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INPEBPAIIIEHUA 3,3,5,5-TETPAMETHWJI-
n1,3,3,55-IEHTAMETNJI-2-3TWJI-1,2,4,5-TETPAT'UIPO-3H-BEH3-
2-A3EITMHOB NO/I JEMCTBUEM STUINPOIMOJIATA

ITokazano, uyto npu B3aumozeiicteuu 3,3,5,5-rerpamerun- u 1,3,3,5,5-nenrameTu-
2-3tnn-1,2,4,5-rerparuapo-3H-0eH3-2-a3enHOB €  STHINPONHOJIATOM B METaHOJE
MPOUCXOMUT PACIICIUICHHE a3emUHOBOro Koibila 1o cBss3u C(1)-N(2) ¢ yuactuem
Mone- Kyibl pactBopurenss. C AJIKD B 3THX yclOBHSAX yKa3aHHBIE a3€lUHBI HE
pearupyor.

KioueBble ci10Ba: aKTHBHUPOBAHHBIC AKHHBI, TETPAaruapoOEH3-2-a3enuHBl,
paclieruIeHue.

Peakuuss TaHAEMHOTO pacIIMpEeHUs TETParuAPONUPUIANHOBOTO KOJBIA,
KOHJCHCHPOBAHHOTO C TeTePOLUKINYECKAM (PpParMeHTOM IO JACHCTBHEM
AKTUBUPOBAHHBIX aJIKWHOB, BIIEPBBIE OMMMCAaHHAS HAMH, ObLIIa UCIIOJIB30BaHA IS
pa3pabOTKK HOBOTO MPENapaTHBHOTO METOJa CHHTE3a TETParuapo- a3OIHHOB,
KOHJCHCUPOBAaHHBIX C  MHUPPONGHBIM, HWHIOJIBHBIM, THO(PEHOBBIM W
MUPUMUAIMHOBEIM Kosbliamu [ 1—4]. HemaBHO OBLTO 1MOKa3aHO, YTO TAHAEMHOMY
PAaCIEIUICHUIO B ATHX YCIOBHSX IOJBEPraeTcs W THAPUPOBAHHOE a3eMTHHOBOE
KOJNBIIO B TekcarunapoasenuHo[4,3-b]- u -[3,4-bluHnoNax, B pe3ynbraTe 4ero
00pa3yroTcs rekcaruIpoa3oHuHo[5,6-buanonst [5]. Ilpu sToM peakius onuHa-
KOBO JIETKO HJET KaK B alleTOHUTPHIIE, TaK WU MeTaHoyie. UTOOBl yCTaHOBUTH
BIUSHHUE apoOMaTHYECKOro (hparMeHTa W 3aMecTUTeNlell B a3elTMHOBOM KOJIbIIE
MBI M3Y4YWIM B3aumoneucteue 3,3,5,5-trerpamerun- u 1,3,3,5,5-neHrametuin-
2-stun-1,2,4,5-terparunpo-3H-0en3-2-azenuHoB 3 u 4 ¢ aneTmieHIUKapoo-
HOBBIM 3pupom (AJIKD) B MeTaHOJIE U STHITIPOIIHOIATOM B dTaHOJE.

AzenuHbl 3 1 4 TIONY4YeHBI ATHIIMPOBAHUEM JTUIHOANIOM OeH3a3ernuHoB 1
1 2, CHHTE3UPOBAHHBIX 110 METOMKE, OMIICAaHHOI B padote [6].
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B ornmmune ot azenmHOWMHIONOB [5], OeH3azenuHbl 3, 4 HE pearupyror
c AJIKD, a mis peakiuu ¢ 3TUINPOIMOJIATOM B 3TAHOJE HEOOXOIUMO KHIIS-
YeHue B TeueHue 48 .

Me Me

Me Me
CO,Et Me
// Me
3,4 N Me ——> . Me —

+
e
O_

MeOZC Me —/ \ COQMe
H :
L A B .
[ Me Me Me Me
Me
EtOH Me
? Me Me
—EtO— D NS + +
Et N—Et
R
74 R 7
CO,Me CO,Me
—_— C ' pu—
EtO — Me Me
\ Me
RN Me
\\\\\
EtO Et
CO,Me
56

S5R=H, 6R=Me

3TO0, MO-BUAMMOMY, OOYCJIOBJIEHO CTEPUYECKUMH MPEMSTCTBUSAMH IS
MOOX0Ja alKWHA K aroMy a3oTa asenuHoBoro mwkia. llpm peakuum c
STUJINPOIHOIATOM 00Pa30BBIBAINCH MHOTOKOMIIOHEHTHBIE CMECH, U3 KOTOPBIX
xpoMatorpaguyecku ¢ BbIxogoM 19-22% ObuiM  BBIOCNEHBI HPOTYKTEHI
pacLieryieHus] a3eNMHOBOrO KOJIbIIA C y4YacTHeM MOJIEKYJbl 3TaHona —
AMUHOAKPUJIATHI 5, 6.

