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THocssawaemcs npogeccopy bopucy Anexcanoposuuy Tpogumosy
6 ceasu ¢ 70-nemuem

E. b. Meabuukosa, M. M. Exbuanunos, A. A. Muwios”, B. C. JIyKLﬂH036
CHUHTE3 W CBOMCTBA 2-(2-®YPWI)BEH30THA30.JIA

Wzyuensl peaknuu 31eKTpoduibHOrO (HUTpOBaHWE, OPOMHPOBaHUE, OKCUMETHIIH-
poBaHHe, GOPMHUIMPOBAHNE, AMMIAPOBAHNE) U PAAUKAIHFHOTO (HAUTPOBAHHE, apHIIHPO-
BaHue) 3amerneHus 2-(2-¢ypmn)6eH30Trazona. Y CTaHOBIEHO, YTO BCE PEAKIIUU MPOTe-
KaloT 110 MOJIOXKEHUIO 5 GypaHoBoro koibua. Tonbko npu HuTpoBanuu B IIDK nomyuye-
HO 5',6-nuHUTpONpon3BoHOE. [IpHUBeneHB! NaHHbIE KBAaHTOBO-XMMHYECKHX PAacUyeTOB
pacupeneneHus 3JEKTPOHHON IIIOTHOCTH B HEUTPaJIbHOW U IPOTOHUPOBAHHOU MOJIEKY-
nax 2-(2-¢ypun)deHzoTrasomna.

KaroueBsie cioBa: 2-(2-Qypmin)0eH30THA30], KBAHTOBO-XMMUYECKHE pPAaCUETHI,
OpHEHTaLUs 3aMeCTUTENeH, Peaki1 MEeKTPOPHIBHOTO U PAJUKAILHOTO 3aMEICHHS.

HpOIIOJDKaSI IIOMCKHU HOBBIX 6HOHOFI/I‘-I€CKI/I AKTHUBHBIX COe,I[I/IHeHI/Iﬁ " opra-
HUYECKHUX JTIOMUHO(OPOB B psijly 2-TeTapri3aMelIeHHBIX O€H3a30J10B, MBI 3a/1a-
JIUCH LIETbI0 pa3paboTaTh WM MOA0OpaTh yIOOHBI METOJ CHHTE3a U U3YyUUTh
OTHOCHUTENBHYIO PEaKLIHNOHHYIO CIOCOOHOCTh 2-(2-pypmin)oenzoruazona (1)
" CPaBHUTH €€ C 66H3I/IMI/I)Z[330JIBHI)IM aHaJIOroM 2.
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K nauvany nameit pabotsl qnsa coequHenns 1 ObUTH M3BECTHBI JIUIIL PE3YJIIb-
TaTel OpomupoBanus [1, 2] u popmumposanust [3]. [TloaTromy mpencTaBiIsiocs
WHTEPECHBIM PACIIUPUTh ACCOPTHMEHT PEaKIUd 3IeKTpO(UIBHOTO 3aMelne-
HUS, OCYIIECTBUTh HEKOTOPHIE MPEBPAILEHHS C HCIOIb30BAaHUEM PaJuKaIbHBIX
Y OKHCIISIOUINX PEareHTOoB.

