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oaHocTaguiHoOMy cnocoby nony4eHus
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(54) METHOD OF OBTAINING NITRO-DERIVATIVES OF 2-HALOGEN-9,10, DIHYDRO-9-
AKRIDINONS FROM 5-HALOGEN-3-ARYL-2,1-BENZIZOXAZOLS

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: novel one-step method of obtaining
nitro-derivatives of 2-halogen-9,10-dihydro-9-
acridinons lies in processing solution of 5-
halogen-3-aryl-2,1-benzisoxazoles in  chlorophorm

or dichlormethane with concentrated nitric acid
at 10-40°C, with solvent regeneration.

EFFECT: essentially novel one-step method of
obtaining nitroacridinons for production of
pharmaceutical preparations.
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HacToswee nsobpereHne oTHOCMTCS K CNOCcoby NonyvyeHnss HUTPOaKpPUANHOHOB,
ucnonb3yemMbix B Npou3BoacTBe hapmakonornveckux npenapartos. OHO Oa3upyeTca Ha meToae
TpaHcdopmaLmm 3-apun-2,1-6eH3n3okcasonos Npu B3anMoaencTBUN C KOHLLEHTPUPOBaHHOWN
a3oTHou kucnoton npu 10-40°C B xnopodopme nnun anxnopmeTaHe.

Llenbto HacTosLwero n3obpeteHns sSBNSeTCa NpeasiokeHne NpUHLMNMansHO HOBOro
OLHOCTaAMMHOro noaxoAa K Nony4YeHuo HUTPOAKPUAMHOHOB, YTO AOCTUrAeTCAa NyTem
peanusauumn cxembl NpeBpaLLEHMS, KOTOPast OCHOBLIBAETCS Ha 3NeKTPOOUILHON aTake KaTUoHa
HUTPOHMS MO aTOMy a3oTa reTepoumkna. 3To ConpoBoXaaeTca PopMNpPOBaAHNEM
aKpMOANHOHOBOIO dhparmMeHTa C NocrneayoLen Mmurpaumen HUTporpynnel. B pesyneTtate
NPOTEKaHUS yKa3aHHOro npoLiecca OCYLLECTBAETCH YMEHbLUEHNE BPEMEHU ONEPaLMOHHOMo
npotiecca.

M3006peTeHne unnoctpmpyeTcs cnegyowmumMmm npuMepamu.

Mpumep .

K pacTteopy 0.5 r (2.2 mmonb) 3-apun-2,1-6eH3aunsokcasona B 30 mn xnopodopma npu 25°C
ManbeiMu nopumamm gobasnstoT 0.21 mn (5 MMOIb) KOHLEHTPUPOBAHHOW a30THOW KUCMOThI
nnoTHocTbto 1.5. B3aumogencTene NpoBoasaT B TeYEHNE 2 Y NpyU MHTEHCMBHOM NepemMeLlnBaHui.
BbinaBLumnii TBepObIn 0OCafok OTUNBTPOBLIBAKOT, (UNbTPAT NEPEHOCAT B MEPErOHHYH YCTAHOBKY
N OTTFOHAT XJI0pOohopM Npu atMmochepHOM aasneHunn. MNMonydeHHble ocagkn o6bEeaNHSIOT,
otmbiBatoT 100 M xonogHoW BOAbI 4O MCYE3HOBEHMS KACIIOW peakumn cpebl NPOMbIBHbIX BOA,
OT(hMNbTPOBBLIBAKOT NOA BaKyyMOM, CyLIaT Ha BO3AyXE U OYMLLAKOT NepekpucTannmaaunei u3
cmecu nponaHona-2 ¢ N,N-gumeTtundgopmammaom B cooTHoLeHnn 3:1. MpoaykTel npeacTasnsioT
coboli apko-xkenTble KpucTannsl, Nnaeswmecs Boiwe 300°C. Bbixoabl NPOAYKTOB HAX04ATCS B
nHTepsane 75-80%.

Mpumep 2.

lMpouecc npoBOAAT aHanorM4Ho npumepy 1, ¢ Ton pasHuuen, 4to Bmecto 30 mn xnopodopma
ncnonb3ytoT 40 mn xnopuctoro MmetuneHa. Beixoa uenesoro BewecTtsa 79%.

Mpumep 3.

