xpomatorpamMmax u B cmekrpax [IMP, He ymaercgd BBmAy #X CKJIOHHOCTH
K OHICTPOM CAMOIpPOW3BOIBHON M30MEPU3ANHH B COOTBETCTBYIOMYE MEHTHIOBEIE
abupn dermaxiiopmuposrrorpagoi kucaote ArCHCICOCOOR.

Z-2-X70p-2-xapBoMerToxCE-3-(4-Hrrpodenr) oxcupanst (Ha u II6). K pacreopy 7,48 mMois
(-)- unu () -MeHTIIAMXAOPANETaTOR 1a wm 16 u 7,48 MMOns n-HuTpoOeHsambAerMaa B 25 i
terparunpodypana 106aBITOT NpK nepeMentaHMM 7,48 MMOITE IOPOIIKO0BPA3HOr0 Mpem-Oy TWITATA
Xanms, nopepxusag remueparypy —78 °C. Ilocre mepeMeniuBasus B TeUECHME 3 9 IpuU ITON TeM-
TIEpaType PEAaKIMOHHOM CMECH AAIOT Pas0rPeThes 0 KOMHATHOM TeMmuepartypsl (5 =), mocie uero
ﬁepeMemnBarme HPONODKATIOT eme 12 4. PACTBODHUTENs YOAISIOT B BAKYYyMeE, K OCTATKY AOOABIASIOT
30 v CH2Cl2, HachImEHHbIA BONHAIH PACTBOP XJIOPHUIA HATPHUS U HERTPAIUIYIOT COJISTHON KMCIOTOHA.
Oprasvueckuii CI0# OTHENSIIOT, BOAHbIH C10i sxcTparupyioT (3 x 30 mn) CH2Clz, IpOMBIBAIOT HACKI-
UIEHHBIM BORHBIM PACTBOPOM XJIODMIA HATPHS, CYIIAT CyIb(aTOM MATHUMS u UCH2PSIOT PACTBOPUTEND.
Beixox cmecu ueThipex puacrepeomepor 979 . Ilpu Crossuu CMECHM 3aKPUCTAJUIM30BBIBAIOTCS.
TIepexpUCTaIUIM3alUs UX U3 TeKcana faeT Z-usomepsl a u III6. Trn 126...128.5 °C; mns n3omepa [a
[al 2?1 12,1° (¢ 1,61, CHCl3), mis usomepa 1116 — T2 3KE BeTUTUHA C 00paTHbIM 3HaKOM. JJaHabIe
IMEMEHTHOrO aHanuza M cuoexkrtpockonuum IIMP COOTBETCTBYIOT IOATBEPXJEHHBIM
PEHTTEHOCTPYKTYPHBIM HECACAOBAHUEM CTPYKTYPaM.

Pafoma noddepxena Snonckum obujecmeom codeiicmeus nayke (JSPS),
zpanm RC 39626110, u Poccuiickum @oHOOM cj)yuaamenmajzbnbzx uccaedo8anull
(PDODH), zpanm 96-03-33404.
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PEAKIIAY 1,3-IEPEEHAMWHWPOBAHVYI B EHAMHIHAX
B-IUKETOHOB C MMUIA30JIbHBIM IHWKJIOM B KAYECTBE
AMUHHOW KOMIIOHEHTH (EHAMUH-EHAMWHHAL
HEPEIPYIINIMPOBKA)

KorpeHcanmei XxanKoBudpoMunos ¢ waburrkom 1,2,4-tprasona 8 IMCO opm
110...136 °C B Teuemme 3,5...4 9’ TIOJTYYCHEI 1,3-gmapwi(1H-1,2,4-rpmazon-1-
wi)mpounei-2-oae-1,  gBagromecs CHAMHUHAME /3—IIEEKETOHOB c 1,24-
TPHA30ABHEIM IMKJIOM B KAUECTBE aMuHHON KommorenTs [1, 21 Mpr noKaszamm
Ea npmMepe peaxmmm - 2,3-mubpom-1-(2,4-uxsopdenmn)-3- (4-arrpoderm) -
mpomanora-1 () ¢ 1,2,4-Tpmasonom, 4ro Gomee TPEIIOUTUTENEHBIM SIBISETCH
HHASKOTEMIIEPATYPHH BAPDUAHT DTOH KOHNCHCAIMY — BHACPXUBAHAEC CMECH
peareeToR mpu -20...+20 °C B Teuemme 24..240 u, I[OSBOJISIIOIIIBB CBECTH
K MEBEMYMY oﬁpaBOBaHne MOGOYHBIS: TPOTYKTOB.