Panee [4] ObUTO TTOKA3aHO, UTO B OTJIMYUE OT APYTUX CIIOCOOOB [5, 6] cuHTE3
2-(2-pypun)oenzotrazona (1) gaeT HamydIIne pe3yabTaThl B CIy4ae KOHICH-
caruu ¢Gypousxjopuaa ¢ o-amuHotuodenonom B JIM®DA. TlpoBeneHHbIe HAMU
WCCIIEZIOBAHUS TOATBEP)KJIAIOT, YTO 3TOT METOJ [TO3BOJISET MOJyYUTh COeINHE-
Hue 1 c¢ BeixomoM 85%. Jlamee coemmHenme 1 OBUIO BBEIEHO B PEAKITUU
C NCKTPOUIBHBIMUA PEAreHTaMHU: CMEChI0 a30THOM KUCIOTHI u [1DK, 6pomom
B IUXJIOpATaHe, (OpMAIIMHOM B IPUCYTCTBUU COJISTHOW KHCJIOTBI, YPOTPOITTHOM
B II®K, yKCyCHBIM aHTHAPUIOM B IMPHCYTCTBHM XJIOPHOW KHUCIIOTHI, Kapbo-
HOBbIMH KucioTaMu B [IOK. Takke ObUTH MPOBEACHBI PEAKITUN PATUKATHEHOTO
3aMelIeHNs: HUTPOBaHHE B pa30aBIEHHONW a30THOM KHUCIOTE M apHIMpOBaHHE
no Meepgeiiny.
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B o6mewm peakmuu 3amertienns B 2-(2-gypuin)oenzotuasone (1) mpoTekaror
TJIagKo, ¢ OOBOJBHO BBICOKHMMH BBIXOJaMH. HI/ITpOBaHI/Ie KUITTYCHHUEM B pas-
OaBieHHOMN a30THOM kuciore (d = 1.32) npuBoauT K 00pa3oBaHui0 2-(5-HUTPO-
2-¢pypun)denszoruazona (3a) ¢ Beixonom 40%. B aTom ciygae oHO, Kak U3BECT-
HO, IIPOTEKAET IO PAJUKAIBHOMY MexaHusMy. IIpy HUTpoBaHMM ABIMAIIECH
azotHo# kucnoroi (d = 1.51) B [IOK mpu 20 °C obpazyercs Takxke COeMHEHIE
3a, a mpu 95 °C — 5',6-munuTtpornpousBoanoe 3b. Ob6a HUTPOCOCTUHEHHUS B TaH-
HBIX YCJOBHSAX OOpa3ylOTCsl ¢ KOJIMYECTBEHHBIM BbIxogoM. CoeauHeHue 3a,
KpoM€ TOTO, OBLIIO IMMOJIY4Y€HO BCTPCYHBIM CUMHTC30M IIYTEM UKNCO-3aMCIICHUA
OpoMa Ha HuTporpymmy B 2-(5-0poM-2-pypun)oenzoruasoe (4). [Ipu 6pomupo-
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BaHUU OPOMOM B TUXJIOPITAaHE TAKXKE MPOUCXOAUT 3aMEILICHHE B MOJIOKEHUH 5
¢ypanoBoro sapa. OnHako B OTJIMYHE OT OeH3MMHUIa307a 2, JajdbHEUIIero 3a-
MeIlleHHs B OEH30THA30JbHOM (parMeHTe He MPOUCXOAMT JaXKe NP JUTHTEIb-
HOM KHITSTYCHUH C TPEXKPATHBIM U30BITKOM OpoMa.

[Mockonbky B oTiuume oT 1-meTun-2-(2-gypuin)doeH3umuaszona (2) OeH3o-
THa30d 1 He BCTyMaeT B PEaKIHI0 XJIOPMETHIMPOBaHHs MapadopMoM U KOHII.
HCI, mMbI monpoOoBaii OCYNIECTBUTH €r0 OKCUMETHIIMPOBAHUE KHUITSTYUCHHUEM
B 40% pactBOpe ¢dopmanpieruaa B MPUCYTCTBUU KaTATUTHUYECKUX KOJIMYECTB
comssHoMt kucnotel (d = 1.19). Bwixom S-THAPOKCHUMETHIIIPOU3BOIHOTO 5
cocraBun 42%. llpu 3ToM momMumo coenuHeHHs S5 oOpasyercd MOOOYHBIN
npoaykt 2,2'-nu(2-0enzoruazonmn)-5,5'-nudpypuimeran (6) ¢ Beixomom 18%.
Cnenyer 3aMeTHTh, 4TO (HypuIOCH3UMHUIA30J 2 B OTHX YCJIOBHUSIX BOOOIIE HE
BCcTymaeT B peakuuio. OKHCIEHHEM OKCHMETHUJIPOU3BOJHOTO 5 TepMaHra-
HaTOM Kanusi Oblla TOJy4YeHa COOTBETCTBYIOIIAs KapOOHOBasl KHCIIOTa 7,
KOTOpasi B OTJIMYME OT OEH3MMHUAA30JBHOTO aHajora oKasajach BechbMa
yCTOWYMBON. OTO, MO-BUAMMOMY, CBA3aHO C 0Oojee HHM3KOM OCHOBHOCTHIO
coenuHeHus 1 B cpaBHEHUU ¢ OCH3UMHUAA30JIOM 2, YTO CHIDKAET BEPOSTHOCTH
MPOMEKYTOYHOTO 00pa30BaHUsI JETKO AeKapOOKCHIMPYIOLIETOCS IIBUTTEPHOHA.

