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OIITUMM3AIUA CUHTE3A 2-®EHWNJI-1,2,3-TPHA30JIA

Hurom3zanueit peHnno3a3ona IIMOKCcalIs B BRICOKOKUIIIX PACTBOPUTENSX B TIPH-
CYyTCTBUHM KaTalu3aTopa TpudiaTa MeOu ONTHMH3UPOBaH cuHTE3 2-(penmn-1,2,3-
TpHa30-J1a, CTPYKTypa KOTOporo moarBepkaeHa manaeiMu UK, SMP 'H, “C u "N
CHEKTPOCKO-TIHHU, MacC-CIIEKTPOMETPHH U AJIIEMEHTHOTO aHaJIHu3a.

KiroueBble ciaoBa: aHwinH, (peHWI03a30H riHokcamsi, 2-(heHwmi-1,2,3-tpuason,
LMKIU3aLHs.

2-®enun-1,2,3-tpua3on SABIAETCS MEPCIEKTUBHBIM HCXOJHBIM COEIMHE-
HUEM JJid cuHTe3a 4-HuTpo-1,2,3-Tprasosia — 3HEPreTUUeCKu aKTUBHOI'O MaTe-
puana B KadecTBe KOMIIOHEHTOB B3PBIBUYATHIX KOMITO3HIIMA M PEAKTHBHOTO
torumBa [1]. Panmee [2, 3] coobmanock o cuaTe3e 2-heHnn-1,2,3-Tpras3omna k-
nu3anuen (eHmno3azoHa Tauokcans B mpucyrctBuum Cu,SO, mpm 75-80 °C
(Beixog 50-59%). [lo3gnee Obima MOKa3aHa BO3MOXKHOCTH CHHTE3a 2-(heHWMII-
1,2,3-tpnazomna npu HarpeBanuu 1m0 180-210 °C deHmno3a3zoHa TIHOKCATS C
karamutnaeckuM kommdectBoM CuCl (Berxom 66.6%) [4], a Takke C HUCHOIb-
30BaHMeM KoMOmHMpoBaHHOTO KaTamu3aTtopa CuCl/CaCl, (Bexon 75%) [5].

C menpio onTuMM3ayy cuHTe3a 2-penmn-1,2,3-rpuazona (2) (MoBbIIICHAE
BBIX0/Ia, YHCTOTHI MPOIYKTa W YHPOINEHHE IMpoIecca) HaMU H3ydeHa IHKITHU-
3anus (peHmTo3a3oHa TanoKcaist 1 ¢ MCIOIh30BaHUEM B KaUeCTBE KaTallu3aTopa
tpudaata memu Cu(OSO,CF3),, a Takke BBICOKOKHITAIIAX PACTBOPHUTEICH:
0-KCWJIOJa, TONyoja, 3TWieHTIuKoas [6]. Currte3 1,2,3-Tpmasoma 2 ocyiie-
CTBIISIJIH TIO CIIEAYIOMIEH CXeMe:

5 4
7\ Ph A 7\
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1 2

IIpeaBapuTenbHO UCCICIOBAHO BIUSHHE KOJNMYECTBA KaTalu3aropa Ha
BBIXOJ] COSJIMHEHUS 2 TpH IMKIu3anuu BemectBa 1 (6e3 ucmonb30BaHus pac-
TBOpUTENsI) [6]. YCTAaHOBIIEHO, YTO ONTHMATBHOE COJEPKAHUE KaTaau3aropa
B PEaKIIMOHHOW CMeCH COCTaBisieT 5%, 94TO M OBLJIO MCIIONB30BaHO B HACTOS-
mieit padore.

B npucyTtcTBuM TpHdIaTa MeIU B BHICOKOKHITAIINX PACTBOPUTENAX ITUKIIH-

91



3amusi ucxomHoro coenuHenus 1 maumuaercs npu 100 °C ¢ mocnemyronum
camMopa3orpeBOM 10 TeMIIepaTyphl KUTIEHHU pacTBopuTensi. Kunetuky peakuuu
M3y4aiy C MCTOoNb30BaHueM MeTona SIMP 'H (110 OTHOCHTEBHEIM H3MEHEHHSM
HMHTETPaJbHBIX WHTEHCUBHOCTEHW coenuHeHuil 1 u 2). YCTaHOBJIEHO, YTO 4epe3
0.5 9 mukmuzanus BemecTBa 1 ocymiecTBisieTcss B cpeae Toiryona Ha 20,
o-Kcujiofia Ha 65 M STHJIEHTIUKOISA Ha 85%; MONHOCTHIO PEeaKIIHs 3aBEPILIACTCS
gyepes 6, 5.5 u 2 4 cooTBeTCTBEHHO (Tabnuia). B cpee STUICHTITUKOIS peaKITus
mpoTekaeT ObicTpo (2 4), YTO, MO-BUAUMOMY, OOYCIOBIEHO BBICOKOM
Temneparypoil kunenusi pacrsopurens (190 °C). B Tomyone muxnuzanus co-
enuHeHus 1 3aBepiaercs yepe3 6 9, HO MPHU 3TOM TeMIlepaTypa peakiuy 3Ha-
gutenbHo Hke (110 °C).

