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5-METHWJI-2-®@YPUJITJIMOKCAJIb,
EI'O 4-HUTPO3AMEINIEHHOE U UX INPOU3BOJHBIE.
HUTPOBAHUE 2-(5-METWJI-2-®YPUI)XUHOKCAJIMHA

WzydyeHo okucnenue 2-anetun-5-metun-4-R-¢ypanoB (R = H, NO,) cenenu-
ctoit kucnoroil. Ilomydensl npousBonHbie no rpynnamMm C=0 COOTBETCTBYIOUIMX
riuokcanei. OcyiiecTBieHo HUTpoBaHue 2-(5-MeTHI-2-QypHin)XHHOKCATNHA B
nosnokenue 4'; oOHapyKeHO OKHCIHUTEIbHOE paclielvieHrne [-HUTpodypHibHOi
rpymmst o cBa3aM Cy—C 1 Cp)—0.

Knarwuessle cioBa: 2-aretii-5-metun-4-R-dypanst (R = H, NO,), ruokcanu,
2-(5'-mermi-2-ypun)xunokcanus, HuTpoBanue HNOjz, okucnenue, H,SeOs.

o-MeTWIbHBIE TPYIIBl KETOHOB M METHJIBHBIC TPYIIBI B O-TIOJOXCHUHA K
reTepoaToMy TeTepPOLMKINYECKAX COEIWHEHUH CIOCOOHBI OKHCIATHCS THOK-
CHJIOM ceJieHa 10 (hOpMUIBHOM WK KapOoKcuibHOU rpymmbl [1]. Takum cro-
cobom mosyueHsl 5-R-2-pypunrmuokcanu (R = H, NO,) u3 cOOTBETCTBYIOLIUX
METHIIKETOHOB [2], a B 1-MeTun-2-(5-metnn-2-dypuin)oeH3numuaasone S-MeTHII-
rpyIma OKUcieHa B opMUIIbHYHO [3].

Lenpto paboOTHI SIBIIETCS CpPaBHCHHE PEAKIMOHHOH CIIOCOOHOCTH Me-
TUIBHBIX TPYII IUKJIA U KETOHHOW YacTu 2-anetmi-5-metmidypana (1a) u ero
4-uuTpo3aMenieHHOro 1b k okucneHnIo ceneHUCToi KUCIOTOM, a TakiKe MOITy-
YEeHHE MPOU3BOIHBIX M0 KAPOOHHUIIBHBIM IPYIIaM MPOAYKTOB OKHCIICHUSI.

Oxwucnenne keronoB 1a,b 1 moms H,SeOs mporekaeT CeIEKTHBHO 110 KETOH-
HOW TpyIIe W MPUBOAMT K OOpa30BAHUIO, COOTBETCTBEHHO, K S-MeTHI-2-(y-
puirirokcans (2a) u ero 4-uutposamertiennoro 2b.
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OunIeHHbBIH TePEeroHKOH B BAKyyMe TIIHOKCANb 2a, COrtacHo criektpy AMP
'H, comepskan mpuMech MOHOTHAPATHOH (POPMBI M JIETKO MOMMMEPH30BANCS B
CTEKJIOBUIHYIO Maccy. B otnmume ot 2-pypunriamokcansi, oOpa3yromero mpu
KUIsTIeHUH ¢ Bomoi (1:4) ¢ BBHICOKMM BBIXOJOM CTaOWMJIBHBIN TPH XpaHCHUH
KPHUCTAJUTHYECKUH MOHOTHApAT [2], ero 5-MeTHiI3aMelIeHHOe 2a TOCie KHIIS-
geHus ¢ BoAoh (1:2) He BBIKPHCTAIUIM30BBIBACTCS B THApPATHOW (opme mpHu
XpaHCHUH pacTBOpa B TeueHue Hexenu mpu 3—5 °C.

