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I'. T. CyxanoB, A.I.CyxaHoBa, |IO B. UabsicoBa

PEAKIIMU TTPOU3BOJHBIX 3-HUTPO-1,2,4-TPHA30JIA
C AJIKWINPYIOIIUMU ATEHTAMU

3*. AIKWJINPOBAHUE JUITHJICYJIb®ATOM HEWTPAJIBLHOTO
IFETEPOLIMKJIA

Bsaumoneiictere 3-HUTpO-5-R-1,2,4-TpuazonoB ¢ AUITHICYIb()ATOM MPUBOIUT K 00Opaso-
BaHuto 1-31ui-3-R-5-uutpo-, 3-autpo-4-stmin-5-R-1,2,4-rpuazonos, 1,4-gudtmn-, 3-meru-1,4-
nudTHI-1,2,4-rpuaszon-5-oHoB u 1,4-nmuatun-3-uutpo-5-R-1,2,4-rpuazonuessix coneil. Ilo cpas-
HEHUIO C MCIIOJIb30BAHHEM JUISl aJIKHJIMPOBAHUS JUMETWICYNb(para B MPOIYKTaX STHIMPOBAHUS
3HAUUTENILHO IOBBIMIACTCS JOJIST TPHA30JI0HOB (10 3—37%) M HE3HAUUTENIHFHO CHIIKACTCS BBIXOJ
HUTPOTpPUA30IHeBbIX coieil (1o 10-6%). Bpemst peakiuu mpu 3TOM yBEIMYMBAETCS HA HOPSIOK.

KuroueBbie cioBa: N-ankun-3-Hutpo-1,2,4-tpuazonsl, N,N-auankui-3-autpo-1,2,4-trpuaso-
nuesble conu, N,N-nuankui-1,2,4-Tprua3on-5-0HBL.

Panee mb1 cooOrmanu 06 ankwimpoanun aumetwicyibdarom (JIMC) 3-autpo-
u S-metun-3-Hutpo-1,2,4-tpuazonoB (1 u 2) [1]. [lo3nHee B aHANOTMYHBIX
YCIIOBUSIX alKWIMPOBaHWEM HUTpoTpuazonoB 1, 2 mmstmincyiasdarom (IIC)
nonydeHsl 1,4-mudTHnn- u S-metuin-1,4-nustui-3-HuTpo-1,2,4-Tpua3onueBbie
conu twicepHord kuciaotel (3 u 4) u 1, 4-gudTun- u S-metun-1,4-austun-3-
HUTPO-1,2,4-Tpra3oiareBble COJNM XJIOPHOH KHUCIOTHI (5 1 6). B memoM cxemsr
B3aumosercteus HuTporpuaszonoB 1 u 2 ¢ IMC u JI2C anamoruynsl. OgHako
3aMeHa AJIKWIHPYIOMIET0 areHTa MPUBOAUT K CYIIECTBEHHBIM H3MEHEHHSIM
YCJIOBUN MPOBEACHUS PEAKIIMN M COOTHOIIEHUS MPOIYyKTOB N-MOHO- U UCUEp-
TMBIBAIOIIETO ATKUIHPOBAHUSL.

OCHOBHBIMH TPOAYKTaMHU PEAKIUU ATKWIUPOBAHUS HUTPOTPUA30J0B 1 U 2
JAMC sBnstoTcst N-MOHOMETHIIHUTPOTpUA3obl (Beixoq 53—73%, cooTHomeHNEe
Nay» Ny 1 Nyy-merun-3-aurpo-5-R-1,2,4-tpuazonos cocrasisger 0.035:1:7.75),
mons 1,4-mu-, 1,3,4-tpumetni-1,2,4-Tpua3on-5-0oHOB B CMECH IPOIYKTOB
3-6%, 1,4-mu- u 1,4,5-tpumernin-3-HuTpo-1,2,4-TprazonueBbix conei 8—12%
[1]. Ipumenenue mnsa ankunupoBanus JDIC NPUBOAWT K YBEIWUCHUIO Ha
MOPSJIOK BPEMEHU peakiuu. B mpoaykTax B3auMOJEUCTBUSA HUTPOTPHUA30J0B 1
n 2 ¢ JI9C u3 N-MoHO3aMemeHHBIX 3-HUTPO-5-R-1,2,4-Tpra3oiioB HaiiIeHbBI
TOINBKO Np-m3oMepbl — S5-HUTPO-1-3Tmi- ©  3-MeTHn-5-HUTpO-1-doTH-1,2,4-
Tpuazonsl (7 u 8)

* Coobmienue 2 cm. [1].
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(9 u 10). Camkaercs cyMMapHBIA BBIXOJ N-MOHO3aMEIIEHHBIX 3-HUATPO-5-R-
1,2,4-tpuazonoB u fnons N-u3oMepos (Bbixon 7+8 26.3%, 9+10 45.3%, coot-
Homenue 7:9=1:2.7,8:10= 1:2.3.

