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CuHTe3 u ngeHtncpukauma 1,1,3,3-tetpa-[1,2-gurngpo-
1,5-aumeTnn-2-cheHunn-3-okconupasonjnponaHa
© [.B. babapeeB*, E.A. CTtporaHoBa**

*KasaHckun pepepaneHbii yHUBepcuTeT, r. KasaHb, Poccuiickaa ®epepauus
**OpeHbyprcknii rocyaapcTBeHHbIn yHuBepeuteT, r. OpeHbypr, Poccuinckas depepaums

Pe3stome: [lupa3osnbHbie npou3eodHbie rnpedcmasnsom MPakmu4yecKyo UeHHOCMb Kak aHaiumu4yeckue
peazeHmbl, Kpacsuwue U JieKkapCmeeHHble eseujecmea. MseecmHo, 4ymo 1,2-Oueaudpo-1,5-dumemun-2-
eHunnupason-3H-oH (aHmunupuH) u e2o budeHmamHbie MPOU3BOOHbIE SB/ISTHMCS XOPOWUMU aHaumu-
YeckUMU peazeHmamu Ha uoHbl d-memannos (Cd*, Fe**, sc, Ti**, zn*, Co® u dp.). MposieneHue xena-
mupyroweli crnocobHoOCmMuU OmMKpbI8aem 803MOXHOCMb UCMOMb308aHuUsi 6u-, mpu- u mempadeHmamHbiX
pou38oOHbIX aHMuUMNUpUHa 8 Kayecmee opeaHu4Yyeckux fu2aHdo8 npu CUHMe3e Memarssioop2aHu4ecKux
KOOPOUHaUUOHHBIX 10/IUMepos8, Ymo 0bycrioenueaem akmyalslbHOCMb CUHmMe3sa psida HO8bix mempadeH-
mamHbIx npou3eodHbix 1,2-0uaudpo-1,5-0umemurn-2-peHunnupason-3H-oHa. Llenbio Hacmosiweld pabomsi
senanuUcb, cuHme3 u udeHmucgbukayusi Hoeozo esewiecmsa — 1,1,3,3-mempa-[1,2-0uaudpo-1,5-dumemun-2-
geHurn-3-okconupasosjnponaHa (mempaaHmunupusnnponaHa). B xo0e pabombi nposedeH 0630p cywecm-
8yrOWUX MemoOuK CuHme3a [POU3BOOHbIX aHMuMupuHa, [MOJy4YEeHHbIX ymeM  KoHOeHcauyuu
1,2-0ueudpo-1,5-0umemun-2-cbeHun-3H-nupason-3-oHa ¢ anbdeaudamu anughamuyecKkoeo U apomMamuye-
cKkoeo psida. OmpabomaHa MemodOukKa rosly4eHUsT U O4UCMKU HOB020, He OfucaHHO20 8 fiumepamype co-
eduHeHuss — 1,1,3,3-mempa-[1,2-0ueudpo-1,5-0umemur-2-gheHurn-3-okconupasonjnponaHa, Mo peakyuu
31eKMpPogUIIbHO20 3aMeu,eHuUs 8 apoOMamu4eCcKOM KOJIbUe OKCOMUpa3obHO20 2emepouyukria npomoHuUpo-
g8aHHOU ¢hopmbl nponaHOuans (ManoHo8o2o duansdeauda) ¢ ebixodom 17,1%. CoeduHeHue npedcmasnisem
cobol Kpucmarnnudyeckoe sewecmeo 6es1020 ygema, Xopowo pacmeopuMoe 8 0p2aHUYeCKUX MOMSIPHbIX U
HernossApHbIX pacmeopumerisix, HO He pacmeopumoe 8 gode. Yucmomy nepekpucmannu3o8aHHO20 Mpo-
Oykma cuHme3sa rnoomeep:>x0asnu rnymem udMepeHuUsi memrepamypbl raasrieHusi u rnpoeedeHusi Ka4ecmeeH-
HOU peakyuu C HUMPUMOM Hampusi Ha OOHapyXeHue He3aMeWw,eHHO20 OKCOMupa3osibHO20 Uuknia cyb-
cmpama peakuyuu. Cmpykmypy 1,1,3,3-mempa-[1,2-Ouaudpo-1,5-dumemun-2-¢beHur-3-okconupa3son]npo-
rnaHa ycmaHasnusanu Mmemodamu Macc-CrekmpoMempuu U CreKmpoCcKonuu KoMbUHayUOHHO20 pacCcesiHUs.

