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CUHTE3 JMACTEPEOMEPHO OBOI'AIIEHHBIX ATTPAKTAHTOB
OBBIKHOBEHHOI'O U PBI’)KEI'O COCHOBBIX ITWJINJIBIIUKOB
C UCHTOJb30BAHUEM PAJIUKAJIBHBIX PEAKIIUIA
HA KUIIOYEBBIX CTAJIUAX

The article deals with synthesis of diastereomerically enriched pheromones of pine sawfly Diprion
pini and red pine sawfly Neodiprion sertifer using reactions of radical addition to the carbon-carbon
double bond. The method has proved to be suitable to obtain useful functionalized compounds with a
methyl-branched carbon skeleton. These compounds were used as key building blocks in new and effi-
cient synthetic schemes leading to pheromones. A critical review is given of the methods for synthesis
of diastereomerically pure pheromones being in actually in use. Advantages and shortcomings of the

method used are discussed.

Beenenne. I13BecTHBIE K HACTOSLIEMY BPEMEHU
CHHTE3bI ()epOMOHOB OOBIKHOBEHHOTO (Diprion pini)
u pebkero (Neodiprion sertifer) COCHOBBIX MHIHITb-
IIMKOB MOXKHO pa3[einTb Ha TPH TPYIIIbI: CUHTE3bI
paleMHUYECKUX, THACTEPEOMEPHO YHCTBIX W DHAH-
THOMEPHO YHCTHIX (epomonoB [1-14]. B benmapycu
OBbUIH YCTICIITHO HMCIIBITAHBI BCE TPU THIIA aTTPaKTaH-
TOB MATHIBITUKOB (cxema 1) [13, 14].
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H3BecTHO, 4TO aMacTepeoMephbl MPUPOAHBIX
(hepoMOHOB MO0 JTUIIEHBI OMOJIOTHYECKOW aKTHB-
HOCTH, OO0 TPOSBIAOT cnabyio (25,3R,7S5)-2-Ac
i cwibHy0 (2S5,3R,7R)-2-Ac MHTHOHPYIOIIYIO
aKTHUBHOCTb. I[lOCKOJBKY NpUpPOAHBIH (HEepoMOH
PBDKEr0 COCHOBOTO MWJIMJIBLIMKA M €r0 HHTHOUTO-
PBI SIBISIOTCS AUACTEPEOMEPAMH 0 TOJIOKEHHSIM 2
u 3, o cuHTe3 25*,35* nuacrepeoMepoB yBenu4H-
BaeT [JOJIO [IEHCTBYIOLIET0 KOMIIOHEHTa BJBOE
1 3aMETHO YMEHbIIAeT KOJIUYECTBO HHIMOUTOPOB.

OcHoBHast yactb. Kputnueckuil aHanmus us3-
BECTHBIX METOJIOB CHHTE3a IO3BOJISIET 3aKJIIOUUTH,
YTO B HACTOALIEE BpeMs HanboJjee IPOCThIM CIOCO-
0OM TIONMy4YEeHUS WHAMBUAYAIbHBIX 2S5*3S5*- u
25* 3R*-nuactepeoMepoB  (EpOMOHOB COCHOBBIX
NIIHIBIIMKOB SABJISETCA IMOIXOJ, OCHOBaHHBIA Ha
KOMMEPYECKH JOCTYIHBIX YUC- U MPaHc-2,3-310KCH-
Oyranax [1, 10]. JlmacrepeomepHas YUCTOTa STHX
MEPCIIEKTUBHBIX «CTPOUTEIBHBIX OJIOKOB» >99%,
a ctouMocTh coctasirgeT 0koi1o 200 gon. CIIIA 3a ST
OueBUOHBIMU JOCTOMHCTBAMM CHHTE30B Ha MX OC-
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HOBE SIBJISIFOTCS BBICOKHMU BBIXOJ M MAJIO€ YHCIIO
craauit. B ciyuae Heooxomumoctu 25*,35*-nuacre-
peoMephbl METOJIOM 3HAHTHOCEJICKTUBHOTO AIlMJIHU-
POBaHUS B MPUCYTCTBUH JIUIa3 OTHOCUTEIILHO JIET-
KO paCHICIUISIOTCS Ha WHAWBHUAYyalmbHBIE 25,3S- u
2R 3R-s>HanTHOMEpHI [1, 9]. Panee MbI mpeaioxKuIm
aNbTEPHATUBHBIA 1MONX0A [4] s monyudeHus de-
pomona Diprion pini. OH OCHOBaH Ha WM3BECTHBIX,
OTKPBITBIX paHee cuHTe3ax [2, 3] Moiekyn ¢epo-
MOHOB 4epe3 pauemMudeckut (+)-mparc-3,4-nume-
THII-Y-OyTHPONAakTOH 3 00 ()-yuc-3,4-nTuMeTHII-
y-OytuposnakToH 3 (cxema 2).
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Cxema 2

