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PEAKIIUA KYPHHIUYCA B CUHTE3E HEKOHIAEHCHUPOBAHHBIX
HOJIUAJEPHBIX A30J10B

Peaxmmeit a3uoB a301KapOOHOBBIX KHCIOT C TETEPOLMKINYECKIMH CIIUPTaMHU OCY-
IIECTBJICH CHHTE3 IOJIMSIIEPHBIX HEKOH/IECHCHPOBAHHBIX CHCTEM, B KOTOPBIX a30JIbHBIC
LUKJIBI CBSI3aHbI YPETAaHOBBIMH WJIM KapOaMHUTHBIMH (pparMeHTaMH.

KiroueBbie cJ10Ba: a30JIMITypETaHbl, TETEPOLUKINYECKHIE MOYEBUHBI, TETEPOLIUKIIH-
YyecKue CIHUPTHI, M30I[HaHaThl, Teperpynmnuposka Kypuunyca.

C menpio cuHTe3a HEKOHIECHCHPOBAHHBIX IONHSIEPHBIX a30JICOAEPIKAIINX
cucteM pasee [1, 2] HCTIOTB30BATUCH METOABI MPUCTPOUKH TETEPOITMKIIOB K Oa-
30BOM MOJIEKYJIe, HECYILIe aKTUBHBIA 3aMECTUTENb B BUJIE a3WUIHON, HUTPHIIb-
HOH, XJIOPMETUJIBHOM TpyMm, rajoreHa M aueTUICHOBOH CBA3H. DT METOIbI
MO3BOJISAIOT HApaIIUBaTh YHCIO TETEPOIMKIIOB, Pa300IIEHHBIX METHIEHOBOM
TPYNION WK IPYTUMHE (pparMeHTaMH.

[Iponomxkas Hamm uccieoBaHNus B 00JIACTH CHHTE3a TOJHSIIEPHBIX TeTepo-
IUKINYECKAX CTPYKTYp, B HACTOSIIEH paboTe MBI pacCCMOTPEIH BO3MOYKHOCTb
WCTIIONB30BaHMS TEePerpynmupoBku  Kyprmyca asuaoB TeTepOUKINIeCKUX
KHCJIOT B M30IMAHATHI C MOCIEAYIONINM WX B3aMMOACHCTBHUEM C a30JICONIEprKa-
IIMMH CIIUPTaMHU C TENbI0 BBIXO/Ja HAa TOJUSAEPHBIE CTPYKTYPHI, B KOTOPBIX
A30JIbHBIE IUKJIBl Pa300IIeHBl KapOaMUIHBIMU WM YPETaHOBBIMU (hparMeH-
TaMH.

Kak m3BecTHO, anmi- ¥ apowIa3u/Ibl IPH HATPEBaHWU TIOJBEPTAIOTCS TIepe-
rpynnupoBke Kypunyca ¢ mpeBpaiieHHeM B alKuiI- ¥ apuin3onuaHarsl. [lo-
CJIEJTHHE JIETKO PearupyroT ¢ COeANHEHUSIMH, HECYIINMHU aKTUBHBIA aTOM BOJIO-
polla, TAKUMH KaK CITUPTHI, aMUAHBI | T. 1., ¢ 00pa30BaHWEM ypeTaHOB, MOUYEBHUH
U Jpyrux coeauHeHui [3, 4]. OgHako 10 CUX MOP OCTaBalOCh HEACHBIM ITOBE-
JICHHEe B OTOW peaKIMy He3aMEIIEHHBIX M0 aTOMY a30Ta TPHAa30JI0B, TETPA30JIOB,
a TaK)Ke TeTEPOIMKINIECKIX CITHUPTOB.

JL1st OTICHKY peaKITMOHHOHN CITOCOOHOCTH a30JICoAaep Kantux cnuptoB la—d u
TIIMKONA 2 C W30IHMaHaTaMH, MBI TPOBENH HMX B3aHMOJCHCTBHE C OSH3OMII-
asugoM (cxema 1). IlockonmbKy m30mMaHATHI JIETKO OOpa3yIOTCs MPH Harpena-
HUAW anwia3uaoB B Oe3BomHOW cpeme [3, 4], oTmagaer HEOOXOIUMOCTH WX
MIpEeIBapUTEILHOTO BBIACHeHHS. Peakmus coequaenmit 1a—d, 2 ¢ OeH3oMIa3u-
JIOM OCYIIECTBJISUIAaCh HarpeBaHWEM B cpefie aOCONIOTHOTO anokcaHa. Kak
0Ka3aJioch, CIUPTH 1a—d ¥ TIIUKOIL 2 6€3 0COOBIX OCIOKHEHUH BCTYHAIOT BO
B3aMIMOJICHUCTBHE C 0OpasylomMMCcs B Ipollecce rmeperpynmnupoBku Kypumyca
(heHMTM30ITMAaHATOM C BEIXOZ0M Ha N-(heHnnyperansl 3a—d u 4 (tadi 1).

