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CUHTE3 U CNMEKTPOCKOINWYECKOE UCCIIEOOBAHUE
5-HUTPOCEMUKAPBEA3OHA ®YP®DYPOIJIA

MmyxadveBa B.C., inbsacos C.I"., Nnewkosa H.B.

OnucaH o0OHocmadulHbili Memod cuHme3a 5-HumpocemukapbasoHa ¢ypgypona u3 4-
Humpocemukapbasuda. Criekmpockonu4yeckumu memodamu aHanusa uccriedosaHa u3omMepusayusi
Mony4eHHO20 2udpa3oHa. YcmaHo8/1eHO Cyu,ecmeosaHue Yuc- U mpaHc- U30MePOs.

Knouesnle crnosa: eudpa3oH, Humpocemukapbasud, cemukapba3oH ¢hypgbyposia, U30Mepbl.

BBEONEHUE

B HacTosLee Bpemsa B nuTepaType onuca-
Hbl MeToAbl MONyyYeHus cemMukapba3oHOB pas-
NUYHbIX anbaernaoB K keToHoB [1-4]. B nocnen-
HWe rogbl UHTEpec K rmgpasoHam BO3pPOC, 4TO
CBSI3aHO C LUMPOKUM CMEKTpoM ux Buonorunde-
CKNx CBOWCTB. OpHako o CUHTE3e
N-HUTPONPOU3BOAHBIX CeEMMKapba3oHOB yrnomu-

PaHee Hamu coobLianocb 0 BO3MOXHOCTU
KoHAeHcauun 4-Hutpocemukapbasmga € rimok-

canem ¢ obpasoBaHuem 6Huc(HUTpocemu-
kapbasoHa) rnuvokcans [5]. [lMpepcraBnsnocb
WHTEPECHbIM U3y4nTb B3anMopencTene

4-Hutpocemukapbasuga ¢ ApyrMM Knaccom anb-
[ernaoB, B YaCTHOCTU apoMaTUYECKUM.

Mcxopsa us aToro, Lienblo HacTosein pabo-
Tbl SIBUNOCb WUCCeAoBaHMe MeToda CuUHTesa U

HaHWKN He BCTpeYyaeTcs. ycTaHoBreHve CTPOEHUs 5-HuTpPOCEMU-
kapb6a3oHa dypdypona.
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AKCMNEPUMEHTAJIbHAA YACTb

MiamepeHne ToYek nnaBfeHust NPoBOAUIIU-
nn Ha crtonuke VEB Analytik Dresden PHMK
77/1162. YO — cnekTpbl CHAManM Ha CheKkTpo-
dotomeTpe «Cary 50» pmpmbl «Varian» B Boae.
MK — cnekTpbl obpasuos B KBr 3anucbiBanu Ha
dypbe-cnektpomeTtpe «dPT-801» B obnactn oT
4000 fo 500 cm™’. DnemeHTHbIN cocTas onpe-
genanu Ha anemeHTHoMm C, H, N, O anHanunsaTo-
pe «FlashEATM 1112». Cnektpbl AMP 'H 1 "°C
obpasuoB 3anucaHbl Ha cnektpomeTtpe «Bruker
AV-400» (400.13 1 100.62 MI'y cooTBETCTBEH-
Ho), pactBoputenu OMCO-dg (&4 2.50 m.4., &¢
39.50 m.4.), n (CD3),CO (84 2.04 m.4., &c 29.8 n
206 m.4.).

4-HuTtpocemukap6asug (1). MNonyyanu us
OWHUTPOMOYEBMHBI  ODOpaboTkon  rMapasviH-
rmgpaTtom B BOOHOM pacTBOpe Mpu Temnepartype
He Bbiwe 30 °C no meToauke [6].

5-HuTpocemukap6asoH c¢ypdypona (2).
K pacTtBopy 4-Hutpocemukapbasunga (1 Mmonb) B
BOAE MPU WHTEHCUMBHOM MNepemMelunBaHuM Mea-
neHHo gobasnsanu dypdypon (1.2 mmons). Bbl-
OepKka Nnpy KOMHaTHOW TemnepaTtype B TedeHue
2 4. Oxnaxganu n oTUNbLTPOBLIBANM BbiNas-
wun  ocagok. [lepekpuctannu3oBbiBanu U3
cnvmpta. T. pasn. 135 °C, Bbixog 92%. Y®-
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cnektp (H2O Ayae) 315; 257; 204 um; UK-
cnektpbl (KBr, Vmax, cm'1): 3287, 3146, 3117
(NH), 3084 (CH), 2979-2801 (CHeyp xonsua), 1703
(C=0), 1630, 1601 (C=N), 1537, 1476, 1410,
1335 (N-NOy), 1192, 1164, 1111, 1060, 1017,
942. HanpeHo ansa CgHgN4O4: C, 36.66; H, 2.61;
N, 27.86. Bblumucneno: C, 36.36; H, 3.03; N,
28.28.