JIOCTOMHCTBAMH 3TOTO TMOJXOJIA CUUTAIOTCS
NpOCTOTa W JICIIEBU3HA CHHTE3a OCHOBHBIX (hpar-
MeHTOB MoJeKyl — (+)-mpanc-3,4-mameTnn-y-0y-
TApoNiakToHa 3, 2-MeTmi-1-xjmopokraHa 4 U
1-Opom-2-meTtrnaekana 5. OmHON W3 KITFOYEBBIX
CTaJMii CUHTE3a SIBJISAETCS PaJUKAIBHOE MpHUCOe-
JMHEHUE JTaHoJIa K STHIKPOTOHATy 6 c Tocie-
IyIomer jakToHu3anued B (I)-mpanc-3,4-mume-
THA-y-0yTuposnaktoH 3 [4, 15] (cxema 3).
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3T0T cCrocod TO3BONISIET TOJYYaTh MpPAHC-
JAKTOH 3 B IpenapaTUBHBIX KOJMYECTBAX W3 JOC-
TYITHOTO 3THJIKPOTOHATa 6. [Ipyroit ¢pparMeHT molie-
KyJbl (pepoOMOHa — 2-MeTHJI- 1 -XJIOPOKTaH 4 — MOXKET
OBITh CHHTE3UPOBAH U3 2-METUIIOKTAHOBOW KHCIIOTHI 7.
Hamu Obu1 MomuduuMpoBaH ONMCaHHBIA B JHTEpa-
Type CHHTE3, OCHOBAHHBIN Ha paJlKaIbHOM IIPHUCOE-
JIMHEHUH METWIIPOINHMOHATa K TeKceHy-1 mpu mo-
BBIIIICHHOM [IABJICHUH B aBTOKJABE C IOMydYEHHEM
MeTHJI-2-MeTIokTaHoata (Bexon 32%) [16]. Yee-
JIMYeHHE KOJIMYECTBA MHULIMATOpa PaJUKAIbHON pe-
aKIMY TI03BOJIMJIO HAM CHHTE3UPOBATh 2-METHIIOKTa-
HOBYIO KUCJIOTY 7 W3 TeKCE€Ha-1 ¥ MpOMMOHOBOMN KH-
CIOTHI 0€3 WCIONB30BaHUS aBTOKIAaBa C BBIXOJOM
65% (cxema 4).
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B cBoto ouepenp 2-meTmniekaHoBas Kuciora 8
TAKKE MOXET OBITh TOJIyYeHa CXOIHBIM 00pa3oM
¢ BexogoM 73% [17]. O4eBUAHBIM JOCTOMHCTBOM
JTAHHOTO TOX0/Ia MOYKHO CUUTATh €ro MPOCTOTY, -
(DEeKTUBHOCTh M BO3MOXKHOCTB TIOJIYYCHHUS O-METHJI-
Pa3BETBJICHHBIX KapOOHOBBIX KHCIIOT B KOJIMYECTBAX
HECKOJIBKUX COTEH I'paMM M3 JICIICBBIX pearcHToB 0e3
IIPUMEHEHHS] PACTBOPUTEIICH.