Peakuus HaunHaeTcst ¢ 00pa3oBaHUsl AMMOHUIMHOTO LIBUTTEP-HMOHA A, KOTOPBIN
gyepe3 IEpexOoAHOe COCTOsHME B mpeBpamiaercss B aMUHOAKpwiatel S, 6.
Hannume B o-mojokeHMM K aMMOHHMMHOMY aTOMy a30Ta BTOPHYHOTO MU
TPETUYHOTO aTOMOB YIJIEpoJa, MO-BUAUMOMY, OOYCIIOBIMBAET pacIICIUICHUE
caseit C(1)-N" u C(3)-N" ¢ o6pasoBanueM cTabunbHbIX KatuoHoB Tuna C u D.
OTH KaTHOHBI, KPOME PEAKIUH C 3TAHOJIOM, IIPETEPIIEBAIOT MPOIIECCHI U30MEPH-
3alUM U TEePEeTPyNIUPOBKH, CBOWCTBEHHBIC KapOKaTHOHaM, YTO M 0OYCIOB-
nuBaeT 00pa3oBaHNEe MHOTOKOMIIOHEHTHBIX CMECEH.

B Mmacc-cniekTpax coennHeHH S5 U 6 UMEIOTCS MUKH MOJEKYJIAPHBIX HOHOB,
COOTBETCTBYIOIINE HX OpyTTo-opmynam. B cmekrpax SIMP 'H xapakre-
PUCTUYHBIM SIBISIETCS HAIMYKE ABYX AyOJEeTOB mpH 5.62—-5.65 u 7.55-7.60 m. 1.
npoToHOB N-akpunomnbHoi rpynmsl ¢ J = 13.1 ', 4To yKa3bIBaeT Ha mpamuc-
KOH(HTYpaLuIo 3TOro pparMeHTa.
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ICIIEPUMEHTAJIBHASI YACTb

Crektpsl IMP 'H nonyuenst Ha npu6ope Bruker WP-400 (400 MI't) B CDCl,,
BHyTpeHHn# craHgapr TMC. UK coekTtper 3ammcanbl Ha (ypbe-CIEKTPOMETPE
NHOPAJIIOM OT-801 B Tabnerkax KBr. Macc-criektpbl ESI 3apeructpupoBanbl Ha
Macc-criektpomerpe Agilent 1100 Series LC/MSD Trap System VL. Jms TCX
ucnonp3oBaHel  macthHbl  Silufol UV-254 (mposBieHme mapamMu  wWoma), Ui
KOJIOHOYHOH xpomaTorpaduu — Heirpansabiii Al,O; mapku Fluka 507¢ (3epHHCTOCTD
0.05-0.15 mm).

3,3,5,5-Terpamerna-2-3tui-1,2,4,5-rerparuapo-3H-6en3-2-azenun 3) "
1,3,3,5,5-nenramernia-2-3tuia-1,2,4,5-rerparugpo-3H-6en3-2-azenun  (4) (oOmas
Metojuka). K pactBopy 48 Mmmons azenuuoB 1 u 2 B 25 mut JIM®DA npubasisitor 10 T
(72 mMmozp) Ge3BopHOrO MoTama ¥ 3a 15 MuH npubasistoT mo karmwsiM 10.92 r (5.6 v
70 mmonp) stummomuna. Harpesator mpu 60 °C 10 HMCYE3HOBEHHS HMCXOTHOTO
(xorTpoms TCX). BrumBator B 100 M3 BOIBI, AIKCTParupyroT 3QupoM, Cymiar
cynbdarom marmus. Ocratok mnociie oTroHku pactBopureneil (IM®A B Bakyyme)
XpoMaTorpadupyoT, JMOEHT cMech dTHianerar—rekcad, 1:20. Beinenstor 6.8 T (68%)
azenmHa 3 u 4.5 1 (38.3%) azenmHa 4.

Coeaunenne 3. Xenroe macio. Criextp SIMP 'H, 8, m. x1. (J, T'n): 1.08 (3H, 1, J=7.2,
CH;CH,); 1.15 (3H, ¢, CH;); 1.17 3H, ¢, CH;); 1.31 (1H, o, J=13.8, H-1); 1.35 (3H,
¢, CH;); 1.3 (3H, ¢, CH3); 1.42 (3H, ¢, CH3); 1.61 (1H, n, J=13.8, H-4); 2.67 (2H, Kk,
J=1.2, CH;CH,); 3.67 (1H, n, J = 15.1, H-1); 4.18 (1H, n, J = 15.1, H-1); 7.13-7.32
(4H, m, H Ar). Haiineno, %: C 83.29; H 11.00; N 6.26. M" 231. C,¢H,sN. Brruncneno, %:
C8291; H10.82; N 6.01. M231.

