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CunTtesnpoBaHbl nieHTaaeHTaTHbIe OuC[N-ankuia-N-(2-quderundochuHUIITHI)]|aMUIbl TUTIUKOJIEBOM
kxuciots! [Ph,P(O)CH,CH,N(R)C(O)CH,],0, rae R = Me, Bu, Oct peaxmmeii XJI0paHTuApHIa JUTTHKOICBON
kucioTsl ¢ N-ankuin-N-(2-nudeHnnochUHIIITII ) aMITHAMHE, TOTYYCHHBIMH B3aUMOJCHCTBHEM U (CHIII-
(2-penokcmaTHIT)DOCHUHOKCHIA ¢ TTIEPBUUHBIMU anKmiaMuHamMu B JIMCO B mpHCYyTCTBHM BOIHOMW IIEIOYH.
CTpoeHue MoJTyueHHbIX COeMHEH I H3yUeHo ¢ HOMOIIbI0 criektpockoruu SIMP 'H, 13C u 3'P .
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B Hacrosmiee BpeMs OIHUM U3 CaMbIX MEPCIEK- OHHBIX METONIOB MepepadOTKN BHICOKOAKTUBHBIX OT-
TUBHBIX KJIACCOB OSKCTPAreHTOB ISl IMEpPepadOTKU xomnoB (ARTIST, SANEX u . 1.) [3, 4].
PYAHBIX TEJT JAHTAHOUIOB, & TAKXKE IS BBIICICHUS Bwmecte ¢ e, TODGA n pyrue 1uaMub AUIIN-
MUHOPHBIX aKTUHUAOB U3 BBICOKOAKTUBHBIX OTXOI0B, KOJIEBOU KHCJIOTBI 06ﬂaﬂa}0T BECbMa CYLIECTBEHHBIM
SIBIIFOTCS AUAMUJIBl JUIIMKOIEBOM KucioThl. CBs3a- HEJOCTAaTKOM — HM3KOM JKCTPAKLIHOHHOW €MKOCTBIO,
HO 3TO C TEM, YTO OHHU 00JIaJJaf0T KOMIIIEKCOM IIE€HHBIX YTO MPHUBOAMT K OOpPa3oBaHUIO TPEeThell (a3bl yiKe
B HAYYHOM U MPAKTUYECKOM IJIAHE CBOMCTB: OHU BbI- MpH SKCTpakiuu Juib 10% OT TeOpeTHIECKOTO KOJIH-
COK03((PEKTUBHBI, XOPOIIIO PACTBOPUMBI B OpraHuye- YecTBa MOHOB MeTailla. B 3ToM ciydyae HeoOXoauMo
CKHX pa30aBUTEIISIX, OTHOCUTEIILHO IEIIEBhI U, TIaB- HCITOJIb30BaHKMEe (POCHOPOPTraHUICCKUX COTIOOMITH3A-
HOE, UX 3KCTPAKIMOHHAs CIIOCOOHOCTh 3aBUCHUT OT TOpOB, HanipuMep, TpuOyTmidocdara [4]. Paznmanbre
CTEIIEHU OKUCJIEHUS SKCTParupyeMoro Merajuia, 4To Moaupukanuu mosexynsl TODGA ankuiabHbIMH 3a-
YHHKAJIBHO JUI1 HEMTpallbHBIX MOJIEKy [1]. Brepseie MECTUTEJIAMH, TPUIIOAATBHBIMU CTPYKTYPAMU U J1A3KE
MPEJJIOKEHHBIE B 1991 roay [2]’ 9TH COCIUHCHUS KaJII/IKC[4]apeHOBI)IMI/I HJIaT(i)OpMaMI/I HE J1aJIu KeJiac-
33 MOPOILIECAIINE TOAbl WHTECHCHBHO HCCIIEI0BAIINCE, MBIX PE3yJIbTaToB [5—7].
U B pe3yJbTaTe HA OCHOBE OJHOTO M3 CaMbIX aKTHB- Panee Hamu ObUTM CHHTE3MPOBaHBI MOAHUDUIIHU-
HBIX TETPAOKTWIIWAMUIA JWTINKOICBONH KHCIIOTHI pOBaHHBIE OWJICHTATHBIC AaHAJIOTH TETPaOyTHIIIUT-
(TODGA) 6butn pa3paboTaHbl HECKOIFKO WHHOBAIIN- JIMKOJIbaMUJIa, B MOJIEKYJE KOTOPOro OJIHa M3 JBYX
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222 BOHJIAPEHKO u 1p.
Cxema 1.
(n) /\(u) /—\Cu) Et;N, CHCl, I\ (|? L 3?