2-MetunokranoBasg 7 U 2-MeTWigeKaHoBas 8
KUCJIOTHI ObUIM BoccTaHoBieHbl LiAlH, B coorBer-
CTBYIOLIME CIUPTHI ¢ BbIxoxoMm >90%. Cnupt 9
MPEBPATHII B XJIOPH]] 4 10 CTaHAAPTHOW METO/H-
Ke ¢ BBIX0J0M 75% (cxema 5).
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s cuHTe3a arerara JAMacTepeoOMEepHO o0ora-
meHHoro  (28*35%,7R/S)-3,7-muMeTHINeHTaeKaH-
2-oma [(28*35*,7R/S)-2-Ac] Mbl HCHOJIL30BAIU pe-
aKIMIO  CBOOOAHOPAJANKAIBHOTO  TPHCOETMHEHHUS
areTaNbIeruaa K 3THIKPOTOHATY 6 ¢ TOydeHHeM
adupa kerokuciots 10 (cxema 6).
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B nutepaTtype omucaH CXOJIHBIA CHHTE3 C BHI-
xonoM 53% [18]. Ero HegoctatkamMu SIBISIFOTCS MC-
MOJIb30BaHUE 18-KpaTHOro M30BITKA albJeruaa U
OcH30Jla B KayecTBE pacTBOpuUTess. boiee Toro,
MHUIUUPOBAHUE PAJUKAIBLHOU PEaKIMU OCYIIECT-

BISUTOCH  TIOCpeACcTBOM Y D-00TydeHus: pTyTHOH
JaMIOH B MPUCYTCTBUH CEHCUOMIN3aTOpa — OEH30-
(eHOHA — B peakTope CIENUAILHON KOHCTPYKIIHH.
AHanu3 TUTepaTypHBIX JaHHBIX MO3BOJIMI HaM OC-
TaHOBUTHCSI HA 4-KpaTHOM W30BITKE alleTabIerna,
NpUMEHEHNH aBTOKIaBa, Temneparype 78°C u AUBH
B KauecTBe uHuimaropa [19, 20].

[NockonbKy peakiusi TPUCOCIHHEHHUS M0 KpaT-
Ho C=C-cBA3M MMEET KOpPOTKHE KHWHETHYECKHe
ey, HaMK ObLTH HaHIeHbI ONITHUMAIIbHBIEC YCIOBUS
BHeceHHs1 nHUIMaropa. Okazanoch, 4To Jq00OaBIe-
HUE B peaknuoHHy0 cmech | momb. % AWBH
K MOMEHTY ero mojiHoro pacmana (4 1, 78°C) mpu-
BOJMT K HaKOIUICHUIO 8% TPOIYKTa; BBEJICHHUE Cpa-
3y 10% wuHHUIEATOpa CIOCOOCTBOBAIO TOJIYYCHUIO
yuib 12% mpoaykra. Mbl petosKUiIn BHOCUTB 110
1% wununmaropa B 20 npuemoB (2 paza B CyTKH)
0 ero obmero koiaudectBa ~20%, 4TO MO3BOJIH-
70 moiay4uTh BbIXoA 70% mpu KOHBepcuu cyo-
crpata ~85%.

