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[TpoBeseno O-ankuanpoBaue 0-aanadeHooB
xmopuctbiM asmaoM. C Borxogom 70—90 % moury-
YeHbI aJIJTUIOBBIE 9(DUPHI 0-aLTHI(HEHOOB.

Karnuesote croea: Annundennnonnie spuUpH,
O-ankumpoBaHue, MOJUHENpeiebHble CTPYKTY-
PBI, CEJEKTHBHOCTD.

TepMudeckast meperpynnupoBKa anide-
HUJIOBBIX 3(UPOB B COOTBETCTBYIOLINE O-AJIJIUI-
(beHOTBI XOPOIIO M3BECTHA 1 MIMPOKO MCIOJIbH3Y-
ercst B opranuyeckoM cuntese '3, Tlpeacrasisier
MHTepecC MOJyYeHHe Ha UX OCHOBE AJIJINJIOBBIX
3(pupoB, KoTopble MOTIYT ObITb HCHOJIb30BaHbI
TP CO3/IJaHUM CETYATHIX MOJNMEPOB.

Mpr uzyuniu O-ankunupoBanue 2-auansde-
HOJIOB a-e XJIOPUCTBIM aJTHIOM 2 B M30TIPOTIH-
JIOBOM criupTe B mpucyTcTBun TBepzoro NaOH.

OH O— CHp— CH=CHj
CHz—CH=CH, CHy— CH=CH,
Ry +  CICH,CH=CH—>
AN R4
R2 R2
1a-e 2 3a-e

Ry= H, Ry=H (1a, 3a) Ry= H, Ry= 4-CI (1r, 3r)
Ry= H, Ry= 4-CHs (16, 36)

Ry= H, Ry= 6-CHj (18, 38)

Ry= 2-Cl, Ry= 4-Cl (1, 371)
Ry= 2-Cl, R,= 5-Cl (1e, 3e)

[lesneBbie MoOMHENpeebHbIE COEIUHEHNUS
3a-e nonyuensi ¢ Boixogamu 70—90 % (tabn. 1). B
nx I[IMP-criekTpax KoHIleBas MeTHJIeHOBasd IpyIina
AJINJIBHOTO paJiNKaja Pe30HUpPyeT B 00JacTh
5.1-5.2 M.11., a curHan aranornunoro =CH,-dpar-
MeHTa 3(PUPHOTO 3aMecTHTeNsT CABUHYT B ciraboe

Tabnuua 1

Annunnosbie adpupbl annundeHonosB (3a-e)
Ycnosuga: 1 monb annmndexHona, 1.2 monb NaOH, 3 monb 2,
5 monb nsonponunosoro cnupTa, t = 50-55 °C, dpeaxyuu = 10-12 4

Anymndenon la-e

Asmiosbiil acup ammnidenosna 3a-e

Boixon, %

OH
1a @CHTCH=CH2

3a CH,-CH=CH, 80

O—CHx-CH=CH,

OH
CHTCH: CH2
16 @
CHg

CHy-CH=CH,
36 Q 77
CH3

O—CH,-CH=CH,

OH
18 CH,—@—CHZ—CHchZ

3B

O—CHy-CH=CH,
CH3 CHyp-CH=CH, 70

OH
CHp-CH=CH,
ir
Cl

O—CH,-CH=CH,

CHy-CH=CH,
72

Cl

Cl CH-CH=CH
31 = 2 88
Cl

1e CH,-CH=CH,

OH
Cl CHz—CH= CH2
1
Cl
OH
Cl

3e

O—CHy-CH=CH,

Cl CH2— CH= CH2 77
Cl
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mosie 5.3—5.6 M.1. B Macc-cnekrpax asimioBbIX
3¢upoB 3a-e IPUCYTCTBYIOT MOJIEKYJISIPHbIE HOHDI,
OJTHAKO, HAMOOJIBIIYI0 HHTEHCHBHOCTD NMEET OCKO-
JIOYHBIIl KaTHOH C TIOJIOKUTEJIbHBIM 3aps/ioM Ha
KHCJI0pojie, 06pa3oBaBIIMIiCS 3a CUeT MOTepH al-
JIMIIBHOM Tpyminbl 13 acupHoii vactu (taba. 2).

