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B3AUMOJEACTBUE 1-METHJI-5-(2-®YPUT)-1H-
" 1-METHUJI-5-2-TUEHWJI)-1H-UMHNJA30JI0OB C QJIEKTPO®UJIBHBIMHU
PEATEHTAMHU

CunresupoBanbl  1-metuin-5-(2-gypun)-1H- u  1-metun-5-(2-tuennn)-1H-umun-
azomsr. C momompbio SIMP 'H CIeKTpOCKOIMM M KBAaHTOBO-XHMHYECKHX PACUETOB
H3YYEHO DJIEKTPOHOAKLIENTOPHOE BIHMSHUE 5- M 2-MMHAA30JMIIBHBIX 3aMeCTHUTeNeil Ha
¢bypanoBoe spo. McciaenoBaHbl HEKOTOPBIC PEaKIMU AIEKTPOQUILHOTO 3aMELICHUS
(auTpoBaHue, OpoMupoBaHME, CyIbGHPOBAHNE, TMAPOKCHMETHINPOBaHKE, (GopMmIu-
pOBaHHE M alWIUpOBaHHE). B 3aBHCUMOCTH OT YCIIOBHH MNpPOBEICHUS pPEaKIHMH, B
HEKOTOPBIX CIIy4asiX, O3JeKTpO(QUIbHOW aTake MOABEprarTcs Kak (ypaHoOBOe u
THO(EHOBOE KOJIbLIA, TAK X MIMHUIa30JIbHBIH ()parMeHT.

KaroueBsie ciaoBa: 1-metun-5-(2-tuennn)-1H-umunazon, 1-metwun-5-(2-gypun)-
1H-uMuna301, KBaHTOBO-XMMMYECKHE pacy€Thl, OPHEHTHpPYIOLIEE BIMSHUE 3aMec-
TUTeNEH, peakuy 3IeKTPO(UIBHOIO 3aMELICHHUS.

B3anmHOe BIUSIHUE TeTEPOIMKIMYECKUX PAJMKAIOB B OMreTapmiax Kak C
TOYKH 3PEHHS UX CTPYKTYpHI, TAK U PEAKIMOHHON CIOCOOHOCTH — MHTEpecHas
1 Bcé enié HeJ0CTaTOuHO H3ydeHHas cepa. B cBeTe ckazaHHOTO Hallle BHUMA-
HUE MPUBJICKIIN MPOU3BOIHBIE 5-(2-Qypmin)- (1) u 5-(2-tueHun)umuaazona (2).
VYuuteiBass Haau4Ke ABYX (apMako(OpHBIX IeTEPOIHUKIMYECKUX (ParMEeHTOB,
MOXKHO OXHAATh INPOSBJICHUS 3TUMH COEIMHEHUSIMH pa3sHOOOpa3HON Ouoio-
THYecKOi akTHBHOCTH. KpoMe Toro, B3aMHOE BIMSHHE TETEPONUKIIOB IPYyT Ha
Jpyra JOJDKHO OTPa3sUTHCS Ha MX PEaKIOHHON crocoOHOcTH. M3BecTHO, 9TO
MMU/Ia30JIbHOE KOJIBIIO, HHEPTHOE K JIeKTpodmiiaM B KHCIIOH cpele, B HEHT-
PaJbHBIX YCIOBHSAX JOCTATOYHO JIETKO BCTYIAST B PEAKLUH >IEKTPO(PHILHOTO
3amernenus [1]. B cBs3u ¢ 3TuM, eciu B KUCIOM cpene mpezckasaTh Halpas-
JICHHOCTD DJIEKTPOGIIILHON aTak 1Mo (GypaHOBOMY IUIM THO(PEHOBOMY KOJBITY
He IpeJICTaBIAeT TPYAa, TO s HEHTPaIBHbIX YCIOBUH 3TO CAENATh CIO0KHEe.
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Panee [2] ObUIM M3y4YEHBI METOIBI CHHTE33a U IHPOIAYKTHI METHIHPOBAHUS
4(5)-(2-bypun)umupaazona. [Ipu sTomM B Xpomarorpaduvecky YHCTOM BHUJE
YAaJIOCh BBIICIUTH COOTBETCTBYIOIIMH 1-MeTmin-5-(2-pypunm)umuaazon (1), a
Mo3xe U 1-MeTHII-5-(2-TUeHMIT)UMHU1a301 (2).
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Taonuma 1