Tunponus a¢upa 10 ¢ nocnenyromeii oOpa-
6otkoil kucnoTel 11 ykcycHbIM aHruapuaom [21]
JlaJIi HEHACHIIIEHHBIN JIakTOoH 12 ¢ BeIxogoM 50%
B pacueTe Ha ITHJIKPOTOHAT 6 (cxema 7).
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Cxema 7

OTiIeryieHne yKCYCHOM KUCTIOTHI OT JlakToHa 13
COTIPOBOXK/IAJIOCh ONMHCAHHOW B JUTepaType oc-
HOBHO-KaTAJIM3UPYEMOM MHUIpalyeil JBOMHOU CBsl-
3u naktoHa 14 [22] (cxema 8).
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Cxema 8

Karanutnueckoe ruapupoBanue gaktona 12 cuc-
temoii NiCl,/NaBH4/H;BO; B BOAHO-CITHPTOBOM
pactBope [6] MO3BOJIIIO MOIYYUTh LIENEBOM (£)-yuc-
nakToH 3 ¢ BeIXomoM 80% M COOTHOIIICHHEM yuc-/
mpanc-=10/1 (cxema 9).

NiCl,/NaBH,/H,BO,

2 0 BOJIHO-CITUPTOBOH PacTBOp 0
0 80% 0
12 40% B pacueTe Ha STHIKPOTOHAT 3
Cxema 9

JuacrepeoMepHo 00OTallleHHBIE aTTPAKTAHTHI
oOpIkHOBeHHOTO — arerat (25*3R*,7R/S)-3,7-
IMeTHITpuaekad-2-oma [(28*,3R*,7R/S)-1-Ac],
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W pBDKero — nponuoHat (25*,35*,7R/S)-3,7-nume-
TUINEHTaAeKkaH-2-ona [(2S*,35*,7R/S)-2-Pr] coc-
HOBBIX MWIMJIBIIUKOB OBUIH MOJYyYEHBI U3 JIAKTO-
HOB (£)-mpanc-3 u (£)-yuc-3, a TaKxKe AJIKUITA-
JIoreHu bl 4 1 5, coryiiacHo MeToauKam [4, 6].

JKcnepuMeHTANIbHAA 4acTh. Vcrmonb3oBaH-
HBIE B XOJIC BBHIMOJIHEHUSI PA0OTHl PEaKTUBBI UMEIH
KBaJTM(PUKALIUIO «YHCTHIE» WM «XUMHUYECKH YHC-
Thie». OuMCcTKa pacTBOPHUTENEH MPOM3BOANIIACE,
cormacHo MmetomaMm [23]. DUBHKO-XUMUYECKHE
KOHCTaHTBl BCEX HMCXOAHBIX M CHHTE3MPOBAaHHBIX
COCJIMHEHUH  COOTBETCTBOBAIN  JIUTEPATYPHBIM
nanHeIM. [lepexkuch mpem-Oytuna [24], 2-meTni-
JekanoBas kuciota 8 [17], 2-metunaekan-1-oi [2],
(¥)-yuc-3,4-maverun-y-OytuponakToH 3 [6], (£)-mparic-
3,4-mumetnn-y-Oytuposiaktod 3 [4] u  1-Opom-2-
MeTHIIeKaH 5 [2, 6] ObLIM MOJIYYEHBI 110 OIyOIH-
KOBaHHBIM METOJINKAM.

KoHTponb mpoTekaHus peakuuii ¥ HHAWBHUIY-
ATBHOCTH CHHTE3WPOBAaHHBIX COCTMHEHHH OCYIIIe-
CTBJISUICS METOJIOM TOHKOCJIOMHOW XpomaTorpaduu
Ha mractuHKax «Silufol UV-254» («Kavallier»).
Ananmutnyeckasi ra3oBasi xpomarorpadus mpoBo-
nuiack Ha ipudope «HP 5890 Series 11» ¢ renuem
B KayecTBE Ta3a-HOCHUTENsS Ha KalWJUIIPHOH KO-
nmoHKe «INNOWAX».

HK-cniektpbl pactBopoB coeaunenuii B CCly
n CHCI; 3anucanbl Ha criekTpooTOMETpax «SPe-
cord 75 IR» umu «Vertex 70». Cnextpsl 'H n °C
SAMP 3amucansl Ha npubope «Bruker AC 400»
¢ pabouumu uacroramu 400 u 100 MI'y coorBer-
ctBeino B CDCl; (TMC ¢ 6 = 0,00 M. n. uam
CHCly ¢ 8=7,26 M. 1. w1 'Hu CDCly ¢ 3= 77,00 M. 2.
i PC B kauecTBe BHYTPEHHETO CTAHAAPTA).

