VIK 547.26°118

H. B. JlaamaroBa, M. ®. HarumoBa, FO. M. CaabikoBa,

A. P. bBypuaos, C. B. Byxapos

PEAKIIUSA 3-METOKCU®EHOJIA C JUXJTOPAHT'UAPUIOM
2-3TOKCUBUHUJI®OCPOHOBOM KUCJIOTHI

Knioueswvie crosa: 3-memokcughenon, ouxnopanzuopuo 2-3moxcusunuipocgoHosot Kuciomol, Mopghoun.

B pezynbmame konoencayuu Ouxnopaneuopuoa 2-3moxKCusUHUIHOCHOoH0801 KUCIOMbL ¢ 3-MeMOKCUDEHOIOM noyUe-
i
Hbl pocghonamel pazauunozo cmpoetus. CmpyKkmypbl HOIyHeHHbIX RPOOYKIMos8 noomeepicoenst dannvimu AMP 'H,

31P, HK—C!’Z@KWIPOCKOHMM U dJIEMEeHMHO20 analusd.

Keywords: 3-methoxyphenol, 2-ethoxyvinylphosphonic acid dichloroanhydrid, morpholyne.

The condensation of 2-ethoxyvinylphosphonic acid dichloroanhydrid with 3-methoxyphenol results in the formation of
different structure phosphonates. The structures of products were confirmed by NMR 'H, 3'P, IR-spectroscopy and ele-

mental analysis.

Terepormkimueckue cucremsl 2H-6en3ole]-1,2-
okcadochopuH-3-eHpl — SBISIIOTCS  pocdopcomepxa-
IIMMA aHAJIOTAMH TeTePOLNKIMYECKON CHCTEMBI KyMa-
pUHA WIH O-XPOMEHA, CPEIH TPOU3BOJHBIX KOTOPBIX
HAMACHO MHOXKECTBO COCIMHCHUM, OTINYAIONINXCS BEI-
COKO# OMOJIOTHYECKOI aKTUBHOCTHIO [1-3].

B murepatrype mmeercss OoNbIIOe KOJIHMYECTBO
paboT, TOCBAMIEHHBIX pa3paboTKke METOJOB CHHTE3a
2H-6en30[e]-1,2-okcadocopun-3-eHOB, cpean KOTO-
PBIX OCHOBHOC MECTO 3aHUMAIOT METO/Ibl, OCHOBAHHBLIC
Ha B3aUMOJCHCTBUM (EeHMUIIEHANOKCATpUranorengpoc-
(opanoB ¢ apuinanernieHamu [4,5].

B nameit aboparopun pa3paboTaH OpUTHHAIB-
HBIi METOA CUHTE3a 2H-6en3[4,3-¢]-1,2-
okcadochoprHIHA OCHOBAaHHBIH Ha B3aUMOICHUCTBHUE
TUXJIOPAHTHIPHAIA 2-3TOKCUBHHII()OCPOHOBOH KHCIIO-
THI ¢ 3-MeTokcudenosom. [6,7].

Ha nepBoil cragum mnpoTekaeT B3aUMOJEHCTBHE
SKBUMOJIBHBIX KOJMYECTB (peHona 2 ¢ JUXJIOpaHTHUApH-
oM 1 B OeH301e B MPUCYTCTBUH TPUATHIAMUHA C 00pa-
30BaHUCM C€IHUHCTBCHHOI'O IPOAYKTa 3 ¢ KOJIMYEeCTBEH-
HBIM BBbIXOJOM, HWMCIOLICTO XUMHUYECKHUI CABUT Apa
aTtoMa Qocgopa op 26.4 M.11.

H,CO. OH H;CO.
CH
+ CH;0CH=CH-P(0)Cl, ——— =
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JlanbHeilliee HarpeBaHue XJOpUIaHTUIpuUIa 3 B
TONYOJIE B MPUCYTCTBUU TPUDTOPYKCYCHOH KHCIOTHI B
teueHuu 10 1 mpuBOoIUT K okcadochopuHy 5, 00pasyro-
memycsi u3 xyuopdochopuHa 4, KOTOPOMY B CIIEKTpE
AmpP *¥'p PEaKIMOHHON CMECH COOTBETCTBYET XMMHUE-
ckuii caBur dp 10.2 m.a. B criektpe AMP H COEIMHEHUS
5 mpHUCYTCTBYIOT CHTHANBI METOKCH-TpymIisl (3.79 M.x),
MIPOTOHOB TP ABOHHOH CBS3W B BHIIE AyOJieTa Iy0IeToB
(6.12 m.1. 1 7.34), npoTOHOB B Mema-(6.76 M.1.) U opmo-
(7.37 M.A.) TONOXKEHHUSIX apOMAaTHYECKOTO sipa B BHIIE
nyOneroB. Xumuieckuit casur sapa atoma ¢ocdopa s
coenuHeHus: 5 umeer 3Hauenue 7.0 m.ja. CTpoeHue mpo-
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JIyKTa 5 ObUIO TOATBEPKICHO NAaHHBIMH PEHTTEHOCTPYK-
TypHOro aHanusa [7].