PE3YIIbTATbI U OBCYXOEHUA

KoHageHcauusa dypdypona n 4 — HuTpoce-
Mukapbasuga npoTekaeT B BOOHOW cpeae, npak-
TUYeCKM cpasy BbiNagaeT XenTbin ocagok. [Mo-
fNyYeHHbIN NPOJYKT HUTpocemukapbasoH dyp-
dypona (2) ycTonumB npu XpaHeHun n npeano-
noxutenbHo obnagaet GMONOrM4eckom akTue-
HOCTbIO.

B VK-cnekTpe coegmHeHus (2) oTCyTCTBYIOT
nosfockl MOFMOLWEHNs, XapaKTepHble Ans Ba-
neHTHbIX konebanun NH, cBA3n, HO HabnoaaeT-
CSl pa3gBOEHMEe U CMeLLeHne Norockl MormnoLe-
Hua C=0 cBs3u, 4YTO noaTBepxaaeT obpasoBa-
Hue cBA3n C=N.

B Y®-cnektpe nonyyeHHoro obpasua Ha-
6niogaetca NosBMEHNe WHTEHCUBHOrO MOrno-
weHns B obnactn 315 HM, xapakTepHoro Ans
rmapasoHoB, C OOHOBPEMEHHbLIM COXpPaHEHMEM
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nMka Ha 258 HM COOTBETCTBYIOLLErO HUTPO-
amMugHow rpynne.

B cnekTtpe NMMP uccneaoBaHHOro BeLlecT-
Ba MPUCYTCTBYIOT CUrHambl, XapakTepHble Aris
METUHOBBLIX MPOTOHOB Npwu ABolHoK cea3n 8,09
M.0. A Takke [aHHble CMeKTpbl yKasbiBatOT Ha
Hanuune HuTpoamuaHow rpynnbl 13,34 m.0. n
OTCYTCTBME CUHrneTHoro npotoHa NH,-rpynnbl
npu 6,42 m.0., xapakTtepHoro ans cemmkapbaso-
Ha pypypona.

[na rmgpa3oHOB M3BECTHbI NPUMEpPbI Kak
NPOCTPAHCTBEHHON, Tak U CTPYKTYPHOW M3OMe-

pUn, a B HEKOTOPLIX Cry4Yasx W TayTOMepHoe
paBHOBecKe AByX Unu Tpex gopm. r'eomeTpuye-
cKasi N3OMepus TMAPa30oHOB SABMSIETCS YaCTHbIM
crny4yaem M3oMepuM B a3OMETMHOBOW CUCTEME,
00yCnoBreHHON spz-rw6pmnmaaumel7| VMWHHOTO
atoMa a3oTa, Y KOTOpPOro CBS3W HanpasreHbl
nog yrnom 120 °. o aHanormm c OKCMMamW,
M30oMep, B KOTOPOM 3aMeELLEeHHas aMmHorpynna
1 METUHOBLIN aTOM BOAOPOAA HAX0AATCs B Yuc—
NMonoXeHun oTtHocuTernbHO cBA3N C=N, 0bbIYHO
CUMTalOT  CUH-M3OMEPOM, a npu  MmpaHc-
pacnonoXeHUn — aHMu-n3oMmepom [7].

Tabnuua 1 — JaHHble AMP-cnekTpockonumn ans 5-HuTpocemmkapbasoHa n cemmkapbasoHa dypdpypona

CoeawnHe- |PacTsopu- C Cnektp AMP "H Cnextp AMP (3, m.a.)
Hune Tenb ©®,m.48.)
C(¢p. |HC=N C=0 H(2) H(3) H(4) H(5) H(6) NH:
KOmnb-
ua);
2 IOMCO-ds | 112.3 | 138.1 | 147.7 | 13.34 | 11.47 | 8.09 6.93 6.61 7.82 -
114.2 yiLu. yiLu. ylu.c. C. a. a.a. a.
1454
149.9
2 (CD3),CO | 111.8 134 147.2 | 1270 | 10.52 | 8.10 6.90 6.59 7.72 -
113.4 yLu. yLu. yw.c. | yw.c. | yuw.c. a. a.o. a.
145
149
cemukap- | OMCO-ds | 111.5 | 1445 | 150.3 10.34 | 7,79 6,78 6.54 7.71 6.42
06a3oH 112.4 c il n.n
dypcby- 130.7
pona 157.2

[na uccnepoBaHMa mM3omMepusauum CUHTe-
3MPOBaHHOIO HUTpoceMmkapbasoHa dypdypona
AMP — cnekTpockonuio npoBoaunM B pasHbIX
pacTBOPUTENSAX M MpU pasHbiX Temnepartypax.
MonyyeHHble AaHHbIE NpeacTaBneHbl B Tabnuue
1. Hymepauusi atomoB npuBegeHa Ayis oTHece-
Hus curHanoB B cnektpax AMP (cxema 1).

