penax 4,33—4,61 wm.g.,, n 50—5,10 M. g., MmynbTunaeTsl NPOTOHOB 6EH30/b-
HbIX Koney B npegenax 6,55—8,45 M. 4. U YWWPEHHbIA CUTHAN TUAPOKCUNb-
HOro npotoHa B ob6nactu 2,90—3,78 M. f.

OKCcNnepuMeHTanbHasa 4yacTb

McxofHble 3MOKCUKETOHbI OblIN MONYYEHbl LWENOYHbIM 3MNOKCUAUPOBAHU-
€M COOTBETCTBYHOLWMX XanKOHOB. VX TemnepaTypbl NnaBneHwWs COOTBETCTBO-
Bann nutepatypHbiM. WK-cnekTpbl 6b11M 3anuMcaHbl Ha CNeKTpodoTOMeTpe
UR-20 ana 0,1 M pacTBOopOB Beuw,ecTB B xnopoopme. Cnektpbl MMP 3anu”
CblBanucb Ha crnekTtpometpe Tesla-BS 467 A pna HacbllWeHHbIX pacTBOPOB
BelWecTB B AeliTepoxnopodopmMe, BHYTPpeHHUN 3TanoH — TMC. KoHTponb 3a
X040M peakuuint ocyuiectsnanca metogom TCX Ha nnactuHax Silufol B cu-
cTeMe rekcaH — agup 3:1.

B3anmopgencTBme anokcuxankoHos |I—VIIlI ¢ 9-TMoOKpe3osioM B AUMETUN-
popmamuge. 1. 0,01 monb anokcuketoHos I—VIII n 1,5 r (0,012 wmonb)
A-Tuokpesona B 20 mMa ouynuieHHoro [5] gumetundopmamupa BbifAepXuBaiu
npu KOMHaTHON TemnepaType B TeyeHue s CyT. MNMpPOAYKTbl peakuun BbiCax-
fanu pobaBneHnem nefsaHOR BOAbI, BbiMaBwme ocagkKn nMpomMbiBannm 50 %-Hbim
CNUPTOM, CYWMWUNN B BaKyyMe W MEpPeKpUCcTannn3oBbiBany W3 YeTbIPEXXNOPU-
cToro yrnepoga. B cnyyae wmetokcuanokcugos VI, VIII 6biny BblgeneHsl
A-TonuneHauuncynbpug XV ¢ BbIxofoMm 65 %, ~n. 36 0C ¢ U A-TONMN-A-Me-
TokcugeHaunncynopmpg XVI c Boixogom 63 %, W 56—570C (u3 cnupTa).
HalpgeHo, %: C 70,7; H s, 43; CisHis02S. BbluncneHo, %; C 70,6; H 5,9.

2. AHANOTMYHYO MPUBESEHHOMY ONbITY pPeakuMOHHYK CMeCb KUNATUNU
1,5 4 c 06paTHLIM XONOAUNBHUKOM, oOXnaxpaanu un obpabaTbiBanu OMUCaH-
HbiM 06pa3oM. BbigeneHHble KeTOCYNbMUAbI NepeKpucTaninioBbiBam U3
nsonponunosoro cnupta. Monyunnu 1,3 r (56 %) a-tonundeHaumncynbpuga
XV ¢ /nn. 35—360C [6], 2,3 1 (73%) Aa-tonun-a-6pompeHaymncynbuia
(XVIl) ¢ /Th. 114°C [71nw 19 1 (65%) sa-Tonun-a-HutTpoeHauuncynopuga
XVIIl ¢ /nn 85—86 oC. HaligeHo, %: C 62,6; H 4,4 CisHisNOsS. Bbluucne-
Ho, %: C 62,8; H 4,6.

B3anmopgencTBme 3anoKCUKeToHOB |I—VIIlI ¢ A-TMOKpPe3oa10M B X/1I0pUCTOM
MeTuneHe. PacTBop, copgepxawuii 0,01 monb 3anokcukeToHa u 0,012 monb
TUokpesona B 50 mMn ounuieHHoro [5] xnopucToro MeTu/ieHa, BbIfepXUBanu
npuM KOMHaTHON TemnepaType B TeyeHue 20 cyT. W3 peakUWOHHbIX CMecei
3MOKCUKETOHOB MOCTEMEHHO HaYMHaNW BbiMajaTb KPUCTaNbl OKCUKETOCY/b-
doungos X1l n XIV. Yepes 12 cyT pacTBOpUTeNb ynapuau B BaKyyMe, ocTaT-
KM nepekpuUCTan/in3oBbiBanu M3 YeTbIPeXXNOPUCTOro yrnepoga. [lonyuunu
321 (82%) 3-rugpokcu-2(4-tonuntuo)-3(4-HutpoherHunn)-1-peHnnnpona-
HoHa-I(XIIl) ¢ /nn. 157°C wn 3,0r (78%) 3-rugpokcu-2(4-tonmntuo)-3-
HUTpotheHun)-1-weHunnponaHoH-1 (X) c/nn. 122°C.
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YOK 547.484+547.594
B. B. BEPE3OBCKUW, WU. I TUWEHKO