IIpn komjercammm mmbpomuna I ¢ wmvmmasomom (II), xoropas mporexaer
GuicTpee, uem peaxnwg ¢ 1,2,4-TpmasonoM, HAMHA 06Hapy>1<eHo o6p330}3am«1e
CMECH M30MEPHEIX €HaMHHOB III u IV (cxema 1).
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Cxema 1

2 2
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ATt =24-CLCH; A = 4-O,NCH,

CoorsOomenye M30MEPOB H3MEHSETCH B 3aBHCHAMOCTH OT TEMIIEPATyDHL
B 3amopoxeraoM [IMCO (-10...-15 °C, 120 1) oCHOBEBIM KOMIIOHCHTOM CMECH
ssyseTcd egamud 111, a npz DpoBeneHry PeakIuy IpY KOMHATHOW TEMIIEPATYPE
(120 v) — esamum IV. Eciu peakiumoHHyI0 CMECh, HOXYUIECHHYO B 3aMOPOXKCHEOM
OMCO, BrEmepxarts 3aTeM CTOABKO Xe Bpemenu mpr ~20 °C, To COOTHOIEHHE
€HaMHUHOE B HEA M3MEHIETCI B ONb3Y coepnraeHus V. HarpesarueM Kaxxoro us
egamuboB npr 140...160 °C 8 tewemme 20 MWH mOAy4arOT CMeCh, OCHOBHEIM
KOMUOHEHTOM KOTODOHM, KaK W JICAOBAJIO OXHAATh, gBALEeTCId cHamwe IV.
Coorromenme III : IV ompegensum mo TCX mim BECOBHIM METOOOM ITOCIE
IpETapaTEBHEOTO PA3AE/ICHAS CMec Kpucraummsanuen. Ws-3a 6mmsocta UK, YO
n dMP C cumexTtpoB 000MX BEMECTE MOKA HE VAAIOCH paspaborarts
thm3AKO-XUMPEYECKAH METON KOJHMYECTBEHHOTC ONpPENSICHAS KaXIoro M3 HUX
B PeaknmoHHO# cMecy. Tlosromy Toumoe maMmerdernue coorromenms I : IV B xome
PEaKnuy €Ie IPEKCTOUT BHSCHHUTS.

YxaszaEHEBIC NpPEBPameHus HE YAAJ0Ch BocnpowsBectm Y@ obrxyuenmem
tBepreix 00pasnoB I m IV wm mx Gem3omsEEIX pacrsopos. [lo aHasormm c
1,2,4-tpmazomom [1, 2] Mel monaraeM, YTO HETNOCPEACTBEHHEIM HIPOTYKTOM
kouaeHCanuu peareHToB | m II sBngercs emamun IIl. Emamwma IV ofpazyerca
B PE3yJIBTATE M3OMEPU3ANUH TOCIETHETO.

Bsammasie npespamenus esamusos 111 u [V Hassann naMy eHaMAH-EHAMMTH-
HOM HIEPEerpyNIMpPOBKON (€€ BEPOSTHBIM MCXaHHA3M IMPEACTABICH HA cxeMme 2).