B nutepatype usBecTHO, 4YTO kapboHorng-
pa3oHbl NpeAcTaBneHbl B pacTBOpe TayTomep-
HbIMK cMecaMU E- n Z-n30MepoB unm KoHdop-
MEpOB 3a CYEeT 3aTOPMOXEHHOr0 BpaLleHUs BO-
kpyr ceagen C-N amugHoro dparmenTa [8]. lo-
3aToMy Habniogaemoe YyLIMpEHWE CWUrHanoB B
cnektpax AMP 'H n °C (cm. Tabnmuy 1) ceasa-
HO C YKa3aHHbIMW Bbille TayTOMEpPHbIMU Mepe-
X04aMn U C KOH(OPMALMOHHOW MOABUXKHOCTLIO
MOJIEKYIbI.

Tak ywwupenue curHana CO B cnekTtpe B¥c
AMP, BO3MOXHO, OOYCROBMEHO MPOTOTPOMHON
TayToMepuen WnuM 3aTpygHEHHbIM BpalleHnem
Bokpyr cBs3n N-CO (cxema 2). YwmpeHue cur-
Hanos H-3 n C-3 obycnoBneHo CyLecTBOBaHU-
em Z, E nsomepos (cxema 3).

3anuck cnektpos AMP He OMCO-dg npum
50 °C nosBonuna yckopuTb M3OoMepusaLnio U
curHan H-3 HemHoro cysuncs, ogHako coefuHe-
HMe okasanocb HeycTonumBo B OMCO-ds npwu
noBbllleHHON Temnepatype. [loaTtomy panb-

[MOI3YHOBCKM BECTHUK Ne 3 2014

Hevillee MOBbILWEHWEe TemnepaTtypbl, a Takke
peructpauusi cnektpa °C, Ans UKCUPOBAHMS
OOMEHHO CYXXeHHbIX NUHMI curHanos CO un C-3,
oKasarnocb He BO3MOXHbIM.

/ \ c NO, @H NO,
07 St W=7 N

§ N
o OH
Cxema 2

o H/CZN\N)K/NO} = Se=n" Y\No;
H H 1 L

Cxema 3

Peructpauua cnektpos AMP npu muHyc
90 °C, B (CD3),CO, nossonuna 3aMmopo3unTb 06-
MeH, BoBrnekawowmn curdansl H-3 u C-3, yTo ro-
BOpUT O 3aMeaSieHnn UMeHHo Z, E- Taytomepuum.
Takum obpasom, B cnektpax AMP ctanu Ha-
6nrogaTbeca curHarnbl ABYX N30MepoB, (PUCYHOK 1
n 2). MNpun Tex xe ycnoBusix 3ameanurcs oomeH
BoBnekawwmn curHan CO. JToT curHan pac-
nancd Ha HECKOSIbKO CUrHamoB, NpuHagnexa-
LWMM pasfnuyHblM  KOHpopMepam unu MpoTo-
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TPOMHbIM TayToOMepaMm. M3-3a MHOro4YmcneHHo- d)opmaM, Ha OCHOBaHMMN UMEKLLNXCA OaHHbIX,
CTU NOABUBLUNXCA MNMPU NMOHWXEHHUN TeMneparty- He npeacrtaBiideTCA BO3IMOXHbIM.
pe curHanoBs, OTHeCceHne Uux K KOHKPETHbIM

20 °cC

bWMWWWl \w ) -

T T T T T
150 145 140 135 13 125 120 115 ppm

I=]

PucyHok 1 — CpaBHeHune Bc cnektpoB AMP npwu komHaTHOW TemnepaType n npu muHyc 90 °C (men-
Kve curHanbl — MPUMEecH B OCHOBHOM COEANHEHUN).

