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A YK 547.729
H. I'. THIIEHKO, O. H."EYEEJI,
I. 3. CTACEBHY, B. A. KO3HHEL] — *

CUHTE3 KETA.HEM METWJISAMEIEHHBIX TJIMUEPUHOB

B nopsiiKe H3yueHHs PEaKUHOHHOH CHOCOGHOCTH CHHTE3UPOBAHHBIX HaMHM
panee 4-anermi-1,3-nuokconanos [1, 2] ocymecrsieno ux peBpaleHHe B Ke-
TagH METHA3aMelleHHbIX [VIHIEPHHOB IIOCPECTBOM B3auUMOAEHCTBHS HA3BaH-
Hbix 1,3-HOKCOJMAHOB ¢ HOAMCTBIM METHJIMATHHEM H aJIOMOTHIDHAOM JAHTHS.

Tag, npa peaxnun 4-amerui-1,3-guorconanos (I-—VII) ¢ #omucreim Me-
TUAMArHUEM B cpefie JUITHJIOBOTC a(Hpa. MOJYUYeHHB ¢ BHIXomoM 62—73%
4- (1-merni-1-oxcusrna) -1,3-guoxconansl (VIII—XIV) (cM. Tabmuny), npea-
cTaBJsAlIAe cOB0# GecHBETHEIE XXHIKOCTH ¢ XapaKTePHEIM 3aIlaX0M, XOPOIIo
PACTBOPHMEIE B OPTaHHYECKHX PACTBOPHTENX.
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I, VIII, XVI Ry=Ry=Rs=Rs=CH; Rs=H; II, IX Ry=Ry=CH; Ry=H R,
+Rs="(CHz)s; III, X Ri=Re=CH;3 Rs=H Ri}Rs=(CHy)s; 1V, XI, XVII
Ri=Rs=R,=Rs=CH; Ra=H; V, XII Ri=Rs=CH; Ry=H R;+Rs= (CHa)s;
VI, XIII, XVIII Ry=Ry=H Rs=R.=R5=CHj; VII, XIV Ry=Ry;=H Ry=CHj
Ri+Rs= (CHy)s. _
Crpoenne nosyueHHbx Keraseft VIII—XIV noaTBepKACHO JAHHBIMHE SJI€-
MeHTHOTO ananusa, MK u IIMP cnexTpoB, a TaKiKe KHCJIOTHBIM THAPOJIH3OM
VIII, XTI u XIII 5o cOOTBETCTBYIONHX METH/I3AMELLEHHEX IHIEepHHoB XVI—
XVIII n auerona, KOTOPEIH Gbli HMAEHTHGHUUHPOBAH B BHAE 2,4-THHHTPOdE-
Huiaraapasona. OtnocurenpHass KoHburypauus Cs u C, rimmepuna XVII,
IpHBeJleHHAs Ha CXeMe, ONPENe/sAeTCsl paHee YCTAHOBJEHHON CTepeoXHMHuel
1,3-muoxconana 1V [2]. . / '

B UK cnexrpax coepunennit VIII—XIV BaseHTHBe KOMe6aHHs THAPO-

KCHJIBHBIX TPYNI, CBA3AHHLIX BHYTPHMOJIEKYJSPHOH BOJOPONHOH CBS3BIO, "

NIPOSIBJIAIOTCA B BHIE N0J0CH 1pu 3570-—3580 cM—! u coia6ol 1mosaocs ¢BoBOA-
HO¥ I'MAPOKCHJIBHON Tpynnsl B o6mactu 3620 ¢M—t, xoneGanus 1,3-Iuoxcosa-
'HOBOTO IIMKJIA TPeACTaBJeHE cepHefl nosoc B obiacta 1040—1200 cm—1 [3].

Iosnenne B cnextpax IIMP kerasedt VIII—XIV curzana mnpoToHOB
JONOJHUTENBHOR METHJILHON TPYIIEL IO CPABHEHHIO CO CIEKTPAMH HCXOMHBIX
1,3-nuokconanos [—VII, a Takxke currana npoTOHA HAPOKECHIBHOMN TP

15
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CeoiicTea cunTe3npoBaHHbIX coexupennii (VIII—XVIH)

- Homep , Buxof, | t,o. °C/p, THa, | 9 20 Haltzeno, % Bsraneero, %
coenune- Haspannme coeffuHeHuA 9% p oc dy np Dopmyaa
HES i c H c H