altNoNa 4 HN' PP, e PP’ NG /\O/\Cl\ll PPh,

43 | 4

R R

4-6 R
4 4-6 7 4-10 11

R =CHj; (1), (CH);CH; (2), (CH,);,CH; (3).

Cxema 2.
I T—
| 40% KOH/IMCO
Ph,P OPh + H_NR ——— > Ph,P NHR
—PhOK
7 4-6

Bu,NC(O)-rpynm 3amenena va R,P(O)-rpynmy (R =
Bu, Ph), nokazagiiue 3amMeTHO 00Jiee BBICOKYIO 3KC-
TPAKLUMOHHYIO CHOCOOHOCTH 110 OTHOILIEHUIO K HOHAM
JAHTAHUJIOB TPU KCIOJNB30BAaHUN CHHEPTETHUYECKOM
cMecn ¢ 4-0eH30mI-3-MeTwI- 1 -heHmIT-5-mpa3ono-
HOM 10 cpaBHeHHI0 kak ¢ TODGA, Tak u ¢ kap0a-
momnMeTmiochunokcunamu [8]. [Ipu ananmorumaHoi
3ameHe Bropoil Bu,NC(O)-rpynmsl 310t 3¢ ekt Bo3-
pacraer [8].

Hamu ucrionbs3oBaH apyroit crnocod MoguQuKaum
JUnaMHua0B I[I/IFJ'IPIKOJ'I@BOﬁ KHCJIOTBI ITYTEM BBCACHUA
nmuaapT(anku)PochopuabHEIX (PparMeHTOB B OIUH
Y3 aJKWIBHBIX 3aMECTUTENICH MPU aToMe a30Ta C CO-
XPaHEHUEM CKEJIETHON CTPYKTYpPhI MOJICKYIIbI JHAMU-
Jla TUTITUKOJIEBOM KUCIIOTBI, YTO ITO3BOJISIET HE TOIBKO
YBCINYUTh JACHTATHOCTH AOWaMHJI0B llI/II‘III/IKOJ'IGBOf/i
KHCIIOTBI C TPEX JO MATH, HO ¥ TOBBICUTH €0 IKCTPAK-
LIMOHHYI EMKOCTb U PACTBOPHUMOCTH 00Pa3yOLIUXCs
KOMTIIJIEKCOB.

B mHacrosimiem HcClenOBaHUM CHHTE3UPOBAHBI
(hochopmmamenicHaple  MOTUGUIINPOBAHHBIE TICH-
TaJleHTaTHbIE JUaMU/bl AUTIMKOIEBOM KUCIOTh 1-3,
comeprkantue 2-mudeHnndocUHIIITIIBHBIE TPYyT-
bl B AMUAHOM 4acTH MOJIEKyJIbl. CHHTE3 9THX COeIH-
HEHHU OBUT OCYIIECTBICH aMUJIMPOBAHUEM KOMMeEp-
YECKHU JIOCTYITHOTO JUXJIOPAHTUIPUIA JUTITUKOICBON
KHUCJIOTHI BTOpUYHBIMU N-ankui-N-(2-mudenundoc-
¢unnmeTII)aMuHaMu 4—6 B mpucytctBuun Et;N B
xyiopodopme (cxema 1).