|
+
KMnO N
st A D con AN |
Zt O 2 S 0 CO; 7002

7

B pa6ote [3] Obuto ommcano dopmrmmpoBanue 2-(2-pyprr)oeH3zoTHazona
(1) peaktnBoM BumbcMmaiiepa ¢ BbixonoM 72%. MBI BOCIIONB30BANIHCH JPYTHM
CII0cO0OM, paHee YCIEITHO MPUMEHSIBITUMCS IS (DOPMITHPOBAHMS OCH3UMUI-
a30J10B, a UMEHHO JeiicTBHeM Ha O6eH3otnazon 1 yporpomuna B IIOK. B cpas-
HEHNU ¢ OCH3MMHUAA30JI0M 2, oOpa3yrommM S-hopMUI3aMeneHHOEe TTPOU3BOI-
HO€ ¢ BBIXOJ0M He BbIte 31% [7], 6er3ornazon 1 oOpasyer cOOTBETCTBYIOLIHIA
anpaerus 8a MmouTH ¢ KOJIMYECTBEHHBIM BEIXOAOM (95%).

Paznuunble BapraHTHl alleTHIIMPOBAaHUS coenuHeHus 1, ompoOoBaHHBIE Ha-
MH OKa3aJHCh 0e3pe3yIbTaTHBIMH. B monckax Hanbosee MOaXOAIINX yCIOBHHA
MPOBEJICHUS PEAKIWW M YUUTHIBAS YCTEIIHBIA OMBIT alleTIIIMPOBaHUs (ypwi-
OceH3uMua3ona 2 [7], MBI BOCHIOIB30BAINCH CIIOCOOOM aIlMIMpPOBaHUsSA (HeHO-
JI0B M (PeHWIOBEIX A(DHUpOB, MpemioxeHHsIM [apaaepoM [8], B COOTBETCTBUU
C KOTOPBIM coe/inHeHue 1 moaBeprajioch JEHCTBUIO YKCYCHOM KHUCIIOTHI WA €€
aaruapuaa B [IOK mpu 110-120 °C. OmgHako B ATHUX YCIOBUSAX B Ka4eCTBE
OCHOBHOTO TIPOAYKTa AaleTHJINPOBAHHUA OBUIO TONYYEHO HE S-aleTHIIpPOu3-
BoxHOE 8b, a, Mo-BUIUMOMY, TUKETOH 8¢, 00pa3yIomuiics B pe3yIbTaTe aleTh-
nmupoBanams Tpynmsl COMe B MoHOKeTOoHE 8b. B pesynbpTaTe ¢ MoMOIbBI0 KOJI0-
HOUHON xpomartorpadum 2-(5-ameroaretmi-2-gypmr)oen3zoTrazon (8¢) ObLI
BBIJIENIEH ¢ BBIXOA0M 54%, a anerninpousBogHoe 8b ik ¢ Berxomom 5%. B UK
CHEeKTpe coeAnHeHUs 8¢ HaOMIOJAroTCs JBE IMOJIOCH BAJIEHTHBIX KOJIeOaHWH
rpymn C=0 mpu 1610 u 1670 cm . 2-(5-Auerni-2-bypun)bensornason (8b)
ObUT TIONy4YeH ¢ BBIXOAOM 92% mpu KumnsdeHuH OeH3oThazona 1 B yKCyCHOM
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AHTUApUAC B HNPUCYTCTBHUU KaTAJIUTUYCCKUX KOJINYCCTB XHOpHOﬁ KHCJIOTHI.
B 3THX yCcnoBUSAX coeMHEHHE 2 B PEaKIHIO HE BCTYIIACT.

Benzounupopanue coenunenus 1 OeH30MHOM, n-GTOPOESH30MHON U n-HUTPO-
OCH30MHOW KHCIOTaMH TPOBOAMIOCH TakXke Mo MeToAy [apaHepa, HO IpH
0onee Boicokoii Temmeparype (170 °C). Obpa3zoBaHue 5-0€H30MITPOU3BOIHBIX
8d-f B »TOM cimydae mpoTEKaeT TIIaKO U C XOPOIIMMH BBIXOIAMHU.

ApunupoBanue o MeepBeitHy npoBoawiIH JelicTBreM Ha Oenzortmazon 1
COJISTHOKHCIIOTO 7-HUTPO(EHUICHINA30HUsI B BOJHO-allETOHOBOM pacTBOpE B
npucytcrBun CuCl, B kadectBe karanuzatopa. [Ipu sTom BeIXOA 2-[5-(n-HHT-
podennn)-2-dpypun |oensoruasona (9) cocrapmi 38%.

