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PEAKIHMOHHA4Y CIIOCOBHOCTH I‘ETEPOHI/IKJH/I‘IECKI/IX
COEJVHEHHWI ITPU HI/ITPOBAHI/II/I

8* U3YYEHHE HUTPOBAHUA 3—I‘HJ'.[POKCH.ITHPI/II[HHA
H ET0 3AMEINEHHBIX

H3yweno Hurposasue 3-THAPOKCUNIMPH/IMHA ¥ £TO 32MEMIEHHBIX B PA3HBIX YCJIOBH- .
siX. YCTaHOBJICHO, 9TO B 3aBUCHMOCTH OT TEMIIEPATYPbI PEAKIIMH M HUTPYIOLIETO areHTa
KOHEUHbIMY OPOOYKTAMM CUHTE3A MOFYT ObITh 3-ruApOKCy-2,6-AMHUTPONHMPUINH MK

 3-ruppokcu-2,4,6-TpuBKrponupuaue. IlokasaHa BOSMOXKHOCTD 3aMECTUTEILHONO HUTPO-
BaHMsi HOAIPOMIBOAHBIX 2- M 3-TUAPOKCUBMPHAMHA.

Bompocs HUTpOBaHMS 3-TEAPOKCHNPOM3BONHHIX DHPUAAHA HMEIOT Kak
TEOPETAIECKOE, TAK M NPAKTHYECKOE 3HAUCHWE, TAK XKAK HUTPOIPOW3BONHEIE
3-ruppokcumuprmaa (1) obaanaroT BECOKON 6HOAOIMUECKOl akTuRHOCTEO [2, 31

Ilpm mmTpoBamMM CocAMHEHMS | CMECHI0 CEPHOM W a30THOM KHUCIOT OhUT
nonyueH 3-rupgpoxcu-2-murpormmpyzma (11 [4], xoropsti o6paGoTkoil cMechio
A30THO# M YKCYCHOM KHMCNOT B IPUCYTCTBMH YKCYCHOTO QHTHADHAAA C BEIXOAOM
369, Owin mpespamed B 3-rumpokcu-2,6-mumamrponmpuama (III) (8 kauecrse
IpEMECH ¢ BEIXOAoM He Gonee 19 G Bhgenen Takxe 3-rugpokcu-2,4,6-tpu-
mmTpormpupua (IV) [5]. Ommako, xkpome remueparyps mirasieams (120 °C),
HAKAKHE APYTUE CROHRCTEA 9TOTO COSMHHEHNS B YKA3aRHOM paboTe He NpHBENCHEL

Hamu n3yyeno putpoBasue 3-TUAPOKCANAPHANEE I pa3mivBEMy HETPYIOIH-
MH arcHTaMd. 1Ipm 3TOM NOATEEPNAMACH AaHHbe paborel [4] o ToM, uTO
B pe3ysbTate 00palOTKH STOTO COCAWHEHUS CMECBIO CEPHOM M a30THOM KHMCJIOT

* Coobmennme 7 cM. [1].
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opr remuepatype -30...35 °C moxyueso TonbkKo MOHOHWTpompomsBomHOoe 1.
Hosumenne remuepatypsl peakgma ot 40 mo 80 °C w mcmosm3oBaEme H30HITKA
KOHICHTPHPOBAKHOM A30THOM XKWUCHOTH IPHBOOAT K CHYDKCHHEIO  BHEIXOAA
cocpuaenrus  1I. HurpoBammeMm runporcmrwpupnna | XOBEEHTPHEDOBAHHON
asoTHo# kmcnorodr mpm 75..80 °C ¢ BexomoM 25 9, TWOZy4eH HpPOAYKT
¢ remuepatypoi mrasiaenang 119...120 °C. Ha ocuoBammM maHHEEIX 3JEMEHTHOIO
agammsa SIMP u UK cneKTpa OH m(eHTKQ)nunpOBaH KaKk 3-Tugpokcu-2,4,6-Tpu-
HETpomupuauy 1V.

WsyueHne cTpocHmg coezmHeHnsI v noxasaﬁo YTO OHO CYIOECTBYET
B rugpokcu-¢opme. B ero MK cmekrpe mpmCyTcTByeT mOMOCA IIOIJIOHIEHHS
rpymost OH B obmacrm 3260 e *. B cmektpe IIMP mMmeercs curman
C XHMHYECKEM cEBuroM 7,85 M.a., KOTOpHIH MOXHO OTHECTH K HDOTOHY
TEIPOKCHJISHOMN TPYIIIIEL.

