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N3YHYEHUE PEAKLWU NMONYHEHUA
N-BEH3UI-N’-TMAPOKCU-1,2-3TAHOAUUMUHA

A. B. Pocniok, C. I. Inbgacos, M. B. YukunHa

PaHee nposedeHHbie uccriedosaHus o  e83aumoldeticmeuro  N,N’-0u-mpem6bymun-1,2-
3maHOUUMUH ¢ 2udpOoKcuiaMuHoM, rokasasu, 4ymo obpasyemcsi N-mpem-6ymur-N-eudpokcu-1,2-
amaHOuumuH. CoomeemcmeeHHO, Uesiecoobpa3Ho paccMompemsb Mosly4eHue Opyaux Mpou38O0HbIX
anuokcuma. N-b6eH3us-N’-audpokcu-1,2-smaHOuumMuH 6bi MofyqYeH U3 2/uokcuma u beH3usiaMuHa,
paHee samom QuuMuUH 6binl nosnydeH u3 3,3-0uxsnop-N-eudponponaH-1-umuHa. NdeHmughukayusi ee-
wecmea nposedeHa ¢ nnomouwbio UK- u AMP-cniekmpockonuu. Y®- criekmpockornuel rnokasaHo, 4mo
gewecmeo umeem 08a makcumyma roeanouw,eHusi Ha 230,0 Hm u 207,9 HM. B xode uccriedosaHus Ons
rnosbiweHusi ebixoda N-6eH3un-N-eudpokcu-1,2-asmaHduumuHa b6binu nodobpaHbl onmMumarbHbie
yCri08UsT peakyuu: MOJIbHOe COOMHOWeHuUe, NpodormKumebHoCMb U memrepamypa peakyuu. Bbi-
518/1€HO, YMO peakyusi udéem 8 MOIbHOM COOMHOWEHUU 2iIuoKcuM K 6eH3aunamuHy 1:3. [ns ycma-
HoBMeHUs onmumarsbHOU rpodomkumenbHocmu peakyuu Obiiu npoeedeHbl IKCrNepuMeHmbl C rpo-
domkumenbHocmbro peakyuu om 1 4 9o 7 4. B xode uccredosaHusi 0bHapyxeHOo, 4Ymo Haubonbwul
8bIx00 yesnegoeo npodykma Oocmuzaemcs fpu npodosmKuMmensHoCmMuU peakyuu 5 4, a ¢ yeenuyeHu-
eM 8peMeHU, e20 8biIx00 MOHWXaemcs. TemnepamypHbIU pexuM peakyuu paccMampueasics 8 rpe-
denax om 15 °C 0o 55 °C. YcmaHoeneHo, Ymo onmumarbHasi meMmrepamypa peakuuu cocmaernsem
45 °C.

Knrouesbie criosa: N-6eH3us-N-audpokcu-1,2-amaHOuuMuH, peakyus nepeumuHuposaHue, N-
mpem-6ymun-N’-audpokcu-1,2-asmaHouumuH,  anuokcum,  N,N-Ou-mpembymurn-1,2-amaHOuUMUH,
a2udpokcunamuH, 6eHsunamuH, 3,3-0uxnop-N-audpornponaH-1-umMuH, HykneogusabHoe 3ameu,eHue.

BBEOEHUE 3TaHOUMMUH : TMAPOKCUNaMuH) 2:1 NpoayKToM
peakunn sBnsetca N-TpeT-6yTun-N’-rugpokcu-

PaHee 6bino ony6nukoBaHO B3aUMOAEN- 1 2-3TaHAWMMMH. [Nt NOMHOTO MEePeUMUHUPO-

cTBUE AUTPeTOyTUN-1,2-3TaHanMMMHA C TMOPOK-
CUramMmuHOM, C nocnegylwmm nonydyeHmem N-
TpeT-6yTun-N’-rugpokcn-1,2-atangummumHa [1],
CXema CuHTe3a npeAcTaBrieHa Ha pucyHke 1.
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PucyHok 1 — Peakuus nepenmuHnposanusa N,N’-
An-TpeToyTnn-1,2-aTaHgnunMmnHa
rMopoKcuaMmmHoM