XuMHYeCKHe CABUTY IIPOTOHOB B ciekTpax AMP 'Hu 3aps/0B Ha aTOMAaX yIJjepoaa
(ypuabHbIX rpynn coeauHenuii 1 u 3

* Kk
Coentene XUMHYECKHE CIABUTH, O, M. [I. 3apsinsl, q
H-3 H-4 H-5 C-3 C-4 C-5
1 6.60 6.43 7.36 -0.14 -0.15 0.14
3 6.81 6.48 7.46 -0.13 -0.15 0.15

* 3apeructpuposansl B CDCl;.
** Paccumnransl MmerogoM B3LYP/6-311G.

[IpencTaBnsioch MHTEPECHBIM HCCIEIOBaTh IIOBEJCHUE HEOMHCAHHBIX
ourerapruioB 1 1 2 B HEKOTOPBIX PEAKIHUAX NEKTPO(UIFHOTO 3aMEIIeHNS U Ha
npuMepe QpypruinMuaazona 1 CpaBHUTE ¢ XMMHUYECKUMH CBOMCTBaAMHU 1-MeTHII-
2-(2-pypun)umugazona (3) [3]. beuto mokazaHo, 4TO BAUSHUE 2-MMHAA30JIHU-
JBHOTO 3aMECTHUTEN Ha MATUYWICHHbIE TeTEPOLUKIIBI C OJHUM T€TepOoaTOMOM
TIPUBOANT K OOIIEMy CHIDKCHHIO JJIEKTPOHHOH IIOTHOCTH [4]. OXHOBpEMEHHO
MPOUCXOJUT PE3Koe TaJeHHe anuaoPOOHOCTH 3TUX TeTEPOIMKIOB, YTO
MO3BOJISIET TMPOBOAMUTH peakUuu B Oojee IIMPOKOM JHana3oHe YCIOBUiA,
BKJIIOYAsg Cpelbl BBICOKOW KHCIOTHOCTH, IOBBILICHHYIO TEMIIEpaTypy U T. A.
CrnenoBatellbHO, B JIAHHOM CIIy4ae JIOTHYHBIM OBUTO OBl CpaBHEHHE BIUSHHS
5-AMHUA30IMIBHOTO pajgiKajia Ha IATHWICHHBIE TeTepOIUKIBL [locKombKy
BIIMSIHUE 2-WUMHJIAQ30JMIBHON TPYNIBI CBS3aHO C CONPSDKEHUEM T'eTapUiIbHOTO
Kombla co cBa3pt0 C=N a3ona, 4ero HeT B Ciydae S-MMHUAA30JUIBHOTO
3aMECTHTEIIS, PE30HHO OBIJIO OBI MPEIIOJI0KHUTE OCIAbJICHUE TAKOBOTO 3a CUET
YIUTMHCHUSI [IETIN COTIPSKEHIISL.

PacuétHple pmaHHBIE MO 3apsgaM Ha aromax yriepojaa (ypaHoOBOro
3amectutens B 2-(2-gpypuin)- u 5-(2-pypun)umMunazonax coriacyrTcs ¢ OTHO-
CUTEJIbHBIMU 3HAYEHUSIMH XMMHUYECKHUX CIIBUTOB COOTBETCTBYIOIIUX MPOTOHOB
B ciextpax SIMP 'H (ta6u. 1).