Tabnuma 1

DU3NKO-XUMHYECKHE XapAKTEPUCTHKH CHHTE3MPOBAHHBIX coequHenui 1, 3-9

Co- Haiineno, % T. ., Bor-
eau- BpyTtTo- Boruucneno, % oC UK CHCKlTp, .
He- ¢dopmyma vV, CM o
e C H N (EtOH) %
1 65.32 3.53 6.70 106-107 - 85
CiH;NOS 65.67 3.48 6.96
3a 53.33 241 11.63 | 227-228 | 1370 (NO,) | 40%,
CiiHeN;058 53.65 2.46 11.38 96+
3b 4572 1.53 14.55 | 214215 | 1370 (NO,) 99
CuiHsN;058 4536 1.72 14.43
4 46.83 242 522 125-126 - 86
CHBINOS 47.16 2.16 5.00
5 62.54 4.17 5.95 165-167 | 1130 (OH) 42
Ci2HNO,S 62.32 3.92 6.06 (pasi.)
6 67.02 3.17 6.95 | 218220 - 18
C23H14N;0,5, 66.67 3.38 6.76 (pasn.)
7 C,H;NO;S 59.02 3.04 5.65 87-88 | 1700 (C=0), | 28
58.78 2.86 5.71 (pasm.) 2630 (OH)
8a C;,H,NO,S 65.15 2.97 6.03 175-176 | 1680 (C=0) | 95
62.87 3.08 6.11 (174 [3])
8b C1;HNO,S 63.97 4.02 5.54 191-192 1670 92
64.18 3.73 5.76
8¢ C;sH;1NO;S 63.44 4.17 5.03 | 209-210 | 1670 (C=0), | 54
63.14 3.89 491 1610 (C=0)
8d CisH NO,S 71.12 4.02 4.30 137-138 | 1680 (C=0) | 47
70.80 3.63 4.59
8e C5H;(FNO,S 67.32 2.95 4.57 184-185 | 1680 (C=0) | 77
66.87 3.10 433
8f CisHoN,0,S 62.12 3.15 7.85 | 234235 | 1370 (NOy), | 37
61.71 2.86 8.00 1680 (C=0)
9 C17H;oN,0,S 62.97 3.27 8.56 | 212-213 | 1370 (NO,) 38
63.35 3.11 8.70

* CuHHTE3 MPOBEIEH 10 METOAY A.
** CuHTe3 IPOBEJIeH 1o MeToy b.
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Crextpsl SMP 'H coenunennii 1, 3-9