O CUHTES3E 3-BUHWT ULWK/TOTEKCEH-2-OHA
HA OCHOBE I, 5-JMMETOKCUIMEHTAHOHA-3

PaHee Hamu coo06LlWanoch O CMHTE3e 3-U306YTEHUNLUUKIOTEKCEH-2-0HOB Ha
OCHOBE 3(PMPOB HenpefebHbIX 6-KeTOKap6OHOBLIX kucnoT [I]. B npopgonxe-
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Hue 3Toll paboTbl C UeNbl NONYy4YeHUA 3J-BUHWUALMKIOFEKCEH-2-0Ha, nNpej-
CTaBNAOLWEro WHTEpPeC ANA CUHTe3a TPULUKINYECKUX KeToHoB [2], uccnepgo-
BaHa peakuua npucoefanHeHna no Mwuxasnk aueToykcycHoro adupa kK 1,5-
OuMeTOKCMNeHTaHOHY-3 (1), Kak noTeHuuanbHomy a, (KeHoHy. [loka3saHo,
4YTO 3TO nNpeBpal,eHne NPOXoAMT rnagko B MPUCYTCTBUU KATaNUTUYECKOTO
KonnyecTtBa aTWnata HaTpMA NpU KOMHaTHOW TemnepaType W 3aBepliaeTcs
obpasoBaHMeM 3TUN-2-aueTuN-7-MmeToKcurentaHoH-5-oata (I1) u He6onbWwoOro
KonuyectBa Tpuokcoadupa (I11). Okcoadup (I1) npum HarpesaHWu B CMecU
BOJa — YKCYCHaa W CepHas KucroTa npeTepneBaeT UWKNoanbaonmsauuiwo ¢
obpasoBaHuemMm 3-(2-meToKcuaTMA)uMKnorekceH-2-ova (1V). TMpu pasroHke
Haj n-tonyoncynbokucnotoi ketoH (IV) oTwennseT meTaHon, o6pasysa 3-
BUHWUALNKNOTeKCeH-2-0H (V), MAEHTUYHbIA N0 HU3NKO-XUMUYECKMUM KOHCTaH-
TaM NONYYEeHHOMY paHee WHbIM cnocobom [3]. CnekTpanbHble XapakKTepucTu-
kn (tabn. 1) cornacytwTcs C HalMuynem B Monekyne KeToHa (V) cCONps>KeHHON
rpynnuposkn — COCH = C-CH = CH2 Katanutunyeckoe rugpuposaHue (V)
NPOXOAMT C MOrNOWeHWeM KOAM4yecTBa BOLOPOAA C pacyeToM Ha fBe [ABOM-
Hble cBA3W W gaeT 3-atunuuknorekcaHoH (VI). CTpoeHue ocCTanbHbIX COefU-
HeHuit (11—1V) nNoATBEPXAEHO CNeKTpaibHbIMW fAAHHBIMW W pe3ynbTaTamu
3/IeMEHTHOro aHanm3a (Tabn. 1,2).

/[ \ I, Nn-TCK H2/plo2 I\
1 -CHsCH [ * 1 1
0/\/\/\o ¢c H 3 0/ u/\ X
v \Y/ VI

OKCNepuMeHTanbHaa 4acTb

Xopn peakuuii M UHAUMBWUAYANbHOCTb MOMAYYEHHbIX COEAMHEHWI KOHTPONU-
poBanucb ¢ nomouwbto TCX Ha nnactuHke Silufol ¢ ncnonb3oBaHvem B Ka-
yecTBe pacTBopuTens cmecu rentaH — apup (1:2). HK cnekTpbl nonyyeH-
HbIX COEAMHEHWIA CHATbI Ha cnekTpodoTomeTpe UR-20 ¢ wncnonb3oBaHUeMm
XULKUX nneHokK. CnekTtpbl NMMP cHATbl Ha cnekTtpometpe INM-PS-100, npu
3TOM mMcnonb3oBanucb obpasubl B Buae 10 %-Horo pacteBopa B CClsa ¢ BHYT-
peHHuM cTaHgaptom — TMC.

ATUN-2-aueTnn-7-meTokcurenTaHoH-5-oat (Il1) w pusTun-2, 9-gmnauetun-
HOHaHOH-5-gmnoat (I11). Cwmecb 0,25 mons aueToykcycHoro 3agupa, 4 mn
15 %-Horo atunata Hatpua u 0,2 mona |, 5-gumeTokcuneHtTaHoHa-3 (l) 4
nepeMewnBann B TeyeHWe 3 4 NpW KOMHATHOW Temnepatype. O6bIYHOW 06-
paboTkoii peakuumoHHOW Macchl [I] n gpo6HO-(PpPaKLMOHHON pa3roHKON B Ba-
KyyMe BblgeneHbl nocnegosatensHo okcoagupsel (1) wn (111). BCK (1I):
/nn 146 0OC (cn.). HaigeHo, %: N 22,86; CisH2GOsN6. BblunucneHo, %:
N 23,45. Tpuc-CK (IIl): /nn. 2120C (cn.). HaigeHo, %: N 23,86;
C20H3507N9. BbiuncneHo, %: N 24,55.