Ha ocHoBaHWMM maHHBIX TaONHIEI MOXHO CHENATh BBIBOM, YTO JIE39KpaHHU-
pyroumi (3MEKTPOHOAKLIENTOPHBIN) d3PHEKT S-UMHIA30IMIBHOTO 3aMECTHTEI
HECKOJIbKO MEHbIIe, YeM Y 2-M30Mepa, U IO03TOMY CIEAYyeT OXHIaTh Oojee
BBICOKOM PEaKIIMOHHON CIIocOOHOCTH y coenuHeHms 1. [l monTBepskaeHus
atoro 3akmoueHus 1-metun-5(2-pypun)-1H- (1) u 1-mernn-5-(2-tuennn)-1H-
uMHUIa301 (2) ObUIM MCCIENOBaHbBl B PEaKUUsIX C AEKTPOPHUILHBIMA peareH-
TaMU: aleTHIHUTPATOM, OPOMOM B IUXJIOpPITaHE, CEPHOM KUCIOTOM, YpOTpO-
MITHOM W YKCYCHOM mim OeH3oitHoi kucior B IIDK, dhopmannHOM B KmcimoH
cpene, peakTuBoM Bunbcmaiiepa.

HurpoBaHue retapiuinmuaasonos 1, 2 asotHoil kuciaoroi (d = 1.51 r/em’) B
ykcycHoM aHruapuje uiu B [IOK, B oiuuue oT coeuHeHus 3, 1aeT CI0XKHYIO
CMeCh TPYIHOPA3IETUMBIX BemecTB. CENeKTHBHYIO PEaKIHio, OHAKO, YIAIOCh
MIPOBECTHU IO IPUMEPY HUTPOBaHMs THO(EHOB, NeiicCTBUEM KOMIUIEKCAa HUTpaTa
MEAM M YKCYCHOIO aHrMApuaa B MArkux yciaoBusix [5]. OntumanbHoe
COOTHOIIICHHE CyOCTpaT—HUTPYOIUK areHT, 1:1.2, mis moHo- u, 1:3, s
JUHATPOBAHUSA. YCTAHOBJEHO, YTO HANpPaBICHHOCTh HHUTPOBAaHHSA TIeTapuil-
uMuza3oy0B 1 1 2 cucTeMoi HUTpaT MEAU — YKCYCHBIM aHTUAPH]L CYIIECTBEHHO
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pasnuyaercs. B mepBoM ciydae oOpasyercs NpOLYKT MOHOHMTPOBAHHUS IO
¢bypanoBomy komnbily la. B cmydae ke coemuHeHHs 2 oOpa3yercsi CMech
MOHOHHTPO3aMEIEHHOTO 0 THO(MEHOBOMY SIpY 2a M JUHUTPOIPOU3BOIHOTO
2b kak mo THO(EHOBOMY, TaK M IO a30JbHOMY LUKJIaM. K coxaneHuro,
NPOXYKTHl HUTPOBaHUS 2a, 2b B BUIy OAWHAKOBOH Xpomarorpadpudeckont
MOJIBMXKHOCTH Pa3JeNuTh He ynanoch. OQHAKO MX WACHTH(UKALUSA B CIEKTpe
SAMP 'H mHe npexcTaBiser Tpyla M3-33 HAIMUMS XapaKTEPUCTHUYECKHX
CUTHAJIOB, IPUCYIIUX KaXIOMY U3 HUTPOIIPOU3BOJHBIX.

bpomupoBanne ¢yprnMunazona 3 B HPUCYTCTBHH KHCIOT TIPOTEKAeT
TOJBKO 10 QypaHoBoMy snpy [3]. Coenunenune 1 B 3TUX YCIOBHUAX OCMOJISETCS,
MOATOMY TeTapIIIMMUAA30I6I 1, 2 OpOMHPOBAaIM B HEHTPAJIBHBIX YCIOBHSX.
[TepBoe m3 HUX OpOMHpYETCs B TUXJIOpPATaHE AakKe MPH HU3KOW TeMIeparype
(ot =10 go —15 °C) ¢ obpazoBanuem MoHOOpommpoussogHoro 1b. Bpomu-
poBanue coenunenus 2 npu 0 °C npuBoaut ¢ BeixonoM 70% K ruapoOpoMuLy
4-6poM-5-(5-0pom-2-THeHun)- 1 -MeTuITIMuIIa3oma (2c¢).