Mpouecc NpoBOAAT aHanNorM4yHo nNpumMepy 1, ¢ TOK pasHULERn, YTO BMECTO Xnopodopma
nucnonb3ytoT 35 Mn negsHon yKCycHom kucnoTbl. Beixoa uenesoro selwecTtsa 76%.

Mpumep 4.

Mpouecc NpoBOAAT aHanNorM4YHO NpumMepy 1, ¢ TOM pasHULEen, YTo TemMnepaTypa npouecca
HaxoauTcs B uHTepBane 35-40°C. Boixog LeneBoro Bewecta 76%. Takum obpasom, u3s
npeacTaBneHHbIX NMPUMMEPOB CreayeT, YTO HaUNYYLIMMN YCNOBUSIMU NPOBEAEHNSA OQHOCTaaUNHOWN
TpaHcdopmaLmm 3-apun-2,1-6eH3n30KcasornoB B YCIOBUSAX peakuMn HUTPOBaHNS SBMSIEeTCA
ncnonb3oBaHue nHTepsana Temnepatyp 20-25°C 1 anpoTOHHOro cnabononsapHoOro pacTeopuTens
(xnopodopMm, XNOpUCTbI METUIMEH).
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W neHTudukanus nogyuyeHHBIX COeIHHEHNH
Coenunenue, DJIeMEHTHBII SIMP 'H, 8, m.x.: Macc-crexTp,
BbIX0 (%) aHaJIu3 m/Z (Lo, %0)
4-Hurpo-2- Hatineno, %: C 12.39 ¢ (1H, NH), 8.95 1 274 (22.1)
xnop-9,10- 56.73; H2.45;N | (1H, H? J2.4Tn), 8.47 [M'], 244 (8.5)
JUTUIPO-9- 10.12. n.a(1H, Hg, J 8.0 TI'm), [M+-NO], 228
aKpUIVNHOH C3H,CIN,Os. 8.15 n (1H, Hl, J2.4 (16.1) [M'-
(82%) Borunciteno, %: C | I'm), 7.84 n.a(1H, H>,J | NO,], 164
56.85; H2.57; N 8.0Tm), 7.61-7.71 m (14.9), 44
10.20. M274.66 (2H, H® + H) (100.0)
2-bpom-4- Haiineno, %: C 12.09 ¢ (1H, NH), 8.76 1 318 (21.0)
HUTPO-9,10- 48.79;H2.43;N | (1H, H>,J2.4 I'n), 8.51 [M], 273
JUTUIPO-9- 8.61. nx(1H, H® J 8.0 I'n), (100.0) [M*-
aKpUIUHOH C3H;BrN,0;. 8.85 n (1H, Hl, J2.4 NO,], 194
(79%) Beruncneno, %: C | I'm), 7.78 n.a (1H, B>, J (28.9), 166
4893; H2.21; N 8.0 I'm), 7.60-7.68 m (32.5), 139
8.78. M319.11 (2H, H® + H). (38.6).
2-Uopn-7- Haiineno, %: C 12.45 ¢ (1H, NH), 8.94 1| 366 (100.0)
HUTpO-9,10- 42.51; H1.87;N | (1H, H®, J2.4 I'n), 8.48 [M'], 320
TUruapo-9- 7.78. C13H,IN,O5. | m.a (1H, H, J 8.0 '), (33.4) [M"-
aKpUIUHOH Beraucneno, %: C 8.46 n (1H, Hl, J2.4 NO,], 240
(73%) 42.65;H1.93; N | T'm), 8.07 x.a(1H, H>,J (72.2), 193
7.65. M366.11 8.0 T'), 7.66 n (1H, H’, (80.5), 164
J80TIm),7.41 n(1H, (98.6), 139
H*, 7 8.0 T'n) (64.6)

dopmyna n3obpeTeHus

OpaHocTaguiHbI cnocob nony4YeHns HUTPONPOM3BOAHbIX 2-ranoreH-9,10-gurnapo-9-
aKpMOWMHOHOB, BKMNtoYaroLmnin 06paboTKy pacTBopa 5-ranoreH-3-apun-2,1-6eH3n3okcasornos B
xrnopodopme unn guxropMmeTaHe KOHLEHTPUPOBAHHOW a3oTHOM kucnoton npu 10-40°C.
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