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PETPOPEAKIINAA MUXAYJIA B PETMOCEJEKTHBHOM CHHTE3E
«-AJIKNJI-B,-EHOHOB

B, A. Mexcenyes, JI. C. Hosuroe

IpepnoxeR cmoco® CHHTe3a 0-alKUI-B,Y-eHOHOB ATKHIMPOBAHMEM aJIKHIMOTHAAMU
€HOHOB, IOJYyYaeMHX perpopeakuueili Muxasnaa ma 1,5-anapmi-3-usomponui-2-(2-merui-1-
mpomeHn))nenTas-1,5-IuoHOB AeficTBHeM TpeT.-0yTOKCH[A RaaHA.

Ipamoe ankmampoBaHme EHOHOB, COMEDP;KAINIX NMOIBH/KHEE AaTOMBI BOJO-
poia B a- WIW 7Y-IOJOKEHHSAX, FMEET CYIEeCTBeHHHE OrPDAaHHYEHHA BBHUAY
BO3MOJKHOCTH MPOTEKAHHSA HOOOYHBIX IIPONECCOB o.u-AHATKININPOBAHUA, M30-
Mepm3anuE W KoHpgencammu Mmxaamns [17°].

B macrosame#r paGoTe paccMOTpen OAHMH W3 BOBMOKHEIX METOJOB - PETHO-
CEJIeKTUBHOTO BBEJEHHS AIKMIBHON rpyOmH B o-IOJOJKeHHEe eHOHOB. B Ka-
9ecTBe MCTOYHHKA HOCIHENHNX HAMH HCIO0Jb30BAHH HOCTYUHBE H CTAaOHIBHEIE
1,5-nnapua-3-uzonponmi-2-(2-metui-1-nponennn)uenran-1,5-gmornr (I, II),
moJy4aeMble ¢ BEICOKMMHE BEIXOJlaMH IpPH KOHJEHCAIWHA METHJIaDHIKETOHOB
¢ m3oMacaanuM anppermiom [°2]., ukeromst (I, II) npn Kunsuenwm B Tede-
aume 10—30 mMumm B mpmcyrcTBEEm m30BHITKA TpeT.-OyTOKCHAA Kajlms B TpeT.-
OYyTHIOBOM COUPTE IOABEPTAIOTCH pacmagy, KOTODHIE MOskeT OHTH HpeAcTaB-
JleH KaK pe3yibTaT MPOTeKAaHHWS peTpopeakumm Mmxasasa. o6pasysa Y-AmeHO-
nar-apmon A m 1-apmn-4-metmi-2-menTen-1-om B, mocmegmmil B pesynbraTe
JeIpPOTOHMPOBAHNSA TAK;Ke mpeppamaercsa B A, WcciefoBanme B3anMoeicTBUA
nuenonAT-apmona A ¢ ankmiaramorenmgamu ([IIa—p) morasamo, 9o ankman-
poBaHme HANpaBIsETCH N0 o-YIJEPOJHOMY aTOMy H JIlaeT COOTBETCTBYIOIINE
a-ankma-P,7-emons (IX—X). C maubonsmumu (mo 98 %) BrIXOJaME aTKHIH-
poBamHme IMPOTEKAaeT IPHW HCIONb30BAHUY alKuiIuofunos. [Ipumenenne amkmi-
OpoMuI0B B 9TOH peakmmm MeHee SPQEKTHBHO, BEHIXONEL o-alKui-S,7-eHOHOB
camxatorea 10 30 %, a B ciyuae alKWIXIOPHIOB IeleBbie IPOAYKTH, IO TaH-
M TCX, o6pasywTca Iumb B CIETOBHX KoJIWYecTBaX. Bo Bcex IpoBejeH-
HHIX OILITAX, HECMOTPS Ha HMCIONH30BAHHUE B Psfie CIyIaeB ABYKPATHOTO H3-
OnTKa ankmamommpa (Ta6Gi. 1), o6pazoBaHUA TPOAYKTOB a,o-THANKAIAPOBA-
HES HEe 0TMeYeHo. BepoaTHO, Ipum WCOONB30BAHUHN HOCTATOYHO PEAKIHOHHO-
CIOCOGHEIX ANKWIHOIAAOE MOHOAJIKHIMPOBaHHE INPOTEKAET €O 3HAUATENBHO
GosrpmIel CKOPOCTHIO, HE)Keln AeMPOTOHAPOBAHME G-alIKHI-3,7-€HOHOB, B CHIY
IpOCTPaHCTBEHHHKX 3PYEeKTOB, CO3NaBAEMBIX AJMKUABHEM 3ayectaTeneM. B mc-
clellyeMoil peaKIWH HCIOJNH30BaHAE KOHIEHTPHUPOBAHHEIX PACTBOPOB TpET.-
6yTOKCHIa Kalua U ero m36ETKA 10 OTHOIMEeHNI0 K mexonunM guKeromam (I, IT)
aApugeTcs (AKTOPOM, HPENATCTBYIOIIAM NPOTEKAHUI0 IOOOYHBIX IPOIECCOB
w3oMepu3anun W KoHAeHcamum Mmuxasisa ¢ o6pa3oBaHEEeM COOTBETCTBYIOMHX
o,B-emonos m 1,5-mureronos. OTcyTcTBHE mOCIHEHUX B NPONAYKTAaX DPeaKHNH
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Tabnuma 1
2-Anrun-1-apuia-4-meTnn-3-neaten-1-onp1 (IV—X)