Knroyeebie cnoea:. aHmunupuH,l,1,3,3-mempa-[1,2-0uaudpo-1,5-0umemunrn-2-gpeHur-3-oKkconupasonjnpo-
rnaH, mempaaHmunupunanKkaHbl, Macc-criekmp, criekmp KoMOUHayUOHHO20 paccesiHus
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Synthesis and identification of 1,1,3,3-tetra-[1,2-dihydro-
1,5-dimethyl-2-phenyl-3-oxopyrazole]propane
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Abstract: Pyrazole derivatives are of practical value as analytical reagents, dyes and medicinal substances.
It is known that 1,2-dihydro-1,5-dimethyl-2-phenylpyrazol-3H-one (antizpyrinez) and its bidentate derivatives
are good analytical reagents for d-metal ions (Cd**, Fe*", Sc**, Ti**, Zn*", Co™", etc.). The chelating ability of
bi-, tri- and tetradentate antipyrine derivatives make them promising organic ligands for the synthesis of or-
ganometallic coordination polymers. Therefore, synthesis of new tetradentate derivatives of 1,2-dihydro-1,5-
dimethyl-2-phenyl-3Hpyrazole-one seems to be a highly relevant research task. The aim of this work was to
synthesize and study a new substance — 1,1,3,3-tetra-[1,2-dihydro-1,5-dimethyl-2-phenyl-3-oxopyrazole]pro-
pane (tetraantipyryl-propane). A review of existing methods for the synthesis of antipyrine derivatives
through condensation of 1,2-dihydro-1,5-dimethyl-2-phenyl-3H-pyrazol-3-one with aliphatic and aromatic al-
dehydes was carried out. A method was developed for the preparation and purification of 1,1,3,3-tetra-[1,2-
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dihydro-1,5-dimethyl-2-phenyl-3-oxopyrazole]propane by the reaction of electrophilic substitution of the pro-
tonated form of propandial (malonic dialdehyde) in the aromatic ring of the oxopyrazole heterocycle with a
yield of 17.1%. The resulting compound is a white crystalline substance, readily soluble in organic polar and
non-polar solvents, but insoluble in water. The purity of the recrystallized synthesis product was confirmed by
measuring its melting point and conducting a qualitative reaction with sodium nitrite to detect an unsubstitu-
ted oxopyrazole cycle in the reaction substrate. The structure of 1,1,3,3-tetra-[1,2-dihydro-1,5-dimethyl-2-
phenyl-3-oxopyrazole]propane was established by mass spectrometry and Raman spectroscopy.

Keywords: antipyrine, 1,1,4,4-tetra-[1,2-dihydro-1,5-dimethyl-2-phenyl-3-oxopyrazole]propane, tetraantipy-
rylalkanes, mass spectrum, Raman spectrum
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BBEOEHUE

Vicnonb3oBaHne NMpa3osfioHOBbLIX MPOU3BOOHbIX
B pOnu aHanmuTUYeCKUX peareHToB BrnepBble Obio
paccMOTPEHO B COPOKOBbIX rogax NpoLuoro crone-
Tma C.W. lN'yceBbim, .M. Kopenmarom, [1.1. Pabuu-
koBbiM, a no3gHee A.K. babko, A.U. Bycesbim, E.
Cyno v gpyrumu. Mocne 1950 r. Hayanocb M3y4de-
HVMe peakuuin KomnnekcoobpasoBaHus, Obinn npea-
noxeHbl cnocobbl n3bMpaTenbHOro BblAENeHUs
WMOHOB METaroB M KOHLEHTPUPOBAHUS MUKPO3re-
MeHTOB. PaboTbl Mo aKkcTpakumm MOHOB MeTansnoB
OEMOHCTPUPYIOT 3dEKTUBHOCTE NMPUMEHEHNS OK-
COMMPa30sIOHOBLIX MPOM3BOAHBIX B KauyeCTBE 3KC-
TPareHTOB MOHOB MEpPEXOHbIX MEeTansoB, a Takke
peakux K paccesiHHbIX anemeHToB [1-12]. Kpome
TOro, NPOM3BOAHbIE MUPA30fIOHA HETOKCUMYHBI, YTO
obycrnoBnuBaeT akTyanbHOCTb WX MPUMEHEHUS B
KayecTBe peareHTOB M UMMPErHUPOBaHUA C Lie-
Nbl0 MOMNyYeHMs M3bupartenbHbIX COpOeHTOB, Mpu-
MEHSIEMbIX B 3KOMOTMYHbIX TEXHOMOMMYECKUX CXe-
Max KOHLIEHTPMPOBaHUS WMOHOB METasnsoB M3 MNpo-
MbILLUSIEHHBIX CTOKOB MIW pacTBOPOB ruapomeTarn-
nypruyeckon nepepaboTkn pya U LUNAKOB LIBETHON
meTannypruu [13, 14].

MupasonbHbie NPON3BOAHLIE MMEKT LIEHHOCTb U
Kak nekapCTBeHHble BeLlecTBa, YTO noaTBepxaaeT-
ca BMOXMMUYECKMMU NCCnegoBaHUsMMU, NPOOoIIKa-
owmmMmcs n cerogHs [15-20].

HecmoTpss Ha Gonblwon ob6bem HaKoMfEHHOro
TEOPETUYECKOrO U MPaKTUYeCcKoro Matepuana B 06-
nactu NpOM3BOLHbIX MUPA30SIOHa, XMMUSA TeTpaaH-
TUNMpUnankaHoB octaeTcs cnabo maydeHHown. [Mo-
3TOMY nepeq aBTopaMu HacTosILLEeN cTaTbM cTosNa
3agada oTpaboTkM MeToaMK MOoSyvyeHust psiga Ho-
BblX, HE OMUCaHHbIX B NUTepaType NPOU3BOAHbIX
aHTMNUPMHA C Uenbilo NocreaylLlero nccnegosa-
HUS UX 3KCTPAKLMOHHbIX CMOCOOHOCTEN.