CeneKTUBHOCTh peakmuu N-MOHOAIKWIMPOBAaHUA TpuazojoB 1 uw 2 ¢
momompio JI9C 1o CpaBHEHHWIO C alKWJIMPOBaHWEM JTHX TpuazonoB JIMC
CMEIIAETCsl B CTOPOHY YBEJIMYEHHUs BbIX0/a N(2)-3aMENIEHHBIX HUTPOTPHA30JI0B
7, 8 oTHOCUTENBHO N(4)-3aMEIEHHBIX HUTPOTPHa3010B 9, 10. DTO MPUBOIMT K
MOBBIIIICHAIO B MPOIYKTaX IMOBTOPHOTO AKHIMPOBAHHS OTHOCHTENHHOMN IOJH
conet 2,4-mudTunupoBanud — 1, 4-gudTwin- U 3-meTwi-1,4-1uaTui-5-HUTpo-
1,2,4-tpuazomueB (11 u 12), ABIAIOMUXCS NPEIIICCTBEHHUKAMH TPHA30JI0HOB,
10 OTHONIIEHHUIO K jaojie cojel 1,4-ankunupoBaHusi — 1,4-1udTHil- U S-MeTHII-
1,4-mmatnn-3-autpo-1,2,4-tpuazonueB (5 um 6). BemeactBue 3Toro mo cpae-
HEeHNIO0 ¢ mpoxykramMu N,N-muMetunupoBanus [1] 3HAUUTETHEHO TMOBBIIIACTCS
BBIXO 1,4-mmdtrn- w 3-metni-1,4-mudTmi-1,2,4-tpuazon-5-onos (13 u 14) —
1o 36.7 u 29.4% coorBercTBeHHO. BrIxoz conelt 5 u 6 — npoaykToB 1,4-3THiu-
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poBaHusa TpuazonoB 1 u 2 — He3HauMTENbHO cHIKaerca (mo 9.7 u 5.5% coot-

BETCTBEHHO).
IKCIIEPUMEHTAJIBHAS YACTb

Crextpsr IMP 'H u C cuumann ma crnextpomerpe Bruker AM-400 (400 u 100 MI'x
cootBercTBeHHO) B JIMCO-dg, BHyTpennuii crangaptr TMC, UK cnekrpsl — Ha npudope Perkin—
Elmer B Tabnerkax KBr, Y® crnekrpsl — Ha mpubope Specord. ["azoxpomaTorpaduueckuii anamus
MIPOJYKTOB PEaKkInH MPOBOAMIN METOIOM BHYTPEHHEro cTaHgapra Ha xpomarorpade Chrom-5 ¢
IIAMEHHO-MOHHU3AIIMOHHBIM JICTEKTOPOM, CTCKISIHHOU Konoukou (/= 200 MM, d = 3 MM) ¢ Haca-
Koil cuiokcanoBoro smacromepa SE-30, ras-Hocurens — a3ot (40 mu/MuH), TeMmmeparypa
tepmocrata 180 °C, ucnaputens 220 °C, nerexropa 220 °C.

N-Ankun-3-autpo-5-R-1,2,4-tprazonsl u tpuazononsl 7-10, 13, 14, sBisiomuecs UCXOJ-
HbIMH BELIECTBAMH, OOPa3LaMH CPABHEHHS M CBHICTEIAMH IpH U3yueHuH crextpos SIMP 'H
u KX, cuaTesupoBanu mo Mmetoaukam [1-3].