3-(2-MeTokcuaTun)uymknorekceH-2-od (1v). 12 r ketoapupa (Il1) kunsa-
TUAN co cmecbio 16 ma Boabl, 13 MA yKCYCHOW M 3,5 M CepHON KWCNOTbl B
TeyeHue s Y. PeakKUMOHHYIO Maccy oxfaxganu, aKcTparuposanu XnopucTbiM
MeTW/NeHOM. 3KCTpakKT NpoMbiBanuW BOAHLIM pacTBOpoM OukKap6oHaTa Hart-

23



Ta6nuuya |

CneKTpanbHble XapakKTepUCTUKK CoefuHeHuUn (2—5)

Cnektp MMP: curnan (6, M. 4.), MyNbTUNNETHOCTb, rpynna
1,25 7 CHsCH:0, 1,6—2 M CH (3), 2,09 ¢ CHsCO, 2—3 m C2H (4, s), 3,34 ¢ CHsO,

3,52 T CH (2), 3,82 T CH: (7), 4,13 k8 CHsCH30
1,25 T CHsCHO, 1,6—2 MCH: (3, 7), 2,09 ¢ CH:CO, 2--3 M CH: (4, s), 3,54 T CH(2)

1,5--2,45 M CH: (4, 5, s), 2,41 T CH:CH.0, 3,25 ¢ OCH3, 3,51 T CH:0, 5,76 T CH(2)

1,5--2,5 M CH: (4, 5, 5), 539 g H:C=, 579 g4 H:C=, 5,83 ¢ CH(2), s, 5 k8 CH=.

Tabnuuya 2

DUNINKO-XUMUNYECKNE KOCTaHTbl COEAMHEHUIA (2—F5)

Howmep
coean- WK cnekTp: o6nactb nornowieHma (cm ), Tun konebaHwmii
HeHNns
1740 (ve=0, C:HsOCO-Fp.), 1715 (vc_Q), 1230, 1180,
2 1160, 1120 (vc.0)
1745 (ve=0, C:HsOCO-Fp.), 1715 (vr_H) 1230, 1180,
3 1150 (vq.q)
4 1640 (vc==0, conpsax ), 1630 (vc=c), 1120 (vc_o)
3095 (vH2C=), 1680 (vc=0), 1632, 1595 (vc_:C.
5 > CH=C-CH ~CHJ3), 990, 910 (vH,c=) [s]
Homep , o 20
coeguHerns  BbIXOA KAn- °c <vv> nD
2 65 131—132 (0,3) 1,4565
3 8 142— 143 (0,2) 1,4645
4 68 86—87 (I) 1,4618
5 62 69—70 (1) 1,5268

HaligeHo, % BbluucneHo, %
4§40 dopmyna
c H c H
1,0183 59,12 8,37 Ciol 121i05 59,0 8,25
1,099 59,58 7,81 CijH2607 59,65 7,65
0,931 69,91 9,27 C9H 102 70,1 9,15
1,007 78,72 8,37 CaHi00 78,65 8,25



pusa, ypananu pactsoputens. ®pakLWOHHON pasroHKolW B BakKyyme ocCTaTka
nonyyunu edHon (1V).

3-BuHunuyunknorekceH-2-oH (V). 7 r eHoHa (IV) MefneHHO pasroHanu B
Bakyyme (15—20 mm) B npucytcteum 0,15 r n-TCK., 0,5 r rugpoxmHoHa wu
0,1 r megHoro nopowka. Mocne BTOPUYHON (PaKLMOHHOW PasroHKW NONyym-
nm gueHoH (V). 0,123 r (V) B 25 mn ataHona rugpuposanu (49,5 mn Bojgo-
poga npu 756 mMn u 16 °C) B npucytctBumM 30 Mr OKMCKM MAATUHBI U NONYYM-

nm 3-atunuunknorekcaHod (V1) (NMun. 80°C/M mMm., 1701,5221; tnn. 2,4-AH®T
146 OC [5]). KetoH (VI) wpeHTuduymposanu no Mn. 2, 4-AH®I ¢ ob6pas-
LLOM, MONYYEHHbIM U3 3TUNBUHWUAKETOHa W aleToyKcycHoro agupa [5]. CnekTp
Yo (V): Amax 257 Hm, Smax 24450 (B UuMK/IOrekcaHe); CrnekKTpooToMeTp
Cd-26.
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