Crnemyer OTMETHTBh, YTO JUISI aAMHIUPOBAHHS
JUXJIOPAHTUAPHIA AUITIMKOJIEBOM KHCIOTHI OOBIYHO
WCTONB3YIOT 1.5—2-KpaTHbI HW30BITOK BTOPUYHOTO

amuHa [9-11]. OgHako B HaleM ciydyae OKa3auaocCh,
910 M30BITOK (ochopmiconepkamux aMuHOB 4—6
HEBO3MOXXHO YJQJIUTh W3 PEAKIMOHHOW CMECH HU
OTOTOHKOHW B BaKyyMe, HHM JKCTpakKiued pa30aBicH-
voit HCI. Kpome Toro, X MpUCYTCTBHE OCIOXKHSET
OYHCTKY JTMaMUIOB Ha KOJIOHKe ¢ Si0,, CylecTBeHHO
CHW)Kasi WX BbIXojl. HampotuB, ucmnonp3oBaHue He-
Oonpiioro m30bITKa AUXIOpaHTHapuaa (~6—7%) mo-
3BOJISIET JIETKO OYMCTUTH LIEJICBBIC MPOMAYKThI OT MPH-
MeCH MOHoaMHujaa MpoMbIBKOH pactBopoM KHCO,
nmu K,CO;.

[ombiTKa TIPOBECTH aMHUIMPOBAHUE TUTITHKOJIE-
BOM KHCJIOTHI TpUaMUA0(POCPHUTOM, TOTYYEHHBIM U3
amuHOB 4-6 u PCl; B mpucyTcTBUM TpHITHIAMHMHA
B CyXOM TOJIyOJI€ IO ommcaHHoMy metomy [12] 6e3
€ro BBIJEJICHUS, OKa3ajach HEYAAYHON HM3-3a IIOXOH
pPacTBOPUMOCTH Kak Tpuamupopochura, Tak U 00-
pasyromerocst auamuia 1-3 gaxe npu remmeparype
100-110°C.

Ucxonnple BropuvHbIe aMWUHBI 4—6 OBUIH TIONY-
YeHbI B3aMMOJICHCTBUEM MEPBUYHBIX AIKUIAMHUHOB
¢ audenun(2-penoxkcudTun)pochunokcugom 7 B
JAMCO B mpucytcteun BogHoro KOH [13] (cxema 2)
AHAJIOTMYHO PEeaKUMsIM HyKJIeO(QMIbHBIX PEareHTOB
¢ Oosee TPyIHO NOCTYMHBIMH 2-TUIPOKCU- U 2-3TOK-
ctmigudenmidochunokcugamu [ 14, 15]. Cnenyer
OTMETUTbh, YTO CHHTE3UPOBAaHHbIE AMUHBI 4 1 6 UMEIOT
TeMreparypsl TiasiaeHus Ha 33 u 45°C BbllIe Tako-
BBIX Y MOJy4EHHBIX paHee Ipyrumu crocobamu. Mx
CTPOCHME MOIATBEPKACHO NaHHbIMU SIMP 'H, BC n
3P (tabm. 1).
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Tadauua 1. Jlannsie cnexrpockonuu AMP 'H, 3C{'H} u 3'P{'H} pactBopoB Bropuunbix amunos 4-6 B CDCl,

0, M. II.

(¢, I'm)

'H (300.28 MT')

BC{'H} (75.51 MI')

SIP{IH}
(121.56 MTI')

6 Oct

1.68 yur. ¢ (1H, NH), 2.36 ¢ (3H, CHj;), 2.48 n. T (2H,
PCH,, 3Jyyy 7.4, 2Jyyp 11.3), 2.89 1. 1 (2H, CH,N,
i 74, 3y 11.4), 7.41-7.54 m (6H, mema-CH +
napa-CH), 7.72 1. 1. n (4H, opmo-CH, 3Jyyy 7.9, *Jun
1.6, 3 Jyp 11.5)

0.84 1 (3H, CHj, *Jyyy 7.2), 1.25 cexcrer (2H, CH,Me,
3Jan 7.3), 1.37 xeunter (2H, CH,Et, 3y 7.2),1.73 ¢
(1H, NH), 2.49 . T 2H, PCH,, /iy 7.5, 2 11.2),
2.528 1 (2H, CH,Pr, 3,y 7.0), 2.92% 1. T (2H, CH,N,
San 7.4, 3Jgp 11.3), 7.40-7.53 M (6H, mema-CH +
napa-CH), 7.72 n. 1. n (4H, opmo-CH, 3Jiy 7.8, “Juy
1.7, 3yp 11.5)

