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H. B. AkcenoBa, A.B. AkcenoB, A. A. 3amopkuH, B. W. 'onuapos®

CHUHTE3 1,3-IUA3AIIMPEHOB 13 BEH3O0[f|XUHA30JIHUHOB

PazpaboTansl MeTozbI CHHTE3a 1,3-1na3anupeHoB, OCHOBAaHHbBIE HA peakiusx |-me-
TrnOeH30[f]xuHa30aHOB ¢ quMetmnarneTtaaem [IM®A wmm 1,3,5-tpuasunom B [IDK.

KaroueBnie ciaoBa: OeH30[f]xuHa30ymHBL, 1,3-mUa3anupeHbl, ITUMETHIIANCTANb
AM®A, TI®K, 1,3,5-Tpra3uH, KOHACHCAIH, TUKITA3AIIN.

Panee Obutn paspaboranbl MeToabl cuHTe3a 1,3-aMazanupeHoB 3, OCHOBaH-
HBIC Ha AHHEIMPOBAHWH KapOOLMKINYECKOTO #epu-Kojbla K mepuMuauHam [1-3],
TeTEePOLUKINYECKOTO nepu-konbla [3, 4], 3aMBIKaHUH TETEPOLUKINIECKOTO
KOJIbIIa C OTHOBPEMEHHBIM aHHEIMPOBAaHUEM KapOOLMKINIECKOTO epu-KOJbla
[3, 5]. Metonasl, ocHOBaHHBIE Ha co3/1aHuM CBsA3U C4—C sy N3BECTHBI HE OBLIH,
MO3TOMY B IaHHOH paboTe MBI MpejyiaraeM psiji TaKMX METOOB.

B kauecTBe mpeAmIeCTBEHHUKOB AMa3allUPEHOB 3 MBI BHIOpANU JOCTYIHBIE
1-metun6en3o[f]xunazonuusr 1.

Ms1 moka3zanu, 4to peakius coeaunenus 1 ¢ 1,3,5-tpuasunom (2) B [IOK*
MPUBOJAUT K TuazanupeHam 3 ¢ Berxogom 22-31%.
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1,3aR=H,bR=Me,¢cR=Ph

Peakuus, BeposTHO, BKIIOYaeT 0Opa3oBaHHe JUTHAPOTpUasuHa 4, NanbHei-
Iee pacKphITHE UKIIA ¢ 00pa30BaHUEM COEAMHEHUS 5 U IUKJIN3ALHUI0 TOCIe-
Hero B quasanupeHs! 3. [IombITKH OCYIIECTBUTD AaHHYIO PEAKIHIO C 3aMelleH-
HbIMHU TpPUA3WHAMU HE NPUBEIU K yCIEXY, BEPOSTHO, U3-32 CTEPUUECKUX Ipe-
MSATCTBUI HYKJICO(UITBHOM aTake.

* Ucnonp3oBanack [1OK ¢ 86% conepxanuem P,0s, nonyyena mo meroauke [6].

260



X
e Y va/nNH

la—c —>

NH

~z
/ Z
NS \|r N\ 2
XN HT
—_— O EE— _> 3a—c
4a—

e Sa—c
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[IpomexyTouHOE COCNMHEHNE, aHAOTHYHOE 5, MOXKET OBITh MOJIYUYEHO C UC-
Mojb30BaHueM auMetuianetans J[M®A, yeM Mbl U BOCIOJL30BAIKNCH B Clle-
IOyIoIell 4acTd paboThl IS CHHTE3a coenuHeHuid 3. MBI TOKas3aiu, 4To
kunsguenue coeauHenuit 1 ¢ qumerunaneranem JIM®DA B JIMDA u nanbHei-
masi peakiysi 0e3 OYMCTKH MPOMEXYTOUHBIX MpoaykToB 6 ¢ [1IOK mpuBogut
K auazanupeHam 3 ¢ BeixoaoM 42—-68%.
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9KCHEPUMEHTAJIBHASL YACTb

Cnextpsl IMP nonyuanu Ha npubope Bruker WP-200 (200 MI'u), BHyTpeHHMI
crangapt TMC. KoHTponb 3a IpoTeKaHUEM PEaKUUN ¥ WHAWBUAYAJIBHOCTBIO CHHTE-
3UPOBAHHBIX COEAWHEHWH OCYMIeCTBISLIM Ha IoiactuHkax — Silufol UV-254,
pactBopuTeIb dTHIAeTaT. djem-xpomMarorpapuio IPOBOAMIN MeTOIOM [7] (KOJIOHKA:
d =60 mm, [ =50 MM), UCITIOJIB3Ys B KQU€CTBE MaJIONOJISIPHOTO PacTBOPHUTENS OEH30I, B
Ka4ecTBE MOJIIPHOTO — ITHIIAIETAT.

Cunre3 1,3-quazanupenon 3a—c (obmas metoguka). A.C ucnoav3086anu-
eml,3.5-mpuaszuna ¢ IIOK. Cmech 1 MMOJIb COOTBETCTBYIOIIETO OCH30[f]xMHA30-
muHa 1, 0.12 v (1.5 Mmmoms) 1,3,5-tpuasuna u 4 v [IOK nepememusarot 6 1 ipu 100 °C.
Peakimonnyro cmech BRUTUBAOT B 30 MJI BOZBI, MOAMIETAYHUBAIOT PACTBOPOM aMMHAaKa
1o pH~7-8, skctparupyroT atunanerarom 3 x 30 mii, pactBopuTens ynapusaroT. Ocrta-
TOK pa3leisiioT ienr-xpomarorpadpuen.
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b. C ucnonvzoseanuem oumemunayemaansn MDA Cvech
1 MMontb  cooTBeTcTBytomero Oenso[f]xunaszommaa 1 u 0238 1 (2 MMoIb)
mumetmtanetans [IM®A B 3 mi abcomorHoro JIM®A narpesatot 60 4 ¢ mpu 130 °C.
JIM®A u ocTaTOK OUMETHIIANETasl OTTOHSIOT B BakyyMme. K octatky mobaBusioT 4 T
[NOK u nepememmBator 14 nmpu 80 °C. PeakumoHHyo cmech 00OpabaThIBalOT MO
meroay A.

1,3-Anazanupen (3a). Beixox mo metoxy A 0.055 r (27%), Beixox mo metoxy b
0.124 r (61%). T. mn. 179-181 °C (u3 okrana) (1. wi. 179-181 °C [1]). [Ipoba cmerie-
HUSI C 3aBEJOMBIM 00pa3lloM He JaeT AENpPEecCHH TeMIeparypbl IuiaBieHusi. CriekTp
SMP 'H unentuuen npusenenHoMy B pabore [1].

2-Metna-1,3-muazamupen (3b). Beixon mo merony A 0.048 r (22%), BbIXOA 1O
metonay b 0.092 r (42%). T. . 178-179 °C (u3 okrana) (1. 1. 180-180.5 °C [5]).
Crextp SIMP 'H unentuuen npuseaeHHoMy B padote [5].

2-®enni-1,3-muazamupen (3c¢). Beixoa mo merony A 0.087 r (31%), BBIXOJ 110 Me-
tony B 0.19 T (68%). T. ru. 224-226 °C (u3 okTana) (. mr. 226 °C [4]). Cuextp SIMP 'H
HICHTUYCH PUBEICHHOMY B pabore [4].
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