N Ar R oo i | Buxox, o, | T.mn., °C
IV | 4-CgH,CeH, CH, 1 42:2.6 66 43
V | 4-CoH,C.H, C.H- 1 4.0:241 93 77—78
VI | 4-CeH.CH, CH(CH,), 1 4.2:38 63 64—65
VII | 4-CgH,CoH, C,H, 1 4.2:3.2 82 4950
VI | 4-C,H,CeH, 1130-C,H, 1 4.3:3.3 45 57
IX | 3-Br4-CH,0CH, | CH, 1 4.0:28 98 3233
X | 3-Br-4-CH;0CH, | C.H, 1 40:26 78 51

Tabanuma 1 (npodossenue)

Haiizeno 0, BHYHCIEHO 9/,
Ne coenm- O

HeHHA opmyna
(¢ H C H
v 86.2 7.6 CialHs,0O 86.3 7.6
\Y 86.2 8.0 CyoHge0 86.3 7.9
\2! 86.4 8.2 C», 1,0 86.2 8.3
VII 86.0 8.6 CyoHog0 86.2 8.5
VIII 86.0 8.4 CygyHye0 86.2 8.5
IX 57.8 6.2 Cy5H;4BrO, 57.9 6.1
X 39.8 6.8 Cy;Hp3BrO, 60.2 6.8

CBA33HO C TeM, YTO IeHePUPOBAHME Y-IUEHONAT-aHHOHA A H aJKUIUDPOBAHUE
QIKIWIAOKUIAME OCYHIECTBIAETCS B YCIOBUAX, KOTJA POJIb PABHOBECHBIX PeaK-
LU, CBA3AHHHIX ¢ IEPEHOCOM IPOTOHA, HEBEJIHKA,

t-BuO~ )

RI(IIIa—n)

Ar/\\O 07\ Ar l{ !

I, II IV—-X

Ar=CgH;CeH, (I, IV—VIII), 3-Br-4-CH,0C:H; (II, IX, X); R=CH, (I1la, IV), C.H; (I1Ig, V, IX),
CH(CH,), (IIIB. VI), C.H, (IIIr, VII, X), u30-C,H, (IIIx, VIII).

Macc-coekTpoMeTrpuaecKoe ompegeseHne MOJEKYIAPHHX MacC W 3JIeMeHT-
HEHA asanua coemgmuenmil (IV—X) mokasan xopoinee coBmafieHWe 3KCIEpH-
MEHTAJBHBIX HAHHHIX C PACYeTHHIMU 3HAYCHUAMIE.

B MK cmekrpax cUHTe3HpPOBAHHBIX COENUHEHHI HmOJO0CA HOTJIOMEHHS Kap-
SoHmnbHEIX rpynn Haxoguresa B o0xactu 1685 cm™ . OTcyTcTBHE MOXOCH TOTIO-
menna B obmacta 1630—1645 cM™! ykaswmBaeT Ha OTCYTCTBHE CONPS:KEHHSA
KapOOHMIBHOW TPYIIEL ¢ 0JePUHOBON CBA3EIO.

