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Pazpabomana memoouka cunmesa cyocmanyuu 6-numpo-3,4-ouzudpoxunazonun-4-ona.
Konuuecmeennoe onpedenenue ueneeozo npoOyKkma RpPOGOOUIUCH CHEKMPODOomomempuyecKum
menmooom na npuoope CD-46. B kauecmee pacmeopumeins ucnovzosan pacmeop 0,1 monv/n HCI.
H3mepenue onmuueckoil niIOMHOCHMU CHAHOAPDWHOZO0 U UCHBLIMYEMO20 00pa3uya npoeedeH npu
onune 6oanwt 254 um. Hzyuensl ycnoeus cunmesa 6-numpo-3,4-oucudopoxunazonun-4-ona. Cmpyk-
mypa nonyuennozo npodykma ucciedosana memooamu MK, macc-, ‘H, *C AMP cnexmpockonuu, a
maKsice yCMano6aeHo CmpoeHue CUHME3UPOGAHHO20 COeOUHEeHUA. Buiasnenvt ocnoenvie ghakmoput,
enuAlOWUEe HA nPoyecc noayuenus 6-numpo-3,4-ouzudpoxunazonun-4-ona, npoeeoena onmumu3a-
yua npoyecca MemoooM MAmeMamuiecKko20 nAaHUPOBARUS IKCREPUMEHNA, COCHABIEeHA Mame-
MAMUYECKASL MOOEb, PACCUUMAHO pezpeccuonnoe ypasnenue. IIposedeno Kpymoe eocxorcoenue
NnO NOGEPXHOCMU OMKIUKA U HAOEHbl ONMUMAIbHBIE YCI08UA NPOUECCA: memnepamypa, 6pems,
KOU4eCmeennoe COOMHOUICHUE UCXOOHBIX 6eU|eCmE. YCmano61eHo, Ymo OCHOGHbLIM (aKmopom,
GAUAIOWUM HA npoyecc Humposanusn 3,4-0ucudpoxunazonun-4-ona, aeniaemcsa memnepamypa
40 °C u npooonrncumenvnocms peakyuu 4,5 u. Ommemum, umo npu Honaee 6bICOKOU memnepamype
N0 OGHHBIM GHANU3A, NPOUCXOOUM O00pPA306AHUE ZHAYUMEILHO20 KOJUYECHEA OUHUMPONPOU3-
600H020 6 Kauecmee noOOYHO20 NPOOYKMaA peaxkyuu.

KiroueBbie c10Ba: TETepOLMKI, HUTPOBAHHE, AKTUBUPOBAHHBIA YroJib, OMOJOTHYECKH AKTHBHBIMH,
copbeHT, cyocTaHust 6-HUTPO-3,4-TUTHAPOXUHA30INH-4-0H, (QUIbTpanys, ONTUMH3aNUs, (aKTOpkI, perpec-
CHOHHOE YpaBHEHHE
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A method for the synthesis of the substance 6-nitro-3,4-dihydroguinazolin-4-one has been
developed. Quantitative determination of the target product was carried out spectrophotometrical-
ly using an SF-46 instrument. As a solvent, 0.1 mol/l HCI was used. A 0.1 mol/l hydrochloric acid
solution was used as a comparison solution. The optical density of the standard and test samples
was measured at a wavelength of 254 nm. The synthesis conditions of 6-nitro-3,4-dihydro-
guinazolin-4-one were studied. The structure of the obtained product was studied by IR, Mass,
'H, 3C NMR spectroscopy, and the structure of the synthesized compound was also established.
The main factors that influence the process of producing 6-nitro-3,4-dihydroquinazolin-4-one are
identified. The process is optimized by the method of mathematical planning of the experiment.
A mathematical model is drawn up. And the regression equation is calculated. A steep ascent
along the response surface was carried out and optimal process conditions were found: tempera-
ture, time, quantitative ratio of the starting materials. It has been established that the main factor
affecting the nitration process of 3,4-dihydroquinazolin-4-one is the temperature of 40 °C and the
reaction time is 4.5 h. Note that at a higher temperature, according to the analysis, a significant
amount of dinitro derivative is formed, as a reaction byproduct.