OKCNEPUMEHTAJIbHAA YACTb

CwvHTe3 TeTpageHTaTHbIX NPOM3BOAHLIX anuda-
Tnyeckoro psga  1,2-gurngpo-1,5-gumetun-2-ce-
HUN-3-NMpas3orioHa (ganee aHTUMMPUHA) OCYLLLECTB-
nseTca nyTem KOHAEHCauuMnm aHTUMNVMpuHa C anbge-
rMAOM MO MEXaHU3My 3neKTpounbHOro 3amelle-

HUSA B apoOMaTU4eCKOM KorbLe retepounkna. B cun-
Te3e NPOM3BOAHOIO WUCMOMb30Banu peakTuBbl KBa-
nudukauum X.4. Npou3BOACTBa KomnaHum Merck
(CepmaHus).

O6pasoBaHMe akTVBHbIX LEHTPOB Ha yrrepoaax
anbaorpynnel NPOUCXOAMT NPU BBEOEHUN B peakum-
OHHYI0 cpefly MnHepanbHon kncnoTol. KoHaeHcauus
npoeBoaunack Npu HarpeesaHun B TedeHue 2-3 4. B
KayecTBe UCXOAHbLIX peareHTOB MCMonb3oBanu Mme-
TUNOBbLIN AnaueTanb nponaHanans (MeTUnoBbIN
anaueTtanb MaroHOBOro anbernga), aHTUMNUPUH,
CONSHYI0 KUCIOTY U pacTBOp aMmmuaka. KonmyecTtso
1,1,3,3-teTpa-[1,2-anrngpo-1,5-gumeTnn-2-dpeHnn-
3-okconupasonnponaHa (ganee — TeTpaaHTUNU-
punnponaH) paccuMTbiBanM u3 nNpeanonoxeHnst
NMOSMIHOW KOHAEHCALUUW aHTUMMPUHA C guanbaeru-
AoM. MonbHOe COOTHOLWEHWEe nponaHauans n aHTu-
nupuHa — 1:4.

MarnoHoBbI anbgerng fobaenanu K MNogkuc-
NeHHOMY pacTBOpYy aHTUNMpuHa (5 r aHTUNMpUHa Ha
50 mn  congHon kucrnotbl 0,5 wmonb/n). Cmecb
HarpeBanu Ha BogsiHon 6aHe npu 80-90 °C B Teve-
Hue 2-3 4. Cxema npoTekarLero npowuecca npvee-
AeHa Ha puc. 1.

lMocne HarpeBa cmecb pas3baBnanu QUCTUNNU-
poBaHHOW BoAow un gobaensnu 25%-n pactBop am-
MUaka A0 HeuTparnbHOW peakumn cpefbl Ang oca-
XOEHMS  NPOAYKTOB  KOHAeHcauuu. Bbinaswun
amMmopdHbI ocagok 6enoro useTa oTUNbTPOBLIBA-
nn Ha BOpOHKe BroxHepa u cywmnu. Nocne cyiuku
NPoBOAMMY NepekpucTannusaumo 13 ataHona. Npu
unbTpaumm BelecTBo obpasyeT Ha punbTpe TOH-
Kyl0 nepenuBaroLLyoca MNMeHKy, nocrne BbiCyllMBa-
HUs1 NnpuobpeTaeT opmMy Oenbix UronbyaTbiX Kpu-
ctannoB. Bbixog nepekpuctannn3oBaHHOro Npogyk-
Ta coctaBun 17,1%. MNMpoayKT CuHTE3a pacTBOpPMM B
crnupTe, He pacTBOpUM B Bode W aueToHe. UHTep-
Ban TemnepaTyp NNaBfeHusi, onpegefieHHbIX Ha
npubope XKykosa, coctaBun ot 244 0o 246 °C.

Ctpyktypy 1,1,3,3-TeTpa-[1,2-gurngpo-1,5-au-
MeTun-2-ceHnn-3-okco-nupasonjnponaHa ycraHas-
nveBann MeTodaMuM MacC-CMeKTPOMETPUM U Cnek-
TpocKonun KoMBUHaUMOHHOro paccesaHus (KP).
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Fig. 1. Interaction of malonic aldehyde and antipyrine in an acidic environment

Macc-cnekTpbl 3anucaHbl Ha KBagpynofbHOM
BPEMSNPONIETHOM MaccC-CMeKTPOMeTpe CBEpPXBbICO-
Koro paspeweHuna Maxisimpact HD (Bruker Dalton-
ics). Obpasey, 6bin pactBopeH B JMCO n pasbas-
neH auetoHuTpurom B cooTHoweHun 1 k 80. o
pe3ynbTataM Macc-CrneKTpOMeTpMM HamgeHo, m/z:
789,3865 [M+H]", 811,3668 [M+Na]". C,7Hs3NgO,.
Macc-cnekTp Bbl4uMcneHo, m/z, — 788,3799.