Ilpu HarpeBanuu xjopaHruzpuzaa 3 B teueHue 3
4acoB B TOINyOJIe W TMOCITEXYIOIIEM J00aBICHUN K peak-
IMOHHOW cMecH MOp(OoJIMHA ¢ KOJMYECTBEHHBIM BBIXO-
JoM OBIT TONMy4YeH aMuf 6, MMEIOIMHA XUMHYECKHUHA
caBur siapa atoma gocdopa dp 1.0 m.a. B ciekrpe AMP

H coeauHenus: 6 npuCyTCTBYIOT CUTHAIIBI METUIICHOBBIX
TPy, CBS3aHHBIX C aToMOoM a3oTa (2.89 m.x ) B BHAC
TPHILIETa, MPOTOHOB METHJIEHOBBIX TPYII, CBA3AHHBIX C
aToMoM Kuciiopoaa (3.68 M.1.) B BUAE TPUILIETa, METOK-
cu-rpynms! (3.73 M.1), IPOTOHOB NPH ABOHHOHN CBS3H B
Buze ny6nera myosaeroB (5.89 m.a. u 6.75 m.1.), npoTo-
HOB B Mema-(6.50 m.1.) u opmo- (7.11 M.71.) MONOXKEHUAX
apoMaTh4ecKoro sjapa B Buje ayoneros. CocTaB coenu-
HeHud 3, 5 M 6 MONTBEpXKIEH NaHHBIMU 3JIEMEHTHOIO
aHanm3a.

kcnepumMeHTanbHas 4acTb

Cnekrper AMP 'H sanmcans! Ha npubope «Bruk-
er AVANCE-600» ¢ paboueit gactoroit 600 MI'11 oTHO-
CHTEJIPHO CHUTHAJIOB OCTATOYHBIX NMPOTOHOB IEUTEPHUPO-
BarHoro pacteopureis (JMCO-dg, CDCls,), crmexrpsr
AvpP S'p nonydeHsl Ha FAMP-Oypee crnexTpomerpe
«Bruker MSL-400» ¢ paboueit gactotoii 100.62 MI.
OTHOCHUTEIIFHO BHEIIHEro CcTaHmapta — 85%-Hoi
H3PO,.mpu 20 °C. UK criektpsr 3ammcansr Ha Dypbe-
cuektpomerpe Vector 22 ¢upmer Bruker B mHTepBaie
400-3800 cm™. OO6pa3isl UCCIETOBAINCEH B BHJIE dMYJIb-
°CHU B Ba3eJIMHOBOM MaclIe.

3-XJIOpaHT AP O-(3-meTokcupenn)-2-
ITOKCUBHHUI(POCHOHOBOI KUCTOTHI 3

K pactBopy 1 1 (0.0053 Mmousp) nuxiopanruapuga 2-
9TOKCUBHHMIPOCPOHOBON KHCIOTHI 1 B 25 My GeHzomna
B TOKE aproHa W IpH OXJIXKICHUH BOASHOW OaHel mpu-
karamu cMech 0.66 T (0.0053 monp) 3-mMeTokcudeHoma 2
u 0.54 1 (0.0053 Monp) TpuITHIIAMUHA B 5 MJI O€H30IA.
PeaknnoHHYI0 cMech NMPH NEPEMEIINBAHUY JTOBEIH 10
KOMHATHOM TeMIieparypbl. BelnaBliuil COISIHOKHMCIBIN
TPUSTHIAMHH OTGUIBTPOBAIY, (GMWIBTPAT yHapwid B
BakyyMme. B ocratke macioobpa3HsIii MpoayKT. Beixon
94%. Haiineno (%): C, 48.01; H, 5.16; P, 11.49; Cl,



12.77. C11H1404PCI. Berumcneno (%): C, 47.74; H,
5.06; P, 11.21; Cl, 12.84. Cnextp AMP "H (CDCls, 3,
m.a., JAm): 135(T 3 H, -CHa), 3.78 (¢, 6 H, OCH3)
397 (x8, 2 H, -OCH,), 5.14 (a.n, 1 H, CH=, JHH
13.32, *Jpn 15.86), 6.76 (1, 2 H, opmo- CHapows “Jh
8.25), 678 (c, 2 H, CHapom), 6.84 (n, 2 H, napa—
CHapoms JHH 7.93), 7.24 (r, 2 H, mema- CHapOM, JHH
8.25), 7.43 (n.n, 1H, OCH=, 3 13. 32). Cnexkrp AMP
3P (CDCly, 5, m.1): 26.4.
2H-2-ruapokcu-7-MeToKcu-2-okcodens[4,3-e]-1,2-
okcadochopuH 5