Coemunenne 4. XKenroe macio. Criextp SIMP 'H, 8, m. . (J, T'n): 1.03 (3H, T, J=7.2,
CH;CH,); 1.05 (3H, ¢, CH3); 1.26 (3H, c, CH;); 1.42 (3H, ¢, CH3); 1.51 (3H, ¢, CH3);
1.53 (3H, 1, J= 6.9, 1-CH3); 1.61 (1H, 1, J = 15.0, H-4); 2.14 (1H, 1, J = 15.0, H-4);
2.70 (2H, x, J = 7.2, CH;CH,); 4.48 (1H, k, J = 6.9, H-1); 7.12-7.38 (4H, M, H Ar).
Haiizeno, %: C 83.00; H 10.83; N 5.87. M" 245. C;7H,,N. Boruuncneno, %: C 83.37;
H 11.02; N 5.71. M 245.

E-Metni-3-[{1,1,3-tpumeTnn-3-[2-OToxkcumeTin) peHust |6y Tia } (3T )aMuHoO |-
akpuiaar (5). Cmecb 1 r (4.3 mmonp) OemszaszenmHa 3 u 0.52 r (5.3 mmonb)
sTuinponuonata KAMATAT 48 u (koHTpons TCX). PacTBopuTeNns OTIOHSIOT B BaKyyMe.
Ocratok xpomatorpapupyrT (3Mr0eHT 3Tmianerar—rekcad, 1:40-1:10). Beigensror
0.32 T (20%) coenmuenus 5, macio xenroro usera. MK cnextp, v, cM @ 1730 (CO),
1645 (C=C). Cuektp SAMP 'H, 8, m. 1. (J, I'm): 1.10 3H, ¢, CH3); 1.17 3H, T, J = 6.8,
NCH,CH;); 1.25 3H, T, J = 7.1, CH;CH,0); 1.28 (3H, 1, J = 7.1, CH3;CH,CO,); 1.42
(3H, ¢, CH;); 1.44 (3H, ¢, CH3); 1.51 (3H, ¢, CHj); 1.69 (2H, c, CH,); 3.20 (2H, M,
N-CH,CHs;); 4.12 (2H, x, J = 7.1, CH;CH,0); 4.40 (2H, c, CH,0); 4.42 (2H, ™,
CH;CH,COy); 5.62 (1H, n, J = 13.1, CH=); 7.55 (1H, 1, J = 13.1, CH=). Haiineno, %:
C 73.21; H 10.01; N 3.91. M" 375. Cy;H;7NO;. Brruucneno, %: C 73.60; H 9.87;
N 3.73. M 375.

E-Metni-3-[{1,1,3-tpumeTn-3-[2-(1-3toxcnd i) penna] 0y T } (3THI)aMUHO| -
akpuJjar (6) roxyJaroT 110 ONMCaHHOHU BbIIIE MeToauKe U3 1 T (4 MMoib) GeHzasemniHa 4
¢ BeixozoM 0.35 1 (22%). Macno ceerno-xkentoro usera. MK cmextp, v, cm 't 1740
(CO), 1638 (C=C). Cnextp SIMP 'H, 8, m. 1. (J, T): 1.12 (3H, ¢, CH;); 1.19 3H, 1, J =
6.9, NCH,CH;); 1.26 3H, T, J = 7.1, CH;CH,0); 1.29 (3H, T, J = 7.1, CH3;CH,CO,);
1.43 (3H, ¢, CH3); 1.45 (3H, ¢, CH3); 1.53 (3H, ¢, CH;); 1.62 3H, 1, J = 6.9, CH;CH);
1.70 (2H, ¢, CH,); 3.32 (2H, m, N-CH,CH3); 4.12 (2H, k, J = 6.9, CH;CH,0); 4.32
(1H, k, J = 6.9, CH;CH); 4.43 (2H, k, J = 7.1, CH5CH,CO,); 5.70 (1H, 1, J = 13.5,
CH=); 7.60 (1H, n, J = 13.5, CH=). Haiineno, %: C 74.25; H 10.41; N 3.91. M" 375.
C,4H39NOj3. Beruucneno, %: C 73.60; H 10.02; N 3.60. M 375.

Hccrneoosanust gulnonneHvl 8 pamkax coemecmuozo npoexma PODHU (epanm
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