0.86 T (3H, CHs, *Jyy 6.5, 1.17-1.35 m (10H,
(CH,)sMe), 1.41 xsunrer (2H, CH,Hex, 3/, 6.7),
2.51 a. 1 2H, PCH,, 3Jyy 7.2, 2yp 11.2), 2.55% T
(2H, CH,Hept, *Jyyy 7.1),2.95% 1. T (2H, CH,N, 3J;yy
7.4, 3JHP 11.0), 7.41-7.55 m (6H, mema-CH + na-
pa-CH), 7.73 n. n. n (4H, opmo-CH, 3Jyy 7.9, Uy

30.33 a1 (PCH,, 'Jep 71.1), 36.36
(CHy), 45.12 1 (CH,N, %Jep 2.0),
128.86 n (mema-CH, 3Jp 11.6),
130.85 n (opmo-CH, %Jop  9.4),
131.96 1 (napa-CH, *Jp2.7), 133.12
1 (unco-C, 'Jep 98.6)

14.09 (CHjy), 20.52 (CH,Me), 30.50
1 (PCH,, Jep 71.0), 32.19 (CH,EY),
43.05 1 (CH,N, 2Jep  2.1), 49.54
(CH,Pr), 128.82 1 (mema-CH, Jcp
11.7), 130.84 1 (opmo-CH, %Jcp 9.4),
131.92 n(napa-CH,*Jp 2.8),133.151
(unco-C, 'Jp 98.8)

14.09 (CH,), 22.64 (CH,Me), 27.28
(CH,Pent), 29.22 ¢ (CH,Pr), 29.48
(CH,Bu), 30.01 (CH,Hex), 30.43 n
(PCH,, 'Jep 71.0), 31.81 (CH,E),
42.89 1 (CH,N, 2Jep 1.4), 49.78
(CH,Hept), 128.68 1 (mema-CH,

314

31.6

31.2

1.7, 3p 11.5)

3JCP 117), 130.70 b (Ome'CH, ZJCP
9.4), 131.78 1 (napa-CH, *Jep 2.7),
133.04 1 (unco-C, 'Jop 98.7)

2 JIepekpbIBalOLINECS] CUTHAIIBL.

Ucxonupiii  (heHOKCHATHIIBHBIH  PocuHOKCHT T
CUHTE3UPOBAH peakiueil 2-(PeHOKCUITHIXIOPUIA C
O-rpumermncumuaudenmnpochuautom 8§, Koto-
phIi OBLT TONydeH B3ammojeicTBreM mudermidoc-
(hMHHUCTOM KHUCIIOTHI ¢ TeKCaMETHIIIUCHIa3aHoM [16]
W WCIONB30BaH Oe3 BhImeiacHUS (cxema 3). Pamee
aHAJIOTUYHAsT peakius OblIa YCHEIIHO MPOBEICHA C
STUIXJIOpaneTaToM [15], a Takke TUraaoreHnponu3Bo-
JHBIMU U TATO3UJIATAMM OJTUTOATHUIICHTTIUKOICH [17].

Crnemgyer OTMETUTbH, YTO B PEAKIMH, [0 JAHHBIM
SIMP 'H u 3'P, B kauecTBe m0GOYHOIO MPOIYKTa 00-
pasyercss TerpapeHWIITUICHINOCHUHANOKCHT 9
(6-8%).

Juia  monTBepKAEHUS CTPOCHHS  IOTyYeHHBIX
coequHeHni 1-7, 9 ObBUIM MCIIOIL30BaHbI JAHHBIE
ciektpockorun AMP 'H, 13C u 3'P pacteopos 31HX