B coipHBIX MHUHEPaNbHBIX KHUCAOTAX 3-THAPOKCHOHpDEAEE 1 ®  ero
TIPOU3BOAHBIEC IOABEPraloTCcs ONPOTOHHUPOBAHMIO [4], mo3TOMY Mg AaTBHEUIIETO
W3YYCHHY HWTPOBAHMS WCHONB30BATA CMECH KOHICHTDHPDOBAHHOM A30THOM
KHECJIOTH C YKCYCHOM KWCJIOTOM Wi YKCYCHEIM AHTHLDHOM.

O6paborka ruppoxcrmpuIEEA | pa3IMIEEIMEA OO COCTABY CMECSMM chyCHoﬁ
¥ KOHUEHTPHPOBAHHOM A30THOH KWCIOT HOKA3aja, YTO HpPH TEMIEPATypax mo
40 °C mnpoucxomwr 00pasoBaHWE TOJBKO HHETpaTa 5TOrd coemmaeEms (V).
Iosemerme Temueparypu peakumm 5o 83...90 °C m 10...15-xpaTasnit wsOHTOK
a30THOM  KHUCJAOTHI OPHBORAT K  HHTPOBAHMIO  coegubesus V0
TpmHETponpomssoasoro 1V, Bexox xoroporo me upessmiact 40%,. Yeemmaenusa
BHIXOga coegmEeHns IV mo 62..659% ymaerca [OOCTHYH HHTPOBAHMEM
3-runpoxcu-2-aurpomupagraa 11 cMechro ykcycHo# u 989, asormoi kumcaor
(10 : 3 M. 4.) npu 85...90 °C B reuenue 3 u.

W3yuenue muTpoBamma coegmHeHums II cMEchI0 YKCYCHOIO aHTHADHHAA H
KOHIEHTprpoBanHOo# asotHoi (989,) xucaorsr mpm 15...20 *C mokaszano, uro
HCXOZl PeaKOWH 3aBUCHAT OT COOTHOIICHWY KOMIIOHCHTOB 5TOH cMech. Tak, mpm
coormomernmzr Ac20 : HNOsz (1,5..1,6) : 1 ¢ smxomom 379 ofpasyerca
muaETposaMemenaoe 111, a npu gByXKpaTHOM W3OHTKE YKCYCHOTO AHTHAPARA —
tpuaUTponponssonHoe IV  (smxox 40...41 9,). [anpHeiimmee yBeauucHUE
KOJMYECTBA YKCYCHOTO AHTHADHAA H MOBHIICHWE TEMIEPATYPH PEAKIME HE
TPABOAYT K YBEJIMUCHWIO BHIXOa coexuaeHnd V.

Ac,0 : 98% HNO;, 1,6: 1

98% HNO; : AcOH, 3: 10
v 11

85..90°C 15..20°C| Ac,0:98% HNO;,2: 1 v

H3BecTHO, YTO MANPDOXCHNMAPHUINE | JIETKO MOABEPTAETCS HOXMPOBAHHUIO HO
3-runpoxcu-2,4,6-rpumogmmprauaa (VI) [6 1. HaMu Osuto m3yueHo 3aMeCTATEb-
HOE HATPOBAHHE MOCIACAHETO. YCTAHOBICHO, UTO IPY KATITICHAN COeRuHenud VI

'8 pasbasnenEoi (50%) a30THOM KHUCIOTE B TEeYeHME J...0 9 mpomcxogwt

3aMEIMEeHne BCeX TPExX aTOMOB HMOAa M o0pasosapme TPHHATpOmuMpHmHA IV C
BerxoxoMm 709%.

OH
~ 56% HNO,
—_— v +]
P
I NI
A
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Peakuns zamecrurensrOTO HATPOBAHMS WMEET, O-BHIAMOMY, oOmmii
xapakrep. Tak, npu obpaborke 2-rmapokcn-3,5-ammonmmpeamea (VII) craboit
a30THOM KHMCIOTOMH ¢ BHXOAOM 72...75%, moxyuen 2-rugpoxcu-3,5-ARHATPOIAPHA-
e (VII).