Itua 3-metuia-4-oxkconentanoar 10. Peak-
IUsl MPOBOJIWIACH B aBTOKJIaBe MNpu pabouem
nasnenun 10-20 atm. K pactBopy aTuinkpoToHa-
Ta 6 (57 r, 500 Mmmoutp) B anerampaerune (88,0 r,
2000 mmons) mpubaBunu 20 moprui mo 0,68 T
AUBH (o6mee xomumuectBo 13,6 r, 100 MmoiB)
¢ unTepBaigoM 3—5 4 mpu temneparype 78°C. Ilo
OKOHYAHWH CHHTE3a U3 PEaKIMOHHOW CMECH OTO-
THaJM aleTanbJeruj, a 3aTeM B BaKyyMe BOJO-
CTpyHHOTO Hacoca (tg, = 95—100°C, 18 MM pT. CT.)
nepersanmu 3¢up kerokuciaotsl 10. B kadectse
ocHoBHOU TipumecH (~14%), corinacHO CIEKTpaib-
HbIM JaHHBIM, B 3¢upe 10 ObL1 OOHAPYKEH MPO-
nykt pacnaga AUBH — nuHutpmi terpaMeTuisH-
TapHOU KHUCIOTHL. Ero otaenunu oT Leiaesoro mpo-
IyKTa IMyTeM BeIMopakuBaHus mnpu —20°C (auHUT-
PHJI BBITIAT B OCA/I0K), YTO YMEHBIIMIO €T0 KOJIHJe-
ctBo 10 3%. Keroagup 10 (55,2 r, 349 mmous,
70%) ObLT TOJTyYeH B BHUJIC OCCIIBETHOMN KHUIKOCTH
C MPHUATHBIM [IBETOYHBIM 3aIIaXOM.

UK-cniextp (CCly, v, cM'): 2980, 2935, 2880,
1735, 1720, 1460, 1415, 1375, 1345, 1275, 1185,
1160, 1035, 960.

Cnextp 'H SIMP (400 MI', CDCls, 8, m. 1.):
1,15 (o, J= 7,3 T'y, 3H, 3-Me); 1,24 (1, J= 7,2 'Ly,
3H, OCH,CHy); 2,22 (c, 3H, 5-H); 2,29 (an, J = 16,9;
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5,4 I'u, 1H, 2-H); 2,75 (an, J=16,9; 8,7 I'n, 1H,
2-H); 3,01 (ym. cekcret, J= 7,2 ', 1H, 3-H);
4,11 (xB, J=7,2 I'u, 2H, OCH,CH3).

Cnextp “C SIMP (100 MI'u, CDCls, 8, M. ):
13.9; 16,2; 28,1; 36,7; 42,5; 60,3; 172,0; 210,5.

3-MeTui-4-okconeHTanopass  kucjaora 11,
K cmecu adupa 10 (10,43 1, 66 mmons) u 10 M Bo-
Jibl T00aBmiM ruapokena kamus (5,6 r, 100 Mmons).
Peakunonnyio cmech mnepememuBanu 1 4 mpu
40°C, 3arem oOpaOotanu 36%-HOU COJITHOM KH-
cinotoit 1o pH 2 u skcrparupoBanu 4x50 mn nu-
atrnoBoro 3¢upa. OObenuHEHHBIE Y(PUPHBIC BBI-
TsoKKH ocymmin MgSQO,, a pacTBOpUTENH yIapUITH
NpU TOHMYKEHHOM JaBJICHWH, YTO TMO3BOJIMJIO II0-
nyuuth kucnoty 11 (8,32 r, 64 mmons, 97%) B BU-
JIe BA3KOM OECIBETHOM KUIKOCTH.