B3aumopneiictBue 3-HuTpo-1,2,4-tpuasona ¢ gudTuiacyiasparom. Cycnensuto 0.2 Moib
3-nutpo-1,2,4-tpuazona u 0.15 monp JIDC nepememmaror npu 78—80 °C B TeueHue 28 u,
oxaxaaioT 10 30 °C 1 SKCTParupyIoT XJIOPHCTBIM MeTHIeHOM. B skcrpakre meromamu SIMP 'H
u KX co cBunerensiMu naeHTHGUIUPOBaHLI cienyronme coequaenus: [19C, 7, 9, 13. Bexon, %:
1.4; 32.9; 4.3; 61.4 coOTBETCTBEHHO (CyMMapHBI BBIXOJ CMECH IIOCIIE OTTOHKH IOJ BaKyyMOM
xnopucroro MetwieHa 4.42 r). OCTaTOK pPEakIMOHHOW Macchl 00pabaTHIBAIOT IMPH IEpeMe-
MIMBaHUH 25 MII BOJIBI, TIOJ{BEPTalOT SKCTPAKIMU XJIOPUCTHIM METHIEHOM. B skcTpakTe MeTonom
SIMP 'H u KX co ceunerensimu unentuduuposansl coequnenus J2C, 7, 9, 13 u He uneHTH-
¢uupoBanHas npuMech. Bexon, %: ciensr; 2.1; 68.1; 21.7; 8.0 cooTBeTCTBEHHO (CyMMapHBIH
BBIXOJ] CMECH IIOCie OTTOHKH MOJ BaKyyMOM XJIOPHUCTOrOo MeTwieHa 5.72 r). U3 atoil cmecn
9KCTpaKIHeil TeKcaHOM, YIapHBaHHEM pAaCTBOPUTENS M (PAKIMOHHPOBAHUEM B BAKyyMe
nony4aiT coemuuenne 7 ¢ T. kum. 65 °C (0.5 MM pr. cr.). MK cmektp, v, cM ' 1558, 1336.
Y@ cnextp, Aax, HM: 267, 218.  Cnextp AMP 'H, 8, m. 1. 1.49 (3H, T, J=17.2, CH;); 4.61 (2H,
kB, J = 7.2, CH,); 8.12 (1H, ¢, CH). Cnextp AMP °C, 8, m. n.: 14.15 (C,—CH;)*; 47.73 (CH,);
149.08 (CH); 151.99 (C-NO,). Ilepekpucraumsanueii Ky0oBOro ocraTtka n3 2-Iporna-Hola |
BOJIBI BBIIEIAIOT BemiecTBO 9, T. mi. 83—84 °C. Cnektp SIMP H, §, m. n.: 1.44 (BH, T, J=17.2,
CHs); 4.38 (2H, kB, J = 7.2, CH,); 8.93 (1H, ¢, CH). Cnextp SIMP “C, 8, m. 1.: 14.82 (C—CHy);
42.93 (CH,); 147.20 (CH); 153.92 (C-NO,). K octatky peakiMoHHOU cMecH (IIOCNIE JIBYX 3K-
CTPaKLUI XJIOPUCTBHIM METHIEHOM) IpH Temnepatype 75-80 °C mpubasinsior 3.2 T aMMOHHEBOI
COJIM XJIOPHOH KHCIIOTHI, oxyaxkaarotr 1o 20 °C, ¢punsrpyror. Beixox Bemectsa S 2.12 1 (9.7%),
T. 1. 150-151 °C (u3 Boxs). UK cnektp (Tadbnerka KBr), v, oM 1562 (NO,), 1325 (NO»), 1080
(Cl0y). Crextp IMP 'H, 8, m. x.: 1.52 (3H, , J = 7.2, CH3); 1.55 (3H, T, J="7.2, CH3); 4.53
(2H, xB, J = 7.2, CH,); 4.57 (2H, B, J = 7.2, CH,); 10.42 (1H, ¢, CH). Cniextp SIMP "°C, &, m. 1.:
13.36 (CH3); 13.62 (CH3); 46.72 (CH,); 49.09 (CH,); 145.78 (CH); 150.92 (C-NO,).

B3aumoneiictBue S-meTuin-3-HuTpo-1,2,4-Tpuazosna ¢ amTuwiacyabparom. CycneH3uio
0.2 monp S5-metmin-3-Hutpo-1,2,4-tpuasona u 0.15 Monbp AMAITHICYNB(ATA MEPEMEIINBAIOT HPH
temneparype 75-80 °C B teuenue 30 u, oxmaxnaroT go Temneparypsl 30 °C, skcTparupyrot
XJIOPUCTBIM METWIEHOM. B skcrpakre Meromamu SIMP 'H u IKX co cBugeTemsMu HieH-
tudunmposans! coequHenus: J19C, 8, 10, 14 u ve npentudunupoBaHnas npumecs. Brrxon, %:
1.6; 51.8; 13.1; 19.0; 14.5 cooTBeTCTBEHHO (CyMMAapHBII BBIXOA CMECH IOCIE OTTOHKH IO
BaKyyMOM XJIOPHUCTOrO MeTwieHa 3.2 r). OCTaTOK pPeakIHOHHOH Macchl 00pabaThIBAIOT IPH
nepemennBanun Boaoi (1:1 mo macce), SKCTparupyroT XJIOPHCTHIM METHICHOM. B akcTpakrte
metomom IMP 'H u IKX co cBuaeTensMi HACHTHHIIAPOBAHE cefyomue coexuHerms: J13C,
8, 10 u 14, ve upentudumpoBanHas npumecs. Boixon, %: 0.28; 0.27; 79.2; 9.7; 10.5 cootBer-
CTBEHHO (CyMMapHBIil BBIXOJI CMECH I1OCJIe OTTOHKH IO/ BAKyyMOM XJIOPUCTOro MeTwieHa 4.1 r).
K ocratky peakumoHHOH cMmecu (mociae ABYX OKCTPAKIMK XJIOPUCTBIM METHUIIEHOM) IIpU
temneparype 75-80 °C npubasisiioT 3.6 r aMMOHHMEBOW COJIM XJIOPHON KHCIIOTHI, OXJIaXIAI0T J10
20 °C, ordunbrpoBbiBatoT BemecTBo 6. Beixoq 0.69 r (5.5%), T. 1. 158-160 °C (u3 BOBI).
Crektp SIMP H, 5, M. 1. 1.44 (3H, T, J= 7.2, CHy); 1.47 (3H, 1, J = 7.2, CH3); 2.94 (3H, c,
C-CH;); 4.49 (2H, B, J= 7.2, CH,); 4.53 (2H, kB, J = 7.2, CH;). Cniektp SIMP B¢, 8, M. 1.: 9.98
(C—CH;); 13.11 (CH,CH;); 13.17 (CH,CH;); 44.89 (CH,); 47.14 (CH,); 150.39 (C-NO,); 155.32
(C-CHjy).
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