B mporecce muknuzanuu BemectBa 1 Hapsmy C IENEBBIM MPOIYKTOM 2
oOpasyercst anuuH 3. MeTo oM KOJIOHOYHOH XpomaTorpaduu BBLAETSUIN TPO-
OykT 2 (mepBast Qpakiusi) ¢ BBICOKOH cremeHbto 4ucToThl (99.96-100%, co-
[JIACHO JAaHHBIM XpOMAaTO-Macc-CreKkTpoMeTpun). CTpoeHue MpoayKTa 2 TOI-
tBepxeHo nanubiMu MK, SIMP 'H, °C u N cnexrpockonuu, mMacc-crekTpo-
METpPHUH U 3JIEMEHTHOTO aHaJIN3a.

B cnekrpax AMP 'H COeTMHECHUS 2 HAOIIOMAeTCs] PE30HAHCHBIM CHUTHAI
MIPOTOHOB TPHUA30JIBHOTO IMKIA MpH 8.11 M. A. U pe30HAaHCHBIE CUTHAIBI MPO-
TOHOB (peHMIBHOTrO (parmenta. B crekrpax SIMP °C umerotcst pesoHancHbIe
CHTHAaJIBl aTOMOB yriiepoja (eHUIBHOTO KOJBLA, & TAKKE PE30HAHCHBIN CUTHAI
atomoB C-4,5 tpuazonpHoro xonena (136.47 m. a.). JIsymepusiii cnextp AMP
'H-"N HMBC (I) cBUIETeIbCTBYeT O HAJIMYMM JBYX CHTHANIOB a30Ta IIPHU
58.6 1 120.2 M. ., OTHOCSIIMXCSI, COOTBETCTBEHHO, K aTtomaM N-1,3 m N-2.

3aBHCHMOCTD BBIX0/1a COCJUHEHHUS 2 OT BpeMeH! LHKJIU3ALUU
BemecTBa 1 B pasiMuHbIX pacTBopuTesix (1o AanubiM SIMP 'H cnexTpockonuu)

Bpems Brixon 2, Bpems Brixon 2, Bpems Brrxon 2,
peaxuuu, 4 %* peaxuuu, 4 Yo** peakii, 1 Yorr

0.5 20 0.5 65 0.5 85
1.0 25 1.0 75 1.0 90
1.5 34 2.0 85 1.4 95
2.5 50 5.5 100 2.0 100
5.0 85

6.0 100

* PactBopuTens Tonyou, T. peak. 110 °C.
** PacTBOpPHUTENb 0-KCUIION, T. peak. 140 °C.
*%% PacTBOPUTEIh STHJICHIIIUKOMb, T. peak. 190 °C.

-~ 1 1
HeiictBuTensHo, B 2D cnektpe H- °N Habmroaercs Kpocc-iuK atomoB N-1,3
C IPOTOHAMH TPHA30JBHOIO KOJBIA, a TaKXKe KpOocC-MUKU aTtoma N-2 Kak
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C MPOTOHAMM TPHA30JILHOTO KOJIbLIA, TaK U C Opmo- W Mema-TIPpOTOHAMHU
(heHMIBHOTO KOJIbIIA.

Takum 00pa3oM, HUCIIOIB30BAaHUE HOBOTO KaTaim3aTopa (Tpudiata Mean) u
BBICOKOKHUITAIIMX PacTBOpUTENEH (TOIyos1a, 0-KCUIIONa, STUIICHTIIMKOJIS) TI03BO-
JWIO HaM ONTHMHU3UPOBATh IMPOLECC pPEaKUWd U MoIyduTh 1,2,3-Tpuazon 2
BBICOKOHU cTereHn 4rcToThl (99.9%) ¢ BbicokuM BbIXonoM (82-90%), a Takxke
YIPOCTUTD CTAJHIO €rO BBIICICHUS.