UK-criextp (CCly, v, em'): 2975, 2935, 2880,
1720, 1715, 1460, 1435, 1415, 1400, 1380, 1355,
1285, 1230, 1215, 1170, 1125, 1085, 1065, 940.

Cnextp 'H SIMP (400 MI'u, CDCls, 8, M. 1.):
1,17 (n, J= 7,0 I'n, 3H, 3-Me); 2,21 (c, 3H, 5-H);
2,34 (an, J= 17,2; 5,1 Tu, 1H, 2-H); 2,81
(on, J=17,2; 8,8 I'u, 1H, 2-H); 2,99 (ym. cexk-
crer, J= 7,1 I'n, 1H, 3-H); 10,4-11,2 (mmp. c,
1H, COOH).

Cnekrp “C SIMP (100 MI'u, CDCls, 8, m. 1.):
16,3; 28,1; 36,4; 42,4; 177,8; 211,0.

4,5-Tumernadypan-2(SH)-on 12. Cmech ke-
tokucioTel 11 (11,98 r, 92 MMoIB) U YKCyCHOTO
aarugpuga (15,3 r, 150 MMmoine) mepememuBaim
nipu 90°C B Teuenue 3 4, 3aTeM NpUOABUIM PACTBOP
ruapoxeuaa Hatpus (6 T, 150 mmonb) B Boze (15 mim)
u nepemenmBaiy emie 3 1 npu 90°C. Ilocne oxmax-
JICHUSI PEAKIIMOHHYIO CMeCh MEIJIEHHO MpPUOaBUIIH
kK pactBopy K,CO; (13,8 1, 100 wmmomb)
B Bozie (20 mn). [lomy4yeHHy10 cMeCh IKCTparupoBa-
mm 4x50 Mt mudTHIOBBIM ddupoM. OObeIHEHHbBIE
a¢upHbIe BHITSDKKU ocyimm MgSQO,, a pacTBopu-
TeNb YMApWIN TPH TOHW)KEHHOM [ABJICHUH, YTO
MO3BOJIMJIO TIOCHE TEPETOHKH (fn = 95-97°C,
20 MM PT. CT.) IOJYYUTh HEHACHIIICHHBINA JaKTOH 12
(7,61 r, 68 MMoTb, 74%) B BUZIe OECIIBETHOM BS3KOMH
YKUJKOCTH C PUSTHBIM MEIOBBIM 3aITaXOM.

UK-cnextp (CCly, v, e '): 2980, 2933, 2900,
1760, 1647, 1280, 1167, 1160, 1080, 947, 887, 853.

Cnektp 'H SIMP (400 MI'u, CDCls, 8, m. 1.):
1,43 (o, J= 6,9 I'y, 3H, 4-Me); 2,06 (c, 3H, 3-Me);
4,90 (xB, J= 6,8 I'u, 1H, 4-H); 5,79 (c, 1H, 2-H).

Cnekrp “C SIMP (100 MI'u, CDCls, 8, m. 1.):
13,4; 17,8; 80,8; 116,0; 169,9; 172,9.

2-MetniaoxkranoBasa kuciaora 7. K xumsgmeit
nponuoHoBo# kuciote (237 1, 3,2 Monb) npubas-
JAMA B TeyeHwe 5 4 pacTBop rekcena-1 (16,8 r,
200 mMmonbp) U mepekucu mpem-0ytuna (11,68 T,
80 MMoIB) B npornoHoBoi kucinore (60 mu). Ilo-
Clle OXJIQXKJIEHUS PEaKIMOHHYI0O CMECh MNepeTuiu
B NpUOOp Ui NEPErOHKH W (PaKIUOHUPOBAIH.
[TepByro ¢pakuuto (60—130°C) orbOpocuiu, BTO-
pyto dpakmuo (120-150°C), comepkariyio Ipe-
MMYIIECTBEHHO PEreHEepPUPOBAHHYIO MPOMUOHOBYIO