1 1 ' O,N NO,
| N 56% HNO, -
——
2
N oH ‘ OH
\Gi VII

SKCIIEPHIMEHTAJIBHAY JACTDH

WK cnextp caar Ha upubope Specord IJ-75 s tabnerke KBr. Cuextp ITMP nonyueH Ha CIEKTPOMET-
pe Bruker WH-90/DS (60 MI'u), pacteopurests aueton-De, By Tpennuii craagapt TMC. Crextp SIMP
B cast na npubope Bruker WP-200 5 IMCO-Ds. '

2-Tuppoxeu-3,5-guuon- u 3-ruppoxcu-2,4,6-TPUHONNMPUIHH NONYIEHb] O METORMKAM PaoT
[8] u [6] cooTBercTBenHo.

3-Tagpokch-2,6-maamtponapuaus (IID. K cmecu 2,8 Mn ykcycHOro aumruzpupa u 1,24 M
(0,028 monp) 98 % asotroit kucnoTei npu 0 °C nopuusmu npuckinaior 1 r (0,007 Moib) coepvmenms IT.
Peaxrponnyso cmech BrepxusaioT npu 20 °C 1 4, BoUMEatOT B 25 MJI XONORHOH BOABI ¥ YTIAPUBAFOT
B BakyyMe (15...20 MM pr.cT., TemMneparypa G6anu 60...70 °C). Ocratok B k010e 06pabaThbIBaioT ropaavM
Gensonom. Ilpu oxraxnenuu 6EH30IBHOTO PACTEOPA BRINIANAIOT KPUCTAIUIB! coeauuenus ITL, XoTopsie
01duNBTPOBBBAIOT M CymaT. Beixon 0,49 1 (37%) . Tox 132...133 °C. Jhur. Tun 132°C [4] .

Hurpar 3-runpoxcunmpanmaa (V). A. K pacteopy 1 r (0,01 Moms) coegpaenus 1 B 25 M musTH-
71080r0 3¢upa nipu 15...20 °C nobasnsror o Karumsiv § Mi 65%, azotHO# KKCIOTHL. Brmasunsii Gensiit
0CAajOK HUTPATa 3-TMAPOXCUIMPMAMHA OT(PUILTPOBHIBAOT, NPOMEIEAIOT 5...10 Mu sdupa u Cymar.
Tlonyuasot 1,45 roponyxTa V. Beixon 92% . Tmn 127...128 °C (3 Bogm) . Hafineno, %: C 37,64; H 3,58;
N 17,80. CsHsN204. Beravicneno, %: C 37,97; H 3,79; N 17,72.

B. W3 coepuuenus 1 06paboTKoit pasanaHbMu 1O COCTaBy cMecamu (10:2,10:3,10: 5M. 9.) AcOH
u HINOs nipu Temmneparype ue sbie 40 °C nosydyed HUTPaT V, MACHTHUHbII 06pa3Ity, HOIyIeHHOMY IO
meronuxe A (OTcyTcTEME mempeccuy T cMemmanHOi mpolsr). Berxon 88...909%. Tnn 127...128 °C
(M3 BOIBY) .

3-T'unpoxcn-2,4,6-rpurwrporapumue (IV). A. K 7 v (0,16 Mons) 989, a30THOHM KMCIOTHL IpH
20...25 °C B Teuenue 1 9 HefoasmmmMu nopuuamu godasisior 1 r (0,01 mom) coepuaenus 1. Peakiuos-
HYI0 CMeCh MOCTENEHHO HarpesaloT no 75...80 °C w1 BoimepKuBAIOT UpH 3TOM TemmepaType 5.6 4.
TloxyueHHsiil paCTBOP OXJIAXKAAI0T 10 KOMHATHOM TEMIIEpaTyDHI, BHUIMBAIOT B 20 MJI BOZbI, yTIAPHBAIOT
TIpY HOHYOKEHHOM nasneHuy. QCTaTok 06pabaTsEaioT ropsauM GeH30I0M (CM.BBINEHCHUE COCTMECHHMS
1) . Monyuarwor 0,5...0,57 r (22...25%) coemuaenus IV. Tr; 119...120 °C (u36ensona). Jiur. Ton 120°C
[4]. UK cnextp: 1595 (C=C), 1625 (C=N), 1320, 1350, 1540, 1560 (C—NO2), 3260 oM (C—OH).
V& cniextp (8 Bone) , Amax (Ig €): 342 am (3,83). Cuexrp TIMP: 8,98 (1H, ¢, C—H), 7,85 m. 1. (1H, c,
C—OH). Crextp IMP 13C: 123 (C(s)), 149 (C(2), C(9), C6))» 154,5 M. 1. {C(3)) . Haitzienio, %: € 24,10;
H 0,85; N 25,84. CsHaN407. Beruucneno, %: C 24,30; H0,87; N 26,00.