Cnektp KP BelyecTBa 3anncaH Ha CNeKTpoOMeTpe
RamMicsM532 (umdpposont Mukpockon OlympusCX-
41 ¢ KP-ananusatopom EnSpectrR532 ScientificEdi-
tion). Mo pesynbTatam aHanu3a KP-crnekTpa ycTaHoB-
NEeHO NpUCYTCTBME CreayrolmX MOroc paccesHus,
V,CM
3068 (m)V(C'H)-N-subStituted Pyrazolones
2990 (W) V(C-H)crz-,

2922 (M) Vasym(C-H).chz-,
2900 (M) Veym(C-H)-che-,
1655(W) V(C=O)Pyrazoloney
1621 (m) V(C=C)Pyrazoloney
1600 (s) v(-C=C-)ar,

1495 (W) o 3-subst. Ring vibs
1452 (W) O 4-subst. Ring vibs
1403 (W) o N-alkyl subst. Ring vibs
1334 (m) v(Ca—N),

1308 (m) v(Ca—N),

double 1174,

1175 (W) V(CR_Ntret)PyrazoIoney
1097 (W) 6rocking(_cH.’s‘)N(PyrazoIone)y
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1021 (W) 6rocking(C_C)a
999 (s) v(C-C),

835 (W) 6outofplane(C_H)An
64l(m) 6inplane(C_H)Ar-

OBCYXOEHUE PE3YJIIbTATOB
MpoussogHble 1,2-gurnapo-1,5-gaumetnn-2-ce-
HWUN-3-NupasonioHa obpasylTca No peakuun anek-
TPOMPUNBHOrO 3amMeLleHnss B NMMPa3OnioHOBbIA LIMKN
KaTMOHOB auumnusi.
YcTaHOBNEHNE CTPYKTYPbl OYMLLEHHOTO MPOAYK-
Ta CWHTEe3a MnpoBOAWUNOCH MpU MOMOLWM Macc-
cnekTpomeTpun u cnektpockonum KP. Habniopae-
MblE€ B Macc-CreKkTpe MuKM MPOTOHUPOBAHHOIO MO-
nekynspHoro noHa [M+H]" (m/z = 789,3865) n ag-
AyKTa ¢ kKaToHoM HaTpus [M+Na]" (m/z = 811,3668)
COBMaJalT C pacHETHbIMU AaHHBbIMU, MOJTYYEHHBIMU
npu I'IOMOLIJ,VI naketa mnporpaMm ChemOffice
m/Z[M + H+ = 789,3877; m/Z[M + Naj+ — 811,3696
(puc. 2). VHTeHcMBHOCTb NnKoBs [M+1+H]", [M+2+H]+
M T.A. obycroBneHa Bknagom wmsoTtoroB °C, N,
Y0 n orBeuaert pacyeTHbIM AaHHbIM: m/z: 789,3877

(100,0%); 790,3910 (50,8%); 790,3847 (3,0%);
791,3944  (12,6%). Cepua  unsoTonoB  Ans
[M+Na]'(m/z): 811,3696 (100,0%); 812,3730

(50,8%); 813,3763 (12,6%); 814,3667 (3,0%). 310
noAaTBepxAaeT MOoNyyYyeHve UeneBoro npogykra -
1,1,3,3-tetpa-[1,2-aurugpo-1,5-gumeTnn-2-deHunn-
3-okconupason]nponaHa.
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Puc. 2. Macc-cnekTp KOMMNeKcoB MonekynapHbix noHos [M+H]", [M+Na]*

Fig. 2. Mass spectrum of molecular ions complexes [M+H]", [M+Na]*

YuuTbiBas, 4TO MepekpucTannMsauui Belle-
CTBa OCYLLECTBNANM U3 pacTBOpa 3TMUITOBOrO Chuvp-
Ta, a TaKkke NMPUHMMas BO BHUMaHWE BO3MOXHOCTb
obpa3zoBaHusa eHonbHbIX hopm (puc. 3), Heobxoau-
MO ObINO yCTaHOBUTbL (hOpMY HaxoXAeHus Belle-
CTBa B npopykTe kpuctannusauuun. Metogom cnek-
Tpockonun KP 6bino onpeaeneHo, 4to Habop nonoc
COOTBETCTBYET pPaMaHOBCKMM COBWIaM XapakTepwu-
cTudeckux rpynn (6eH3onbHOro Kombua, NMpasono-
HOBOroO KOMbLA, anudartuyeckon Lenu), npu 3Tom
BELLECTBO HAXOAUTCH WCKIIOYUTENbHO B  KETO-
dopme. OtcytcTBMe Ha pamaH-cnektpe 1,1,3,3-
TeTpa-[1,2-gurnapo-1,5-gumeTunn-2-peHnn-3-okco-
nupason]npornaHa nonoc He3NacTUYHOrO PacCesHNSA
(POTOHOB, XapakTepHbIX ANA KaTMOHOB UMUHMA() B
obnactu 2700-2330 cM™, a Takke EHOMSTHbIX

rpynn (II) B obnactn 1635-1615 cm™, cBugeTenb-
CTBYET O HaxOXOEHUWN BeLlecTBa UCKITHOYUTENBHO B
keTo-dopme (puc. 4).