PactBop 1.37 r (0.005 momnb) 3-xmopanrugpun O-(3-
METOKCH()EHMIT)-2-3TOKCUBUHII(POCHOHOBOH  KHUCIIOTHI
3 B 10 mu ronmyona, B npucyrctBun 0.57 r (0.005 mosb)
TPUPTOPYKCYCHOI KHCIIOTHI, HATPEBAIU TPH KUIICHUU
104. PeaknoHHYIO CMeCh AOBENH JO KOMHATHOW TEM-
TepaTypsl, BEIMABIINN OeJbIi KPUCTAIUTMYECKIH 0CaI0K
OT(UIIBTPOBAIHN, MPOMBUIA 3THIOBBIM CIHPTOM U BBI-
CYIIMIN A0 NOCTOSHHOU Macchl. Beixon 87%. Ty, =158-
159°C. Haiigeno (%): C, 50.99; H, 4.14; P, 14.57.
CgHgO4P. quncneﬂo (%): C, 5094; H, 4.25; P,
14.62. Crextp AMP H (de- OAMCO, 5, MI[, Ju):
3.79 (c, 3 H, -OCHj), 6.12 (n.n, 1 H, CH=, Jhn 12.53,
*Jpn 19. 75). 6.74 (¢, 1 H, CHapon). 6.76 (1, 1 H, mema
CHapOMa JHH 8. 65) 7.34 ([l I, 1 H CH— JHH 12. 53
JPH 42.51), 7.37 ()1, 1 H opmo- CHaPOM, JHH 8.65).
WK-cniextp, (viem™): 1230 (P=0), 1553 (C=0C), 1606
(apom), 2301 (POH). Crmextp AMP ¥p (de- OMCO,
S, m.1.): 7.

2H-7-meTokcu 2-mop¢oanno-2-okcodens|4,3-e]-1,2-
okcagochopuH 6

PactBop 1.37 t (0.005 monp) 3-xmopanrumpun O-(3-
METOKCH()EHMIT)-2-3TOKCUBUHII(POCHOHOBOH  KHUCIIOTHI
3 B 10 mu G6en3zona, B mpucyrcreuu 0.57 r (0.005 moub)
TpUDTOPYKCYCHOM KHUCIIOTBI, HAIPEBAIM MPH KUIICHUU
34 B TOKe aproHa. PeaklMOHHYIO CMECh JOBEIH [0
KOMHaTHOW Temmeparypsl u godaswnu 0.44 r (0.005
MoJib) Mopdonuna. [locne nepemennBanusi peakinoH-
HOW Macchl B TEUEHHE 24 BBINABIIMK OENbIi 0camok
oT(UIBTPOBaNN, PacTBOp OEH30Ja MPOMBUIM BOJOH M
ey Hag MgSO,. Tlpu ymapuBanuu GeH3ona B

BaKyyMe€ BBINaJI OC3JI0K, KOTOpPbIA OTGHILTPOBAIU H
BBICYIIMJIM JI0 TIOCTOSHHOW Macchl. Beixom 56.5%. Ty,
=234-235°C. Haiineno (%): C, 54.99; H, 5.57; N, 2.48;
P, 10.55. C43H104NP. Brruncneno (%) C, 55.52; H,
5.69; N, 2.96; P, 11.03. Cuexrp AMP H (da- ,D,MCO
S, M.1., J/I'LJ.) 289 (1, 4 H, N-CH,, JHH 4.68), 3.68
(Zlﬂ, 1 H CH— *Jun 12 45 JpH 17 45) 643 (;[, l H
CHapom 3oy 2.46), 6.51 (g, 1 H, mema -CHapou, 3
8.40), 6.76 (a.n, 1 H, CH=, JHH 12.45, JpH 36.25),
7.11 (a, 1 H opmo- CHaPOM, JHH 8.40). Cuexrp AMP
¥P (dg- AMCO, §, m.11.): 1.0.

Paboma evinonnena ¢ pamxax peanusayuu DI
«Hayunvle u nayyno-neoazoeuyeckue Kaopvl UHHOBAYU-
onnou Poccuu 2009-2013 2.2.», eoc.konmpaxm Ne 11837
u npu @urarcogoii noodepicke PODOU (epanm 11-03-

00416-a).
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