B pesynbrate gaHHOWM peakuumu Habnioga-
eTcs CcTyneHyaToe 3amelleHve amwuHa. [pwu
npoBegeHUN peakumum B MOSIbHOM COOTHOLUEHWUU
ucxogHoeix peareHToB (N,N’-gu-tpetbytun-1,2-
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BaHus 1 obpasoBaHus rmMoKcnMma, Heobxogumo
MCnonb3oBaTb MOSIbHOE COOTHOLWeHMe 4:1.

lMpoTekaHve AaHHOW peakuuu oTnn4anoch
OT obLLen 3akOHOMEPHOCTU peakumMM nepenmu-
HupoBaHua [2, 3, 4, 5] Tem, 4To Habnwogaertcd
CTyneH4yaToe HyKrneounbHoOe 3amelleHune, Ko-
TOpoe [fAaeT BO3MOXHOCTb WCMNOSb3oBaTb pas-
NNYHbIE ankun-aMWHHbIE TPYNMbl NS NocTpoe-
HWH, COOTBETCTBYIOLLLENO IMUOKCUMMA.

Llenbto nccnegoBaHns siBnsieTcs usyyeHune
BO3MOXHOCTU 3aMeLleHNsa rmapoKcu-rpynnel y
FMIMOKCUMHOIO MNPOU3BOOHOMO, @ WMEHHO BO3-
MOXXHOCTb MOMy4YeHUs MPOM3BOAHBIX FIMOKCUMA
C OpyrumMu amumHamu, Hanpumep, GeH3unamu-
HOM. Peakuuss B3auMOLENCTBMS  NIMOKCMMa
npeacTaBrneHa Ha pUCyHke 2.

HO-N
H + ©/\NH2 —_— =
N-OH
HO—N
HN )

PucyHok 2 — MNony4veHue N-6eH3nn-N’-rugpokcu-
1,2-3TaHAMMMUHA, U3 FIMOoKCUMa
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[aHHbIn NpoayKT ObiN MonyvyeH paHee u3
3,3-auxnop-N-rngponponaH-1-umuHa [6], BbIXog
KoToporo coctasun 86 %.

OKCMEPUMEHTAIIbHAA YACTb

Pernctpauunto UK-cnektpos B KBr npoBo-
annm Ha ®ypbe-cnektpomeTpe «PT-801», B 06-
nactu ot 4000 go 500 cml. Cnektpbl AMP H n
3C wn peructpupoBanyM Ha CMEKTPOMETpe
«Bruker AM-400» B pactBope OMCO-ds. Peru-
cTpauuto  Y®-cnektpoB npoBoaunM Ha YO-
cnektpomeTpe Varian Cary 50 Scan.

PeakTnBbl ABNAOTCSA KOMMEPYECKUMM MPO-
ayktamu: auetoHutpun, 4d.g.a. — «I9KOC-1»;
OeHaunamuH, 99 % — «Acros», 4.g.a; Xrnopo-
dopMm, Xx.4. — «BEeKTOH», rMaApOKCUNaMunH rngpo-
xnopuga, 4. — «BekToH», rnmmnokcanb 40 % 4. —
«BekToH».

Paborta BbimonHeHa npu UCMOMbL30BaHWK
npubopHon 6a3bl buickoro pernoHanbHOro LeH-
Tpa KomnnekTuBHoro nonb3oBaHua CO PAH
(UMX3T CO PAH, r.bunck)

Muokcum. Tnuokcum nonyyanu no MeTo-
AunKe, onmcaHHon B nutepaTtype [7]. Pusmyeckme
N CcrnekTparnbHble XapaKTepuUCTUKM COBNaalT C
nuTepaTypHbIMY gaHHbiMK [8, 9, 10].

Bbixog 68%, Tnn = 175-178 °C.

WMK-cnekTp, cm1; 3135, 3052, 2871, 2726,
2581, 1987, 1420, 1274, 994, 954, 793, 758,
675.