Hurpokeron 1b B m30paHHBIX YCIOBHSAX MPOPEArdupoBal HE MOJHOCTHIO.
Chipoe BemecTBo, cormacho crnektpy SIMP 'H, coxepxano 15 Mon.% wucxon-
Horo ketona, 80 mon.% rumpara rimokcans 2b-H,O, 3 mom.% 5-meTwmn-4-uaut-
po-2-bypuirinokcuioBoir KuciaoTel (3D), craempl GE3BOAHOTO TIIMOKCANIS H
5-meTui-4-HuTpo-2-(hypaHkapOOHOBOM KHCIIOTHI (4D).

HetictBue 2 monb H,SeOs; Ha keton 2D B Tex ke yCIOBHUSX MPHBEIO K 00-
Pa30BaHMIO CMECH COSIMHEHHIT, cocTosmIeH (110 qanHbM crektpa IMP ‘H) u3
50 Moi1.% TIHOKCHIIOBOM KucaoThl 3D, 15 Mon.% rimmokcans 2b, 15 mon.%
KapOOHOBOW KHCIOTHI 4D, 3arpsA3HEHHBIX JAPYTHMH TPOIYKTAMH PEAKIUH C
Tpex3aMeleHHbIM (ypaHoBBIM IHKIOM. CMech TOAPOOHO HE HCCICIOBaHA.
[TpucyTcTBHE HUTPOTITMOKCHIOBOM KUCIOTH 3D m0Ka3aHO 00paboTKOM cMecu
o-(heHUIICHTUAMUHOM, JaTbHEUIIINM KHIISTYCHHUEM MOIYYSHHOTO OCaIKa C 3Ta-
HOJIOM Il BBIMBIBAHUS 5-METHI-4-HUTPO-2-PypHUI3aMEIICHHBIX XUHOKCATHHA
n OeH3WMMHIa30ila W TepeKpucTammm3anuei ocratka m3 MDA, koTopbii,
cornacHo crektpy SIMP 'H, sBusercs 3-(5-MeTHn-4-HUTPO-2-(bypuiT)XHH-
okcasionoM-2 (5b). CurHaibl MPOTOHOB XHHOKCAJIOHOBOW YaCTH 5 HAXOMATCS B
TeX ke 001acTsIx, uto u 3-(5-HuTpo-2-Qypun)xuHokcaiona-2 [4].

dypankapboHoBas kuciora 4b monydeHna okucieHHEM TiHoKcas 2b mepe-
KHCHIO BOJIOPO/Ia aHAIOTHYHO S-HUTPO-2-Qypririanokcaio [2].
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[MonyueHHple TIHOKCATH 2a,b OXapakTeph30BaHbI MPEBPAIICHUEM B allb-
neruno-N,N-numeTnaruapasonsl 6a,b u 6uccemukap6azonsr 8a,b. I'mmoxcans
2a ¢ 1 momp cemmkapba3uma o0pasyeT anpIernIoceMuKap0a3oH 7a, a TIIHOK-
canb 2b — 6uccemukapbason 8b, 1. e. HabIrOMACTCS aHATOTHS C 2-()yPHIITIIHOK-
calleM 1 €T0 S-HUTpO3aMeIleHHBIM [2].

[o mauusM criektpa SIMP 'H, mutpo6uccemunkap6aszon 8b mmeer 2 m3o-
mepa — E,Z- u Z,E-pypunkonduryparun B cootHomennu 2 : 1. Korduryparms
QITBJICTUIOCEMUKAPOA30HHONW TPYIIBI YCTAHOBIICHA 1O TIOJIOKCHUIO CHUTHANA
npotoHa rpynmbl CH=N B COOTBETCTBUU C JaHHBIMH JUIS IPYTUX CEMHKap-
0a30HOB W THOCEeMHKapOa30HOB [5—7] n okcuMoB [7], a KOHPUTYpaIus KETO-
CeMHKap0a30HHOM TPYIIIBI ONpe/ielieHa 0 XMMUYEeCKOMY CABHTY TpoToHa 3-H
IUKJIAa [0 AaHAJIOTHU C XUMHYECKMMH CJBHTaMU TOTO K€ MpoToHa B E- u
Z-uzoMepax OKCUMOB 2-aneTwit- u 2-(popmmi-5-metnin-4-autpodypana 8, 9].