Kaxk m3BectHo, dypaH, n3-3a npucymeil eMmy anuaopoOHOCTH, JTydIle BCETO
cyiIb(uUpyeTca ¢ TOMOLIBIO TaKOTO MATKOTO peareHra, Kak aiyKT CepHOro
aHruapuga ¢ nupuauHoM [6]. C y4yéToM 3TOro Mbl BHayalle IOIBITAINCH
pacIpoCTpaHuTh TaHHBIA METOJ Ha reTapuanuMuaazons! 1, 2. BrricHmimocs,
9TO CYNB(QHUPOBaAHNE THPUIUHCYIB(POTPHOKCHIOM, KaK 1 B CITyJae COSUMHEHNS 3,
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TaGunuma 2

XapaKTepUCTHKH CHHTE3HPOBAHHBIX COCIHMHEHUM

Coe- BpyTTo- Hatineno, % T'OHH" UK crextp, | Boixon,
JAUHEe- Beruucineno, % C -1 o
bopmyia % v, CM %
HHE C H N (13 cnupTa)
la CgH7N;05 50.07 | 3.37 | 22.03 129-130 1360 cum. 52
49.75 3.65 21.75 (NO»)
1545 acum.
(NO3)
1b CgH,BrN,O | 42.65 | 2.88 | 12.55 82-83 - 66
32 3.11 12.34
1c CyHgN,0O, 6l1.12 | 4.71 | 16.22 126-127 1670 (C=0) 67
61.36 4.58 15.90
1d CioHoN,O, | 62.88 | 5.53 | 15.05 120-121 1680 (C=0) 45
63.15 5.30 14.73
le C,sH,N,0, 1.54 | 5.03 | 10.78 128-129 1670 (C=0) 63
71.42 4.79 11.10
1f CoHoN,O, | 60.92 | 5.33 | 16.04 164-165 1130 (OH) 53
60.67 5.66 15.72
2 CgHgN,S 58.72 | 5.07 | 16.94 98-100 -
58.51 491 17.06
2a+2b** | CgH;N3;0,S - - - - 1380 cum. 78
CsHgN,O,4S (NOy),
1560 acum.
(NOy)
2¢%** CgH,BrsN,S | 24.15 | 2.07 - 198-199 - 70
23.85 1.75
2d CgHgN,O3S | 39.56 | 3.47 | 11.22 276277 1260 (SO,) 49
2 39.33 3.30 11.47
2e CoHgN,OS | 55.88 | 3.92 | 14.66 157-159 1650 (C=0) 80
56.23 4.19 14.57
2f CioHoN,O | 58.46 | 5.17 | 13.66 115-116 1650 (C=0) 52
S 58.23 4.89 13.58
2g CisHLN,O | 67.28 | 4.42 | 10.72 144-145 1660 (C=0) 40
S 67.14 451 10.44
2h CoHoN,OS | 55.79 | 4.88 | 14.67 178-180 1140 (OH) 85
55.65 5.19 14.42

* Coenunenre 2d KpUCTAUTH3YIOT U3 BOJIBL, 1¢ U3 TekcaHa.
** CooTHOLIEHUE coeMHeHnH 2a : 2b B cMecH, 1o 1aHHBIM criektpa SIMP H, 2:1.
*** Haiineno, %: Br 59.78. Beraucneno, %: Br 59.49.

He NaéT MOJIOKUTEIbHOro pesynbraTa. [loaToMy HMX Cylb(huUpOBaId CEpPHOM
kucoToii (d = 1.84 r/em’) B TIOK mpu temneparype 70-80 °C.

Ha ocuoBe 5-(2-pypum)umunazona 1 BbLACTUTh U WACHTU(DUIUPOBATH
CyJIb(OKHUCIIOTY HE YAaJ0Ch U3-3a OUYEHb BBICOKOM PacTBOPUMOCTHU B Boze. B To
BpeMs S5'-cynbdokucinoTa 2d, momydeHHas ¢ BeIxonoM 49%, BepOsSTHO CymIecT-
ByeT B BHJI€ BHYTPEHHEH COJNM, TaKk Kak crnektp AMP 'H, sammcaHubIii B
DMSO-ds ve copepxur curaana rpynnsl OH, onnako B CF;COOH on nmeer
Mecto npu 12.18 m.a.