Cxema 2
HOH -~
0 ,, (o)} OHA 2 OH OHAI,
Arl_ll/\r‘“z Ad ~ Arl__l/\l/
+H,0
m — N/\N = NN - N/\N —
A% VI
OH -
AP '
Arl—] /\n/
(0] -H,0 v
> N/\N —

[
v

Peakmus HaUHHASTCH C HIPUACOCHMHECHAS MOJEKY/IH BOJE [0 AKTUBEPOBAHHON
OsoiHOHN cBg3m eHamwmHa 11l ¢ ogHOBpeMmenHnoi 1,3-Mumrpanmei MMARAZ0NABHOTO
mukia. O6pasyomuiics narepMenaar V npespanmaercd B eHamus IV (V. —VI —
VI —1V). Kirouepoii cragmeli 98i9€TCI A30MEPHA3ANES HEIPEIEIbHOTO JHOAA
VI B kerocrmpt VII, xoTopsii 3ateM Jierko gerupparapyercd. Kax sumpao B3 9T0M
X€ CXEMBI, CHAMUH-CHAMUHEHON NIEPEerpynMpoBKe OIaronpaaTCTRYIOT 6~4ieHnaoe
mepexoxsoe cocrosuue, Brmouaromee C1)—C2)—C(3) aTtomer S-nukeronHoro
¢parmenra emammma III mw N(1)—C2)—N @) aTroMsl MMBZAa30/IpHOTO IWMKIA,
1,3-pacnonoxenue ero aTOMOB a30Ta, HPU KOTOPOM ammHEEN N (1) TEpEeXoauT B
mvuaEEE N(3) w oOpaTtHo, 3pexr pacrsopurens JIMCO, NOBHIIAIOMETO
PEaKIHOHHYI0 CHOCOOHOCTD MONEKY/IHl BOFH KaK HyKJIeO(HILHOTO pearcHTa H,
BO3MOXHO, KaTaJATHYCCKOE AcUCTBHE wmMmAasona wim cro HBr-corm. B
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egammHax 11, IV, xax n B mMunazone, amuaasi atoM N (1), O-BHOIUMOMY , HECET
YaCTHUHBIHA IOJOXWTCAGHEN 3apsa, a uMvaHEHE N(3) — 3HAUATEIbHBIHR
OTPUHATENBHEIN 3apsaK, 61aronapd KOTOPOMY MMHEAA30] MOXKET PEATHPOBATEH KAaK
BHYTPHMOJIEKYJIIDHBIM  Bykmeodwmn, arakyiomuid SAeKTPOQWILHBIA  aTOM
yriepona rpymmsl CO, crocobeTsyg TeM caMbiM 00pa3cBaEmo mATEpMeRuaTa V.

3-(4-Hurpodennn)-3- A H-aManazon-1-um-1- (2,4-puxnopdenwn) npones-2-o8-1 I u 3-(2,4-
muxaopdenn)-3- (1 H-umunaszcn-1-wi)-1- (4-suarpodesmn) nponen-2-o8-1 V). A. CMemusawT
nipu 20 °C 4,8 r (10 mmomp) ambpomuna I ¢ 6,8 r (100 mmomp) ummupasona B 5O ma JIMCO. Pacreop
TOTYAC XK€ OKPAaIMBAETCT B MHTEHCUBHO-OpamxeBbIit nger. Cnycra 30 mun meromom TCX B
PeaxiuonHO0 cMecu 06rapyxusaroTea enaMussl I u IV € npenMyIneCTEEHHBIM COXEPXAHUEM TIEPEOTO
(aposBuTenb — BoAHEIL pacTeop KMnO4). Uepes 72 4 peax(MOHHYIO CMeCh BeUIMBAIOT B 500 M1 BOfB!
v sxcTpaxuumei Gensonom (6 x 100 mu) uspnexaroT enamuis: I u IV BMecTe ¢ HEGONBIIMM KOIMUECTEOM
wmunasona. IIpomesanuem Bogoi (6 x 100 Mur) GeH30IbHOr0 3KCTPAKTA ONHOCTHIO YAAISIOT U3 HETO
MMuzasos. BessoasHsIf pacTBop cymar Na2S04 u YTapUB3IOT AOCYXa.

