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CUHTE3 1,7,7-TPUMETUNBULUKIO[2.2.1]FTENTAH-2-UN
HUTPOKAPBAMATA U EI'O KAJTMUEBOU COIU §
B3AMMOOEUCTBUEM BOPHEOIJIA C AMHUTPOMOYEBUHOU

C.I'. nbsacos, M.B. Tunbso

YupexgeHnune Poccuiickon akagemum Hayk MHCTUTYT NnpobniemM XMMUKO-3HEPreTMYECKUX
TexHonormnni Cubupckoro otaenernnst PAH (UMNX3T CO PAH)

Bsaumodeticmeuem N,N'-OuHumpomoyesuHbl ¢ 60pHeosiom Obinu erepeble CUHME3UPOBAaHhbI
1,7, 7-mpumemunbuyuxiof2.2.1Jezenman-2-un HUMpokapbamam u €20 Kanuegasi COJib

Knouesnie criosa: N,N'-OuHumpomouesuHa, 6opHeorn, 1,7,7-mpumemunbuyuknof2.2.1]eenmar-
2-un Humpokapbamam, kanuegasi conib 1,7, 7-mpumemunbuyuknof2.2.1]ezenman-2-un Humpokapba-
Mama, rpou38o0HbIe MePNeHO08020 BUUUKIUYECKO20 criupma, HUmMpokapbamousnbopHeos.

BBEAEHUE

BopHeon — TepneHoBbIN BUUMKNINYECKUIA
CMUPT, OOCTaTOYHO LUMPOKO PacCnpOCTPaHEH B
npupoge, Kak B Buae U3oMepoB, Tak U B BUAe ux
CMNOXHbIX 3MpoB. HaxoanT npuMeHeHue B Ka-
YecTBE NCXOOHOro Cblpbs B (hapmaLeBTUYECKOMN,
napgOMepPHON MNPOMbILLIIEHHOCTU U TOBapOB
ObITOBOM XMUN.

OcHoBHble cnocobbl NonyYeHnsa U3 pacTtu-
TEeNbHOro Chbipbs: ruaponua 6opHunauetaTa,
BblaeneHve un3 3adupHbIX Macen, ruapartauus
NMMHEHOB, BO3OEWCTBME Ha KaMdeH YKCYCHOWN
WU MypaBbWUHOW KWUCIOTOW B MPUCYTCTBUWN K-
CNOTHOrO Katanusartopa C nocrneayoLlmm OMbl-
neHvem agupos [1].

B HacTosilee Bpems B Mupe BegyTca pa-
00Tl N0 Moandmrkauum 6opHeona, ¢ Lenbio Mno-
ny4yeHnst HOBbIX BeLLEeCTB, obnagarowmx 6uono-
rmyeckon n pU3NoNorMyeckon akTUBHOCTLIO. B
9TOM acnekre HeudyydyeHHbIM OCTaeTCAa BOMpoC

[MOI3YHOBCKM BECTHMK Ne 4-1 2010

NnornyyYeHnss HUTPOAMMHOMPOM3BOAHbLIX BOpHeo-
na. Ansa yctpaHeHus atoro npobena Hamu 6binu
CVHTE3MpoBaHbl HUTpokapbamounnbopHeon (3), a
TaKxke ero kanuesas conb (4).

SKCMNEPUMEHTAJIIbHAA YACTb

CuHTE3bl NpoBOANN B CTEKISIHHON Konbe,
CHabXeHHOW MOAOrpeBoM, MNepemMeLIBaoLLINM
YCTPOWCTBOM U 0BOpaTHbIM  XONOAUSTbHUKOM.
MpoBOAMnM B pasnuU4HbIX pacTBOPUTENsX, Mpu
pasnnyHbIX TemnepaTtypax. 3a X04oM peakumm
cnegunu no cmelleHnto nuka B Y®-cnektpe. lNMo-
cne MnornHoro npoTekaHust peakumm HUTpokapba-
MounbopHeon Bblgensinu B Buae K-conu, koTo-
Pyt NMPOMbIBanM 3TaHOSIOM, a 3aTeM MepeKpu-
CTannu3oBbLIBaNM M3 BOAHO-3TAHONBHOIO pac-
TBOpa ABa pasa.

Peructpauuio UK-cnekTpoB npoBogunn Ha
dypbe-cnektpometpe «dPT-801», ¢ umcnonb3o-
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NNBACOB C.T., TUJIb30 M.B.