2a 2b
| 0-CaHi(NH,), y 0-CeH(NHy),
LI e M 1)
hfp,. | [0]
¢ HNO,-H,SO, Y v
N [MeCHO] g kbvth
/ \ | 11
N + O,N
HOCH; 0 N 2
10
MeCH=NNH NO,

12

BsaumoneiictBrem rimokcaneit 2a,b ¢ o-peHuneHIMAMHHOM TIOTyYEHBI
2-(5-metmn-2-pypun)xuHokcanut (9a) u ero 4-uurposamenientoe 9b coorser-
crBerHo. Coenunenne 9b obpasyercs taxke mpu aeiictBuu 1.1 momns 70%
HNO; na nenurpoananor 9a B pacteope koHi. H,SO,. Hurposanue mpornuio He
MOJIHOCTBIO U COMPOBOX/AJIOCh OKUCICHHEM HCXOIHOTO coenHeHus B 2-(5-0k-
cumetnin-2-pypun)xunokcanud (10), mo-BuamMOMY TIOCTie BBUIMBAHHSA PEak-
LUOHHOM CMECH Ha Jiell, a Takke oOpa3oBaHHEM IIOJIMMEpa U3 YacTH OCajaKa
py OTGMIBTPOBBIBAHUH HPOILYKTa PEAKLIUH.

OxcumermnpounsBoguoe 10 He ynanoch OTHENUTh OT UCXOIHOTO COEAMHE-
HUSI METOAOM IpenapaTuBHOi xpoMaTtorpadun. CTpoeHHE ero J0Ka3aHO TOJIb-
ko crexktpom SIMP 'H. Hurpocoeanuenne 9b BbIIENIEHO M3 CMECH KPHCTAI-
nu3anuedt u3 staHona u IM®A (6 : 1). Beixon ero, paccuuTaHHBIH 110 CIEKTPY
SIMP H cMmecH, coctaBuil 23% Ha ucxonaHoe coequHenne 9a wim 31% Ha ero
MPOpEarupoBaBILyIO YacCTh.

VYcnex HUTpOBaHHS OOYCIIOBJIEH CHIIBHBIM 3JEKTPOHOAKLIENTOPHBIM BIIHS-
HUEM XMHOKCAJIIMHOBOM IPYMIIbI, MPUIAIOIIEH YCTOHUYNBOCTE (ypaHOBOMY LIMK-
Jy, B TO BpeMs Kak Ipu HarpeBaHuu 2-(5-metui-2-¢pypuin)3aMenieHHbIX HMH/I-
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a3o[1,2-a|mupununa [10] u umugaso[ 1,2-a|mupuMuarHa HaOIIOqATACH TTOTHAS
nonuMepr3anug. YacTUdHas MONMMEPH3aHsS MPOUCXOMIA TIPH HUTPOBAHUH
HUTpHUIIA 5-MeTHII-2-QypaHKapOOHOBOM KHCIOTHI [5].

B mocnenneMm cnydae mocie OTAENeHWST HUTPOHUTPWIIA M TIOJMMEpa MpH
no0aBieHud K GUIbTpary 2,4-TuHUTPOPEHUITHAPA3HHA BHITIAAAET 0CaIoK 2,4-
JUHATPOQECHWITHIPAa30Ha, HO He HHTpmwia S-popmmi-2-pypankapOoHOBOM
KHCIIOTHI, KaK MOXXHO OBLIO OXHAaTh M0 aHAJIOTUH C HUTPOBAHUEM ITHIIOBOTO
apupa S5-MeTHi-2-pypaHKapOOHOBOW KHCIOTHI, & aleTajblern/a, HO 3TO He
OTpa)Ke€HO B cTaThe [5].

IMocne otnenenust xuHokcaauHa 9b u monumepa npu mobaBneHUH K HUITb-
TpaTy TOTO K€ THApa3MHa MOJyuYeH Takke 2,4-muautpodeHmwiruapazon (12),
CTpOEHHE KOTOPOTO TOJTBEPXKIACHO TEMIIEPATypOil IDIaBICHHUS, JIEMEHTHBIM
AHATI30M H JaHHBIME criektpa SIMP 'H.