B M3y4YeHHBIX YCIOBHSX HMeET MeCTO MpaK-
THYECKH II0JIHAasl KOHBepcusl peareHTos fa-e. 3a-

MECTUTETN B aPOMATHYECKOM KOJIbIE MCXOHBIX
(penosoB 1a-e Ha BbIXO TIEneBLIX a(puUpoB 3a-e

CyIIECTBEHHOI'O BJIMAHUA HE OKa3bIBAIOT. B to

JKe

BpeMst TIpH 1ipoBe/ieHn O-aJKUINPOBAHUS B YCJIO-
BUSAX MeK(Da3HOro Karajinsa B CIydae XJIOPIPOu3-
BOJIHBIX 16, 8, € BBIXO/I 1IeJIEBBIX MTPOIYKTOB 30,8, e

He TipeBbiman 50% mpu KonBepcun MeHee 70%.

Tabnuua 2
XapakTepucTuka Nosy4yeHHbIX coeAuHeHuin (3a-e)
IIpomykTbl [IMP-criexktp . o
e Trun (CDCL,, 5, M) Macc-cniektp m/e, (Iyy, %)
1 2 3 4
174 M*(19)
3.4 — 3.6 (1, 2H, -CHy),
4.5 — 4.7 (m, 2H, O-CH,"), 2N Cry-Cl=cH
goec | 5-1—5.2(u 2H, =CH,), CHmCii=cih \ I ’ ’
3a (4 ) 5.3 — 5.6 (m, 2H, O-CH,- 133.26), 15 @),
CH=CH,),
6.0 — 6.2 (M, 1H, -CH=), N . &
6.8 — 7.3 (m, 4H, Ph) OCHZCHZ @m O
105 (23), 91 (9), X7 77(16)
188 M* (14)
O—CHy-CH=CH, =CH o)
2.3 — 2.5 (¢, 3H, CHy), + T
3.3 —3.6 (1, 2H, -CHy"), i CHr Gi=Ch, O CH =l
4.2 — 4.6 (1, 2H, O-CH,), X 173(5), 193), 14727,
95-97 °C | 5.0 — 5.2 (M, 2H, =CH,), e o
3 @) | 53-560m 2H, O-CHy | [ awt _
CH=CH,),
5.9 —-6.3 (M, 1H, -CH=), 132(8), . 119(15), 103 (5),
6.8 — 7.3 (M, 2H, Ph). OCHZ @
a@). N 7@
208 M* (16)
)
¢
CH,-CH=CH, [ CHy-CH=CH, CHy-CH,
3.3 — 3.5 (1, 2H, -CHy), S
4.5 — 4.6 (M, 2H, O-CH,-),
135—137 °C 51—-52 ( M, 2H, :CHz), Cl 167 (15), Cl 154 (3), Cl 141 (11),
3r (12mm) | 5.3 —5.6 (M, 2H, O-CH, g
co. G%P(I;C%),_CH:) @»CHQCHCHz -~ T~ CHa CH=CH, @»CHréHz
6.7 —7.3 (M, Sh, Ph) ’ 132 (14), \ 115 (4), 103 (22),
Jo Q)
89 (2), N a3
242 M* (10),
0
¢
Cl CHy-CH=CH, Cl—# CH,-CH=CH,
3.4 — 3.6 (n, 2H, -CHy), |
4.4 — 4.7 (¢, 2H, O-CH,-),
ol 90 =52 (v, 2H, =CHy), Cr o 20127), Ca188(7),
119-120°C| 52 — 5.5 (M, 2H, O-CHy-
31 (5 Mm) CH=CH,) 0 O—CH,~CH=CH,
5.8 — 6.0 (M, 1H, -CH=), e N
6.1- 6.3 (, 11, O-ClI, R T B i
CH= X
717 4?11 )2H Ph) 166 (20), 131 (18),
@CHCH
102 (18)
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MpopnonxeHue Tabn. 2

CH=CH,),
5.8 — 6.2 (M, 1H, -CH=),
6.9 — 7.3 (M, 2H, Ph)