BaHMEM MPUCTaBKN HAPYLUEHHOMO MOSIHOIO BHYT-
PEeHHEro oTpaXeHus.

YO-cnekTpbl CHUMann Ha cnekTpodoTo-
meTpe «Cary 50» dompmebl «Variany.

Cnektpbl AMP peructpupoBanu Ha npubo-
pe «Bruker AM-400». Xumundeckne casurn AMP
C  uaMepsnM  OTHOCUTENBHO —pacTBOpUTENS!
OMCO-ds.

OnemMeHTHbIV COCTaB onpeaensanu Ha ane-
meHTHOM C, H, N, O aHanusatope «FlashEA™
1112.»

N,N-auHuTpomoueBuHa (2). Nonyyanu no
MeToauke [2]. dusmnyeckne KOHCTaHTbI NOMy4veH-
HOro MpoAyKTa COOTBETCTBYIT nUTepaTypHbIM
faHHbiM. CoeguHeHMe $BMASETCA TepMUYecKU
O4YEHb HECTOMKUM, MOSTOMY XpPaHWUM ero He 6o-
nee 3 CcyTok npu TemnepaTtype He Bblwe
MuHyc 5 °C.

KanueBas conb N-HuTpokap6amar 60p-
Heona (4). B tpexropnyto konby emkoctbio 100
mn gosupytot 10,18 r (0,066 monb) 6opHeona, 1
mn (0,17 monb) AvokcaHa, nepemeLlumnBaloT A0
pactBopeHus n oxnaxpatrT go 5 °C. lotoBAT
pactsop 10,27 r (0,066 monb) AHM B 15 Mn
(0,17 wmonb) [OuokcaHa, npu Temnepartype
0+5 °C. lNony4YeHHbIN pacTBOp 4O3UNPYIOT B KOS-
Oy npu Temnepatype He Bbiwe 10 °C. MegneHHo
HarpeBalT peakuMoHHyo maccy o 40+50 °C,
BblaepxmBatoT 200+240 MUH 4O CMELLEHNs nuka
Ha Y®-cnektpe go A=260 HM 1 ObICTPO OXIlax-
[aloT 40 KOMHATHOW TemnepaTtypbl. 3aTem npu-
NMBalOT 3apaHee MPUroTOBMEHHbLIN pacTBOpP
5,7 r (0,066 Monb) rmapookucu kanus B 50 mn
(0,86 monb) aTaHona npu TemnepaTtype He Bbl-
we 20 °C n BblgepxuBatoT 30 MUH Npu Temne-
patype 0 °C. BbigenusLumnmnca ocagok oTuneT-
poBbIBalOT Ha BOpPOHKe BroxHepa, nepekpucran-
nunsosbiBatoT U3 100 Mn BOAHO-CNUMPTOBOrO pac-
TBopa (50/50), npombiBatoT 15 MmN aTaHona,
15 mn atokcuaTtaHa. Cywart 24 4 Hag CaCl,. Bel-
xoa 18,76 r (53,3 % ot Teop.). UK-cnekTp, v, cM’
1:2981,6 c. (CH3); 2951,8 c. (CH.); 1677,7 ou. c.
(C=0); 1405,7 c. (C-0); 1298,1 c. (NO,);
1249(CHs); 1376 (CHs); 1180 (C-N). AMP 'H
(oMcCoO): 0,83-0,87 (tp., 6H, CH3), 1,01-1,03
(Tp., 2H, CHy), 1,20-1,27 (m., 8H, CH,), 2,31-
2,38 (1p., 4H, CH;), 3,00-3,02 (a., 2H, CHy,),
3,41-3,42 (M., 1H, CH). AMP "*C (OMCO), m.A.:
13 (CH3), 19 (CHj;), 20 (CH3), 27 (CHy), 28
(CHy), 36 (CH)), 45 (CH), 48 (C), 49 (C), 82
(CH), 149 (C).OnemeHTHbIN aHanu3. HampgeHo,
%: C 48,97; H 6,89; N 9,53. BbluncneHo, %: C
47,12; H 6,11; N 9,99.