Puc. 3. Cxema KeTO-eHOIMbHOWM TayToMepu MMpa3onoHOBOro
umkna

Fig. 3. Keto-enol tautomerism of the Pyrazolone Cycle
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Puc. 4. Paman-cnekTp 1,1,3,3-teTpa-[1,2-gurngpo-1,5-gumetmn-2-gpeHnn-3-okconmpasonnponaHa

Fig. 4. Raman spectrum of 1,1,3,3-tetra-[1,2-dihydro-1,5-dimetil-2-phenyl-3-oxopyrazole]propane

3AKIIOYEHUE

Takum obpasom, B Xxoe MccnenoBaHus ycneLw-
HO NpoBedeHbl CUHTE3 HOBOr0 TeTpageHTaTHOro
npousBogHoro aHtunupuHa —1,1,3,3-teTpa-[1,2-au-
rmapo-1,5-aumeTnn-2-geHnn-3-okconmpason]oyra-
Ha, ero OYucTKa M BbldeNeHne B YCTONYMBOW Kpu-

ctannuyeckon dopme ¢ Bbixogom 17,1%. MeTona-
MW Macc-CMeKTPOMETPUM U CMEKTPOCKOMNUN KOMOU-
HaLMOHHOrO paccesiHna nposegeHa waeHTUdUKa-
UM CTPYKTYpbl M BbiBreHa ¢opmMa HaxoxaeHus
npoaykTa CuHTesa.

XUMUYECKUE HAYKWU / CHEMICAL SCIENCES 389




Babadeee [.B., CmpozaHoea E.A. Cunme3 u uéeHmucdbukayusi ...
Babadeev D.V., Stroganova E.A. Synthesis and identification ...

BUBJIMOrPA®UYECKUA CMTUCOK

1. Elattar K.M, Fadda A.A. Chemistry of antipy-
rine // Synthetic Communications. 2016. Vol. 46.
Issue 19. P. 1567—-1594. https://doi.org/10.1080/003
97911.2016.1211703

2. [Dertée M.W., AnunknHa E.H. ®usuko-
XUMUYECKME CBOWCTBA aHTUMMPUHA U €ro npous-
BOAHbIX: MOHorpadusa. MNepmb: UN3p-8o NMepmckoro
rocygapctBeHHoro yHmsepcuteTa, 2009.174 c.

3. dertés M.U., Anukuna E.H., NopowwuHa H.B.
OKCTpaKLMOHHbIE BO3MOXHOCTU HOBLIX paccrnavBa-
owmxcst cuctem 6e3 opraHM4YecKkoro pactsopuTens
/I BecTtHuk Tllepmckoro yHuepcuteTa.Cepusi: Xu-
musa. 2011. N 1 (1). C. 51-59.

4. Netpos b.U., KanutknH K.B., Hasmeuesa K.A.
OkcTpakumMoHHasa cuctema 6e3 opraHM4eckoro pac-
TBOpUTENSI BOAA — aHTUNUPWH — Cynbdocanuuuno-
Bassi kucnota // WsBectua Antamnckoro rocygap-
cTBeHHoro yHuBepcuteTa. 2013. N 3-2 (79). C. 198-
208.https://doi.org/10.14258/izvasu(2013)3.2-42

5. Petrov BI, Lesnov AE, Denisova SA. Phase
and extraction equilibriums in aqueous segregable
systems with protolytic interaction // Journal of Ana-
Iytical Chemistry. 2015. Vol. 70. Issue 6. P. 647—
660. https://doi.org/10.1134/S1061934815040140

6. Oenncosa C.A., JlecHoB A.E., lNeTpos B.U.
OKCTpaKuMsA UMPKOHMSA  OUAHTUMMPUIIMETAHOM U
OVNaHTUMUPUITENTAHOM B 3KCTPaKUMOHHBIX CUCTE-
Max pasnuyHoro Tuna // N3Bectua Antamnckoro ro-
cynapcTtBeHHoro yHmeepcuteta. 2014. N 3-1 (79).
C. 177-181. https://doi.org/10.14258/izvasu(2014)3.
1-32

7. TemepeB C.B., CtaHkeBny O.B. OkcTpakuus
BELLECTB pacnnaBaMy NUpasosioHUs NX XJNIOPULHbIX
pacTteopoB // N3BecTns AnTanckoro rocygapcTBeH-
Horo yHusepcuTeTa. 2013. N 3-1 (79). C. 175-182.

8. JlormHoea O.b., Temepes C.B. lNpumeHeHne
HOBbIX paccnanBaLUXCS CUCTEM C NMPOU3BOAHBLIMU
nupasofioHa Ans  M3BMEYEeHUs U onpefeneHus
WOHOB Meau, CBMHLUA, KagMus U LUMHKa U3 BOOHbIX
pacTtBopoB // N3BecTnst ANTanckoro rocygapcTBeH-
Horo yHuBepcuteTa. 2011. N 3-1 (71). C. 126-129.

9. NormHoea O.B., TemepeB C.B. OcobeHHOCTU
N3BNEYEHNS NOHOB MeaMW, CBUHLA KaaMUsi U LMHKa U3
BOOHbIX PaCTBOPOB MPOU3BOAHBIMM MUPA30SioHa C
nocneayroLwmm onpeaeneHnemM UHCTPYMEHTarbHbIMU
mMeTogamu // issectust AnTamckoro rocyaapCTBEHHOro
yHuBepcuteTa. 2012. N 3-2 (75). C. 132-137.