Key words: heterocyclic, nitration, activated carbon, biological active, sorbent, substance of 6-nitro-
3,4-dihydroquinazolin-4-one, filtration, optimization, factors, regression equation
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BBEJEHHUE COKOIl OHOJIOTMYECKOM aKTHBHOCTBHIO. BBemeHuem
pa3IMYHBIX 3aMECTUTENICH B pa3HbIC MOJIOKEHUS sapa
3,4-MUTHIPOXUHA30IMH-4-0Ha MOXHO W30HpaTEIbHO
YCHJIUTh KOHKPETHBIN BUJI AKTUBHOCTH.

B nwmreparype XWHA30JIMHOBBIE AalKaJOWIBI
OPOSIBIISIOT TPOTUBOTPUOKOBYIO [6, 7], IPOTHBOOMY-
X0JIeBYIO [8], IpOTUBOBUPYCHYIO [9], aHTUTETEMHUHT-
Hyto [20], mporuBomukpoOryto [10, 11], anTu-BUY
[12], mpotuBosizBeHHy10 [13], aHanbrernueckyro [14],
UMMYHOTponHyt0 [15], anTuOakTepuaibHyro [16]
aktuBHOCcTU. Kpome Toro, mis 3,4-auruapoxuHa-
30JIMH-4-0Ha XapakKTepHa TakKe MPOTHBOBOCIAIIH-
TeNbHAsI AaKTUBHOCTH, KOTOpasi YCUIINBACTCSI BBEJICHU-
eMm 3amectureneit (-CHs, -CsH7, -CsHs) B monoskenue
2 [17]. Onucanbl Takxe NPOU3BOJHBIE 3,4-AUTHIPO-
XUHA30JMH-4-0Ha, TPOSBISIONIAE aKTHBHOCTh B OT-

HauGonee mMpOKO MCIONB3YHOTCs Mpenaparpr, — HOMICHAM BUpYyCa rernatuTa CU[IS]-
COZIEPYKAIIIE B CBOEM COCTaBE a30TCOEPIKAIIIE TETE- Bozxopos, HaXOAsIIIKMICS B IIECTOM IOJIOXe-
pouuknuyeckue cucremsl [4]. K Takum cucremam ~HUM aToMa yrjiepona 3,4-1urnapoxuHasoNnH-4-0Ha,
OTHOCHTCS 3, 4-MIMAPOXHHA3OMMH-4-0H, uMelolii  HAMOOIEE PEeaKIHOHHOCTIOCO0eH [3]. Crocobbr cun-
KOHJIEHCUPOBAHHOE THPUMHIMHOBOE M OeH30IbHOE 1634 6-HUTPO-3,4- NI MAPOXMHA30IMH-4-0Ha B JIUTE-
sapa ¥ o0NagaroNiii YHUKAIBHBEIMA XUMHYeCKUMU 1 PaType HE obHapykeHbl. OJHAKO CUHTE3 6-HUTPO-
(bapMakoIorHuecKUMHU CBOcTBamMHu [5]. 3’4'HHFH21P0XHH330HHH'A:0H3 MPUBOJIUT K BaXKHOMY

W3BecTHO 3HAUMTETFHOE KOJIMYECTBO Kak mpu- ~ MHTEPMENUATy, KOTOPbIM ABIACTCA HCXOAHBIM  CO-
POJIHBIX, TAK U CHHTETHUYECKUX MPOU3BOAHBIX 3,4- CANHCHHEM JUJIA JANbHEHIIUX MPEBPALICHUHN C eI
JMTHAPOXHHA30INH-4-0Ha, KOTOpble OONafaroT Bpl-  IOIYYCHHs (apMaKOIOrHYCCKU AKTHBHBIX BELLECTB.

Ietepounkinyeckue COeIMHEHHUS — HauboIee
MHOTOYMCIIEHHBIN KJIACC OPTraHUYECKUX COETMHEHUH,
KOTOPBIE UTPAOT OOJBIIYIO POJIb B KU3HEACATEIHHO-
CTU paCTUTENbHBIX U >KMBOTHBIX OpraHu3MoB [1], Tak
KaK HE3aMEHUMbI B TOJIYYCHUU OHOJIOTUYECCKH aK-
TUBHBIX COCIUHCHHU, OOJIAJArOIIUX (QYHTHIIUIHOH,
AaHTUMHUKPOOHOH, OaKTepUIIUIAHON, aHTUTEIHbMHUHTHOMN
aKTUBHOCTHIO [2].