KHCJIOTY, BEPHYJIM B CHUHTE3, a KyOOBBIH OCTaTOK
OCTaBWJIM JIs OKOHYATENILHON meperoHku. CUHTe3
MOBTOpWIIM ele 4 pasa, UCIOJNb3Yysl BCAKHN pa3
pereHeprupoOBaHHYIO MPOMUOHOBYIO KHCIOTY. O0B-
eIMHEHHbIE KyOOBBIE OCTaTKH TIeperHalii B Ba-
KyyMe BOJOCTpyiiHOro Hacoca (¢pakuus 141—
145°C, 17 MM pT. CT.), 9TO MTO3BOJWIO MOTYIHUTH 2-
METHIJIOKTaHOBYIO Kucioty 7 (102,5 1, 649 mMmob,
65%) B BUJIe OCCIIBETHOM KHIKOCTH.

UK-cniextp (CCly, v, cM'): 2960, 2920, 2860,
1795, 1710, 1470, 1460, 1420, 1385, 1295, 1240,
960, 725.

Cnektp 'H SIMP (400 MI'u, CDCls, 8, m. 1.):
0,88 (1, J= 6,6 I'n, 3H, 8-H); 1,18 (#, J= 7,2 I'ny,
3H, 2-Me); 1,22-1,36 (M, 8H, 4-, 5-, 6-, 7-H); 1,43
(ymr. cekcrer, J= 6,9 I't, 1H, 3-H); 1,68 (ymI. cek-
crer, J=7,0 I'u, 1H, 3-H); 2,46 (ym. cekcrer,
J=6,9 I'n, 1H, 2-H); 11,6-12,4 (umup. cuHrier,
1H, COOH).

Cnextp “C SIMP (100 MI'u, CDCls, 8, M. 1.):
14,0; 16,7; 22,6; 27,1; 29,1; 31,6; 33,5; 39,4; 183,8.

2-Metunokran-1-0a 9. K cycnienzun LiAlHy
(18,54 1, 488 mmouib) B quaTHiIoBoM 3dupe (350 min)
NpU OXJAXIECHHH M TMEPEeMEIINBAHUN MPUOABHIH
IO KaIuIIM pacTBOpP 2-METUIIOKTAaHOBOW KHUCIIOTHI 7
(93,3 1, 591 mmonb) B auaTHiIoBOM ddupe (150 mi).
PeaknuoHHyo cmech TepeMelIMBaIH JOIOIHHU-
TeNbHO | U MpW KOMHATHOW TeMIepaType, a 3aTeM
emie 1 4 mpu KUIEHUHN pacTBOpa, MOCIe Yero oxJa-
JWIIA JISASHON BOJOW M oOpaboTamu 20 M 3THII-
arierata. B oxnaxnennyo no 0°C peaxioHHYIO
CMECh MO0 KaruisiM MPHOaBHIU W3OBITOK BOJIBI IO
MOJIHOTO TPEKpallleHus BhIISIEHHS BOIOPOa, To-
cie gero npunmm 20%-Hy0 CEpHYIO KHUCIOTY J0
MOJIHOTO PACTBOPEHHUS] 00pa30BaBIIEroCs OCa/IKa
coneit amroMuHUS. OpraHUdecKuil CI0M OTIETIIIIH,
a BOJIHBIN JIOTIOJTHUTETFHO SKCTparupoBaiu 2x100 v
a¢upa. OOBEAMHEHHBIC OPraHMYECKUE BBITSHKKH
ocymna MgSOy, adup ynapunu, a cnupt 9 nepe-
THAIA TIPU TOHIKEHHOM JNaBleHUU (foym = 97—
100°C, 16 MM pT. CT.), 9TO MO3BOJHIO TOTYyYUTh
ero ¢ BexoaoM 79,12 r (549 mmoins, 93%) B BUIE
OeciBeTHON KUIKOCTH. CHEKTpalbHBIE XapakTe-
PUCTUKH TPOAYKTa COOTBETCTBOBAIM IJIUTEpATyp-
HBIM JIaHHBIM [25].