OObpazoBanue aleTalbernaa CBHUICTENHCTBYET 00 OKHCIUTEIHHOM pac-
MICIUIEHUU  5-MeTHI-4-HUTpo-2-pypunbHoi rpynnbl 1o cBsa3siM Cu—Ci) n
C5—O B oTinuue OT CBA3aHHOM € APYTUM, CTAOMIBHBIM K OKHCJIEHHIO, T€TEPO-
nukiaoM (mMupaso[1,2-ajoupuanH, wmuaaso[l,2-a|mupumunuH) S-HATPO-2-
(hyprITBHON TPYIIBL, PACHISTUISIONIEHCS MPU OKHUCICHHH a30THOW KHCIOTOU

Toabko 1Mo cBA3IM Ci—O ¢ 00pa3oBaHMEM TeTapUIaKPUIIOBBIX KHCIOT
(HetCOCH=CHCOOH) [10, 11].

Tadonuma 1

XapakTepuMCcTHKH CUHTe3HPOBAHHBIX COeJIMHEHMI

Haiineno, % T. mn., °C B
BIXO/I,
Coenu- Bpyrto- Beraucneno, % (pactBo- %
HEHHe (dopmyia c H N PHTEIIb) (veron)
2a C7HeO3 60.49 4.73 - - 42
60.87 4.37
2b*H,0 C7HsNOs*H,0 41.64 3.28 7.08 89-92 79
41.85 3.51 6.96 (H20)
4b CeHsNOs 42.08 2.87 8.09 160-161 85
4211 2.95 8.19 (H20)
5b C13H9N304 57.18 3.60 15.23 > 300 95
57.57 3.34 15.50 (DMF)
6a CyH12N202 59.72 6.59 15.71 90-91 63
59.98 6.71 15.55 (H20)
6b CyH11N304 47.88 4.83 18.57 146-148 70
48.00 4.92 18.66 (EtOH)
7a CgHgN303 49.03 4.53 21.77 208-209 90
49.21 4.65 21.53 (EtOH)
8a CoH12N6O3 42.63 4.68 33.09 227-228 95
42.86 4.80 33.32 (EtOH)
8b CyH11N70s 36.21 3.67 32.97 > 300 95
36.33 3.76 33.36 (DMF-H;0)
9a Ci3H10N20 74.43 4.75 13.21 80-81 81
74.25 4.81 13.32 (EtOH)
9b C13H9N303 61.03 3.47 16.23 203-204 95 (A)
61.18 353 16.48 (EtOH-DMF) 31 (B)*

* Ha mpopearuposasiiee 9a.

892



Tabonuma 2

Cnektpsl SIMP 'H CHHTE3UPOBAHHBIX COeIMHEHUH

Coenu- Xumnueckue capurd, 8, M. a.,J (F'm)*
HEHHE 3-H 4-H 5-CHs Jlpyrue npoToHbI

2a 7.76 6.50 242 9.48 (1H, ¢, CHO)

2a°H,0 7.50 6.36 242 5.45 (1H, ¢, CH); 5.6 (2H, y1u. ¢, 20H)

2b 8.10 - 2.77 9.40 (1H, ¢, CHO)

2b*H,0 7.90 - 2.75 5.42 (1H, ¢, CH); 5.6 (2H, y1u. ¢, 20H)

3b 8.06 - 2.76 -

4b 7.66 - 2.75 12.11 (1H, yur. ¢, COOH)

5b 8.15 - 2.90 7.4-7.8 (3H, ™, 5-H-7-H); 7.95 (1H, 1. 1. 1, J=84,
1.1, 0.4, 8-H); 12.05 (1H, ymr. ¢, NH)

6a** 7.46 6.32 2.36 3.18 (6H, ¢, NMey); 6.93 (1H, ¢, CH=N)

6b 7.87 - 2.75 3.71 (6H, ¢, NMey), 6.95 (1H, ¢, CH=N)

7a 7.65 6.40 2.40 6.65 (2H, ymr. ¢, NHy); 7.68 (1H, ¢, CH=N); 10.94
(1H, yur. ¢, NH)