832



[Ipu popmunmupoBannu coennuaenus 3 nmo Bunbcmaiiepy npu 95 °C obpa-
3yercs 5'-popMmmpon3BogHoe ¢ BEIXoIoM 32%. Okomno 50% ucxomHOTrO coeau-
HEHusl pereHepupyercs [3]. 3HAUUTENBHO JIErde pearupyer ¢ KOMILIEKCOM
JIM®A-POCI; coenqunenne 1. CooTBeTCTBYIONIMIA anbaerua 1¢ Obul mosmyueH
¢ BEIxonoM 67%. THOQEHOBBIH aHaIOr 2 OKa3ajicsi WHEPTHBIM K PEaKTHUBY
Bunscmaiiepa. OmHako mpH HMCHOJB30BAaHUM B KadecTBE (DOPMINIHPYIOLIETO
aredra yporpornuHa B IIOK npu 70-80 °C MBI monyuwiau anbieruj 2e c
BeIxoaoM 80%.

TaGunuma 3
Cnextpbl AMP 'H cHHTe3MPOBAHHBIX COeMHEHHT

Xumudeckue caBur, o, M. 1. (J, I'm)*
Coem- N-CH H-4' H-3' H-4 H-2
T G, c; (1H, 1) (1H, 1) (IH,¢) | (1H,¢) | APyrue cHrhams
1a 3.75 7.38 6.81 7.54 7.47 -
(J34=3.8) (J43=3.8)
1b 3.66 6.35 6.58 7.12 7.40 -
(J34=3.5) (J43=3.5)
1c 3.74 7.28 6.83 7.48 7.41 9.55 (1H, ¢, CHO)
(J34=3.5) (J13=3.5)
1d 3.75 7.25 6.78 7.40 7.48 2.48 (3H, c, CH;)
(J34=3.5) (J43=3.5)
le 3.76 7.26 6.86 7.44 7.49 7.50-7.52 (3H, m,
Fa=37) | (as=3.7) H-3"4".5"); 7.94
(2H, n, J=17.0,H-
2".6")
1f 3.72 6.40 6.58 7.14 7.44 4.15 (1H, c, OH);
(a=34) | (us=34) 4.93 (2H, ¢, CH,)
2 3.63 6.95-7.00 7.13 7.02 7.36 7.20 (1H, &,
(M) (J43=35.2) J4s=3.6,H-5")
2a 3.68 7.57 7.24 7.21 7.45 -
(s4=4.1) | (Jaz=4.1)
2b 3.98 7.83 8.14 - 8.02 -
(J34=4.4) (Jaz=4.4)
2¢ 3.66 7.27 7.35 - 8.33 -
(J34=4.1) (Jaz=4.1)
2d 3.64 7.57 6.98 6.96 7.45 -
(J34=3.6) (J43=3.6)
2e 3.77 7.66 7.33 7.23 7.45 9.83 (1H, ¢, CHO)
(J3,4:4~1) (J4,3:4~1)
2f 3.69 7.58 7.24 7.17 7.42 2.48 (3H, c, CH;)
(/34=3.8) (J13=3.8)
2g 3.72 7.57 7.30 7.22 7.52 7.40-7.50 (3H, M,
(5a=3.8) | (13=3.9) H-3"4"5"); 7.84
(2H, n,J=8.2,
H-2"6")
2h 3.66 7.00-7.05 7.17 — 7.37 4.30 (1H, c, OH);
(M) Jas=4.1) 4.82 (2H, ¢, CH,);
734 (1H, 1,J=5.1,
H-5)

* Pactopurenu: CDCl; (coenunenus 1, 1a—f, 2, 2a,b,e—h) u IMCO-d4 (coenunenus 2¢,d).
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Kak w coemunenme 3, rerapunumunazonsl 1 w2 anmuiaupyroTcst Kap-
O6oHOBBIMU KuciioTamu B [IDK, HO B 3HaUHTENHHO OOJNIEE MATKUX ycaoBusx 70—
80 °C. Keronsl 1d,e u 2f,g o6pasytorcs ¢ Berxogamu 40—63%.