B cuekrpax I[IMP coequuennii (1V—X) (tadx. 2) mumeroTcss cHrdalibl B 06-
aacta 1.68 M. 1., xapaKTepHbIe 1A HPOTOHOB METWJIBHBIX I'PYNN, IPHCOEIH-
HEHHHX K 0Je(UHOBOW CBA3M, €JUHCTBEHHHN HPOTOH KOTOPOHW BUJAEH B BHJE
ayomera npm 5.0 M. [. ¢ KOHCTaHTO#l CcHUMH-CHHHOBOTO B3ammopmeincTsua 10 I'm
¢ METEHOBHIM LPOTOHOM, HaOmiomaeMbl B Buje Myiabrumiera upm 4.0 . 1.
Ilonoskenus curEaIoB TPOTOHOB AMKUILHON I'PYONH M apHILHOTO (parMenTa
TAK}E COOTBETCTBYIOT CTPYKTYypE IIOJYYEHHBIX COSIUHEHMM.
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Ta6banunma 2
ITapamerpsr coexkrpos IIMP a-amkun-8,y-esonos (IV—X) 5, M. 1)

Ne coenu-
o | COCH | CH=C | (CHy)C R Ar

Iv 440 m 510 1 1.68 2¢ | 1.15 g (3H) 7.42 m (5H). 7.52 g (2H), 7.90 1

(2H)
V | 403w | 544; | 1.752¢ | 0.851(3H), | 7.46 m (5H), 7.56 1 (2H), 7.94 1
1.75 M (2H) 2H
VI 3.84 M 512 1 1.68 2¢ | 0.90 2p (6H) 7.35 1 7.50 m (5H), 7.56 g (2H).
7.95 1 (2H)
VII 413 ™M 512 1 1.72 2¢ | 0.84r (3H). 7.42 v (TH), 7.90 m (2H)
1.30 » (6H)
VIIL | 446w | 5027 | 1.682 | 0.88m(6H), | 7.40 » (5H). 7.50 1 (2H), 7.88 11
1.56 M (3H) 2H
IX 3.86 m 4.96 1.68 2¢ 0.84 1 (3H), 3.80 ¢ (3H). 6.80 x (1H), 7.76
1.63 M (2H) 31 (1H), 8.00 x (IIN)
X 3.84 ™ 4.96 1 1.68 2c | 0.84r (3H), 3.84 ¢ (3H), 6.78 i (1H), 7.14 M
1.22 M (6H) (1H), 8.00 7 (1H)

Mpumeuanue * KoHcraHTa CHMH-CIHHOBOTO B3auMofeicreud J (COCHCH=C) =10 I,
J (COCHR) =7 Fu.

SOKCIHIEPHMEHTAIIDHAA YACTDH

Coextpsi IIMP cuHTe3MpOBaHHHIX COEMHEHHI MONYYeHH Ha Opubopax
Varian HA-100 u JWNMRS-100 (paGogas wactora 100 MTu), BHyTpemHmii
crargapr — TMC, pacrsopureas — CCl,. WK cHEKTpH pacTBOPOB BEIIECTR
B CCl, caars Ha cnekrpodoromerpe Specord 75-1R. Macce-CoeKTps moaydenst
Ha Macc-cueKkrpomerpe Varian MAT-311 npum sHepriun HOHWSHPYIOMEro H3IY-
genua 70 9B. VngusuayansnocTs mOAYIEHHHIX COEJNHEHHA W XOJ peaKImil
rkoHTpoaupoBainck merofmom TCX mHa mmactmmnkax Silufol UV-254.

2-Ankun-1-apun-d4-mertna-3-mnenren-1-08HH
(IV—X). K pacrsopy 0.12 monsa wanma B 120 mu Tper.-6yTHIOBOr0 cHHpTa
npubasusaan 0.03 mona 1,5-mukerona (I, I1) m Kumsarmim B Tewenme 10—
30 mun. Peaknuonnymo cmech oxua;gfganm o temmeparyps 25—35 °C u mpu-
6asiasann 0.06—0.12 moxnst coorBereTeyromero ankmimoguna ([1la—m). Hocae
BHIeDKUBAHNA IPH KOMHATHOH TeMIepaType B TedeHHEe 4—5 U peaKLUOHHYIO
cMech pasdaBIANM BOMOH, WPOJAYKTH 3KCTPAaTHPOBAaIH 3QHPOM, HIPOMEIBAIH
BOMIOH, CymImIu Ccynb@aToOM HATpWsi, PacTBOPHTENbh BHIAPUBAIH H OCTATOK
KPHCTALIH30BAIN M3 METAHONA MJM TeKCaHa.
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