Cnektp AMP H (5, m.g.): 11.39 (2H, s),
8.19 (2H, s).

13C (5, m.4.): 145 ¢ (CH).

N-6eH3us-N’-audpokcu-1,2-amaHOuuMuH U3
enuokcuma. B 50 mn auetonutpuna n 13 r (0,12
Monb) OeHsunamuHa pobasunm 3,571 (0,04
MOnb) rnuokcuma, gobasunu 0,5 mn MypaBbu-
HOW KUCMOTbl, U B CaMOM KOHLIe ANSA MNOJSIHOro
pacTBOpEHMS FMMOKCMMa Takke fobasunu 5 mn
ONCTUNNUpoBaHHOM BoAdbl. [anee noBbICUNN
Temnepatypy Ao 45 °C un Bbigepxanu 54 npwu
NocToAHHOM nepemelumBaHuu. NMocne yero oTo-
rHanv pacTBOpUTENb HA POTOPHOM MCMapuTEre.
MonyyeHHbI OCagoK MPOMbBINN XFIOPUCTBIM Me-
TWUIEHOM, BbICYLUMIN Ha BO3OYyXE A0 NMOCTOSHHO-
ro Beca. Bwixog coctaBun 4,8r (71 %),
Tnn =108-110 °C.

MK-cnektp, cmt: 3028, 2807, 2735, 2634,
2150, 1537, 1490, 1457, 1385, 1338, 1270,
1217, 1145, 1069, 966, 908, 873, 774, 750, 694,
659, 576.

Cnektp AMP H (5, m.4.): 8.42 c. (CH),
7.72 c. (CH), 7.44-7.32 wm. (CH apOM), 393 c
(CH>).

N-6eH3urn-N-2udpokcu-1,2-amaHOuuMuH U3
N-mpem-6ymurn-N -audpokcu-1,2-amaHOuumuHa.

B 50 mn auetoHuTpuna pacteopunun 0,751
(0,005 monb) N-TpeT-6yTnn-N’-rugpokcu-1,2-
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3TaHONUMMHA, 3aTem nobasunn 0,6r
(0,005 monb) 6eH3nnamunHa, cmewanu ¢ 0,25 mn
MYypaBbMHOW KUCMOTblI, 1 B CaMOM KOHLUEe Angd
MOMHOro pacTBOpPeHus rnmokcmMmMa 6bino gobas-
neHo 3,2 MA AUCTUNNUpoBaHHOW BoAbl. [danee
BblAepXXanu Npy KOMHATHOW TemnepaTtype npwu
NOCTOSSHHOM nepeMelLMBaHMM B TevyeHune 3 M.
[Nocne 4ero otorHann pacTBopuTeNb Ha pPoOTOp-
HOM mcnapuTene, NoSTyYeHHbIN 0CagoK NPOMbINN
XITIOPUCTbIM METUSIEHOM, BbICYLLUIIN Ha BO3gyxe
[0 NMOCTOsIHHOro Beca. Bbixon coctasun 0,925
(96 %), Tnn = 107-110°C.

MK-cnektp, cml: 3043, 2809, 2735, 2634,
2153, 1572, 1489, 1458, 1385, 1338, 1270,
1217, 1145, 1070, 968, 908, 873, 775, 750, 694,
659, 579.

OBCYXIOEHUE PE3YNIbTATOB

Bbino npoBegeHo uccnegoBaHve No B3au-
MOLENCTBUIO BEeH3nNamMmuHa ¢ rmoKCUMOM.

Ons nosblweHns Bbixoga N-6eH3un-N’-
rMapoKcu-1,2-aTaHaunMMmnH  GbINn  UccrneaoBaHbl
cnegyloLne napaMeTpbl peakuuu:

— MOJSIbHOE COOTHOLLEHWE;

— NPOAOIMKUTENBHOCTL peakumnu;

— TemnepaTtypa peakuumn.