B pabore [3] omucaHO THIPOKCUMETWIMPOBAHHE COCAWHEHHS 3 IO
MOJIOKEHUIO 5 (ypaHOBOTO KONbLA, KOTOPOE MPOTEKAeT OYEHb MEAJICHHO W
BBIXOJl TUAPOKCHMETHIIPOU3BOAHOTO Mocie kumsdeHus (16 4) B pacTBOpe
¢dopmammua cocrasnser aunib 11%. Coenunenns 1, 2 B aHAJOTHYHBIX YCIIO-
BUSIX pearupyloT JIeTde U ¢ BEICOKUMH BeIXomamu. Tak, Gpypumumumazon 1 maer
S-rugpoxcumeTunnpounspoaHoe 1f 3a 4 u ¢ 53% BbIXOAOM, a THEHUITUMHUIA30T 2
obpasyer 4-ruapokcumerunanponsBogHoe 2h 3a 5 9 ¢ 85% BeIXOIOM.
[Mocnemuuii pe3ynbTaT MOKHO OOBSCHHTH TEM, YTO B HEHTPAILHBIX YCIOBHUAX
peaxkroHHas CIOCOOHOCTh MMMIA30JbHOM CHUCTEMBI M THO(EHOBOTO LHWKIA
CTaHOBUTCS CONTOCTABUMOM.

O06o00mast gaHHBIE MO PeaKUUsAM 3JIEKTPO(MIBHOIO 3aMELIeHUs B DALY
5-(2-reTapuia)MMHUIA30JI0B, MOKHO KOHCTATHPOBATh, YTO OHU JICHCTBUTEIHHO
UAYT JIerde, 4eM JUIsl U3Yy4YEeHHBIX paHee 2-(2-reTapuil)UMUAa30JI0B. DIIEeKTpo-
(¢uIbHON aTake B KUCIBIX Cpelax MOJABEPraeTcsi MPeUMyLIECTBEHHO IeTapHiib-
HBIA 3aMeCTHTE]b. B HEUTpanbHBIX YCIOBHAX pPEaKUUOHHAs CHOCOOHOCTD
WMHUJIA30JIbHOTO W TEeTAPHIBHOTO IMKJIa CTAHOBUTCS CONOCTABHMOW W
3aMEIICHUIO MTOJIBEPraeTcsl KaK TeTapWIIbHBIA TaK U MMUIA30JIbHBINA TIHKIIBL.

SKCIIEPUMEHTAJIBHASA YACTb

UK cnektpsl 3apeructpupoBanbl Ha criekrpomerpe Specord IR-75 B xmopodopme
(coenunenus la,c—f, 2a+2b, 2e—h) u BazenuHoBoMm macine (coenunenue 2d). CrekTps
SIMP 'H sarmcansl Ha npubopax Bruker-250 (250 MTI'nu, coemunenus la,c, 2a+b,
2¢,e—h) u Varian Unity-300 (300 MI'n, coenunenus 1b,d—f, 2d) B umnynscaom dypne-
peXuMe, BHYTPEHHHMH CTaHJApT OCTaTOYHbIE CUTHAJIbl IPOTOHOB  JieiTepo-
pactBopureneidr CDCl; u IMCO-dg (8 7.26 1 2.50 M. 1. COOTBETCTBEHHO). DIIEMEHTHBIN
aHanu3 npoomauau Ha anamm3arope Perkin—Elmer 2400. Temmeparypsl TuiaBieHUst
ONpeNeNsull KaNWUIIPHBIM METOJ0M Ha NpHOOpe A ONpeleeHus TeMIepaTypbl
riaBnenus [ITII. KoHTponb 3a XOIOM peakumy ¥ MHAWBUIYAJIBHOCTBIO CHHTE3HUPO-
BaHHBIX coeMHEeHUH ocymecTBisuin MetogoM TCX Ha ruactuakax ¢ Al,Os II cT. akT.
no Bpoxmany (mposiBnenue mnapamu uonxa) winm Ha mactuHkax Silufol UV-254
B CH2C12

1-Metun-5-(2-pypun)- (1) u 1-metun-5-(2-ruennn)-1H-umunazon (2) nosnydeHsl mo
merony [2].