10. Oderrée M.W., Anukuna E.H., AMungxaHoB
A.A., Tlonoa O.P. PaccnauBatoLinecsi cuUcTembl
0e3 opraHM4eckoro pacTBOPUTENS — HOBbLIV TUM 3KC-
TPaKLUM MakKpo- U MUKPOKOSIMYECTB MOHOB MeTar-
nos // Joknagpl Akagemun Hayk Pecnybnuku Ta-
DxmkuctaH. 2012. T. 55. N 8. C. 664—668.

11. Herrée M.U., KOmuHoBa A.A., Amuoxa-
HoB A.A., MakcumoB A.C. PaccnauBatowmecsa cu-
CTEMbl aHTUNNPUHA, CyNb(OoCanUUUNOBON KACNOTHI,

390 XUMMNYECKUE HAYKWU / CHEMICAL SCIENCES

cynbdarta HaTpus 1 Boabl AMsi M3BMEYEHUS MaKpo-
KOnM4ecTB MOHOB MeTannos // [oknagbl Akagemuu
Hayk Pecnybnuvkm TapkukuctaH. 2014. T. 57. N 4.
C. 315-320.

12. 3abonoTtHbix C.A., XenHuna B.O., deHunco-
Ba C.A., EnoxoB A.M., JlecHoB A.E. Acnonb3oBaHue
paccnavBaoLLenca CUCTeMbl Boga — aHTUNUPUH —
ankunbeHsoncynbgoknucnotTa  Ang  SKCTpakuum
noHoB wmetannos // XKypHan Cwubupckoro dege-
panbHoro yHusepcuteta. Xumus. 2017. T. 10. N 4.
C. 536-544. https://doi.org/10.17516/1998-2836-00
47

13. CtporaHoBa E.A., Ynagaposa B.E. CuHtes u
uccrnegoBaHue CTPYKTypbl (DYHKUMOHANbHOrO npo-
nssogHoro  4,4-metuneH-6uc-(1,2-gurngpo-1,5-au-
mMeTun-2-dpeHunn-3-nupasonona) // BectHuk OpeH-
Oyprckoro rocyaapcTBeHHoro yHusepcuteta. 2015.
N 10 (185). C. 316-321.

14. EcdmmoB B.B, AHgpeeBa A.B., JtoBSALWKKH
A.B., ToBbuc M.C. CwnHTE3 HOBbIX MPOM3BOAHBLIX
nupasona // PeweTtHeBckue uteHnsa. 2016. N 20.
C. 334-336.

15. Demirci S. Synthesis and biological activity
studies of some new hybrid compounds derived
from antipyrine // Heterocyclic Communications.
2016. Vol. 22. Issue 3. P. 143-149. https://doi.org/
10.1515/hc-2016-0002

16. Abu-Melha S. Synthesis, modeling study
and antioxidants activity of new heterocycles de-
rived from 4-antipyrinyl-2-chloroacetoamidothiazoles
/I Applied Sciences. 2018. Vol. 8. Issue 11. P. 2128.
https://doi.org/10.3390/app8112128

17. Ei Ashry E.S.H., Awad L.F., Ibrahim E.I.,
Bdeewy O.Kh. Synthesis of antipyrine derivatives
derived from dimedone // Chinese Journal of Che-
mistry. 2007. Vol. 25. lIssue 4. P. 570-573.
https://doi.org/10.1002/cjoc.200790107

18. Bayrak H., Cebeci Y.U., Karaoglu $.A. Syn-
thesis of novel antipyrine derivatives possessing
remarkable antimicrobal activities // Chemistry Se-
lect. 2019. Vol. 4. Issue 44. P. 12906-12908.
https://doi.org/10.1002/slct.201902376

19. MNoeapos W.I'., Edumos B.B., JtoBsLIKKH
A.B., KocnubiHa A.C., Cybou I".A., ToBouc M.C. lMNo-
nyyeHve cynbaHMNaMMgoB Ha OCHOBE HOBbIX
Npon3BOAHbIX aMmuHonupasornos // XKXypHan Cubup-
ckoro defepansHoro yHusepctuteta. Xumus. 2019.
T.12. N 2. C. 240-247. https://doi.org/10.17516/199
8-2836-0122

20. Baysal Z., Aksoy E., Dolak i., Erséz A., Say
R. Adsorption behaviours of lysozyme onto poly-
hydroxyethyl methacrylate cryogels containing
methacryloylantipyrine-Ce(lll) // International Journal
of Polymeric Materials and Polymeric Biomaterials.
2018. Vol. 67. Issue 4. P. 199-204.https://doi.org/
10.1080/00914037.2017.1320655




Babadeee [.B., CmpozaHoea E.A. Cunme3 u uéeHmucdbukayusi ...
Babadeev D.V., Stroganova E.A. Synthesis and identification ...