coequnennii B CDCl;, 715t OTHECEHHS CUTHAJIOB B KO-
TOPBIX OBLIM TPUMEHEHBI AByMepHbIe Tomo- ('H-'H,
COSY) u rereposaepnsie ('H-13C, HSQC u HMBC)
KOppeJSIHUOHHBIE MeTOAUKH. [lomydeHHbIe pe3yiib-
TaThl TIO3BOJISIOT MPEATOIOKHUTh, YTO B PACTBOpax B
CDCl; monexyns! amunos 1-3 npencTaBieHsl B AByX
koH(popMepHbIX (popmax (M ¥ m), OTIMYAIOLIIMXCS
MIPOCTPAHCTBEHHBIM PACIIOJIOKEHUEM aTOMOB CKeJIeTa
Moekyibl (1-3), anmKuIbHBIX 3aMECTHTEICH MIPH aTo-
Mme azota (4—11) n nByx Ph,P(O)-rpynmn. B monekyne
MHHOPHOTO KoH(popMepa NpoToHbl, sapa C u 3'P
SIBIISIFOTCS. MATHUTHO HEYKBUBAJIEHTHBIMU (m1 1 m2).
Taxk, B criekrpax SIMP *'P amunos 1-3 Habmronarorcs
TPH cUrHasa: cuHniet aroma pochopa M-koHpOpMe-
pa W mapa CUHIJIETHBIX CUTHAIOB ml U m2 ojuHaKo-
BOIl HMHTEHCHMBHOCTH MAarHUTHO HEIKBUBAJICHTHBIX

Cxema 3.

(Me;Si),NH
—_—

Ph,PHO Ph,POSiMe;,
—NH 8
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Puc. 1. Criextp 3'P{'H} pactpopa muamuma 3 B CDCl;.

aroMoB (ocdopa m-koHpopmepa (puc. 1, Tadm. 2).
CooTHOILIEHHE  HMHTETpajbHbIX  WHTEHCHUBHOCTEH
curHaioB M u ml+m?2 cocrasnsger npumepHo 1.8:1
(R =Me) u 2.6:1 (R = Bu, Oct). Ciaenyer OTMETHUTD,
YTO COOTHOIICHUE KOH(POPMEPOB HE 3aBUCHT OT CIIO-
coba moydeHus aMmuioB 1-3, a HarpeBaHue MX pac-
TBOpOB B IM®DA-d, o 70°C u oxnaxnenue 10 —30°C
HE MPHUBOAUT K KaKUM-JTHOO W3MEHEHHSIM B COOTHO-
IIEHUH HAOJIIOaeMbIX CUTHAJIOB.

B cnexrpax SIMP 'H pacteopos amumo 1-3 B
CDCl; KomM4YecTBO CHTHAllOB COOTBETCTBYET YHC-
JIy HEIKBUBAJICHTHBIX NPOTOHOB, & IMOJIOKEHUE CHI-
HaJOB MPOTOHOB N-MeTwibHOTO (4), N-OyTHIbHOTO
(4-7) n N-oxtmibHOTO (4-11) DpparmenToB B 06ma-
cti 0.50-3.25 M. 1. ABISAIOTCS XapaKTEPHBIMH IS
uX CTpyKTypbl. Hannume nByx xoH(opMepoB B pac-
TBOpax MOATBEP)KAAETCS CYLIECTBOBAHUEM JBYX WM
Tpex nporoHHbIX curnanos CH;, CH,, u CHpy, rpynn
CKeJleTa MOJIEKYJ M 3aMECTHTEJeH Mpu aTtoMe a3oTa
nuamMuaos 1-3.

[potonam H,C'P-rpynmel guamujos 1-3, a Tak-
ke HyC*N-rpynmel auamuna 1, mpuHauiexar 1o Tpu
CHHIVICTHBIX curHasia B obnacta 3.90-4.20 n 2.82—

= — RPAI=T S
e ILAISERR  BICFEQR CRER =nin o
cow A= OFna A== =N ST
—— eevennn A== DR ewee\e
<<t RenenentNthener,  entNtNeRenen AN NN
NS =N = P I — | 2=
HC! 0 o] o] 0
2
M thP\/\NJ\/O\)I\N/\( PPh,
. :
Hept) Hept
HC? HC* HC?
M+m2 M+ml M+m2
—— —_—— ——
ml i i "
U{ ml m2 MU M ml
40 38 36 34 32 30 28 26

O, M. II.

Puc. 2. ®parmeHr criekrpa 'H pactBopa nquamuzaa 3 B
CDCls.

2.87 M. 1. cootBeTcTBeHHO M 11 m koH(opmepoB. [1o-
CJIeTHUE COAEePKAT MAaTHUTHO HEIKBUBAJICHTHBIE TTPO-
ToHbl M1 1 m2. ITpOTOHBI OCTAILHBIX METUIICHOBBIX
rpynn H,C*N u H,C3P Bcex Tpex aMUI0B B CHEKTpax
SAMP 'H mnpencrasieHsl TONBKO MYIBTUILIETHBIMH
curHasiamu (puc. 2, tadm. 3).

