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HOBBI CITIOCOB OJTYUYEHUSA
ITUJIOBOI'O DPHUPA 3-(4’-HUTPOPEHN.T)
TUJPA30OHA-2,3,4-TPHOKCOIIEHTAHOBOM
KHUCJIOTHBI

Bonkoesa /I.C., Poom E.B.

Paspaboman noewiti cnocob nonyuenus 3munosoo sgpupa 3-(4°-numpoge-
HUL)eUuopaszoua-2,3,4-mpuokconeHmano8ou KUciomul — yOOOH020 CUHMOHA OJis
nonyueHUs a30M@yHKYUOHATUSUPOBAHHBIX 2eMePOYUKIUYECKUX COCOUHEHUTL U
NOOMBEPICOEHO €20 CIPOEHUE MEeMOOAMU MACC-CREKMPOMEMPULL.

Knrouesvie cnosa: azocouemanue, [-ouxapoonuvivie coeounenust;, BOXKX;
macc-cnekmpomempus, TCX.

A NEW METHOD
FOR THE SYNTHESIS OF 3-(4’-NITROPHENYL)
HYDRAZONE-2,3,4-TRIOXOPENTANOIC
ACID ETHYL ESTER

Volkova D.S., Root E.V.

A new method has been developed for the preparation of 3-(4 -nitro-
phenyl)-hydrazone-2,3,4-trioxopentanoic acid ethyl ester, a convenient synton
for producing nitrogen-functionalized heterocyclic compounds, and it s struc-
ture has been proved by mass spectrometry.

Keywords: azocoupling; p-dicarbonyl compounds; HPLC,; mass-spectrom-
etry; TLC.

ITonck HOBBIX METOJIOB CHHTE3a a30T(YHKIIMOHAIN3NPOBAHHBIX COEIMHE-
HUH M TEeTEPOLMKIIOB, MPOSIBISIONINX OMOJIOTNYECKYI0 aKTUBHOCTD, SIBIISICTCS
Ba)KHOM 3aj1a4eil 17151 CHHTETHUeCKOi opranndeckoit xumun. Kiaccuaeckue me-
TOZIBI IIPSMOTO BBEACHUS a30TCoAeprKamel (PyHKIIMOHATBHON TPYTIIIEI B SAPO
TETEPOLMKIIA HE BCEI/IA OCYLECTBUMBI U3-3a OTPAHUYECHUS IPUMEHCHMS PeaK-
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Ui AeKTpoUIIBHOTO 3aMelieHust. [1oaTomMy ynoOHBIM METOIOM HOJIyYEeHUS
a30T(YHKIIMOHAIN3UPOBAHHBIX T€TEPOLMKIIOB SIBIISIOTCSA PA3IMIHbIEC IIUKIIO-
KOHJICHCAIINX C MCIOJIBb30BaHWEM B Ka4e€CTBE CHHTOHOB a30T(YHKIMOHAIH-
3UPOBAHHBIX [-IUKapOOHMIBHBIX coequHeHui [1]. ABTOpPHI [2] yKa3bIBatOT
Ha OMOJIOTHYECKYI0 aKTHMBHOCTH 3(HUPOB 3-amKuiruapa3oHoB-2,3,4-TpHok-
COAJIKAaHOBBIX KHCJIOT, KOTOpPBIE MPOSIBISIOT IPOTHBOMHUKPOOHOE NEHCTBHE B
OTHOILICHUH IITAMMOB KHIIIEUHOH nanouku Escherichia coli v 30motucToro cra-
¢bunokokka Staphylococcus aureus.

Otunossiid >¢up 3-(4’-auTpodeHnn)ruapasona-2,3,4-TpHOKCOIEHTaHOBON
KHCJIOTBI OBLII ITOJTyYeH B PE3yJIbTaTe TPEXKOMIIOHCHTHOW OJJHOPEaKTOPHON KOH-
JICHCAIIMH alleTOHA C TUATHIOKCAIATOM B MIPUCYTCTBUM THUAPUIA HATPHS U T10-
CJICYIOIINM a30COUETAHUEM C CONBI0 HUTpodeHmanazonus [3]. Ho B xoxe aToit
PEaKIMN UCTIOIb3YeTCs TT0KapOB3PBIBOOIIACHBIN PEareHT — THAPH] HaTPHSL.