OOBeKT HalMX HUCCIEAOBaHUM 3,4-AUrUaApo-
XUHA30JMH-4-0H TaK)Ke OTHOCHUTCS K T'€TepOIUKITIYe-
CKUM coetuHeHusM [3]. Bo3pociumii B mocieqHue ro bl
WHTEpPEC K COCAMHECHMSIM XWHA30JUHOBOW MPUPOIBI
OOYCJIOBJICH BBICOKOW aKTHBHOCTBHIO pPa3IMUHbIX (PYHK-
UMOHAIBHBIX MPOU3BOAHBIX ATUX I'E€TEPOLUKINYECKUX
COCIMHCHMI.
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VuauteiBas BBIIICHU3JIOKCHHOC, HAMH ObLIa nusy-
YcHa peaKIysd HUTPOBAHUA 3,4-ILI/IFI/II[pOXI/IHa30J'H/IH-4-
oHa. Hmxe MMpUBEACHA MpearojaracMas cxema peak-
MU ¥ BO3MOKHBIM MEXaHU3M:
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Puc. MexaHu3M peakuus mosrydeHus 6-HUTpo-3,4-IUTiApOXHHA-
30JIMH-4-0Ha
Fig. The reaction mechanism of 6-nitro-3,4-dihydroquinazolin-4-one
synthesis

Peakiust mpoTekaeT Mo KIacCHYECKOMY Me-
XaHU3MY JJIEKTPO(HUIBLHOTO 3aMelIeHus B OEH30Ib-
HOM snipe [24], npu IeHCTBUU CMECH JIBIMSIICH a30T-
HOU ¥ KOHIIEHTPHPOBAHHOH CEPHOI KHCIIOT C 00pa3o-
BaHWEM O-HUTPO-3,4-TUTUIPOXHUHA30IHH-4-0Ha.

B maGopatopHBIX ycnoBHsIX W3ydaiach OWo-
JIOTU4YeCKasd aKTUBHOCTb CUHTC3UPOBAHHOI'O 6'HI/ITpO'
3,4-murunpoxuHazonuH-4-oHa [22].

OKCIIEPUMEHTAJIbHAS YACTb

UK cnektpsl cHsnu Ha cnekrpomerpe UK-
®ypre Cucrema 2000 B tabnetkax KBr, H SIMP
cnekTpsl — Ha npubdope Unity-400+(pabouast yactora
400 MI'n, Bayrpennslii ctangaptr TMC, mkana o)
pactBoputens CD3COOD. Temnepatypy miaBieHuUs
CUHTE3UPOBAHHOI'O COEAMHEHMs OIpEeAe/sUId Ha
HarpesarenbHOM cTonmuke «BOETIUS» (I'epmanusi).
Crpykrypa mpoaykra noarsepxkaena UK, H SIMP
CHEKTPATLHBIMU MeTOZaMU. UHCTOTY POIYKTa U X0
peaknMu KOHTPOJIMPOBAIM  CHEKTpodoToMeTpHye-
CKUM METOJIOM.