20 °C

-90 °cC

_J L )_’JI A b[ . . . [LJL_I"J1L

T T T T . 8.4 8.2 8.0 7.8 7.6 7.4 7.2 7.0 6.8 6.6 ppm
14 13 12 eem

PucyHok 2 — CpaBHeHne oparmeHToB 'H cnektpoB AMP npu KOMHaTHOW TemnepaTtype 1 Npu MUHYC
90 °C (menkue curHanbl — NPUMECH B OCHOBHOM COEANHEHMWN).
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YuntblBass NepcnekTMBHOCTb uUccneaye-
MOro COeANHEHNS B Ka4eCcTBe NoTeHUMansHoro
Ounonornyeckn akTMBHOIO BELLECTBA, CUHTE3U-
pOBaHHbIN 5-HUTpocemmkapbasoH ypdypona
Obln NOABEPrHYT KOMMBIOTEPHOMY CKPUHUHIY
cnektpa 6ronorn4eckon akTMBHOCTU C MOMO-
Wb NpOrpaMMbl MPOrHo3a crnekTpa Guonoru-
yeckon aktmBHocTM PASS. [laHHble nporHo3a
CBUOETENbCTBYIOT O BO3MOXHOCTU MposiBre-
HUS  COeOUHEHMEM  MPOTUBOUH(PEKLIMOHHOW,
aHTUNPOTO30MHOMW, NPOTUBOTYOEPKYNE3HON W
ap. aktmBHocTn oT 70 o 95 %.

3AKIIOYEHUE

Takum o6pa3om, B HacToswen paboTe no-
KasaH MeTof CuHTe3a 5-HuTpocemumkapbasoHa
dypcypona KoHAaeHcaumen HuTpocemmkapba-
3uaa c ypcypornom B BOOHOW cpefe.

CormacHo MOnyYeHHbIM CMEKTpOCKonu4e-
CKUM JaHHbIM, MOXHO cAenaTb BbiBO4 O Cylie-
CTBOBaHUM CoeanHeHUs1 (2) B OBYX M30OMEpPHbIX
dopmax.
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®EPMEHTOJIN3 HEAPEBECHOI'O CbIPbsA N OBPA3LIOB
rMAPOTPOINMHOU LEJJTIONO3bI, MOJTYYEHHbLIX U3 HEIO

MakapoBa E.W., leHncosa M.H.

UccrnedosaH chepmeHmamueHbIl 2udponu3d ninodossix obosoyvek osca (IM0O), muckaHmyca (M),
cosnomebl nibHa-mexeymka (CJIM) u obpasuyoe uenntonossi (ML), nomydeHHbIx U3 HUX 2udpomponHou
gapkol, 8 pesyribmame rnocmpoeH psid peakyuoHHol criocobHocmu Kk ¢pepmeHmonu3dy: L] NMOO>
M> I CJ/IM> CJIM> M> [10OO. llokasaHo, 4Ymo, 8 omiau4yue om COfIOMbI fibHa-Mexeymka, 2udpo-
mponHas obpabomka Cbipbsi 8 00UHAK08bIX YC/I08USIX NIPUBOOUM K y8esIUYEeHUI0 CmerneHuU KOH8epcuu
npu ghepmeHmornu3se: nodosbix obonoyek oeca Ha 76 %, muckaHmyca Ha 58 %.

Knrovesbie crioga: nnodosbie 060/104KU 08Ca, MUCKaHmMycC, COJIoMa JfibHa-MexXeymka, 2udpo-
mporHas eapka, yesnnonosa, hepmeHmamusHbit 2udponus, «Lennontokc-A», «bprosatim BGX», pe-

aKUUOHHasi Crioco6HOCMb K GhepMEHMOU3y.
BBEOEHUE

K rugpotponHomy cnocoby nepepaboTku
pacTUTENbLHOIO ChbipbA B HacToslllee BpeMs
nposiBNsieTCA MHTEpec cpeam uccnegosaTtenen
HOBbIX CMOCOBOB MonyyYeHus uennonossl [1].
VMcnonb3oBaHue B KayecTBe BapO4HbIX peareH-
TOB BOAOPAcCTBOPMMbIX W 3konormyeckn 6eso-
NacHbIX MOPOTPOMHbLIX BELLECTB OTHOCUTCH K
NpYHUUNaM, WUCMOMb3yeMbIM B «3ENEeHON» Xu-
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mMuun. AsTopbl [1] cuuTaloT, 4TO FMAPOTPONHLIN
npoLecc MOXeT UCMNOoNb3oBaTbCA Ans dpakumo-
HUPOBaHWSA OpPEeBEeCUHbl Ha LEenmonosy W nur-
HVH, MpUYEM «3eMeHylo» LEenmno3y MOXHO
ncnonb3oBaTh 4118 NOoNyyYeHus GnoBeLLecTB.

B UMX3T CO PAH BbINonHeHbl npuopu-
TETHble UCCnefoBaHUs MOPOTPONHOW nepepa-
DOTKM HegpeBeCHbIX BUAOB Cbipbs B LENMonosy
[2, 3, 4] v nurHuH [3, 5, 6] Ha npumepe poccui-
CKOrO MUCKaHTyca M MrogoBbix 060rovek oBca,
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