Tabnuma 2

Coeou- Xummueckue casurd (CDCly), 8, M. 1. (J, 'y
ene H-4' H-3' H-6 apom. H-5 apom. H-7 apom. H-4 apom. JIpYIHE CHIHATHI
(1H, ) (1H, n) (1H, 1) (1H, 1) (1H, ) (1H, )
1 6.59-6.62 7.20 (J43=3.6) 7.38(J=1.8) 7.49 (J="1.7) 7.90 (J76=28.0) 8.05 (J45=17.9) 7.61 (1H, n, J45=2.2, H-5")
(1H, m)
3a 7.48 (34=3.9) 7.37 (J13=3.9) 7.50 (J=1.8) 7.58 (J=1.8) 7.98 (J76="1.5) 8.13 (Jus=17.7) -
3b 7.52 (54=3.9) 748 (Js3=3.9) - (1, )ff;‘: 8.0) 8.92 (1H, c) 8.21 (J45=8.0) -
4 6.54 (J34=3.6) 7.15 (J43=3.6) 7.40 (J="1.8) 7.51(J=1.28) 7.90 (J7,6 = 8.0) 8.05 (J45=17.9) -
5 6.50 (J34=3.5) 7.15 (J43=3.5) 7.38(J=1.8) 7.49 (J=28.0) 7.90 (J76="1.8) 8.05 (J45=28.0) 4330(725_}3[,}‘,]”1: (3:’6(,)13;12)
6 6.40 7.15 7.38 7.49 7.90 8.05 4.30 (2H, ¢, CH,)
(2H, J54=3.5) (2H, J43=3.5) (2H,J=8.1) (2H,J=8.0) (2H, J76="11.8) (2H, J45 = 8.0)
7* 7.82(J34=3.7) 7.55(4=3.7) 7.40-7.60 (M) 7.40-7.60 (m) 8.00-8.15 (m) 8.00-8.15 (m) 9.2 (1H, ¢, COOH)
8a 7.40 (J54=3.7) 735 (Js3=3.7) 747 (J=1.9) 7.55(J=28.0) 7.95 (J76=28.0) 8.10 (J45=17.9) 9.80 (1H, ¢, CHO)
8b 7.32(4=3.7) 7.30 (Js3 =3.7) 7.43 (J=1.9) 7.53 (J=28.0) 7.95 (J76=28.0) 8.10 (J45=17.9) 2.60 (3H, ¢, COCHj3)
8c 7.10 (54=3.7) 7.35 (34=3.7) 744 (J=19) 7.55 (J=8.0) 7.95 (J76=8.0) 8.08 (J45=7.9) 2.38 (3H, ¢, COCH3);
6.17 (1H, 0, J= 1.4, CHy);
6.82 (1H, n, J=2.2, CH,)
8d 7.41 (54=3.7) 7.38 (J13=3.7) 7.45 (J=28.0) 7.52-7.59 (m) 7.96 (J76=28.0) 8.04-8.13 (m) 7.52-7.59 (2H, m, C¢Hs);
7.65 (1H, 1, C¢Hs, J =7.2);
8.04-8.13 (2H, m, C¢Hs)
8e 7.44 (34=3.7) 7.39 (Js3=3.7) 7.46 (J=1.9) 7.56 (J=1.9) 7.96 (J76=28.0) 8.09-8.19 (m) 7.20-7.28 (2H, m, C¢H4F);
8.09-8.19 (2H, M, C¢H4F)
8f* 7.61 (J34=3.8) 7.50 (J43=3.8) 7.44-1.59 (m) 7.44-1.59 (m) 8.03-8.11 (m) 8.03-8.11 (m) 8.23 (2H, 1, J = 8.8, CcH4NO,);
8.41 (2H, n, J= 8.8, CcH4NO,)
9 7.07 (J34=3.5) 7.35 (Js3=3.5) 7.43 (J=1.9) 7.54 (J=28.0) 7.94 (J;6="1.8) 8.09 (J45=17.9) 7.94 (2H, n, J = 8.8, CcHsNO»);

* Criextp SIMP 'H coenmrennii 7 u 8f saperncrpupoanst B JIMCO-dg, Bcex ocTanbHbIX coeunernii B CDCly.

8.32 (2H, 1, J = 8.8, C(HLNO,)
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Kak CBUIETENBCTBYIOT 3KCIIEPUMEHTANbHBIC JaHHBIC, (ypaHOBOE SAPO B
coenuHeHny 1, Kak u B aHajore 2, 0ka3ajgoch BeCbMa YCTOWYUBBIM K JKECTKUM
ycloBusAM mpeBpaiieHnii. OJHAKO B OTJIMYHE OT COCAMHEHUS 2 B cCpele
CWJIbHBIX KHCJIOT HAOJIOJaeTCs PE3KOE CHIKEHHUE €ro pPeaKkIiMOHHOU
criocobHocTH. Tak, HapUMEpP, HaAM HE YIaJlOCh MONIYYHTh CYJIb()ONPOU3BOIHOE
coeuHeHHs 1, HECMOTPS. HA MHOTOYHUCIICHHBIE MOTBITKU €ro CyJIb()HUpPOBaHuUs B
pasnuuHbx yenoBusx (cmech IIOK u H,SO,, kot H,SO4, H,SO,4 B yrcycHOM
anruapuze, oensoncynbponar Harpus B [IDOK). Taxke He ynanoch MONy4YHTh
MPOAYKT XJOPMETHUIIMPOBAHUS TPH JCHCTBUM HAa MCXOMHBIA OeH3oThazon 1
napadopma B koHn. HCl. Dto, mo-sunumMomMy, CBS3aHO C MPOTOHHUPOBAHHEM
OCH30THA30JLHOIO (parMeHTa coenuHeHus 1 Mo aToMy a30Ta W, CjeIoBa-
TEJIBHO, YBEIIMYCHUEM €0 3JICKTPOHOAKIECITOPHOCTH. JJaHHOE MPEANoIoKeHnE
MOATBEP)KIAACTCA JAHHBIMH KBAaHTOBO-XMMHYECKHX PAacueTOB [0 METOIY
B3LYP/6-31G ¢ momomnipto mporpammbl Gaussian 03 [9]. Tak, cyMMmapHBIit
MOJIOKUTENIbHBIA 3aps] (ypaHOBOIrO sApa MPOTOHUPOBAHHOW MOJEKYJbl 1
o4ty B 3 pasa Beilie, ueM HelTpansHoit (0.32 1 0.11 ¢ yuerom Bomopoza).