VIII | 2,2,5,5-Terpamerni-4-(1-metua-1-oxcusraa)-1, 3-qu-

OKCOMAK 65 74—76/16,0 |0,967 | 1,4335 64,0 10,5 » CyoHg60s 63,8 10,6
1 IX | 3,3-Omvernn-2-(1-merui-l-okcuaTaa)-1,4- groKcac- ‘
| npo[4, 4]moHan 67 115—116/22,7 | 1,006 1,4568 67,2 10,4 Cy2H2205 67,3 10,3
1 .
X | 3,3-dumerna-2-(1-merna-1-oxcustun)- 1, 4- groxcac-
i rmpo[4 5}nexan 66 129—130/20,0 {1,036 1,4796 68,2 10,4 Cy5H, 05 68,4 10,5
i
% X1 | 2,2,4,5-Terpamerna-4-(1-metnn-1-oxcustun)-1, 3-np- v
OKCOJIaH . : 68 85—86/18,7 |0,988) 1,4425 63,7 10,4 CypH503 63,8 10,6
]
\ XII 2,3-Oamernn-2-(1-meTnn-1-okcusTra)- 1 , 4- zrokcacnn- ‘
pof4,5]nexan ‘ 63 147—148/20,0 {1,025] 1,4720 68,3 10,3 Cy5H, 04 68,4 10,5
XII 2,2,4-Tpumeran-4-(1-merni-1-okcuatun)- 1 , 3- Auoxco-
JIaH 71 80—82/21,3 {0,991 1,4370 |- 62,0 10,4 CyH; 50, 62,1 10,3
X1V | 2-Meraa-2-(1-merni-1-oxcustaa)- 1, 4- apokcacma-
| pol4,5]nekan 65 123—124/18,7 {1,032 11,4698 67,3 10,4 CyoH5505 67,3 10,3
4
% XV t 2,2,5,5-Terpamernin-4-(1-oxkcusraa)-1, 8- qHoKconan 72 93—95/20,0 |0,969] 1,4295 62,0 10,3 CoH,;:05 62,1 10,3
; :
P XVI 2, 4-Numetnn-2,3,4-IeHTaRTPHON . ) 65 98-—99* — — 56,6 10,7 C,H1O; 56,8 10,8
t : ' ‘
LOXVID |2 ,3-Humermi-2,3, 4-IeHTaHTPHON 63 78—79 —_ — 56,8 10,9 C.H,:0, 56,8 10,8
|
& .
‘ XVHI | 2,3-Oumerni-1,2,3-6yranrpuoa . 61 80—82/0,7 |1,078] 1,4660 53,6 10,5 CeH,,0; 53,7 10,4
|
|

* Jlur. pammste [4]: 15, 99 °C.
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noi rpynme 1,3-1HOKCOIaHOB VIII—XIV 1upu coxpaHeHHH AHMOKCOJAHOBOIO
LHKJA. .

| N [Ipx BOCCTaHOBJCHHM KapGOHMALHOH rpymmer 1,3-xuokconana I amomo-
rEAPHAOM JHTHS B 9(HpPE MOJyYeH C BEIXOAOM 65%u 2,2,5,5-reTpamerai-4-
(1-oxcusTu) -1,3-AHOKCONAH, IPEACTABJAOMHUI COGOH, 0 NAHHBIM CIIEKTPa
[IMP, cMech jHacTepeOH30MEPOB B OTHOIIEHHH 2:1, a IpH BOCCTAHOBJIEHHH
1,3-mioKcomana 1 TPHC-TPETOYTOKCHANIOMOTHIPHAOM JIMTHS HaG/II0RaeTCs
H3MeHeHHe TPeANOYTHTEIbHOTO HANPaBJIEHHsl aTaKy, YT0 NPHBOAMT K o6pa-
30BaHHIO Tex JKke AHaCTepeou30MepoB B cooTHomeHny 1:1,5.