B ciywgae crmmproB 1b,c mpeamomnaranmack peakius (heHWIHU3OIMaHATa TI0
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AaKTHBHOMY aTOMY BOJOPOAA TETPa30JIbHOTO W TPHA30JIbHOTO ILUKIOB, TEM
0osiee 4TO M3BECTHA peakius u3olraHatoB ¢ NH-He3aMelEHHbBIMU COCIUHE-
Husmu [3]. Ogaako B3ammoeiicTerue Genmmu3onuanara ¢ 1,2,3-tpuazonamu u
TETpa3ollaMH HE TMPOUCXOAUT. Pesynbrar peaknuu (QeHwIm3onuaHara ¢
He3aMeNIEHHBIMU TI0 aToMy a3oTa azonamu 1b,c, BO3MOXHO, OOYCIIOBIICH
cmaboit HyKIIeohMIHPHOCTRIO a30IpHOTO KA. C THAPAaTOM S-aMHHOTETpaszoia
Obuta mosydeHa Au(eHMIMOYEeBHHA, KOTOpas, BEpOATHO, oOpa3yercs 3a CUET
y4acTusi B peakiuu TuapatHoil Bojwl. [lomoOHbI 3ddexT Habmomancs B
peaKyuy M30I[HAaHATOB C HUTPO(EHOIAMH W APYTHMHU COCIWHEHUSMH, UMEI0-
IIUMHU aKIenTopHbIe 3amecTuTenn B Mosiekyne [3]. Ilo aToil ke mpuuumue,
cKopee Bcero, (heHWIN30IIMaHaT He B3aMMOAEHWCTBYET C aMUHOTPYIIIOW S-aMu-
HOTETpazoJa.

Cxema 1
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1,3a-cR=H, aR!=Bn, bR!= 1,2 4-rpuaszon-3-un, ¢ R! = terpazon-5-unmern;
dR!=Bn, 1d R=CH,OH, 3d R =CH,0CONHPh

Jist OlleHKH PeakIIMOHHOM CITOCOOHOCTH a3UI0B T'€TEPONNKIMIECKUX KHCIOT
OBUTH TIPOBEJICHBI peaknuu asuaa 2-genun-1,2,3-tpua3on-4-kapOOHOBON KH-
cioTel (5a) co cmpramu 1a,b u 2. Coenunenne 5a npu 70-95 °C B quokcaHo-
BOM pacTBOpE ITOJIBEPTAETCS MEPEerpyNIUpPOBKE B COOTBETCTBYIOIINN H30LHA-
HaT, KOTOPBII C yKa3aHHBIMHU BHIIIE CITUPTaMu 00pa3yeT OJIOKH HEKOHAEHCHPO-
BAaHHBIX TPUA30JHHBIX UKIIOB 6a,b 1 7, CBsI3aHHBIC YPETAHOBOU TPYIIIIUPOBKOM
(cxema 2).

Buctpuazonsl, cBs3aHHbIe KapOaMHIHBIM ()parMEeHTOM, TONy4YeHB: 8a —
B IIpOIIECCE TEepPEerpynnyupoBKH a3uja TpHUa3oJKapOOHOBOW KHCIOTHI 5a B MpH-
CYTCTBUM HEOOJBIIMX KOJIMYECTB BOJABI B PeaKIMOHHOW cpezae, a 8b — mpu
nrazoTupoBaHuy N-OKcuaa Tpuazoikapboruapasuna 9. B mocnempnem cimydae
BBIJICNIUTH O’KUIAEMBIH aluiia3ujl He yaanock (cxema 3).
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Cxema 2
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Cxema 3
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OKcleprUMeHTalIbHO 0osiee YA00HO MoTydaTh yKa3aHHBIE BhIIIE a3U/Ibl B3aH-
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MOJICHCTBHEM XJIOPAHTHAPHAOB KUCIOT 10a—¢ ¢ a3uaoM HATpUs B YCIOBHUAX
MexdazHoro cunresa (cxema 4). Coequnenus 10a—c¢ ObUTH MOTYYCHBI B3aHMO-
neiicrBreM KUcioT 11a—c¢ ¢ mATuxI0pucThiM Gochopom.