N-HuTpokap6amar 6opHeona (3). lNony-
Yanu M3 ero Kanmeeson CONM B3anMMOOENCTBUEM
C 3KBUMONSIPHBIM KONMYECTBOM CONSIHOW KUCIO-
Tbl B BOOHOW cpede, C NocreayowmmMm BblCaXu-
BaHMEM HEOpraHM4yeckon npuMecyu 3TaHOSOoM,
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oToenexHvem ee UNbTPOBaAHWEM U [albHER-
WMM ynapvBaHueM unbTpata nog BaKyyMOM
npu Temnepatype He Bbiwe 40 °C. Bbixog npo-
aykta coctaBnan 92%. WK-cnektp, v, cm™:
3154,2 c. (NH); 2968,1 c. (CH;); 2883,7 cp.
(CHy); 1745,8 ou. c. (C=0); 1611,9 ou4. c. (NH);
1454,3 c. (CH3); 1336,2 c. (CH3); 1221,9 ou. c.
(NO,); 1102,8 o4. c. (C-N); 967,3 c. (umkn).
AMP 'H (OMCO), m.4.: 0,78 (c., 3H, CH3), 0,81
(c., 3H, CHj3), 0,84 (c., 3H, CH3), 0,99-1,03 (c.,
1H, NH), 1,17-1,23 (kB., 2H, CH,), 1,63-1,65 (7.,
2H, CHy), 1,79-1,86 (1., 2H, CH,), 2,26-2,28 (M.,
1H, CH), 4,82-4,83 (1., 1H, CH). AMP '°C
(OMCO), m.4.: 13 (CHj3), 19 (CHj3), 20 (CHj3), 27
(CH,), 28 (CH,), 36 (CH,), 44 (CH), 47 (C), 49
(C), 82 (CH), 149 (C). OnemeHTHbIn aHanus.
HanpeHo, %: C 53,61; H 7,43; N 12,60. Bblunc-
neHo, %: C 54,53; H 7,49; N 11,56.

PE3YINbTATbI U OBCYXOEHUE

Peakuusa npoBogunnack, B pasnuyHbIX pac-
TBOpUTENAX (3TMNaueTaTt, OUOKCaH, aueTOHUT-
pwUn, YeTbiPEXXITOPUCTLIN yrnepod, AUMEeTWn-
dopmamma), npu pasnnyHbIX TemnepaTypax,
COOTBETCTBYIOWMNX Hadvany pasnoxeHus N,N'-
OVNHUTPOMOYEBUHBLI. TpeboBaHusa K pacTBopuTte-
Mo 1 TemnepaTypHbIM peXxmnMam onpenensinmchb
ceoncteamn N,N'-guH1TpoMoYeBUHbI [2]. Bpems
BblAepXKM konebanock oT 2 0o 6 4 1 onpegens-
nocb MO CMeLeHuto nuka Ha Y®d-cnektpax ¢
272 UM po 258+260 HM. Hanbonblune Bbixogbl
ObINM AOCTUIHYTBI MPU MUCMONBb30BaHUN B Kaye-
CTBe pacTBopuTens pguokcaHa (Bbixog 53%)
aTunauetara (BbIxod 46%).
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OpHako BblaeneHne HUTpokapbamounoop-
Heona W3 peakUMOHHOW cpedbl Okasanocb 3a-
TpygHWUTENbHBIM (BbiIXO4 MeHee 12%), n3-3a ero
Marion TEepMUYECKON CTabWUIbLHOCTU, MNO3ITOMY
rnocrne NPOBEAEHMST peaKLMn MONyYeHHbIA pac-
TBOp 0OpabaTbiBany MAPOOKUCHIO, C LESbko
nonyeHus conu (4), KOTOpy NogBeprany Bblge-
NIEHNIO N OYUCTKE, a 3aTem ee MnepeBoaunv B
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CWHTES3 1,7,7-TPUMETUNBULNKIIO[2.2.1]TENTAH-2-UIT HUTPOKAPBEAMATA N ET'O KANMEBOW
COIM BBAMMOOENCTBMEM BOPHEONA C AMHNTPOMOYEBNHOW

ueneson npoaykT (3) obpaboTkow XxrnopoBOAO-
pogom. (Cxema 1)
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Q e + col + H0 + N}
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CpaBHeHue WK-, AMP-cnekTpoB O4YMLLEH-
HbIX NPOAyKToB (3, 4) CO CrneKTpamu UCXOOHbIX
peareHTtoB (1, 2) nossonuno wgeHTunumpo-
BaTb MOJTyYEHHbIE COEOUHEHUS.