Crnenyer OoTMETHTbH, 4YTO JaHHbIE criekTpoB SIMP
'H, 3aperucTpupoBaHHBIX B pPEXHME TOIHOM IIy-
MOBOH pa3Bsasku oT >'P, MOATBEpkIAIOT HaIMUHE
CIUH-CIMHOBOTO B3auMojieiicTeus npotoHos H,C?
u H,C? ¢ atomom Qocdopa. Takoe oTHeceHHe MOJ-
TBEP)KJAIOT JaHHbIE roMosaepHbIX crektpoB COSY
"H-"H amuoB 1-3, 110 KOTOPBIM OBLIM YCTAHOBJIEHBI
CIIUHOBO-CBSI3aHHBIE TIPOTOHBI COCETHUX METHIICHO-
BbIX Tpymnn 2 u 3 mexny aromamu N u P, MeTuneHo-
BBIX rpymm 4-7 B OyTwibHOM H 4—11 B OKTHIBHOM
3aMECTUTENIAX TIPHU aTOME a30Ta, a TaKXKe TPYTIbI
H,C'O mexy atomamu N u O.

Kpome TOro, TOATBEPKIECHAEM OTHECEHMS CHI-
nano 'H (M u m) rpynn H,C?N u H,C*N sBnsercs
Haauuue ux kpocc-nukos ¢ 3C curnanom C=0 rpyn-
nbl, a Takke 'H curnanos HyC3P-rpynn ¢ curnanamu
anep unco-">C (peHunbHOro (parMenTa B CHEKTPax

Tabauua 2. Jlannsie cnexrpockonun AMP 3P {'H} (202.47 MI'ny) pactBopoB auamuios 1-3 B CDCI,

Ne| R Sp, M. J1. COOTHOIIIEHHEe MHTEHCHBHOCTEH curnanos >'P M u m ¢popm
1| Me |29.0 (ml),30.1 (M), 30.2 (m2) 181
2 | Bu |29.1(ml),302 (M +m2) 2.6:1
3 | oct |29.0 (ml),30.28 (M), 30.26 (m2) 2.6:1

J)KYPHAJI OBLIEM XUMMU tom 91 Ne2 2021
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Taoauua 3. Jlanssie cnexrpockonuu AMP 'H (600.22 MT'w, 8, m. 1,) pactsopos muamunos 1-3 8 CDCl,

0 7
23 0
I 1 0 P
R R N’ ‘PPh, N " l -
|
4R O CN »
Me MaskopHblit koHpopmep (M) 66.7% + muHopHBIH KoHOpMep (M) 33.3%

2.82 ¢ [3H, H;C*N (m1)],
2.86 ¢ [3H, H;C*N (m2)],
2.87 ¢ [6H, H;C*N (M)]

Bu
0.81-0.92 M [12H, H5C’
(M+m)], 1.18-1.28 m [8H,
H,C*(M+ m)], 1.38-1.50 m
[8H, H,C> (M+m)]

Oct

0.84-0.90 m [12H, H,C!!
(M+m)], 1.28-1.31 M [40H,
H,C*H,C'® (M+m)], 1.40—
1.51 m [8H, H,C5 (M+m)]

2.60-2.67 m [8H, H,C?P
(M+ml1+m2)], 3.52-3.62 m
[2H, H,C2N (m1)], 3.62-3.69
M (6H, H,C2N (M+m2)]

2.60-2.75 m [8H, H,C?P
(M+ml1+m2)], 3.04-3.17 m
[6H, H,C*N (M+m1)], 3.17—
3.26 M [2H, H,C*N (m2)],
3.46-3.56 M [2H, H,C2N
(m1)], 3.56-3.68 M [6H,
H,CN (M+m2)]

2.61-2.74 m [8H, H,C?P
(M+m1+m2)], 3.08-3.14 m
[6H, H,C*N (M+m1)], 3.20—
3.25 M [2H, H,C*N (m2)],
3.49-3.58 m [2H, H,C2N
(m1)], 3.60-3.68 M [6H,