Cxema 4
0 o 0
M OH //_\% NN, //—\% N,
NN NN — > N_.N
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| ' |
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N, N — NO N NN
Bu” 7 Bu N~ Bu \N//
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OpHako 3TOT MeTOoA He OBUI MpHeMJIeM ISl CHHTe3a HEKOTOPHIX a3uioB
a30JIKapOOHOBBIX KHCJIOT, ITOCKOJBKY HE BCETJa yAaBajoCh BBIIECIUTH HCXO-
HBI€ XJIOPAHTUAPHUABI C YIOBIETBOPUTEIHHBIM BBIXOAOM. Tak, MpH MOIBITKE
MOJTyYeHUs] XJIOPAHTHUAPUAA TETPa3ONHI-5-MI YKCYCHOW KHCJIOTHI B3amMO-
JEHCTBHEM COOTBETCTBYIOIIEH KHCIOTHI C THOHWIXJIOPHIOM WM TSATHXJIO-
pucTbM (ocopoM peakIrioHHas Macca ocMmossiercs. [loaromy, amst BeIxona Ha
OmcTpuas3oibl, CBA3aHHBIE KapOaMUIHBIM (pparmMeHTOM, ObLTAa HCIOIB30BaHA
peakiusi TpuazoikapOoHoBeIXx kucnor lle,d c audenundochopunazumom
B JIMIOKCaHe B MPUCYTCTBUY TPHUATHIIAMUHA U M30BITKa BOHI (cxema 3). Beposr-
Hee BCEro, peaxiis MPOTeKaeT Yepe3 MPOMEXYTOUHOEe 00pa3oBaHue aIlHIIa3H/I-
HBIX TPYTII, 3aTeM H30IHaHaTa C TIOCIEIyIOIINM B3aNMO/ICHCTBUEM €TO C BOJIOH
W pacriaga ImoryJaeMoi IIpH 3TOM KapOaMHHOBOW KHCJIOTHI 0 aMuHA. Peakrus
BBICTISIONIETOCS aMHHA C HM30LMAHATOM TMPHBOIUT K JU3aMEUIEHHBIM MoOuYe-
puHaM 8c,d.

B UK cnekrpax a3ummoB KapOOHOBBIX KHCJIOT Sa—¢ MPUCYTCTBYIOT HMHTCH-
CHBHBIC IOJOCHI Kolebanmii KapboHmibHON (1690-1700 cM ') u asmmmHoif
(2170-2200 cv ') rpymm (Tabm. 2). B crextpax SIMP 'H duxcupyrorcs curaa-
JIBI TIPOTOHOB (hEHUITHHOTO KOJbIla B o0mactu 7.30—7.95 u METHIIBHOHN TPYyTIIBI
npu 2.27-2.37 M. 1.

B cnekrpax IMP 'H moueBur 8b—d MMEIOTCS CHrHAIBI IPOTOHOB TPYIII
NH npu 8.80-9.20 n deHmnmpHBIX 3aMmectutencit npu 7.20-7.95 M. 1., B UK
criekTpax 3235-3328 wst NH u 1715-1725 e 151 KapOOHMIBHOI PyIIIL.

Hns monyuennbix yperanos 3a—d, 4, 6a,b u 7 B UK cnektpax xapakTepHbI
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IIOJIOCHI TIOTJIOMEHHs B oGnacty 3293-3345, 1688—1751, 1125-1259 cm ™' s
rpymn NH, >¢pupHoii 1 kapGOHUIBHOI coOTBeTCTBeHHO. B crextpax SIMP °C
¢ukcupyrorcs curHansl B oomactu 150-163 mist xapOoHmnbpHON u 51-63 M. 1.
JUIS OKCUMETHIILHON TPYIIIL.

