H, ¢, OFD; 4,07 ». &. (1H, ¢, NED. M* 184.

B. Tlosyuaror ananormaso meroxy A uz 0,5 r (1,5 mmoms) fopuna XTIV 1 0,42 1 (7,5 mmomm) KOH
B 70 M staBona. Bexon 0,1 r (40%,). T 131...132 °C, Rr 0,32 (B).
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