UK-cnextp (CCly, v, cM'): 3640, 3340, 2960,
2935, 2925, 2880, 2855, 1475, 1460, 1380, 1035, 725.

Cnektp 'H SIMP (400 MI'u, CDCl;, 8, m. 1.):
0,87 (1, J= 6,8 I'n, 3H, 8-H); 0,90 (#, J= 7,0 I'ny,
3H, 2-Me); 1,02-1,14 (m, 1H, 3-H); (m, 9H, 3-, 4-,
5-, 6-, 7-H); 1,59 (ym1. okter, J = 6,4 ['i, 1H, 2-H);
1,73 (ym. ¢, 1H, OH); 3,40 (mn, J= 10,3; 6,4 Ty,
1H, 1-H); 3,49 (an, J = 10,3; 5,7 'y, 1H, 1-H).

Cnektp “C SIMP (100 MI'u, CDCls, §, M. 11.):
14,0; 16,5; 22,6; 26,9; 29,5; 31,8; 33,1; 35,7; 68,2.

2-Metui-1-xaopokran 4. Cmecy crnmpta 9
(79,12 r, 549 mmons), SOCI, (1309 1, 1,1 Moub),
nupuauHa (1,58 r, 20 MMoOIB) W XJIOpUIa HATpUS
(2,93 1, 50 MMOTB) KUNATWIH 2 CYT. PeakImoHHyo
cMech 00paboTaii BOJOH, OpraHuuYecKyio ¢asy

OTHETMWIN, a BOJHYIO JSKcTparupoBaimu 2x50 wmu
neTpoiieiinoro 3¢upa. OObeIUHEHHBIC OpraHuye-
CKHe 3KCTpakTel ocymmian MgSQO4, pacTBOpHUTENH
OTOTHAJIH O] TOHIKEHHBIM JaBIICHUEM Ha POTOP-
HOM HCTapuTesie, a OCTaTOK HEOUUIIIEHHOTO XJIOPH-
Ja 4 TeperHaay B BaKyyMe BOJOCTPYWHOTO Hacoca
(tam = 85-88°C, 20 MM pT. CT.), 4TO MO3BOJIMIIO TIO-
JIy4uTh €ro ¢ BbIXoaoM 67,12 r (413 mmoms, 75%)
B BUJie O€CIBETHOM KHUIKOCTH.

UK-criextp (CCly, v, eM )z 2960, 2935, 2920,
2875, 2860, 1475, 1460, 1440, 1380, 725, 695.

Cnektp 'H SIMP (400 MI'u, CDCly, 8, m. 1.):
0,88 (1, J = 6,7 I'n, 3H, 8-H); 1,00 (a, J=6,5T,
3H, 2-Me); 1,18-1,36 (M, 9H, 3-, 4-, 5-, 6-, 7-H);
1,38-1,50 (m, 1H, 3-H); 1,80 (ymr. okrer, J = 6,3 I'y,
1H, 2-H); 3,40 (amn, J = 10,5; 6,4 T'n, 1H, 1-H);
3,48 (nm, J=10,5; 5,1 I't, 1H, 1-H).

Cnektp “C SIMP (100 MI'u, CDCls, 8, m. 1.):
14,0; 17,7; 22,6; 26,8; 29.4; 31,8; 34,0; 35,5; 51,3.

3akiouenue. TakuM o0Opa3oMm, B HacTOSIICH
paboTe MpPOJAEMOHCTPUPOBAH CUHTETHUECKHIA I10-
TEHIIHAJI PeaKlIUid paJuKaILHOTO MPUCOSAUHEHUS
mo C=C-cBs131 7S OTYYCHUS KITFOUEBBIX BEIIECTB
B JIMACTEPEOCEICKTUBHBIX CHUHTE3aX MOJIEKYJ de-
POMOHOB € Pa3BETBICHHBIM yTICPOIHBIM CKETIETOM.
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