Tabnuna 1l
XapakTepucTukH coefnHeHuii 1, 3-10

5 Haiineno, %
Coenu- pyTTO- Borancneno, % T. m., Brixon,
HEHHE hopmyna °C %
C H N
1b CsHgNsO 36.51 3.83 50.12 182-184 76
36.14 3.61 50.60
1c CsH,N,0 33.71 3.47 53.92 130-131 78
33.14 3.86 54.14
3a C7H,N4O, 66.18 5.39 18.65 108-110 60
66.23 5.19 18.18
3b C,H;1N;0, 49.65 4.28 34.87 115-118 58
50.52 3.85 34.38
3¢ C,H,NgO, 48.48 4.19 36.52 78-81 64
48.00 4.00 37.33
3d C,5Hy3N;50, 64.78 6.13 14.66 85-90 94
65.64 5.03 15.31
4 C,sH sN4Os5 59.32 4.72 14.73 105-110 92
58.69 4.34 15.21
5a CoHgN¢O 49.02 3.04 38.80 92-94 66
50.46 2.80 39.25
6a C9H7N;0, 61.02 4.40 26.26 175-176 55
60.80 4.53 26.13
6b Ci4sH 5N 0, 47.90 3.15 40.92 218-220 67
47.72 3.40 39.77
7 CyH gN(Os5 51.80 3.72 26.91 229-231 48
52.58 3.58 27.88
8a C7H 4NgO 58.65 4.17 32.51 222-225 40
58.95 4.04 32.36
8b C9H sNgO; 56.31 5.02 27.30 196 72
56.15 4.43 27.58
8d CoH sNgO 60.82 491 29.93 255 72
60.96 4.81 29.94
8c CoH;sNgO 60.73 4.75 29.81 260 74
60.96 4.81 29.94
9 CoH;1N50O, 51.81 4.65 29.75 175-177 72
51.50 4.72 30.04
10b C1H,C1LN50, 47.72 2.51 15.07 41 86
46.47 2.46 14.78
10c CgHyCI,N50, 23.82 4.49 21.50 53 79
23.30 4.46 20.38

Tabnuma 2
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CnekTpajibHble XapaKTePUCTHKH* coequHenmii 1, 3-10

Coenu- MK CHeK,TlpH’ Crnextpst SIMP °C, 8, m. 1.
HEHHE v, CM
1 2 3
1b 3635-3615 54.8 (CH,0OH); 114.0 (C, Buu. tpuasona); 145.0 (ipso-C,
(OH) cuM. Tpuasona); 148.6 (ipso-C, Buu. Tpuasona); 148.7 (C,
CHUM. TpHa30Ia)
1c 3645-3625 42.5 (CHy); 54.2 (CH,0H); 122.9 (C, Buu. Tpuasomna);
(OH) 147.7 (ipso-C, Buu. Tpuazoina); 157.8 (C, Terpaszona)
3a 3295 (NH), 52.0 (CH,, Bn); 56.6 (CH,0); 117.5 (C, Buu. Tpuasomna);
1246 (-O0-), 117.6 (20-C, Ph); 122.5 (p-C, Ph); 127.0 (p-C, Bn); 128.1
1697 (C=0) (2m-C, Ph); 128.8 (20-C, Bn); 129.0 (2m-C, Bn); 134.0
(ipso-C, Bn); 138.0 (ipso-C, Ph); 144.7 (ipso-C, Buw.
Tpuasona); 152.3 (C=0)
3b 3442 (NH), 54.5 (CH,0); 117.0 (C, Buw. Tpuazona); 119.6 (20-C, Ph);
1125 (-0-), 124.1 (p-C, Ph); 129.8 (2m-C, Ph); 137.4 (ipso-C, cum.
1751 (C=0) tpuasona); 140.8 (ipso-C, Ph); 153.0 (C=0); 166.2 (ipso-C,
BUll. Tpuaszona); 176.5 (C, cum. Tpuasona)
3¢ 3330 (NH), 54.8 (CH,0); 58.1 (CHy); 118.6 (C, Buu. Tpuasomna);
1227 (-0-), 119.9 (20-C, Ph); 124.5 (p-C, Ph); 129.2 (2m-C, Ph);
1721 (C=0) 139.8 (ipso-C, Ph); 143.8 (ipso-C, Buu. Tpuasona);
154.5 (C=0); 159.3 (ipso-C, Terpaszona)
3d 3445-3300 51.5, 55.0 (2CH,0); 60.7 (CH,, Bn); 119.9 (40-C, Ph);
(NH) 122.5 (4m-C, Ph); 123.5 (2p-C, Ph); 127.0 (p-C, Bn);
127.8 (20-C, Bn); 128.6, 142.3 (2ipso-C, Buu. Tprazoina);
129.3 (2m-C, Bn); 133.3 (ipso-C, Bn); 134.5, 139.5 (2ipso-C,
Ph); 150.6, 155.0 (2C=0)
4 3293 (NH), 56.0 (2CH,0); 124.5 (2p-C, Ph); 129.5 (40-C, Ph);
1259 (-0-), 130.4 (4m-C, Ph); 139.5 (2ipso-C, Ph); 153.5 (2C=0);
1701 (C=0) 153.8 (2ipso-C, oxcaguazona)
5a 2158 (N3), 117.1 (20-C, Ph); 126.8 (C, Buw. Tpuaszomna); 127.7 (p-C, Ph);
1688 (C=0) 128.0 (2m-C, Ph); 137.2 (ipso-C, Ph); 142.5 (ipso-C, Bui.
Tpuasona); 153.0 (C=0)
5b 2192 (N3), 52.2 (CH,, Bn); 112.4, 128.7 (2ipso-C, Bu1. Tpua3zona);
1698 (C=0) 128.2 (p-C, Bn); 128.8 (20-C, Bn); 129.1 (2m-C, Bn);
131.5 (ipso-C, Bn); 158.9, 161.3 (2C=0)
5¢ 2197 (N3), 13.4 (CHs;); 18.7 (CH,CH,CH,CHj3); 31.1
1694 (C=0) (CH,CH,CH,CHj3); 49.8 (CH,CH,CH,CH3); 113.6, 127.3
(2ipso-C, Bun. Tpuaszona); 161.4, 162.8 (2C=0)
6a 3324 (NH), 53.5 (CH,, Bn); 62.9 (CH,0); 118.2 (20-C, Ph); 118.9 (C,
1213 (-O-), Bul. Tpuazona C—C); 126.5 (p-C, Ph); 127.0 (p-C, Bn);
1725 (C=0) 128.3 (20-C, Bn); 128.9 (2m-C, Ph); 129.4 2m-C, Bn); 131.4
(C, Buu. tpuazona C-N); 134.0 (ipso-C, Ph); 134.5 (ipso-C,
Bn); 143.3 (ipso-C, Buu. tpuazona C-C); 147.6 (ipso-C, Buu.
tpuazona C-N); 154.5 (C=0)
6b 3315 (NH), 55.0 (CH,0); 118.4 (20-C, Ph); 127.1 (p-C, Ph); 129.6 2m-C,
1230 (-O0-), Ph); 135.2 (ipso-C, Ph); 126.8 (C, Buu. Tpuaszomna N-C),
1730 (C=0) 149.1 (2ipso-C, Bun. Tpuazona N-C); 145.4 (C, Bu.
tpuazona C-N), 147.0 (ipso-C, Bun. Tpuazona C—N);
138.6 (C, cum. Tpuasona) 174.7 (ipso-C, cum. Tprasomna);
150.6 (C=0)
7 3335 (NH), 55.0 (2CH,0); 118.0 (40-C, Ph); 126.8 (2C, Buu. Tpuasoina);
1215 (-0-), 128.3 (2p-C, Ph); 129.4 (4m-C, Ph); 135.0 (2ipso-C, Ph);
1722 (C=0) 145.4 (2ipso-C, Buu. Tpuazoina); 150.6 (2C=0);
157.0 (2ipso-C, oxcaguazona)
8a 3280 (NH), 118.6 (40-C, Ph); 126.5 (2C, Buw. Tpuasoma); 128.2 (2p-C,
1720 (C=0) Ph); 129.8 (4m-C, Ph); 134.2 (2ipso-C, Ph); 145.5 (2ipso-C,