1-MeTna-5-(5-uurpo-2-pypun)-1H-umunazon (la). [Ipurororienue HUTpyromeit
cmecu: K 16.9 1t (70 mmouis) Cu(NO3),3H,0 1 ipu CHIIBHOM OXJIaXICHUU HEOOIbITUMU
MOPIMAMHE PUIKBarOT 40 MJT YKCYCHOTO aHTHJIPHUIIA, CIIEAs 3a TeM, YTOObI TeMIiepaTypa
peakimonHo Maccel He mnonHuManack Beime 3040 °C. Ilo okoHuaHMM 3K30-
TEPMHUYECKON PEeaKkIMi CMECh BBIJIEPKUBAIOT IIPH KOMHATHOH Temrneparype 24 4, nocie
4yero OT(HWIBTPOBBIBAIOT BbIMaBlIMii ocagok anerara menu(ll). Iomydennyro cmech
xpansT He 6osee 10 qu mpu 5-10 °C.

K pactBopy 0.74 T (5 MMonb) coenuHerns 1 B 5 MIT CBeXXeNeperHaHHOTO YKCYCHOTO
aQHTU/IpUIA NIPU MHTEHCUBHOM II€PEMEIIMBAHUM HEOOJBIIMMHU HOPLUUSIMHU NPHIMBAIOT
1.4 M HUTpyIOLIEH CMecHM NpU KOMHATHON Temmeparype. IIpoIo/DKHTENbHOCTH
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peakiuu 30—40 MuH. 3aTeM K NOJYy4YEHHOW CMECH NPUIMBAIOT 25 MII XOJIOAHON BOJBI U
HelTpanusyoT 25% pacTBOPOM aMMuaka. BeImaBmmid 0cafgok OTQHIBTPOBBIBAIOT,
THIATENIbHO MPOMBIBAIOT BOJOW M XpOMaTorpagupyroT Ha KOJOHKE C OKCHIOM
QTIOMHHUS, JIIOUPYS TUXJIOpMETaHOM. [IpOAyKT peakuuu KpUCTAUIU3YIOT U3 CIHPTA.
Beixox 0.5 1.

Cwmechp 1-meTna-5-(S-uutpo-2-tuenmnin)-1H- (2a) u 1-meruia-4-autpo-5-(S-uutpo-
2-tuennn)-1H-umuaazona (2b) nomydaror aHaIOrMYHO COEAUHEHHIO 1a.

5-(5-bpom-2-¢pypua)-1-merua-1H-umugazon (1b). K pacreopy 0.74 r (5 Mmmoub)
coequnenus 1 B 10 mi quxiopatana npu temneparype ot —10 mo —15 °C nobasnsior
0.8 r (5 mmoinp) Opoma. Peakimonnyrwo maccy nepemermBaior 30 mun mpu —10 °C,
npombiBaroT 20 mi 5% pactBopa ammuaka, Bogoit (2x20 mur). AuXa0pITaHOBBINA ClION
cymar 6e3BogHbiM Na,SO, 1 xpomarorpadupyroT Ha KojoHke ¢ Al,Os, amoupys
nuxjopMmeranom. Beixon 0.75 r.

T'uapobpomuyx  4-6pom-5-(5-6pom-2-tuenmin)-1-meruin-1H-umunazona (2¢). K
nepemernBaeMomy pactBopy 0.82 r (5 mmonb) coenuHenus 2 B 10 mu auxiopataHa
npu 0 °C npubasnstor mo kammsam 1.6 © (10 mMmons) Opoma. Peakumonnyro maccy
nepememmuBatoT 30 mue npu 0 °C, 3aTeM ynapuBarOT pacTBOPHUTENb B BaKyyMe IpU
KOMHAaTHOM TeMneparype. OcTaToK nepeKpuCTaUTM30BbIBAIOT U3 criupTa. Beixox 1.41 r.

1-Metna-5-(5-cyabgo-2-ruenni)-1H-umunazon (2d). Harpesator 0.82 r (5 Mmomb)
coeaunenus 2, 0.98 r (10 mmouib) cepHoit kuciots (d = 1.84 r/em’) u 20 r [IOK mpu 70 —
80 °C B TeueHue lu. PeakipoHHy0 Maccy OXJaXIawoT, pa3daBisaoT 50 M BOIbl U
OTIEJISIOT 0CaT0K CyabPOoKUCIOTh. Brixom 0.77 .