SKCIHEPUMEHTAJIBHASI YACTb

UK cnexTpsl nccieayeMpIX COeqUHEHUI 3anrucanbl Ha ciekTpomerpe Specord IR-75
B BasenmHOBOM Macie. Criektpsl SIMP 'H 3aperncTpupoBaHb! Ha criekTpoMerpe Varian
Unity-300 (300 MI'1), cTaHaapT — CHTHaJIbl OCTATOYHBIX IMPOTOHOB JICHTEPOPACTBO-
puresnst (CDCl;, 7.26 M. n.). KoHTponb 3a X0OM peakiMid W HWHAWBUIYaITbHOCTHIO
CHHTE3MPOBAHHBIX COeNMHEHUH ocymiecTBisuics meronoMm TCX nHa mmactuHax ¢ AlOs
II cr. akT. mo bpokmany (mposiBnenue napamu nona) B CH,Cl, u va mnactunax Silufol
UV-254 B CH,Cl,. Beixoapl, TemmepaTypbl IUIaBJICHUS M CIEKTpPAJbHBIE XapakTe-
PUCTHKH TIOTYYCHHBIX BEIECTB MPECTABICHEI B Ta0M. 1, 2.

2-(2-@ypua)denzoruason (1). K pacteopy 1.25 r (10 mmons) o-amuHOTHODEHOTIA
B 10 M IM®DA nobasisror 1 mia (10 mmoins) dypomnxiopuaa, kunsatat 30 MUH H
BBUIMBAIOT IPEIBAPUTEIIFHO OXJIAKACHHYIO PEaKIHMOHHYI0 Maccy B 50 mul XoJomHOH
BO-IIbl. BmImaBmmii ocamok OTQHIBTPOBHIBAIOT, TIIATEIHFHO IPOMBIBAIOT XOJIOTHOM
BOJOW M KPUCTAUIM3YIOT W3 CIUPTA, CyLIaT NPU KOMHATHON TemriiepaTtype. Boixon
1.71r.

2-(5-Hutpo-2-pypua)denzornason (3a). A. Pacteop 2.01 r (10 mmons) GeH30-
taszona 1 B 50 mu a3otHoi#t kuciotel (d = 1.32), kunarat 3 4. PeakimoHHyo maccy
OXJIQXKIAI0T U BbUIMBAIOT B 250 M1 XONOAHOW BOJbL. BhIMaBmiuili ocaiok coeanHEHUs
3a OTHIBTPOBBIBAIOT U MPOMBIBAIOT 2—3 pa3a HEOOJBIIMM KOJIMYECTBOM XOJIOIHOM
Bojbl. Beixoxg 0.98 1.

B. K pactBopy 2.01 r (10 mmonp) 6erzotrazona 1 B 40 r [IOK npubdasnstor 0.42 Mo
(10 mmomb) azotHOW kmcnothl (d = 1.51), marpeBator 30 mmH mpu 20 °C mpu
MIOCTOSIHHOM TlepeMelInBaHuu. 3aTeM BbUTUBaloT B 200 M1 BOJBI, HERTpaIu3ytoT 25%
pacTBOpOM aMMHaKa 1 OT(HHIBTPOBBIBAIOT BHINABIINKN 0caqoK. Brixon 2.36 T.

6-Hutpo-2-(5-uutpo-2-pypua)denzoruason (3b). K pacreopy 2.01 r (10 mmois)
o6ermzotrazona 1 B 40 v IIOK npubapnstor 1.25 mu (30 MMOIb) a30THOW KHCIOTHI
(d=1.51), marpeBaror 3 4 mpu 90-95 °C mpu MOCTOSHHOM IEepEeMENINBAHUN. 3aTeM
BbUIHBalOT B 200 M BOAbI, HEHTpanu3yoT 25% pacTBOPOM amMmuaka U OT(UIbTpO-
BBIBAIOT 0Ca/IoK. Beixos 2.89 1.