1 2 3 4
242 M* (10),
o}
Cl CH,-CH=CH, Cl ¢ CH~CH=CH,
3.4 — 3.6 (n, 2H, -CH,-), X
4.4 — 4.7 (¢, 2H, O-CH,-),
5.0 — 5.2 (m, 2H, =CH,), Cl 20127, cl 188 (7),
119-120 °C| 52 — 5.5 (M, 2H, O-CH,-
31 (5 Mm) CH=CH,) 0 O—CH,-CH=CH,
5.8—6.0 (v, 1H, -CH=), | CHCHeCH, (PN
6.1- 6.3 (M, 1H, O-CHy | |
CH=) CcH X
7.1 — 7.4 (g, 2H, Ph) T 166020), 131 18),
@CH=6H
102 (18)
242 M* (3)
6]
ot Cen—
Cl CH,-CH=CH, ‘ CH,-CH=CH,
3.5 — 3.7 (M, 2H, -CH,), o X Cl
4.4 — 4.6 (M, 2H, O-CH,), 201 (28), 188 (9),
117—118 °C| 5.0 — 5.2 (M, 2H, =CH,),
3e (4 vvt) 5.3 —=5.5 (M, 2H, O-CHy O—CH,-CH=CH,

= C+
\
A

Cl\@:CHZ’éHZ
Cl

175 (28),

.
OCHCH

102 (17)

131 (14),

[TonyuenHble 1 OuMIIEHHBIE TTOJMHEIPE/1e/Ib-
Hble CTPYKTYPbI 3a-e MOryT ObITb C yCIIEXOM HC-
MOJIb30BAHBI B CHHTe3€ KapOo- 1 TeTePOINKIOB 1
JUISL CTPYKTYPUPOBaHUS MOJUMEPHBIX MaTepua-
JIOB U BOJIOKOH.

3Kcnepumenma.nbuaﬂ yacmo

XpomaTorpadpmdeckuii aHAJIN3 TPOYKTOB pe-
aKIK BBINOJIHSIN Ha xpoMaTorpade «Chrom-5»
C TJAMEHHO-MOHU3AIMOHHBIM [[eTEKTOPOM, KO-
Jionka u3 Hep:kasetonieit crasu 1000 x SmMM, B Ka-
YecTBe HETO/[BIKHON JKIIAKON (hasbl NCIOJIb30Ba-
;1) 5% SE-30 na nocurene Chromaton N-AW;
2) CKT®B-803 na xpomarone N-AW-DMCS,
raz-Hocutesb — asor. Crexrpst IMP 'H peruct-
pupoBann Ha cuexkTpoMmerpe «Bruker AM-300»
(300.3 MTI'). XuMu4ecKue CABUTH IIPUBEIEHBI
B mKkane § (M.x1.) orHocutesbHo TMC Kak BHYT-
pentero cranjapra. Pacmmdposky AMP-crext-
POB TPOBOJAWUIM C TOMOMIBIO TIPOTPAMMBbI
ACDFull. Xpomaromacc-crekTpoMeTpudecKuit
aHaJIN3 TPOBOANIN Ha coBMeleHHoM ¢ IBM xpo-
Maromacc-crekrpomerpe «HP-5839» ¢ macc-ce-
JIEKTUBHBIM JeTekTopoM HP-3972A, crekiasiHHOMI
KaIlWISIPHOIT KOJIOHKOM iinHoi 30 M, 5% (eHn-
Merniacuankona va HP-5.
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Aanunosvie a¢hupvt arauacpenonoe (3a-e).
B uerbipexropiyio Kosi0y, CHAGKEHHYIO MeIaJl-
KO ¢ THIPO3aTBOPOM, OOPATHBIM XOJIOAMJIbHU-
KOM, KalleJbHOH BOPOHKOH M TepMOMETpPOM, 3ar-
py:xkamu 15 MoJib M30MponuaoBoro crnupra, 1.2
mMosib NaOH u 1 Mosb coorBercTBYIOIIEro heHo-
ga. [Monyuenune denongra varpus Beau npu 40—
50 °C 1 MHTEHCHUBHOM TEepeMeNTNBAHNN B TeUEeHHE
1 4. 3aTeM K MOTyYeHHOMY pacTBOpy B TedeHue 1
Y TIPUKAIBIBAIN 3 MOJIb XJIOPUCTOTO aJIIUIa TPH
temmeparype 50—55 °C 1pu OCTOSTHHOM TiepeMe-
nmBanuu. Peakmmio Benn 10—12 u.

[Ipr oxkoHYAHWHM peaKIUHW PEaKINOHHYIO
mMaccy oxyaskaann 10 20—25 °C u otpuabTpOBbI-
By o6pasyionuiics xjaopua Hatpust. M3 dpuabt-
para ynapuBaju M30BITOK XJOPHUCTOTO aJIuJa
1 M30MPOIUIOBOTO CIIMPTA, OCTATOK T€PETOHSIN
B BakyyMe (Ta6m. 2).
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