Mpn nccnegoBaHUKM BAUSIHUS MOJBHOIO CO-
OTHOLLEHUS Ha BbIXOA MPOAYKTa BbISIBIIEHO, YTO
Hauny4lee COOTHOLUEHWE TMNOKCUMA K OeH3u-
namuHy coctaensieT 1:3 (pucyHok 3), npu yBse-
nMmyeHun cogepxaHust GeHsnnammHa npPoucxo-
OUT  yMeHbLUeHne BbIXoda N-6eH3un-N’-
rmgpokcu-1,2-aTaHgunmuba, ¢ obpasoBaHueM
no6oyHoro npogykta, 0603HaYEHHOro Ha PUCYH-
ke 3 Kak «npoAykT 2», no aHanusy VK- n AMP-
CMEKTPOCKOMMMU MOXHO NpeanosioxXuTb YTO 3TO,
N,N’-gn-6eH3un-1,2-staHguumuH. B tabnuue 1
npeacTaBrneHbl OCHOBHbIE XapakTEPUCTUKM Mpo-
aykra 2.

Tabnvua 1 — OcHOBHblE (PUNKO-XMMU-
Yyeckue rnokasarenuv npogykra 2

VIK-cekTp Cnekm AMP 'I;g
3059, 3029, 2873,
2712, 1580, 1546, 77;3;1"7 g%"h'ﬂ)
1475, 1452, 1395, | (S0 55
1298, 962, 820, P (pCH2,)
735, 694 : :

MpoaykT 2 uMeeT HU3KYK TemnepaTypy
nnaBneHusi, XapakTepHyl Ansg  OUMMUHOB.
Hanuune aByx oOHOTUMHbLIX OEH30MbHLIX Konew
noaTBepXxgaeTcs nNpu uHTerpupoBaHun B AMP-
CMeKTpocKonuu.

Ha pucyHke 3 npeacrtasneH rpaduk BbIXO-
[a Nony4YeHHbIX NPOAYKTOB B 3aBUCMMOCTU OT
MOJTbHOIO COOTHOLLIEHMS.
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70 —4—N-6eHaun-N'-
rugpokeun-1,2-
60 aTaHAUUMUH

MpoaykT 2

20 f\'

0 1 2 3 4 5 6 7 8
Kon-so monb 6eHinnamuHa Ha 1 MOnb rMMOKCUMa

PucyHok 3 — 3aBucumocTb Bbixoga NpoaykTa
OT MOJSIbHOrO COOTHOLLUEHWS FMOKCMMa
K 6eH3nMnaMmmHy

Peakunio Benv B BOAHOM aLETOHWUTPWNE,
npu TemnepaTtype 45 °C un Bolgepxke 3 u.

[anee Hamu npoBeaeHa 3aBUCUMOCTb Bbl-
XOfa OT TeMNepaTypbl peakuum (PUCYHOK 4).

0 10 20 30 40 50 60
Temnepartypa, °C

PucyHok 4 — 3aBncnMOCTb BbiIxO4a NpoaykTa ot
TeMnepaTypHbIX YCNOBUIA

U3 rpacprka BMAOHO, YTO HAUMNYYLLWIA BbIXOA
HabnogaeTca npu Temnepatype 45 °C, nocne
naeT NMnaBHOE CHUMXEHWE BbIXO4a, CBSA3aHHOE C
pasnoxeHwe npogykta. Peakuuio Benu B BOA-
HOM aueTOHUTPUIIE NPU MOMbHOM COOTHOLLEHUN
1:3 n Bblgepxke 3 4.

Ha pucyHke 5 npefgcraBneHa 3aBMCUMOCTb
BbIXO4a MPOAYKTa OT BPEMEHU BbIOEPXKKN.