REFERENCES

1. Elattar KM, Fadda AA. Chemistry of antipyrine.
Synthetic Communications. 2016;46(19):1567-1594.
https://doi.org/10.1080/00397911.2016.1211703

2. Degtev MI, Alikina EN. Physicochemical
properties of antipyrine and its derivatives. Perm":
Perm State University; 2009. 174 p. (In Russian)

3. Degtev MI, Alikina EN, Poroshina NV. Extrac-
tive possibilities of new phase-separation systems
without organic solvent. Vestnik Permskogo univer-
siteta. Seriya: Khimiya= Bulletin of Perm University.
Chemistry. 2011;1:51-59.(In Russian)

4. Petrov BI, Kalitkin KV, Nazemtseva KA. Ex-
traction system without an organic solvent water —
antipyrine — sulfosalicylic acid. lzvestiya Altaiskogo
gosudarstvennogo universiteta = lzvestiya of Altai
State University. 2013;3-2:198-208. (In Russian)
https://doi.org/10.14258/izvasu(2013)3.2-42

5. Petrov BI, Lesnov AE, Denisova SA. Phase
and extraction equilibriums in aqueous segregable
systems with protolytic interaction. Journal of Analyt-
ical Chemistry. 2015;70(6):647—-660.https://doi.org/
10.1134/S1061934815040140

6. Denisova SA, Lesnov AE, Petrov BIl. Extrac-
tion of zirconium by diantipyrylmethane and dianti-
pyrylhepthane in xtraction systems of various types.
Izvestiya Altaiskogo gosudarstvennogo universiteta
= lzvestiya of Altai State University. 2014;3-1:177—-
181. (In Russian) https://doi.org/10.14258/izvasu(20
14)3.1-32

7. Temerev SV, Stankevich OB. Extraction of
substances by melting pyrazolones from chloride
solutions. lzvestiya Altaiskogo gosudarstvennogo
universiteta = lzvestiya of Altai State University.
2013;3-1:175-182. (In Russian)

8. Loginova OB, Temerev SV. Using a new bot-
tom system with a pyrazolone derivatives for extrac-
tion and determination of Cu®*, Pb**, Cd*" and zZn**
ions from water solutions. Izvestiya Altaiskogo
gosudarstvennogo universiteta = lzvestiya of Altai
State University. 2011;3-1:126-129. (In Russian)

9. Loginova OB, Temerev SV. Features of cop-
per, lead, cadmium and zinc ion extraction from
aqueous solutions by pyrazolone derivatives with
the subsequent determination by instrumental
methods. lzvestiya Altaiskogo gosudarstvennogo
universiteta = lzvestiya of Altai State University.
2012;3-2:132-137. (In Russian)

10. Degtev MI, Alikina EN, Aminjanov AA,
Popova ON. Exfoliate systems without organic sol-
vents — new type macro and extraction of metal ions
microquantities. Doklady Akademii nauk Respubliki
Tadzhikistan = Reports of the Academy of Sciences
of the Republic of Tajikistan. 2012;55(8):664—-668.
(In Russian)

11. Degtev MI, Yuminova AA, Aminjanov AA,
Maksimov AS. Organic-solvent-free extraction sys-
tems with phase separation based on antipyrine,

sulfosalicylic acid, sodium sulphate and water for
extraction of metal ions macroamounts. Doklady
Akademii nauk Respubliki Tadzhikistan = Reports of
the Academy of Sciences of the Republic of Tajiki-
stan. 2014;57(4):315-320. (In Russian)

12. Zabholotnykh SA, Zhelnina VO, Denisova SA,
Elokhov AM, Lesnov AE. The water — antipyrine —
alkyl benzene sulfonic acid stratifying system to ex-
tract metal ions. Zhurnal Sibirskogo federal'nogo
universtiteta. Khimiya = Journal of Siberian Federal
University. Chemistry. 2017;10(4):536-544. (In
Russian) https://doi.org/10.17516/1998-2836-0047

13. Stroganova EA, Ulyadarova VE. Synthesis
and research of structure of new functional com-
pound based on 4,4-metilen-bis-(1,2-dihidro-1,5-
dimethyl-2-phenil-3-pirazolone).  Vestnik  Oren-
burgskogo gosudarstvennogo universiteta = Vestnik
Orenburg State University. 2015;10:316-321.(In
Russian)

14. Efimov VV, Andreeva AV, Lyubyashkin AV,
Tovbis MS. Synthesis of new pyrazole derivatives.
Reshetnevskie chteniya = Reshetnev Readings.
2016;20:334-336. (In Russian)

15. Demirci S. Synthesis and biological activity
studies of some new hybrid compounds derived
from antipyrine. Heterocyclic Communications.
2016;22(3):143-149. https://doi.org/10.1515/hc-20
16-0002

16. Abu-Melha S. Synthesis, modeling study
and antioxidants activity of new heterocycles de-
rived from 4-antipyrinyl-2-chloroacetoamidothia-
zoles. Applied Sciences. 2018;8(11):2128. https://
doi.org/10.3390/app8112128

17. Ei Ashry ESH, Awad LF, Ibrahim El, Bdeewy
OKh. Synthesis of antipyrine derivatives derived
from dimedone. Chinese Journal of Chemistry.
2007;25(4):570-573. https://doi.org/10.1002/cjoc.20
0790107