Bull. Tpuaszona); 150.2 (C=0)
OKOHYAaHHUE TAOMUIBI 2
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1 2 3

8b 3270 (NH),
1725 (C=0) N
8d 3280 (NH),
1720 (C=0) N
8¢ 3260 (NH),
1715 (C=0) -
9 3235 (NH), -
1668 (C=0)
10b 1757 (COCl) | 53.8 (CH,, Bn); 127.9 (20-C, Bn); 127.0 (p-C, Bn);

128.7 (2m-C, Bn); 135.9 (ipso-C, Bn); 143.6, 160.4 (2ipso-C,
BHIL. Tpuasomna); 160.5, 162.9 (2C=0)

10c 1730 (COCI) 13.4 (CH;); 18.8 (CH,CH,CH,CH3); 32.6

(2ipso-C, Bun. Tpuaszona); 165.0, 155.4 (2C=0)

* Crextpet SIMP 'H, 8, M. 1: 8b — 3.15 (6H, ¢, 2CHs), 7.20-7.42 (10H, M, C¢Hs); 8.90
(2H, yu. ¢, 2NH); 8d — 2.30 (6H, ¢, 2CH;); 7.20-7.93 (10H, M, C¢Hs); 9.20 (2H, yu. c,
2NH); 8¢ — 2.30 (6H, ¢, 2CH3); 7.95 (10H, M, CgHs); 8.80 (2H, yw. ¢, 2NH).