4000 3500 3000 2500
; are23 : : :

3850.1 38839
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PucyHok 5 — 3aBucuMocCTb BbixoAa NpoaykTa
OT BpeMeHu

Peakuuio Benv B BOOHOM auLeTOHUTPUIE,
npu Temnepatype 45 °C n nNpuM MOMBHOM COOT-
HoweHun 1:3. Ha rpaduke Mbl Habnwgaem no-
BblLLEHME BbIXOA4A MPU BPEMEHW BbIAEPXKKM 00
54 (71 %), panee naeT NOCTENEHHOE MOHWXEe-
HMe BbIXOOA, CBA3AHHOE C pasfoXeHWeM npo-
OyKTa B peaKkUMOHHbIX YCITOBUSIX.

AMP-cnekTp nony4eHHOro coeanHeHus co-
OTBETCTBYET paHee u3BecTHoMy N-6eH3un-N'-
rmgpokcu-1,2-aTaHannMunny, B Tabnuue 2 npeg-
CTaBfieHO CpaBHEHME 3TUX COEQUHEHUI.

Tabnuua 2 — JanHele AMP-cnekTpockonuu
N-6eH3un-N’-rugpokcu-1,2-aTaHgnMmmHa

OkcnepyMeHTansHo JInTepaTypHble oaH-
Nnosly4yeHHblE€ AaHHbIe Hble [6]
8.42 1., 8,23 g,
7.72 0., 7,84 n,
7.44-7.32 m., 7,39 m,
3.93 c. 4,73 c.
MK-cnekTp N-6eH3un-N’-rugpokcu-1,2-

STaHOAUNMUHA, HpeD,CTaBﬂeHHbIVI Ha PUCYHKe 6.

2000 1500 1000 500

B S

PMCyHOK 6— MK-cneKTp N-61eH3v|n-N’-rmb,pOKcm-l,2-3TaHp,v|v|M|/|Hé
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Muk Ha 1631 cM™! MOXHO OTHECTU K crek-
Tpam nornoweHna C=N. [lonocbl 1578,
1457 cm "1 xapakTepHbl ans konebaHunm 6eH-
30/bHOro KombLa.

Y®-cnekTpocKkonmen nokasaHo, YTO Belle-
CTBO UMeeT OBa MakCMMyMa MOrJolWeHNsT Ha
230,0 HM n 207,9 HM, KOTOpble MOryT ObITb Xa-
paKTepHbl Ans 6eH30/bHOro KonbLua.

B nocnepyrowem Hamu Takke nonydeH N-
6eH3nn-N’-rngpokcu-1,2-aTaHannmmH n3 N-Tpet-
ByTun-N’-rugpokcu-1,2-aTaHanMmmHa (pucy-
HOK 7).

CH,
HaC N

CH, H

+ NH,
N—OH

HO—N

M\N

—_—

PucyHok 7 — MNMony4yeHune N-6eH3un-N’-rugpokcu-
1,2-aTaHgumMMunHa, n3 N-TpeT-0yTnn-N’-
rMapokcu-1,2-aTaHaumMMmuHa

Peakuunto Benu B BOAHOM aueTOHUTpUIE,
npu KOMHaTHOW TemnepaType 1 3 4 BblOEPXKKH,
BbIXO[, OCHOBHOIO MpogyKTa npu 3TOM COCTaBun
96 %.

3AKNIOYEHUE
BrnepBble Obin nonydyeH  N-6eH3un-N’-
rMApoKcu-1,2-3TaHaAUMMUH  NePEUMUHUPOBAHM-

em rnvokcuma n N-TpeT-6yTun-N’-rugpoken-1,2-
aTaHanmMmunHa. CTpykTypa OaHHOro coeuHeHus
noateepxaeHa AMP- un  UNK-cnekTtpockonuen.
lMpoBegeHa onTMMM3aLMA METOAMKN NONYyYeHUs
N-TpeT-6yTvn-N’-rmgpokcu-1,2-atTaHgummmHa 13
rMUOKCUMA, C BbIBMEHMEM HaUMYYLLMX YCITOBUIA
ana peakuun. B pesynbTarte BbISIBIEHO, 4TO
Haunydlwme nokasatenu HabnwgalTca npu
MONbHOM COOTHOLWeHuKn 1:3, Temnepatype 45 °C
W BPEMEHU BbIAEPXKKM 5 4.
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