B. K cmecu 40 M1 yrcycHOro anrugpuna u 18 mi (0,42 mMoms) 989, a30THOM XMCIOTH! IPY TEMIIE-
patype ue onue 15 °C npucemaror 10 r (0,07 Mons) coepuuenus I1. PEakiiMOHHYK) MACCY BHIIEPXMBA -
o1 mpu 29...31 °C 1 1, oxmaxaanT a0 20 °C u ssumsaroT B 200 M sops1. [ocse 06sranoit 06padorku
(cM. BeIenerue coeppaenns 1) nomyyaror 6,7 T (41%) nponykra IV. Ty 119...120 °C (u3 Genzona).

B. K cmecu 10 M1 yKCycHOM KMCnoTsI ¥ 5 Mt 98 %, a30THoi xucioTs: npu remmeparype 25...35°C
npucemaT 1 r (6,01 Moms) coenuuenus I, Barpepatot Ao §0...85 °C v BBIAEPKUBAIOT IPY STOM FEMITE-
patype 4...5 a. Maccy oxnaxnasor 1o 20 °C, pasGasnszor 25...30 M BOABI. BRIIEISIOT KaK B IYHKTE A.
Brixox upoxyxta IV 0,94 1 (40%). Trx 119...120 °C (u3 Gensona).

T. K cmecy 10 M1 yreycHO#M xucnotst 1 2 Mt 98 %, asotsoi xucnoTs! opu Temuepatype 30...40 °C
npuckmaioT 1 r (0,006 Monp) coenuHenus V. PeakIiMORHYIO MACCy BHIACPRUBAIOT Ipy 85...90 °C 3 1,
oxnaxzaroT 5o 20 °C. Boifensior Kaxk B uyHKTe A. Bemxon npogyxra IV 0,59 r (40%). Tz 119...120°C
(u3 Genzomna).
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. K cMecu 10 M1 ykeycroit KucaoTs ¥ 2 v 98 %, a30THO# kucaoTsl npu Temueparype 25...30 °C
npuceinaroT 1 r (0,007 moms) coepuuenus I1. PeakiiMoOHHYIO Maccy BbIAEPXKUBAIOT ipu 85...90°C 3 4,
oxnaxaaror 7o 20 °C u pasdasnsior 20 M BogsL. Boigensror xak B mynxte A. Boxon npoxyx1a IV 1,051
(65%). Tux 119...120 °C (uz Gerzona). ITomyuennsie 1o meToamkaM A—JI o0pasis! npogykra IV me
AT genpeccuy Ton CMEMaHH0M npodsl.

3amMecTuTe IbHOE HATPORAHAE HOATIPONIRONHBIX 2-TWAPOKCH- ¥ 3-THAPOKCANEPHAXHA (00mas
meropuka). Kumarsar 5...6 u 0,01 Mo mopnpoussogsoro B 40...50 M 569, a30THOM KHCIOTHI A0
TIOJIHOTO BBIAEJIEHUS NOfa ¥ 00eCuBeunBaHUS PEAKIIMOHHOM CMECH, KOTOPYIO ajiee ynapusaroT. Ocra-
TOK 00pabaTeiBatoT 6eH30m0oM. Y13 2-TUAPOKCH-3,5 -AUHMONIIMPUAMHA HONYUIAIOT 2-THAPOKCHU-3,5-IMHUT-
pomvpuaus (VIID. Beixox 72...75%. Tux 175...176 °C (w3 BogsD) . JIut. Tox 175 °C [7]. U3 3-rupp-
oxcu-2,4,6-TPUMONTMPUANEA TIOTYIaroT HPoRyXT IV. Bexox 70%. Tox 119...120 °C (u3 Gensona).
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