DKCHepuMeHTANbHAS YACTh

Crexrpsl IIMP sanucanbt na crnekrpomerpe JNM-PS-100 c paGoueit
yacroroit 100 MI'u B Bume 109%-ueix pacrBopoB B CCls, BHyTpeHHHH CTaH-
napr TMC. MK crexTpsi mosyuens Ha CHeKTpopoTOMeTpe UR-20 B ToHKOM
cioe mexay okoH 3 NaCl. Xon peakiuyn U UHAHBHAYAJbHOCTh HOJYYEHHBIX
coequHeHUH KOHTposupoBasu Metogom TCX na muacrurax Silufol, smoenT—
a¢up — reKcan 2:1. :

Kerann VIII—XIV. K pacTBopy HOJHCTOrO MEeTH/IMATHUS, MOJYUEeHHOMY
u3 0,125 monst Maruus u 0,125 Moss Hoaucroro Metnia B 70 M cyxoro a¢u-
pa, IpeOaBJAAJIH 10 KallsgM IPH HEHpepHBHOM IepememuBanuu 0,1 Mous
1,3-muokconana 1—VII. 3atem peakIMOHHYIO CMECh B TE€UeHHE 2 4 Harpesa-
JHu Ha BOASHOH OaHe. OxJaXKIeHHYI0 CMeCh pasJjarajy HACHIIEHHBIM pact-
BOPOM XJIOPHCTOIO aMMOHHSA, S(DHPHLIA CJIOH OTAENANH, a BOAHHIH CJOM
JBasKAL sKcTparupoBatu sdupoM. O6beuHeHEBEe 9(QHPHEIE BHTIKKH NPO-
MBIBAJIA TOCJIENORATENBLHO pacTBopamu OucyabhuTa W 6ukapborara HaTpusd,
BOJXOM M CYUIMJH HoTamoM. D(QHp yAAJHIH HA POTANMOHHOM HCIAPHUTE]E,
a OCTAaTOK IeperHajy HpH INOoHHKeHHoM JapgaeHuw. [loayuman VIII—XIV
(cM. TabiHLy).

‘I'mppouns kerageit VIII, XI, XIH. K cmecu 0,05 mons xerams VIII
(XI, XIII) u 5 ma Boabl HOOGABJANHM YKCYCHYIO KHCJOTY JO 00pasoBaHHs
TOMOTeHHOTO PACTBOPA, KOTOPBHIH KHUMSTHAH ¢ OOpATHHIM XONOJHUILHHKOM B
TeyeHHe 2 4. 3aTeM npH NoHHKeHHOM AasieHuH (133,3 T'Tla) orronsin BoLy
H YKCYCHYIO KHCJIOTY B PacTBOp 2,4-IAHUTPOGEHUATHAPASHHA B 2 H. COMSTHOM
.KHCJIOTe H HACHTH(QUIHMPOBAJH alleTOH [0 BHIABUIEMY 2,4-IHHHTPO(EHHI-
rugpas3ony (tny=126°C).

ITocne OoTroHKm BOALI H YKCYCHON KHCJOTHL TBepAbie rnuiepunb XVI u
XVII kpucrajnn3oBaju M3 rekcana, a rauuepun XVIII meperonsnnm upu
NIOHHUKEHHOM JLABJEHHH, »

Keraan XV. 1) K cycnensuu 1,3 r asomornzapuna Jjutust 8 100 ma cyxoro
stupa npubaBuian no kamaaMm pactsop 0,1 mosast 1,3-auorcosnana I B 20 M
cyxoro a(¥upa H KHISTHAN C OOPATHEIM XOJOJMJIBHHKOM B Teduenwe 2 u, Peak-
HHOHHYIO CMeChb pasJjiaraju IOCHeNOBATENbHBIM AobabiaeuweM 1,3 M BOAH,
1,3 ma 10% -noro pacrsopa eaxoro Hatpa u 5,2 M BOABL. BHmaBmufi ocamok
THAPOOKMCH aJIOMHHHS OTGOHALTPOBHIBAIH, (GHALTPAT CYHIMIH TOTAIIOM H-
nocye yjaaseHusi 9(Hpa OCTATOK MEePEroHsJIH TIPH MOHHKEHHOM IABJCHHH.
[osyunnn XV B Buze cmecH [uacrepeousomepos 2:1.

2) K 150 ma 0,8 M pacTBopa aJIOMOTHIPHAA JIUTHS B CYXOM 3()HpE MpPH-
GaB/sIM 1O KamisiM 36 T TPeTHUHOro GYTHJIOBOIO CIHPTA, a 3aTe€M PACTBOP
0,1 moust 1,3-nmoxconana I B 20 Mar sdupa. PeakuonHy0 cMech HarpeBaIn
B TeyeHHe | u m'o6paGaTEBaNH Tak e, KAK B IPeABLYIIEM CObITe. I10oay-
YHJIH CMeCh gHactepeondoMeposn 1 : 1,5, :
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