8a 7.24 6.31 2.30 6.30 (2H, yur. ¢, NHy); 6.72 (2H, ym. ¢, NHy); 7.60
(1H, ¢, CH=N); 9.83 (1H, ¢, NH); 10.72 (1H, ¢, NH)

E,Z-8b 7.42 - 2.73 6.24 (2H, ym. ¢, NHy); 6.50 (2H, yur. ¢, NHy); 7.66
(1H, ¢, CH=N); 10.02 (1H, ¢, NH); 10.51 (1H, c,
NH)

Z,E-8b 7.55 - 2.73 6.50 (2H, yur. ¢, NH»); 6.90 (2H, ymu. ¢, NHy); 8.01
(1H, ¢, CH=N); 10.62 (1H, ¢, NH); 11.21 (1H, c,
NH)

9a 7.53 6.46 2.50 7.84 (2H, m, 6-H, 7-H); 8.05 (2H, M, 5-H, 8-H); 9.43
(1H, ¢, 3-H)

9b 8.18 - 2.85 7.85 (2H, ™, 6-H, 7-H); 8.05 (2H, m, 5-H, 8-H); 9.49
(1H, ¢, 3-H)

10 7.75 6.62 - 4.58 (2H, n, CH,OH); 4.8 (1H, 1, J = 4.8, CH,OH);
7.8 (2H, m, 6-H, 7-H); 7.95-8.1 (2H, m, 5-H, 8-H);
9.38 (1H, ¢, 3-H)

* Iast coemuuennit 2-9a J (3,4-CH,3) =3.3-3.5, J (3,5-CH3) = 0.4, J (4,5-CH3) = 0.9 T'y;
st coenuaennit 2-9b J (3,5-CHz) = 0.4 T
** B amerone-ds.

SKCHEPUMEHTAJIBHASL YACTbD

Yucroty npoaykroB KoHTpoiupoBanu merogoM TCX na mractunkax Silufol UV-254 B cu-
cTeMax OEH30J—3THIIAIeTaT, 3 : 1, U OEH30J—THOKCAaH—yKCyCHAs KUCIIOTa, 25 : 4 : 1, a Takke ¢
nomomsio crektpos SIMP 'H. Crexrpst SIMP 'H peructpuposanu na mpubope Bruker WH-
90/DS (90 MT'ty) B IMCO-dg, BuyTpennwuii cranmapt TMC, UK crexrpsr — Ha mpubdope Perkin—
Elmer 580B B BazenuuoBoM Mmacie. Temreparypsl IIaBiaeHus onpenessui Ha npudope Boetius.

XapaKkTepUCTHKU COeTUHEHNI IPUBEICHEI B Ta0I. 1, 2.

5-Metua-2-¢pypuaranokcanb (2a). K pacrsopy 64.5 r (0.5 moms) H,SeO; B 300 mu
nuokcana u 20 My Bojibl, mpurotosieHHoMy nipu 45-50 °C, nobasnsior 62 T (0.5 MOJb) KETOHA
1a ¥ cMech KUMATAT 4 4 Ipu NEPEMEIINBaHUU, OCTABJIAIOT CTOATH HA HOYb, OTCbI/lJ'[])TpOB])lBa}OT
ceneH, oT (UIbTpaTa OTTOHSIOT PAaCTBOPHUTENb, OCTATOK IMEPErOHSIOT B BaKyyMe C €JIOYHBIM
negaermaropom BeicoToit 20 cM, orOuparoT ¢paknuio, kumsmgyio npu 100-103 °C (20 rlla).
Brexox 29 1.
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5-Metui-4-uurpo-2-gpypuiarauokcans (2b). PacrBopsiror 5.16 © (40 mmons) H,SeO; B
cmecu 3 mut Bozel 1 20 M AcOH nipu 50 °C, noGasisiror 6.76 T (40 Mmmosib) kerona 1b, kunstst
IIPU MEePEMENINBAHUY 4 4, OCTaBIISIOT HA HOYb, OT(QUIBTPOBBIBAIOT CEJIEH, (PUIBTPAT yHapHBaroOT
B BakyyMe, moiydaroT 6.6 r opamkeBoro Mmacna. Ero rperor ¢ 20 Ma BOXel M HOCKE
BoIIepkuBanms Ipu 2—3 °C B TeueHue 2 CyT OTQWIBTPOBBIBAIOT KENTHIE KPHCTAIUIBI, CYIIIAT HaJl
P,0s. TTonyuator 5.86 r cmecu 80% MoHorumpara rimokcais, 15% kerona 1b, 3% rimokcu-
JIOBO# KHCIOTHI 3D, Ci1e/10B HernaApaTHPOBAHHOTO TIIHOKCANS 1 KapOOHOBOH KUCI0THI 4b.