MBI npejyiaraeM anbTepHaTHBHBIN, O€3011aCHBIN, HCKITFOYAIOINN HCTIONb-
30BaHME THIpPUJA HATPHUs, METOJ MOJYy4eHHUs 3TuioBoro sdupa 3-(4’-Hu-
TpodeHn)ruapazona-2,3,4-TpHOKCOTIEHTAHOBOH KHCJIOTHI, OCHOBAaHHBIN Ha
a30COYETaHNH THa30HUEBOM COTM COOTBETCTBYIOIIETO apMIIAMHHA C STHIIOBBIM
a¢upom 2,4-IMOHNIEHTAHOBOM KHCIIOTHI [cxema 1].
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Jlist 5TOro TOTOBST NMapa-HUTPO(EHUIIMA30HUN XIIOPU U3 TTapa-HUTPOa-
HUJIMHA 1 9KBUMOJISIPHOTO KOJIMYECTBA HUTPUTA HATPHS B 3-X KPATHOM M30BIT-
Ke COJITHOM KHUCIIOTHI pH Temmeparype He npessimaromieii 0°C. Iocne yero
IIPOBOJIAIT A30COUETAHHE ITOITYIEHHOTO apa-HUTPOPESHUIANA30HHUH XJIOpH/Ia C
STHIOBBIM 3(HPOM ALETHIITHPOBHHOTPATHOM KHCIIOTHI B CIUPTOBO-AIIETATHOM
OyhepHOM pacTBOpe, He AomycKas pasorpesa Boimie 0°C. 3aTeM peakInoHHYIO
Maccy pa30aBISIFOT TPEXKPATHBIM KOIWYECTBOM JIeASHON Bombl. OOpa3oBaB-
IIAICS 0CAIOK JKeNTOro IBeTa oTuiasTpoBeBatoT, Tur=130°C, 4T0 cOOTBET-
CTBYET JINTEPAaTypHBIM JaHHBIM [2, 3].

UKCTOTY ¥ HHAMBHIYaJIBHOCT MPOAyKTa poBepsuta MetogoM TCX. [l ato-
ro ucnons3oBany wiacTHHKA Mapku [ITCX-I1-B-Y®, smroeHT — rekcaH: 3Tuia-
[eTaT B COOTHOIICHNH 1:1, IPOSIBIICHUE TPOBOMIIN B YIIBTPA(QHOIETOBOM CBETE.

Jist upenTudukanuu STHIOBOTO 3dupa 3-(4’-HuTpodeHm)ruapaso-
Ha-2,3,4-TPUOKCONEHTAHOBOM KUCIOTHI UCTIOIB30BAIN MACC-CIIEKTPOMETPHIO
C MPUMEHEHHEM BBICOKOI()(PEKTUBHOM JKUIKOCTHOW Xpomarorpadun [4].

Perucrpamus macc-crieKTpa IpOBOIWIACH HA KBAJPYIIOJILHOM Ipubope
Shimadzy LC/MS-2020 ¢ kononkoit RAPTOR ARC-18 100 (mnametp 2,1 mm,
3epaucTOCTh 0,1 MM, umHA 100 MM) B H30KpaTHIECKOM PEKUME ITPH TEMIIC-
parype 35°C B TepMocTaTupyeMoi KoJoHKe. Macc-CIeKTphI 3aIChIBAIH IIPH
MIPsIMOM BBOJIEe 00pasia ¢ KoHreHTpanueil 0,02 Mr/mi B METHIIOBOM CIIHIPTE U
3ITF0ATa, TIOIaBaeMOT0 XpoMarorpadom co ckopoctsio 0,001 em?/mun. JTist o-
JIy4€HHs HHTEHCUBHOTO MHKa ObUTH IT0JJ00paHBbI CIIEIYIOIINE YCIOBHUS Macc-Jie-
TEKTHPOBAHUSL: TIOJIOKUTENbHASI M OTPHULIATENbHAS TTOJISIPU3AIIMH, HAIPSKEHHE
anekrpocnpes 6000 B, moTeHman aekiacTepu3aiiy 1 moTeHIran BBoaa — 60
B npu nasienuu rasa 3aBecs! 5,0 n/MuH ¥ rasa pacnsiienust 5,0 i/muH. na-
Na30H ckaHupoBaHus cocTasisn 20-500 [la

B macc-criexrpe striioBoro a¢upa 3-(4’-aurpodenmn)runpasona-2,3,4-Tpu-
OKCOIIEHTAHOBOI KHCIIOTBI UMEETCS] MOJIEKYJISIPHBI HOH COOTBETCTBYIOIINI
paccuntanHomy (m/z 307), u 4 ¢pparMenTa ¢ BBICOKOH HHTEHCHBHOCTBIO (IM/Z
295,279, 200, 111). OcHOBEIBasICh Ha «a30THOM TIPaBUJIC)», HEUYCTHAS MOJICKY-
JISIpHAsl Macca COCMHEHNUSI CBUACTEIBCTBYET O HAIMYIHNE HEUETHOTO KOJIMIECTBA
atoMoB a3oTa B cTpykrype. Mon (M+1) ¢ naTeHcnBHOCTBIO 14,44% OT MOJEKy-
JIIPHOTO THKA MpeoiaraeT HaJindue B MoJieKyne 13 atoMoB yrepona, 3 ato-
Ma a30Ta 1 6 aTOMOB KHCIIOPOJIa, YTO COOTBETCTBYET CTPYKTYPE MOIYIEHHOTO
coenunenus ¢ 6pyrro-popmysoii C ;H N.O, [5].

Takum 00pa3zoM IpEIOKEeH albTePHATHBHBINA CIIOCO0 MOTY4YEHHS dTHIIO-
Boro 3¢upa 3-(4’-autpodeHun)ruapazona-2,3,4-TpUOKCONICHTAHOBON KHC-
JIOTBI — YOOHOTO CHHTOHA JJIsl MOJYYEeHUs] a30T(yHKIIMOHAIU3UPOBAHHBIX
TeTePOLUKINIECKUX COSTMHEHHH.
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