18. Bayrak H, Cebeci YU, Karaoglu SA. Synthe-
sis of novel antipyrine derivatives possessing re-
markable antimicrobal activities. Chemistry Select.
2019;4(44):12906—-12908. https://doi.org/10.1002/
slct.201902376

19. Povarov IG, Efimov VV, Lyubyashkin AV,
Kositsyna AS, Suboch GA, Tovbis MS. Synthesis of
sulphanylamides from new derivatives of aminopy-
razoles. Zhurnal Sibirskogo federal'nogo univer-
stiteta. Khimiya = Journal of Siberian Federal Uni-
versity. Chemistry. 2019;12(2):240-247. (In Rus-
sian) https://doi.org/10.17516/1998-2836-0122

20. Baysal Z, Aksoy E, Dolak i, Erséz A, Say R.
Adsorption behaviours of lysozyme onto poly-
hydroxyethyl methacrylate cryogels containing
methacryloylantipyrine-Ce(lll). International Journal
of Polymeric Materials and Polymeric Biomaterials.
2018;67(4):199-204. https://doi.org/10.1080/009140
37.2017.1320655

XUMUYECKUE HAYKWU / CHEMICAL SCIENCES 391



https://www.elibrary.ru/author_items.asp?authorid=185008
https://www.elibrary.ru/author_items.asp?authorid=49262
https://www.elibrary.ru/author_items.asp?authorid=44987
https://www.elibrary.ru/author_items.asp?authorid=102588
https://www.elibrary.ru/author_items.asp?authorid=61510
https://www.elibrary.ru/author_items.asp?authorid=243445
https://www.elibrary.ru/author_items.asp?authorid=61510
https://www.elibrary.ru/author_items.asp?authorid=46228
https://www.elibrary.ru/author_items.asp?authorid=859935
https://www.elibrary.ru/author_items.asp?authorid=737026
https://www.elibrary.ru/author_items.asp?authorid=779249
https://www.elibrary.ru/author_items.asp?authorid=1038929
https://www.elibrary.ru/author_items.asp?authorid=960386
https://www.elibrary.ru/author_items.asp?authorid=681560
https://www.elibrary.ru/author_items.asp?authorid=452210
https://www.elibrary.ru/author_items.asp?authorid=1038929
https://www.elibrary.ru/author_items.asp?authorid=681560
https://www.elibrary.ru/author_items.asp?authorid=714747
https://www.elibrary.ru/author_items.asp?authorid=147928

Babadeee [.B., CmpozaHoea E.A. Cunme3 u uéeHmucdbukayusi ...
Babadeev D.V., Stroganova E.A. Synthesis and identification ...

Kpumepuu aemopcmea

Babagees [0.B., CtporaHoea E.A. BbinonHunm
3KCrnepuMeHTanbHyto paboTy. ABTOpbl COBMECTHO
0606LWMnM  pe3ynbTaTbl, Hanucanu pPyKOMNuchb,
MMEIT Ha CTaTblo paBHble aBTOpPCKME MpaBa U
HeCyT paBHYl0 OTBETCTBEHHOCTb 3a nnarvar.

Kondpriukm unmepecos

ABTOpbl 3asiBNsOT 06 OTCYTCTBMM KOHpMUKTa
WHTEPECOB.

Bce asmopbi npoyumanu u 000bpusiu OKOH4Ya-
meribHbIU 8apuaHm PyKornucu.

CBE[EHUs1 Ob ABTOPAX

BabapeeB Omutpuin Bukroposuu,
MarmcTpaHT,

KasaHckuii dhegepanbHbIi yHMBEPCUTET,
Xumundeckun nHctuTyT M. A.M. Bytneposa,
420111, r. Ka3aHb, yn. Kpemnésckas, 29/1,
Poccuickas degepaums,

X e-mail:dima.babadeev@mail.ru

CrtporaHoBa EneHa AnekceeBHa,

K.X.H., CTapLuui npenogasaTenb

Kadbeapbl XMMUK,

OpeHByprckmin rocyaapCTBEHHbIN YHUBEPCUTET,
460018, r. OpeHbypr, np-T Mobeakl, 13,
Poccuiickaa ®enepauus,

e-mail: Stroganova_Helen@mail.ru

392 XUMUYECKUE HAYKWUN / CHEMICAL SCIENCES

Contribution

Dmitrii V. Babadeev, Elena A. Stroganova carried
out the experimental work. The authors on the
basis of the results summarized the material and
wrote the manuscript. All authors have equal au-
thor’s rights and bear equal responsibility for pla-
giarism.

Conflict interests

The authors declare no conflict of interests re-
garding the publication of this article.

The final manuscript has been read and approved
by all the co-authors.

INFORMATION ABOUT THE AUTHORS

Dmitrii V. Babadeev,

Master Student,

Kazan Federal University,

Alexander Butlerov Institute of Chemistry,
29/1, Kremlin St., Kazan, 420111,
Russian Federation,

X e-mail: dima.babadeev@mail.ru

Elena A. Stroganova,

Cand. Sci (Chemistry), Senior Lecturer,
Chemistry Department,

Orenburg State University,

13, Pobedy Ave., Orenburg, 460018,
Russian Federation,

e-mail: Stroganova_Helen@mail.ru



mailto:Stroganova_Helen@mail.ru