MHorokpaTHoe ynapuBaHue MaTO4YHOro
pactBopa M BbIKpUCTaNM3auns MNoMyYeHHbIX
3aTeM NPOAYKTOB He p[aeT AOMNOfHWUTENbHOro
BbIxoaa coeanHeHun (3, 4). Tepmnyeckasa obpa-
BboTka ueneBbix nNpoayktoB (3, 4) B ycnoBusix
peakuMy MNO3BONMMMAM [oKasaTb, YTO BO BpeMms
CUHTe3a MAeT napannenbHad peakuus ux pas-

noxeHus (cxema 2), 0 4yem CBUAETENLCTBYET
WUCYE3HOBEHWE XapaKTepHOro nuka Ha Yo-
CnekTpax M WHTEHCMBHOE rasoBblaeneHue. Bbl-
AeneHHbI  0Cajok No  CBOMM  QU3WKO-
XMUMUYECKMM XapakTepucTMkaMm MOfHOCTbI0 CO-
OTBETCTBYET ncxoaHomy 6opHeony.

3AKNIOYEHUE

Taknm obpas3om nokasaHo, 4TO Npu B3au-
mMogencTsum BopHeona € AMHUTPOMOYEBUHON
npu Temnepatype oT 40°C po 60°C obpasyeTtcs
1,7, 7-TpumeTvnbuumnknol2.2.1Jrentan-2-nn - HUT-
pokapbamart ¢ Bbixogom 53 %. CTpykTypa nony-
YEHHOro coeamHeHnst gokasaHa metogammn UK-,
AMP-cnekTpocKonun n afeMeHTHbIM aHann3oMm.
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PaccmompeHbl ussecmHble crnocobbl rosydyeHust ¢gpocgpama ocenbmamusupa. Haubonee doc-
mynHbIMU rPU3HaHbl Memodbkl Ha OCHo8e (-) wukumoegoUl Kuciiomsl. [IpoeedeHa sKcriepuMeHmarsbHasi
rposepka sapuaHmMo8 cuHme3a ocesibmamusupa Yepes O-mpumemaHcybOHUNPOU380OHOe 3Mu-
1108020 3¢hupa WUKUMOBOU KUciombl. YcmaHo8eHbl OCHOBHbIE 3aKOHOMEePHOCMU fpouecca U rnosy-
yeH npodykm c ebixodom 16,9 %.

Knrouesnle crnosa: cpoccham ocenbmamusupa, (3R,4R,5S)-4-auemunamuHo-5-amuHo-3-(1-

aMunnpornokcu)-1-yuknozekceH-1-kapbokcuamusiossilti 3¢hup, WUKUMOBas Kucrioma, a3upuduH.

Bo Bcem Mupe MposiBNsitOT 03abO4EHHOCTb K
MOTEHLMansLHON BO3MOXHOCTUM NaHAeMun rpunna
H5N1. KoahduLmeHT CMepTHOCTM OT 9TOro BMpyca
(mmmamn rpunn) npesbiwaetr 50 %. o gaHHbIM
BcemupHol opraHmsaumm 30paBoOOXpaHEHNs B Ha-
cTosiLLIee BpeMS €AMHCTBEHHbIM CMOCOOOM 3aLnThl
OT NaHgemMunm 3TOro BUpYCa ABMSIOTCH NEKapCTBEH-
Hble cpefcTBa - 3aHaMuBMP W ocernbTammemp doc-
daT. ATV npenapaTtbl UHIMBMPYIOT BMPYCHBIN hep-
MEHT — HempaMnHMaasy 1 Tem camblM npegoTepa-
LLaIOT NPOHUKHOBEHWE BUPYCa B KINETKY YernoBeka.

Hanbonbliee pacnpocTpaHeHne —nomyuun
ocenbTammeup pocdat (ToproBas Mapka «Ta-
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MUANIo»). XOTS MOoneKyrna 3Toro coeauHeHus oT-
HOCUTEMNbHO Mana, pas3paboTka MpPaKTU4ecKoro
CUHTE3a ABMSAETCS CIIOKHON 3adajen.

B nutepatype npusoamtcsi okono 30 crioco-
60B M pasnuMuHbIX MOAUMUKALMA  NOMyYeHUs
ocenbTammempa. OnmcaHHble cnocodbl UCXOOAT K3
PasnMyYHOro Cbipbs U BKIOYAOT OT 8 A0 25 TexHo-
nornyeckux ctagumn. Bbixod npogykrta 3aBucuT OT
CTaAMAHOCTM CUHTE30B, UCNOSb30BAHHOTO ChIpbs U
coctaBnsieT oT 5 % 00 57 %. OcHoBHble cnOcobbI
nonyyYeHus NpoaykTa npveedeHsl B Tabnuue 1.
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