SKCHEPUMEHTAJIBHASI YACTb

UK cnextpsl momydeHs! Ha npubope Infralum FT-801 B Tabmerkax KBr wimm B
TOHKOM cJioe BazenuHoBoro macia. Criektpsl IMP 'H i °C cusate Ha npuope Varian
VXR-500s (500 u 126 MI'y coorBercterno) ((C—{'H}), ¢ pa3Bsi3koii OT IPOTOHOB)
B anerone-ds (wis cmextpos H') mmun JIMCO-dg (mns cmextpos C'), ocratounsie
CUTHAJIbl HENEHTEepPUPOBAHHBIX METHIBHBIX TpPYNI KOTOPHIX HCIIOJIB30BAINCH B
KauyecTBE BHYTpPEHHEro cranaapta: 39.5 s 13C, 2.10 M. 1. mns '"H coorBeTcTBEHHO.
OnemenTHbIl aHamm3 mpoBereH Ha CHN anmammsatope FLASH EA 1112 Series.
KoHnTponb 3a mpote-kaHueM peakiuii ocyuiectisicss merogoM TCX Ha miacTUHKax
Silufol. DmroenT cMmeck sTHNanEeTaT-TeKcaH B 00bEMHOM COOTHOIICHUH 2 : 3.

1-bensun-1,2,3-tprazon-4,5-mukapbonosas kucnora [5], 1-Oyrtmi-1,2,3-tpuazon-4,5-
mu-kapOooHoBass kuciora [5], 3-asumo-1,2,4-tpmazon [6], 4-kapOoKCH-5-MeTHI-2-
¢dennn-1,2,3-tpuazon [7], 4-xapbokcu-S-merui-1-dpenun-1,2,3-rpuazon [8], 4-metnn-2-
(benmn-5-3Tokcukapoonmi-1,2,3-rpuaszon-1-okcun [9], nudennndocdopunasux [10], 5-
asuno-mermwirerpazon [11], 4,5-(murunpoxcumerwn)dypazan [12], 2-dpenwmn-1,2,3-
Tpuazon-4-kapbonosas kucnora [13], 1-0en3un-4,5-(auruapoxkcumeruin)-1,2,3-tpuazosn
[14], 1-6en3un-4-runpoxcumermi-1,2,3-tpuason [14] mnoNydYeHb 1O W3BECTHBIM
METO/INKaM.

4-T'uapoxcumerna-1-(1,2,4-rpuazon-3-ui)-1,2,3-rpuazo (1b). Pacteop 3.2 r (30
MMoOJTb) 3-a3uno-1,2,4-tpuazona u 1.4 r (25 MMoJb) MPONAPTUIOBOTO CHHUPTA B 5 MIT
9TaHOJIa BEIJIEP)KUBAIOT IIPU TeMIleparype KureHus pactBoputens 10 4. PactBo-purens
YIapHUBaIOT, OCTATOK KPHCTAJUIN3YIOT U3 CIHPTA.

S5-I'mapoxcumernii-1-(terpazon-S-uamerui)-1,2,3-rpuazon (I1c) monyqaroT aHa-
nornyao u3 10.5 r (84 mMmonp) S-azunomermirerpasona u 4.4 r (80 mMmons) nponap-
THIIOBOTO CIIUPTA.

Xnopauruapua 2-¢penunii-1,2,3-tpuazos-4-kapoonoBoii kucjaorsl (10a). K cy-
cnenszuu 22.5 r (100 mmons) PCls B 150 mu OGeH3ona mpuOaBisiOT MOPHUAMH IIPH
IepeMeIrBaHuy pu KoMHaTHO# Temmeparype 10 T (53 mmons) 2-penni-1,2,3-tpu-
azoin-4-kapOonoBoit kucnotsl (11a). Ilocnme pacTBOpeHHsT KHCIOTHI pPEaKIMOHHYIO
Maccy mnepeMemuBaioT emé€ 2 4. PactBopurens ymapuBaioT, a oOpasyromuiics
XJIOpOKCHZ Qocdopa OTrOHAIOT B BaKyyMe€ BOAOCTpyifHOro Hacoca. OcTaTok
MEPEKPUCTAIN30-BbIBAIOT U3 FEKCaHA.
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Jduxjgopanruapua 1-6en3uni-1,2,3-rpuaszon-4,5-qruxkapoonoBoii kucaorbl (10b)
MONTyYaroT aHamorudHo u3 11.6 r (47 mmomnp) 1-6ens3min-1,2,3-tpuazon-4,5-nukapboHo-
Boii kucinotel (11b) u 21.3 r (100 mmons) PCls, a nuxinopanruapun 1-6yrun-1,2,3-
Tpuaso-4,5-muxkapoonoBoii kuciaorsl (10c) — u3 3.8 v (18 mmonp) 1-6ytmn-1,2,3-
TpHuazon-4,5-nuxkapoonosoit kucnotsl (11¢) u 8.3 r (40 mmosb) PCls.