2-(5-bpom-2-pypun)denzoruazon (4). K pacteopy 2.01 r (10 Mmmomns) coemune-
nHust 1 B 50 mn quxnoparana no6asisitor 0.53 mur (10 Mmoune) Opoma v KHIATAT 4 4,
IUXJIOPITAH WCIAPSIOT HAa BO3AyXE, a COeNWHEHHWE 4 KPUCTAJUIM3YIOT W3 CIHpTA.
Bexox 2.41 .
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2-(S5-I'napoxcumeTui-2-pypun)denzoruason (5) um 2,2'-a1u(2-06eH30THAZ0IMI)-
5,5'-nudypusnmeran (6). K cmecu 2.01 r (10 mmons) 6enzornazoma 1 ¢ 70 mi dop-
MajarHa A00aBisA0T 3—4 KaIluld COJSHON KUCIOTBI M KUATATAT 2 4, BbLIMBaIOT B 200 M
XOJIOTHOM BOJBI M HEUTPANU3YIOT 25% pacTBOPOM aMMHUaKa 10 TOSIBJICHUS €ro 3amaxa
B cMecH. Ocafiok OT(WIBTPOBHIBAIOT W TINATEIHHO IPOMBIBAIOT XOJOJHOM BOIOM.
3aTeM ero CyCHeHIUPYIOT B BOJE M KHIATAT 5 MHH, OXJIaXIAIOT U CHOBAa OT(QUIBTPO-
BbIBatOT. [lOJydYeHHYIO CMECh JBYX COCAMHEHHH XpOMAaTorpadupyroT Ha KOJIOHKE
C OKCHIOM aIIFOMUHHS (BBICOTa 3 cM), amonpys xjaopodopmom. Beixon coenuHeHus 5
0.97 r, Beixox coenuHenus 6 0.38 r.

2-(5-Kap6oxkcu-2-¢gypuia)denzorunasod (7). K pacrsopy 6.32 r (40 mmons) KMnOy
B 150 ma Boxbl nobaemsitor 2.31 r (10 MMonb) coeaMHEHUs 6 M HarpeBaroT IpU
50-60 °C no obecuBeurBaHMs pacTBOpa IepMaHranara. [ opsiamii pactBop oTHIBTPO-
BEIBAIOT OT MnQ,, oxnaxngatoT ero u nogakucisitor HCI mo pH 1-2. Brmasmmii ocagok
KapOOHOBOH KUCIOTHI OTGMILTPOBHIBaIOT. Bbrxos 0.69 1.

2-(5-Popmua-2-pypun)densornazon (8a). K pacrsopy 2.01 r (10 mmomb)
coequaenus 1 B 40 r [IOK npubasmsror 5.6 r (40 MMOIIB) ypOTPONIMHA, HATPEBAIOT 3 U
mpu 80-90 °C mpu nepemennBaHuu. 3ateM BbUUBaOT B 200 M1 BOJIBI, HEHTpaIN3yOT
25% pacTBOPOM aMMHMaka M OT(QHIBTPOBBIBAIOT BBIACIMBIIMKCS MPOIYKT pPEaKIUU.
[Momy4yeHHBIH anpIeru KPUCTAIUIN3YIOT U3 ciHpTa. Beixom 2.18 r.

2-(5-Auerna-2-pypuia)oenzoruaszon (8b). K pactsopy 2.01 r (10 Mmonb) coenu-
Hernst 1 B 30 M1 yKCYCHOTO aHTHIApHAA AOOABISIOT 2—3 KAIUTd XJIOPHOW KUCIOTHI M
kursATIT 1 9 30 muH. 3areM ocTOpokHO BhUIMBalOT B 100 MJI XOJOIHOW BOABI U
HeliTpau-3yloTr  25%  pactBopoM  ammuaka. OcaloK  OTGHILTPOBBIBAIOT U
KpUCTANIU3YIOT U3 cnupTa. Beixon 2.23 r.

2-(5-Aueroanerna-2-¢pypui)densornason (8c). K pacreopy 2.01 r (10 mmois)
coenuHenus 1 B 40 r I[1OK npubassror 1.89 mi (20 MMOIIB) YKCYCHOTO aHTHAPHIA,
HarpeBaroT 16 1 mpu 110-120 °C ¢ MOCTOSHHBIM IIepeMeInBaHUEeM. 3aTeM BBUTUBAIOT
B 200 mm Bompl, HEWTpamm3yloT 25% pacTBOpOM aMMHaka, OT(HUIBTPOBHIBAIOT
BBINABIIUI OC3JI0K M CylIaT ero. BrICyleHHOE BELIECTBO PacTBOPSIOT B XJIOPHUCTOM
MeTwieHe M Xpomarorpadupyor Ha KkomoHke ¢ AlOs;, a3mroupys XJIOpUCTHIM
METHJICHOM (BBICOTa KOJIOHKH 15 cm). Bexox 1.54 1.