K ¢wunprpary nocne otmeneHus ocanka no0aBisiior 1 r o-deHmtenmamuHa, rperot 10 MuH,
yepe3 1 cyt ordunbrpossiBatoT 0.92 1 2-(5-Metmn-4-HuTpo-2-dyprin)xuHokcanuHa 9b, 4ro B 1e-
pecuere cocrasisier 0.72 r rimokcanst 2beH,0. O6muii BbIX0] MOHOTHIpaTAa TIHoKcaist 6.36 T.

IMocne nByx Kpuctayumsanmuii celporo rimokcans u3 Boael (1 :10) momywaror umcroe
BemrectBo. MK criektp, v, cM = 1360 n 1542 (NO,), 1692 (C=0), 3000-3400 (OH).

5-Merui-4-uutpo-2-pypankapoonosas kucjaora (4b). K pacreopy 0.5 r (2.5 mmosb)
riurokcanst 2b B cmecu 15 mu Boast u 3 mu AcCOH mobGasmsttor 3 pasa mo 2 mu 26% H,0,,
BBIZIEPKMBasl KaXAbIH pa3 mo 1 4 mpu KoMmHaTHOM Temmepatype. CoequHEHHE H3BICKAIOT
adupom. Beixox 0.36 T. UK crextp, v, eM*: 1340 i 1555 (NO,), 1705 (COOH).

3-(5-Metni-4-uurtpo-2-pypui)xuHokcanon-2 (5b). Oxucisiror 3.38 r (20 MMOJIB) KEeTOHA
1b B cmecu 20 M ACOH u 3 mut BoJbI P KHILSIYCHHH B TCYCHHE 5 9 U BBIACISIOT HPOIYKTHI
peakuuy Kak ONKCAHO BhIle, aHanu3upyrooT ¢ nomoubo TCX u cnekrpa SIMP 'H. K rexnu-
YeCKOMY BEILECTBY, cozepkameMy S50-60 Mmon.% S5-MeTuia-4-HuTpo-2-()ypHiIriHOKCHIOBON
kucnorel 3b, moGasmsror 2.16 T (20 MMoinb) o-(eHmwieHraMiuHa W 30 MJI BOJIbI, HATPEBAKOT
HECKOJIbKO MHHYT, 0CaJOK OT(GUIBTPOBBIBAIOT, KUMATIAT ¢ 100 M1 3TaHONA, HEPACTBOPUBILYIOCS
gacth (1.3 1) coenqunenus 5b nepexkpucrammzossiBaoT w3 MDA,

N,N-TumeTnaruapason 5-merui-2-gpypuiarauokcans (6a). Cmenmsaror 0.56 1 (4 MMOJIB)
rimrokcanst 2a B 4 mi Boasl ¢ 0.30 1 (4.4 mmosp) N,N-auMeTHiruapasuHa, BeIISPKUBAIOT 3 1 IPH
KOMHATHO TeMIiepaType, ymapusaioT, noixydarot 0.45 r rugpasoHa.

N,N-JumeTHaruapason S-merui-4-autpo-2-pypuaranoxcans (6b) momywaror awmano-
rugHo u3 0.4 1 (2 MMouts) 2b, BeImaBIIwii ocasok oTGUILTPOBEIBatOT. Bixox 0.32 r.

Cemukap6a3on 7a u 6ucceMukap6a3onsl 8a,b momy4aroT 0OBIYHBIME CIIOCOOAMH.