Azun 2-¢penni-1,2,3-tpuason-4-kapooHoBoii kucjaoTsI (5a). K 2.4 r (36 mmonp)
a3uja HaTpUs B DHEPTUYHO MepeMermnBaeMoil cMecr u3 25 mi Bozsl, 0.2 T TOBAX u
35 M 5¢dupa Npu KOMHATHOW TeMIeparype MOpLHsSMH J00aBIsOT 5 T (24 MMoOIb)
coenuHenus 10a. PeakinoHHYI0 Maccy NEPEMENIMBAIOT 2 4, OTIACISIOT OPraHUYECKUN
CJIOH, BOAHBIA MPOMBIBAIOT APUPOM. D(HUPHBIE BEITSDKKA O0BETUHSIOT, CYIIaT XJIOPH-
CTBIM KaJIbLIEM. Y TAJIAIOT PACTBOPUTEIIb.

duazun 1-6en3mi-1,2,3-tpua3on-4,5-nukapoonoBoii kucjaoroel (Sb) B 10 M
a¢upa noydaroT aHaroruyHo u3 3 r (10 mmoins) coenunenus 10b u 1.6 r (25 MMoJIB)
asWja HaTpus. A3HJ B YHUCTOM BHUJC NPH KOMHATHOW TEMIIEpaTtype MpeTeprieBacT
MIEPErpyMITUPOBKY C BHIICICHUEM a30Ta.

HMuazun 1-6yrnin-1,2,3-rpua3on-4,5-muxap6oHosoii kucjaotsl (5¢) B 10 mi a¢dupa
mory4aroT u3 4.4 r (17 mmons) coequaenus 10c u 2.6 T (40 MMoIb) a3una HATPHS.

1-ben3uin-4-[(N-pennakapoamoun)okcumeruia]-1,2,3-tpuazoa (3a). PactBop
0.5 (2.7 mmonb) crimpta 1a u 0.5 r (3.4 Mmoinp) a3una OeH30MHON KHCHOTH B 10 Mt
JMOKCaHa TIEpPEMEITUBAIOT MPH TeMIIepaType KUIEHUS pacTBOPHUTENS B TeueHne 2.5-3
4. PacTBOpuTENbh yHapHBalOT, 00pa3yIoOIIylOCs BS3KYI0 MacCy OTMBIBAIOT OEH30JIOM.
[Moxy-yeHHBIH OCaOK KPUCTALIM3YIOT U3 3TAHOJIA.

Coennnenusi 3b—d, 4, 6a,b 1 7 mony4aroT aHAJIOTHYHO.

1-(1,2,4-Tpua3zon-3-unn)-4-[(N-pennaxkapdoamonn)okcumeruil-1,2,3-rpuazon (3b)
n3 0.5 r (3 mmons) crimpra 1b u 0.4 1 (3.3 MMoib) a3uja OeH30iHHOM KUCIOTH B 10 Mt
JTOKCaHa.

1-[(Tetpazos-5-nn)merui]-4-[(N-pennnkapoamonn)okcumetwi]-1,2,3-tpuazoa (3¢)
u3 0.5 r (3.1 mmons) ciimpta 1c u 0.4 1 (3.3 MMoIb) a3usia OeH30MHON KUCIOTHI B 10 Mt
JIMOKCaHa.

1-ben3unn-4,5-6uc[(N-penunnkapdamonn)oxkcumerni]-1,2,3-tpuazoan (3d) us
0.5 (2.3 mmoup) criupta 1d u 0.7 r (5.1 Mmounb) a3una OeH30WHON KUCIOTH B 10 Mt
JTUOKCaHa.

3,4-buc|[(N-penmixapoamonn)okcumetu]-1,2,5-oxcammazo (4) u3 0.5 r (3.8 Mmoinn)
3,4-muruapoxcumetii-1,2,5-okcaguazona 2 u 1.2 v (8.4 MMmomnb) asuma OeH30WHOU
KHCIOTH B 10 MJT THOKCaHa.

(1-ben3ui-4-[N-(2-¢penni-1,2,3-Tpuazon-4-ui)kapoaMmonsi| OkCUMETHI-
1,2,3-tpna3zoa (6a) u3 0.5 r (2.7 mmons) criupra 1a u 0.7 r (3.5 mmonb) asuna Sa B 10
MJI TUOKCaHa.

1-(1,2,4-Tpua3zon-3-uia)-4-|N-(2-¢pennii-1,2,3-rpuazon-4-
wikapéamoni]okcumerwi- 1,2,3-rpuasoa (6b) uz 0.5 r (3 mmons) ciupta 1lb u 0.8 ¢
(3.9 mmomp) a3maa 5a B 10 M1 THOKcaHa.