SKCIIEPUMEHTAJIbBHASI YACTb

UK crextpsl nony4ensl Ha npudope Bruker IFS-25 B mukpocnoe. Cnekrpsr IMP
'H, °C u "N 3ammcaus Ha criektpomerpax Bruker DPX-400 u Bruker AV-400 (400,
101 u 40 MI'u cootBetcTBeHHO) B JIMCO-dg ipu 25 °C. Xumuueckue casuru IMP 'H
u C m3mepens ornocutensHo TMC. Xumuueckue cupuru SIMP N m3mepens
OTHOCUTENBHO HUTpOMETaHa ¢ TOYHOCTBIO 0.1 M. A. ¢ ncnosb3oBaHueM 2D MeETOIUKU
SAMP 'H-""N HMBC. Macc-CrieKkTpbl 31eKTpoHHON monmsamun (70 5B) 3aperu-
cTpupoBanbl Ha npubope Shimadzu GCMS-QP5050A (macc-ananuzatop KBaapyIoib-
HBIM, JWANa30H JCTEKTHPyeMbIXx Macc 34—650 a.e.m.). XpomaTorpadudeckoe pas-
JIeJIeHUE MPOBEICHO Ha KamUIIpHOU Komorke SPB-5 ms (60 M x 0.25 MM X 0.25 MkMm),
ra3-HOCHTE/Ib — TelHii, CKOPOCTh 1MOTOKa 0.7 MI'MHH ', TeMIeparypa HCHapuTeNns H
ucrounuka noHoB 250 °C, naBnenue 250 klla, pexxum mporpammupoBanus: ot 70 g0
250 °C co ckopoctbto 10 rpag/muH. KoHTponb 3a mpoTekaHHeM peakuyd W WHIH-
BHIYaJIbHOCTBIO CHHTE3MPOBAHHOTO COCTUHEHHUS OCYIIeCTBIeH ¢ momompbio TCX Ha
mwractuakax Silufol UV-254 (mposisienne Y@ nammnoii). [IpenapatuBHOe pasaeiieHHe
MIPOBEICHO C TIOMOIIBIO KOJIOHOUHOM Xpomartorpaduu Ha cuukaresie JICT sy (5/40 ).

®ennno3azon riaumokcans (1) momydaror mo m3BecTHOW Metommke [7]. Cmextp
AMP 'H, 8, m. 1. (J, Tw): 6.75 (2H, 1, J = 8.1, p-C¢Hs); 6.97 (4H, 1., J = 8.1, 0-C¢Hs);
7.20 (4H, 1, J= 8.1, m-C¢Hs); 7.64 (2H, c, =CH); 10.36 (2H, m. ¢, NH). Cnexrp
AMP °C, 8, m. m: 111.98 (0-C¢Hs); 118.97 (p-CeHs); 129.17 (m-CgHs); 144.84
(ipso-C¢Hs); 136.95 (=CH).

2-®enni-1,2,3-tpuazoa (2). Cmecy 1 1 (0.042 mmons) coemunenns 1 u 0.05
(0.14 mmomns) Tpudmata meaun Cu(OSO,CF;), B 10 M1 ToTyomna mepeMeInnBaoT U KUIIs-
14T B TOoKe aprosa npu 110 °C B TredeHue 5 4. PacTBopuTens ynapuBaroT IpHU MOHUKEH-
HOM paBieHuHu (15 MM pr. cr.). MacisHHCTBII OCTaTOK XpomarorpadupyroT Ha
KOJIOHKE CHJIMKAareJIieM B CHCTeMe rekcaH—cepHbIi adup, 1:2. Beienstor 0.55 r (90%)
coemu-nHenns 2, T. kuit. 96 °C (10 MM pr. ct.), np”’ 1.5875, Ry 0.94 (amr0€HT TeKcaH—
cepHsit 3¢up, 1:2). Hatineno, %: C 66.23; H 5.09; N 28.55. CgH;N;. Beraucneno, %:
C 66.21; H4.83; N 28.97.

Kunetnky mpouecca u3ydaroT oTOOPOM NMpo0 PEeakIMOHHOW CMECH 4epe3 ompere-
JICHHBIC TPOMEKYTKH BpEMEHH (TabuIa).

CoenuHeHre 2 MONyYalOT B 0-KCHIIOINE, STHIICHIIIMKOJNE TIPH TEMIIEPAaType KUIICHUSI
pacTBopuTens (TabNNIA) U BBIIEIAIOT AHATIOTHYHO TiepBoMy cunTe3y. MK criektp, v, cM '
3139, 3124, 1410, 1376, 1260 (C-H tpumasompHOrO nukia), 694, 755, 1476, 3036,
3059, 3080 (C¢Hs). Criextp SIMP 'H, m. 1. (J, Tm): 7.41 (1H, 1, J = 8.0, p-CeHs); 7.55
(2H, 1, J= 8, m-C¢Hs); 8.03 (2H, x, J = 8.0, 0-C¢Hs); 8.11 (2H, c, H-4,5). Cnexrp SAMP
BC, 8, M. 1 118.50 (0-CeHs); 127.75 (p-CeHs); 129.73 (m-C¢Hs); 136.47 (C-4,5);
139.31 (ipso-C¢Hs). Macc-cextp, m/z (Iyy, %): 145 [M]"® (99), 118 [M — HCNJ'e
(17), 91 [NPh]™* (100), 77 [Ph]"* (11), 64 (39), 63 (22), 59 (15), 51 [C,H;]" (27).
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