METO/JIMKA CUHTE3A 6-HUTPO-3,4-
JUT'NJIPOXNHA3O0JINH-4-OHA

OmBITEl TTPOBOIWINCH B TPEXTOpJION Koibe,
CHaO>)KEeHHOH MEXaHWYeCKOW MEeLIaKoi, oOpaTHBIM
xonomutbHUKOM. 3,4-Jlurnapoxunazonun-4-ox (22,5 1)
pacTBopsui B 78 MII KOHIICHTPHUPOBAHHOW CEpHON
kucnore u HarpeBasu 70 30 °C B teyenue 1 4. K pac-
TBOPY NPH MHTEHCHBHOM IEpPEMEIIMBAHUU 00aBIIs-
JU TO0 KaluIsiM HUTPYIOUIyI0 cMech (21 mur a3oTHOMH
KHCIIOTHI ¥ 18 MJI KOHIEHTPUPOBAHHOW CEPHOM KHcC-
70Th1). PeakumoHHyIo cMech nepemernBany eme 1 u,
nojep kuBast Temneparypy He Boime 30 °C, u 3aTem
eme | 4 nmpu KoMHaTHOW Temmeparype. [Ipu komHaT-
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HOH TemrmepaType A0OaBISUIH MO KarusiM 45 MIT a30T-
HOW KHCJIOTHI B TeueHHe | 4. PeakumoHHYyIO cMmech
OCTaBISUIM MPH KOMHATHOH Temmeparype Ha 10 .
CopepxuMoe KOJOBI BBUIMBAIM Ha JIE/, BBINABIINE
KpHUCTAIIBl (DUIBTPOBAIM, IPOMBIBAJIM BOJOW U BbI-
cymmBaiu. TexHn4eckuil 6-HUTpO-3,4-TUTHAPOXUHA-
30JIMH-4-0H MEPEeKPUCTAIUIM30BBIBATIM U3 3THUIIOBOTO
cnupTa ¢ Jo0aBiieHHMEM aKTHBHpoBaHHOro yris. Ilo-
aydanu 25,7 v 6-HUTPO-3,4-TUrHAPOXUHAZ0IUH-4-0Ha
¢ 87,4%-HbIM BBIXOJIOM. AHAJIOTUYHBEIM 00pa3oM ObI-
JI¥ IPOBEJIEHBI U APYTHE OIIBITHI.

IMponykt 6-HUTPO-3,4-TUTHAPOXUHA3OIUH-4-0H
OembIii, CO Cllerka >KeNTOBAaTBIM OTTEHKOM, MEJIKO-
KPUCTANIMUECKUH MOPOLIOK, Oe3 3amaxa, Mano pac-
TBOPUM B 96%-HOM cIiupTe, NPaKTHYECKH HE PacTBO-
puMm B Bojge. Temmeparypa mnaBnenus 287-289 °C.
MonekynapHas macca 191,144.

B UK cnexTpe 6-HUTPO-3,4-AUTHAPOXUHAZ0-
nuH-4-0Ha BajieHTHBIE KojieOanuss C=0O TpymIsl mpo-
apnsrorcs B oomactu 1668 e, (N-H) 3417 cm?,
(C=N) 1618 cm?, (C-N) 1467 cm?, (C-NO2) 1514 ecm™.

Cruekrpsl *H SIMP (8, m.1., J/T'y): MMerOT 110-
JIOCHI 8,98 (lH, on, J1 H=5,7 = 0,41, Jz H=5,7 = 2,66, H-5),
8,55 (1H, nx, Ji n=75 = 2,66, > u=73= 9, H-7), 7,9 (1H,
mm, Ji w=s s = 0,42, H-8). B *H SIMP cnextpe apomaru-
YeCKHe IMPOTOHBI TIPOSIBISUIACH B 00mactu 8,98-7,9 m.1.

PE3VJIBTATBI 1 NX OBCYXJIEHUE

s kauecTBEHHOM M KOJIMYECTBEHHOM OLEHKHU
BIMSIHUSL psifia (DaKTOPOB Ha MCCIEyEMYIO0 PEaKIUIo
Obula co3aHa MareMaTudeckas MOJEIb METOJ0M
bokca-Yuincona, ¢ NMOMOIIBIO KOTOPOH OIPEAEIIECHBI
ONTUMAJIbHBIE YCIIOBHS MOJYYEHHUs MaKCUMaJbHOTO
BBIXOJIa MpoaykTa [19-21].

Hcxons u3 pe3yabTaToB UCCIEA0BaHUHN, ObLIH
BBIOpaHBl OCHOBHBIE (DaKTOPBI, YCTAaHOBJIEHBI YPOBHU
W UHTEpBaJibl BapbUpPOBAHUS, NPEICTABICHHbBIE B
tabuie.