Cmecp esamumos 1, 1V (seixon 80%,) xpucrammayor npu 20 °C us cmecu Gerson—rekcan, 2: 1.
Otaensmor 0,9 r >xexTOBaThIX KPUCTAILNOB enamuHa HI u cymat #ag P20s. Tun 166...168 °C; Rr 0,73
(Genson—anueToH, 2 : 1). Haiinesno, %: C 54,99; H 3,36; N 10,28. C18H11Cl2N30s3 - 0,5H20. Berauc-
meno, %: C 54,42; H 3,30; N 10,58. UK crexrp (KBr): 3315, 3214, 3148, 3134, 3110, 3099, 3070,
3043, 3007, 2940, 2856, 2724, 1621, 1599, 1579, 1521, 1470, 1414, 1387, 1348, 1320, 1240, 1188,
1099, 1073, 1016, 902, 846, 815, 761, T17, 694, 656, 614, 593, 576 cM. MK cnexrp (CHCl3): 1666,
1585, 1553, 1527, 1485, 1467, 1414, 1376, 1340, 1318, 1284, 1189, 1142, 1105, 1066, 1031, 1014,
940, 902, 871, 858,824 cv L. Vb cmextp A, M (g €)): 197,5 (1,150); 300,8 (0,515) (Koauempaumi
0,91 mrsemecTsa B 10 M 5tanona, d=0,1 cM).

MaTouHBN! PACTBOP BHUIEPXXUBAIOT 2 CyT IPH +5 °C, HEIHAUMTE/IbHBIA 0CATOK emamima 111 (s
OCHOBHOM HA CTEHKAX COCY/IA) OTHEJHIIOT, PACTBOPUTENH YIAPUBAIOT, OCTATOK KPUCTAILTUIYIOT U3 CMECH
Genson—rekcan (1 : 1) mpu+5 °C. Beigesasor 1,4 r enamusa IV, Ty 105...106 °C; Rr0,62 (Gemson—
anerow, 2 : 1). Hatineno, %: C 54,49; H 3,27; N 10,42. CisH11CN303 - 0,5H20. Boruucneno, %:
C 54,42; H 3,30; N 10,58. MIK cmexrp (KBr): 3147, 3120, 3109, 3089, 3077, 3066, 3039, 3024, 2851,
1607, 1585, 1550, 1521, 1479, 1406, 1391, 1377, 1345, 1284, 1239, 1206, 1142, 1097, 1081, 1037,
1026, 896, 882, 863, 809, 780, 737, 704, 647 cm . YK cniextp (CHCl3): 1672, 1611, 1587, 1552, 1527,
1481, 1396, 1379, 1351, 1303, 1289, 1246, 1106, 1069, 1018, 930, 899, 859, 821 e L. V<D cmexrp (A,
am (Ig €)): 195,8 (1,09); 272,5 (0,410); 300,8 (0,357) (xoHIEeHTpaius 0,85 Mr BemecTBa B 10 M
granona, d=0,1 cM).

Y3 M2TOUHOTO pacTsopa seyessioT 0,61 r semectra, ugenruusoro no TCX enamuny IV. CooTso-
menvie edaMuuoB I : IV ~1: 2.

5. Cmecr aubpoMupa I ¢ umugazonom 38 JIMCO ObiCTPO 3aMOPAKMBAIOT ¥ IOMENIAIOT B
MoposuneHy0 xamepy (~10...-15 °C). Tlepuopuueckuii 0t60p ol M3 33CTHIBIIEr0 PACTBOPA NOKA3BI-
eaer (TCX) npeumMyinecTBeHHOE copepkaHue esamuna 111 8 ero emecu ¢ enamunom IV. Coycers 120
KOGy M3 MOPO3UJILHOM KaMephl BHIHMMAIOT M OCTaBIsnOT eme 120 u npu ~20 °C. Ho pamssmM TCX,
cooraonenue eaMuuos I 1 IV u3MeHMIOCh B O3y MOCIENHETO.

B. Kpucramms! (0,1...0,2 r) emamuna I wau IV warpesaror npu 140...160 °C 20 mua. Hocne
OXNAKAEHMS IUIABa asanusupyioT MerooM TCX s cucteme Gerszon—anetoH (2 : 1). B kaxpomM Ombire
obmapyxena cMech enamunos I v IV ¢ IpeMMyIecTBEHHBIM COfepIKaHueM IOCAEHero.
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