1-Metuna-5-(5-popmuin-2-gpypua)-1H-umuaazon (Ic). K 0.74 r (5 mmoinp)
coequnenuss 1 B 4.75 r (65 mmoms) JM®PA mpu 0-5 °C u mnepememnBaHud,
npubasisoT o xKarmwsiM 4.6 T (30 mmons) POCL;, nepememuBator 10 MuH nipu Toit ke
temneparype U 30 muH npu 60 °C. Ilocime oxJaXIEHUs PEAKUHOHHYIO MaccCy
HEUTpanu3yloT KOHIEHTPUPOBAaHHBIM PAacTBOPOM amMmuaka 1o pH 7 u skcTparupyror
25 M xnopodopma. DkcTpakT cymart 6e3BoxHbIM Na,SO, u xpomarorpadupyior Ha
kosoke ¢ Al,Os, amoupys xaopopopMoM. BeieneHHbII TPOAYKT KPUCTAIIM3YIOT U3
rekcana. Berxoq 0.59 1.

1-Metuna-5-(5-¢popmuna-2-tuennn)-1H-umunazon (2e). Ilepememmusaror 0.82 1
(5 mmonb) coemubenus 2 u 1.4 1 (10 mmons) yporpormHa B 15 r [IOK npu 70-80 °C B
TedeHHe 2 4. 3aTeM peakMOHHYI Maccy pa30aBisioT 50 MII BOJBI M TP OXJIAKACHUN
OCTOPOXHO HeWTpanu3yoT 25% pacTBOpoM amMMHaka. BplnenuBumiics ocaiok
9KCTparupyroT auxiopmeranoMm (3x15 mu), skcrpaktr cymar CaCl,, pactBopuTens
YIapuBalOT U OCTATOK XPOMATOrpaupyrOT Ha KOJIOHKE, JIIIOHPYS ITHUXJIOPMETaHOM.
Brixox 0.77 1.

5-(5-Auerna-2-pypuia)-1-merua-1H-umunazon (1d) u 5-(5-6enzonn-2-pypur)-
1-metna-1H-umugazon (le). Cmecy 0.74 r (5 mmons) coenunenus 1 u 10 Mmoins
YKCYCHOW WM O€H30WHOH KucioTel mnepememnBaioT 2-4 4 B 10 r TI®K 1o
HCYE3HOBEHHUSI UCXOJHOTO coenuHeHus, o naHHeiM TCX. IIponyktsl 1d,e BbLaEnsAOT
aHAJIOTHUYHO coeainHeHuto 2e ¢ BbixoJoM 0.43 u 0.79 r cOOTBETCTBEHHO.

5-(5-Auerna-2-tuenui)-1-mernia-1H-umunazou (2f) u 5-(5-0eH3oni-2-TueHu)- 1-
MeTua-1H-umuaazon (2g) nomydaror aHajgorngHo coequaeHusM 1d,e n3 coenuHeHus 2
¢ BbIxoJ1oM 0.54 1 0.54 r COOTBETCTBEHHO.

5-(5-I'napoxcumeTni-2-pypui)-1-meruia-1H-umunazon (1f). K pacteopy 0.74 r
(5 mmonb) coequuenust 1 B 35 M hopMannHa JOOABISIOT KAILTIO COJISTHOW KHCIIOTBI
u kunatat 4 4. 3atem BeUmBaOT B 100 M3 XOJNOAHOW BOABl M HeUTpammsyroT 25%
pactBopoM ammuaka 10 pH 7-8. Ocanok oTGHIBTPOBBIBAIOT U TIIATEILHO MPOMbBIBAIOT
xonoaHoM Bogon. Beixon 0.47 r.

4-I'mapoxkcumeTn-5-(2-Tuenni)-1-mernia-1H-umunazon (2h) nmomywaror anamo-
rudHo coeaunenuro 1f u3 5 Mmmous coenquaenus 2. Beixon 0.82 r.
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