2-(5-benzounn-2-pypua)denzornazon (8d). K pacrsopy 2.01 r (10 mmonb)
coequaeHuss 1 B 40 v IIOK mpubapnstor 4.88 r (40 MMonb) OEH30MHON KHCIIOTEHI,
HarpeBaroT 3 4 npu 170-180 °C npu mepememmBanud. 3ateM BbpUHBAOT B 200 M
BOJIBI, HeWTpanu3yorT 25% pacTBOpOoM aMMmHaka, OT(WIBTPOBHIBAIOT BBINABIIMNA
0CaZloOK M Ccymar ero. BBICyIIEHHOEe BEIIECTBO pacTBOPSIOT B xJopodopMme H
xpomarorpadu-pyroT Ha KooHke ¢ Al,O3, 31r0upyst XJI0poPOopMOM (BBICOTa KOJIOHKH 5
cM). 3ateMm coequHeHue 8d KpucTalIM3yoT U3 3Tanona. Beixog 1.43 1.

2-[5-(n-DTopodenszomi)-2-pypui]oensoruazon (8¢). K pactopy 2.01 T
(10 mmoub) coenunenust 1 B 40 r [1OK npubasnstor 5.6 r (40 Mmoib) n-GpTopOEH30M-
HOU KucnoThI, HarpeBatoT 4 4 npu 170-180 °C, nocTosHHO nepeMemnBasi. 3aTeM BbUIU-
BatoT B 200 M BoAsl, HeWTpanu3yroT 25% pacTBOpPOM aMMHaKa, OT(GHUIBTPOBBIBAIOT
BBIMABIINI 0CAIOK M KPHCTAILIN3YIOT U3 3TaHoja. Bexonx 2.49 1.

2-[5-(n-Hutpobensonn)-2-pypunjoenzoruazon (8f). K pacreopy 2.01 r
(10 mmomw) coenunenus 1 B 40 r [IOK npubasnsior 0.67 r (40 MMoIb) n-HATPOOEH-
30MHOM KHCHOTHI, HarpesaoT 5 4 mpu 170-180 °C, mocTosHHO mepeMeninBas. 3aTeM
BeMBalOT B 200 Mi1 Bozpl, HeHTpamu3yoT 25% pacTBOpOM aMMHuaka, OT(GHIbTpo-
BBIBAIOT BBINIABIINH OCAJOK M CyIIaT. BBICYIIEHHOE BEIIECTBO PacTBOPSIOT B XJIOPO-
¢dopme u xpomarorpadupyror Ha kononke ¢ Al,Os, amoupys xinopodopmom (BbicoTa
KOJOHKH 5 cM). Brixox 1.29 1.

2-[5-(n-Hutpodennn)-2-pypui]oenzornaszon (9). ColsTHOKUCIBINA 7-HATPOAHH-
quH, nomydeHHBIH u3 1.38 T (10 MMmomnb) n-muTpoaHmiauHa, 20 MJI BOABI M 8 MII
koHl. HCI, awmazorupyror pactBopom 0.69 r (10 mmonb) NaNO, B 3 mMa BOAbIL.
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Peakmmonnyro maccy pasmemmuBaioT 30 muH mpu 5 °C, 3atem mpubasmstor 2.01 T
(10 mmoub) 2-(2-pypuin)oenzotnazona B 10 mi aunerona u pactsop 0.2 r CuCl, B 1 mn
Bozbl. PeakmuonHyro maccy mepememuBaioT 1 cyt mpu 20 °C. Bremasmmuili ocagox
coeanHeHUsT 9 OTGHUIBTPOBBIBAIOT U MPOMbIBaIOT 50% BOJHBIM PAaCTBOPOM alETOHA.
Bexox 1.22 1.

Paboma ewvinonnena npu ¢unancosoii noooepicke Poccuiickoeo ¢honoa

@ynoamenmanvrvlx uccredosanuit (epanm 07-03-00234).
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