Tabnuua
YpoBHH (paKTOPOB U MHTEPBAJILI BAPLUPOBAHMS
Table. Factor levels and ranges of variation

Ne|YpoBHHM BapbUpPOBaHHUS - 0 +

1 X1 0 15 30

2 X2 3,5 4 4,5

3 X3 0,15:1:1] 0,15:1:2 |0,15:1:3

[Ipumeuanus: X1 — Temmeparypa mporecca, °C; X2 — mpo-
JIOJDKUTEIBHOCTD PEAaKLUH, 4; X3 —KOJIMUYECTBEHHOE COOTHO-
MICHUE NCXOTHBIX BEIIECTB (MOJIb)

Note: X1 — process temperature, °C; X2 — reaction duration, h;
X3 —quantitative ratio of in initial substancies (mol)

[To MaHHBIM 3KCIIEPHMEHTa PACCUMTAIN YpaB-
HCHHUC pETpPECCUU, KOTOpAad UMECT CI[e,Z[yIOH.[I/If/i BU:
V=762 +8,33x1+ 1,83%2- 1,56X3
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Pe3ynpTaTel cTaTUCTHYECKOTO aHAIM3a IMOKa-
3aJIM, 9YTO MaTeMaTH4ecKasi MOAeTb aJeKBaTHa, U 3Ha-
YUMBIM KO3()(UIMEHTOM sIBIIsIeTCS - 1.

[lo xonmnyecTBeHHOMY BKIIany (akTOphI pac-
MOJIAraroTcs B claeAyroueM nopsanke: X > Xo > Xa.

C uenpro modydeHus 6-HUTPO-3,4-AUTUAPO-
XUHa30JuH-4-0Ha U3 3,4-TUTHIpOXUHA30IUH-4-0HA C
0oJiee BBICOKMM BBIXOZIOM, PACCMOTPEIH TOJTyICHHBIE
pe3ynbTaThl, (akTop X1 3aKpPemwid Ha OCHOBHOM
YpOBHE, BBIOpAJIH Il M MPOBEIH KPYTOE BOCXOXKJIC-
HUE IO TMOBEPXHOCTH OTKIMKA. IlomydeH wneneBoit
MPOAYKT € 95,5%-HBIM BBIXOJIOM.

Takum 00pa3om, Ha OCHOBaHUH MPOBEACHHON
ONTHMH3AINN YCTAaHOBJIEHO, YTO OCHOBHBEIM (haKTo-
pOM, BIMSIOIIMM Ha MOpPOLECC HUTpOBaHUS 3.,4-mu-
TUIPOXUHA30IMH-4-0Ha, sBIIAeTCsS Temmeparypa 40
°C ¥ mpoJOIDKUTENBHOCTh peakiuu 4,5 4. OnHako
nipu 6oJiee BBICOKOW TeMIiepaType IpOUCXOIUT oOpa-
30BaHME 3HAYUTEIFHOTO KOJIUYECTBA TUHHTPOIPOU3-
BOJIHOT'O B KaU€CTBE TOOOYHOTO MPOTYKTa PEaKIIHH.
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BBIBO/IbI

Takum o0pazom, pa3paboTaH METOJ CHHTE3a
6-HuTpO-3,4-nUrupoxuHasomH-4-ona. Meromamu UK,
'H SIMP cnekTpoCKONMH YCTAaHOBIEHO U H3YYEHO
CTPOEHUE CUHTE3UPOBAHHBIX coeluHEeHUH. J[a kaye-
CTBEHHOTO M KOJHMYCCTBECHHOTO aHAIM3a IICJICBOTO
MPOAyKTa pa3paboTaH  CIEKTPOPOTOMETPHUECKUN
METO]T aHAITN3a.

N3ydeHo BIUSHUE OCHOBHBIX (DaKTOPOB (CO-
OTHOIIIEHNE MCXOJHBIX KOMIIOHEHTOB, TEMIIEpaTypa u
BpeMSI TIPOBEACHUS PEAKIUN), Ha TPOIIECC MMOTydeHUs
6-HUTpPO-3,4-TUTrUAPOXUHABOIUH-4-0H.

[IpoBeneHo KpyToe BOCXOXACHHE II0 TIO-
BEPXHOCTH OTKJIMKA M HAWJEHBI ONTHMAIbHBIE YCIIO-
BUA Tporiecca: Temreparypa 40 °C, mpoaoKUTehb-
HOCTh peakuu 4,5 4, KOJTMYECTBEHHOE COOTHOLIECHUE
HcxoaHbIX BemectB 0,15:1:3.
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