2-(5-MeTui-2-uutpo-2-gpypuin)xuHokcaanu (9a). Kunsrsar HecKoIbKo MHHYT cMech 1.38 T
(10 MmMomp) cBexkeneperHaHHOro raumokcans 2a, 1.08 r (10 mmons) o-peHunennuamuna, 10 v
BOABI M 5 M 3TaHona. MacimooOGpa3sHoe BHaualge COSIUMHEHHE 3aKpPHCTAIIN30BBIBACTCS, €T0
OT(HUIBTPOBBIBAIOT U MMPOMBIBAIOT Pa30aBICHHBIM 3TaHOIOM. Brixox 1.71 r.

2-(5-Merunin-4-uutpo-2-pypuin)xunokcannn (9b). A. Harpearor HeckoibkO0 MHHYT 1 T
(5 mmous) rmokcaist 2b+H,0, 0.54 1 (5 MMonb) o-peHmeHMaMrHa, 5 MJT 3TaHOJIa U 5 MIT BOABL,
0CaZioK OT(QUIBTPOBBIBAIOT, MOMYJaloT 1.08 T' KENTHIX KPHCTAJUIOB, CYyOIMMHUPYIOUINXCS BBIIIE
150 °C.

b. Ipu MHTEeHCUBHOM TiepemMemmBanuu mpu temmneparype —18— —15 °C B 50 mi konu. H,SO,
BHOCAT 10 yacTsM 2.1 1 (10 MMostb) coenHeHust 9a, 3aTeM MpHU ATOH Ke TeMIepaType B TCUSHHE
50 mun npumuBatoT cmech 0.70 mit (11 mmonb) 70% HNO; u 2 ma konnt. H,SO4, nepememniBatot
Ipu TOH ke TemiepaType 1 4, BBUIMBAIOT IPU MHTEHCUBHOM IepemennBaHuu Ha 500 r npaa
BOJIOM, OT(QMIBTPOBBIBAIOT BCIUIBIBIIEE BELIECTBO, TIIATEILHO NMPOMBIBAIOT BOJOH. Ilomydator
0.72 T cMecn, cocrosiuieil (o anneM crekrpa SIMP 'H) u3 15 mon.% 9a, 80 mon% 9b wu
5 mo1.% 2-(5-oxcumerni-2-pypuia)xunokcanmuna (10). Yacts BemiecTBa mpu (QUIBTPOBAHHU
ocMoursieTcst Ha QUIIbTPE U CO BpEMEHEM 3aTBepAeBacT.

U3 nonoBuHbI GuiIbTpaTa MOCIe HEHTPATH3aUY THAPOKCHIOM HATPHs U CTOSIHUS B TEUCHHE
1 cyt ocaxmaercs 0.21 r cmecu coenunenuit 9a u 10 (1:1, mo gamHbIM criektpa IMP *H).

Kpucramnmusanueii mepBoro ocaaka u3 cmecd 3taHoi—/M®PA (6:1) nomyuaror uucroe
HurpocoeauHenue 9b, paccuntanublii BoIXo (10 JaHHbBIM criektpa IMP lH) 0.60r.

Ko Bropoii mosnoBuHe (uiibTpara mociie OTAENCHHs ChIporo xuHOKcanuHa 9b moGasmsror
pactBop 0.5 r 2,4-quauTpodenmwiruapasuna B kol H,SO,, otdunbTpoBeBaroT 2,4-tuHUTpOdE-
HWITHIpa3oH anetanpaernaa (12), mpoMsiBaroT ropsyuMm stanoioMm. Beixox 0.08 1, T. mi.
144-146 °C, uto cootserctByer mamueM [12]. Crextp SIMP 'H (IMCO-dg), 8, m. 1., J (Tu):
2.03 (3H, x, J =5, CHy); 7.75 (1H, x, J = 9.7, 6-H); 8.03 (1H, kB, J = 5, CH=N); 8.31 (1H,
nnonJ=97 26mu04, 5-H); 8.83 (1H, o, J = 2.6, 3-H); 11.39 (1H, ¢, NH). Haiineno, %:
C 42.58; H 3.72; N 25.23. CgHgN4Og. Beraucneno, %: C 42.85; H 3.60; N 24.98.
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