3,4-buc[N-(2-pennn-1,2,3-rpuason-4-ua)kapdéamonsokcumeruii-1,2,5-oxcaau-
azoa (7) uz 1.89 r (8.8 mmomnn) 3,4-murunpoxcumerui-1,2,5-okcaanazona (2) u 0.5 r
(3.8 MmmoB) a3uaa 5a B 10 M1 1HoKcaHa.

I'mapasun 4-merni-1-oxkcuno-2-genni-1,2,3-Tpua3oin-5-kapooHOBOH KHCIOTHI
(9). K pactBopy 2.2 r (10 mmonb) atmnoBoro 3dupa 4-metuin-2-¢peHmn-1-okcua-
1,2,3-tpuazon-4-unkapoonoBoir kucinotel (12) B 10 M cnmpra mpubasisror 1 T
(20 mMomp) rHmpasmHTHApaTa. [lepeMermmBaOT MpU KUIMEHHH 3 9 W OCTABISIOT Ha
HOYb. PacTBOpHTENH YIIAPHBAIOT, 0CAJ0K KPUCTALTH3YIOT U3 CITUPTA.

Buc(2-penna-1,2,3-tpuazon-4-min)moueBuna (8a). K pacrsopy 0.5 r (2 mmonp)
azuna Sa B 5 mur quokcaHa TMpUOABIISIOT 3 MIJI BOJBI M MEPEMEIIMBAIOT 3 4 IIPU TeM-
nepatype KHWIEHUsI pacTBOpUTENs. PacTBopuTenb yrnapruBaroT, 00pa3ylolyrocs BSI3KyIO
MacCy OTMBIBAIOT OCH30JIOM.
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N,N'-buc(4-merni-2-gpennia-1,2,3-rpuazon-S-ua)moueBuna (8d). Pactop 4 r
(30 mmomp) Tpmazommnkap6oHOBO# kucioTel 11d, 5.5 v (20 mMmons) audenmndoc-
¢dopunazuaa u 2.3 r (20 Mmosp) TpusTHiamuHa B 20 M1 quokcaHa U 15 mi GeHsona
MepeMeIIrBaoT NMpH KOMHATHOW Temmeparype 0.5 u u 3aTeM, HarpeBas Ha KHITAILIECH
BOJISTHOH Oane, n06aBisiroT pactBop 3.6 mur (200 mmous) Boxel U 7.5 M (100 MModb)
MIPOTIMIIOBOTO CIUpTa. HarpeBaHme Mpomo/DKAIOT OO MCYE3HOBEHUS INATHA MCXOIHOU
kucnotel Ha TCX. Peakimonnyto maccy o0padaThiBaloT 3(pUpOM, BOAHBIN CJI0i OT/e-
JSIOT, 3QUpPHBIA cymar cynb(aToM MarHus U pacTBOPHUTEINb YAAJSIIOT B BakyyMme. Ocra-
TOK — CBETJIO-KENTOE MaciIo00pa3sHoe BEUIECTBO — Pa3AeisiOT KOJOHOYHOW XpOMaTo-
rpadueil Ha crHKarene. DIIOeHT OeH30I—XIopodopM—aTmianeTar, 4 : 1 : 3.

N,N'-buc(4-metni-3-gpenni-1,2,3-rpuazon-S-ui)moueBuny (8c¢) nmomyuaror aHa-
JIOTUYHO U3 Tpuaszona 11e.

N,N'-buc(4-metui-1-okcuno-2-penuni-1,2,3-rpuazon-S-ua)modyesuna (8b). K pac-
TBOpY 7 T (10 MMoIB) THApaszuaa 9 B 12 Mt neastaoit Boasr, 0.9 M korn. HCI u 20 mox
a¢upa npu 0-2 °C 1 IHEPTrUYHOM NEpPEMEIINBAHUU MPHUOABISIOT 10 KAILUIIM PacTBOP
0.6 T (9 MMONTB) HUTpUTA HATPUA B 2 MJI BOJBI, MOJAEP)KUBAs TEMIIEPaTypy HE BBIIIE
7 °C. Ilocne ncue3HOBEHHMsI MCXOAHOTO THAPa3uia B peakunoHHoH cpene (mo TCX Ha
curydore) 3QUpHBIA CII0i OTAENSAIOT, BOAHBINA 00padaThBaOT 3PupoM. DPHUPHBIC BEHI-
TSOKKH 00benuHsAIoT. [locme ocymku cynb(paToM MarHus pacTBOPUTENb YAAIISIOT,
OCTaTOK MEPEeKPUCTAJUIN30BBIBAIOT U3 CIHPTA.
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