3.97 ¢ [2H, H,C!
(m1)], 4.02 ¢ [4H,
H,C! (M)], 4.18 ¢
[2H, I,C' (m2)]

MaskopHblit koHpopmep (M) 72.2% + MUHOPHBIH KOH(OpMEp

4.04 ¢ 2H, H,C!
(m1)], 4.09 ¢ [4H,
H,C! (M)], 4.16 ¢
[2H, H,C' (m2)]

MaskopHblit koHpopmep (M) 72.2% + MUHOPHBIN KOHDOpMEp

4.05 ¢ [2H, H,C!
(m1)], 4.11 ¢ [4H,
H,C! (M)], 4.18 ¢
[2H, H,C' (m2)]

7.40-7.56 m [8H, mema-CH
(M) + 8H, mema-CH (m) +
4H, napa-CH (M) + 4H,
napa-CH (m)], 7.70-7.82 m
[8H, opmo-CH (M) + 8H,
opmo-CH (m)]

m) 27.8%

7.38-7.67 m [8H, mema-CH
(M) + 8H, mema-CH (m) +
4H, napa-CH (M) + 4H,
napa-CH (m)], 7.67-7.92 m
[8H, opmo-CH (M) + 8H,
opmo-CH (m)]

m) 27.8%

7.42-7.56 m [8H, mema-CH
(M) + 8H, mema-CH (m) +
4H, napa-CH (M) + 4H,
napa-CH (m)], 7.76-7.85 m
[16H, opmo-CH (M + m)]

H,CN (M+m2)]

HMBC, orpaxaroniux BUIMHAJILHOE M T€MUHAIBHOE
B3aumozencTeue saep. st curnanos nmpotoHoB (M,
ml u m2) H,C'O rpynn HaiiieHs! Bce TpH Kpocc-Iu-
Ka C COOTBETCTBYIOMIUMH cUrHanamu siep BC.

CooTHoIlIEHHE HWHTETPAJIbHBIX WHTEHCUBHOCTEH
MHIUKaTOpHBIX curHanos 'H u 3C B rpynnax H,C'P,
H,C?N, H,C*N npuMepHO COOTBETCTBYET TAKOBOMY B
CIIEKTpax 31p, Cnenyer otmeTutb, uto N,N,N’,N’-Te-
TpaOyTHITHAMUJT TUTITHKOJIEBOW KUCIIOTHI, HE COIep-
Karmuit pochopruIbHON TPYNIEI B aMUTHOW YacTH
MOJIEKYJIbI, 110 JaHHbIM SIMP IH, CYILECTBYET B BUJE
JBYX KOH(OPMEPOB, COOTHOILIEHHE KOTOPBIX COCTaB-
nser 1:1 [18].

B cnekrpax SIMP 'H amumpgos 1-3 B obmactu
7.34-7.90 M. n. HaAOMIOMAIOTCS JBA MYJIBTHUIUICTHBIX
cursuajia, HepBbIﬁ N3 KOTOPBIX MPUHAJICIKUT Memda- 1
napa-npoToHaM (SHUIBHBIX 3aMECTHTENCH TPH aTo-
Me pocdopa o6ounx koHPopmepor (M + m). Bropoit
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MyIBTUIUIETHBIH CHTHAN OTHOCHTCS K opmo-'H ¢e-
HWIBHBIX 3aMectutenedt (M + m) (tadm. 3).

Ha ocnoBanun nanueix HSQC 'H-13C skcnepu-
MeHTa OBLIO C/IEaHO OTHECCHHE CUTHAJIOB B CICK-
tpax AMP '3C amunos 1-3 u onpeseneHsl 3HaUEHUS
XMMHYECKHX CIABUTOB st azep '3C Bcex rpyIm B cKe-
JIeTe MOJICKYJIbl, B aJIKHMJIBHBIX 3aMECTUTEIISIX MTPHU aTo-
Me a30Ta ¥ (DeHWIBHBIX pajJiuKaiaxX mpu atome Gpocgo-
pa (tabm. 4).

B cnmektpax 3C{'H}, cuateix B pexume
JMODECHO, yrneponnsie siapa Bcex rpynn CH, u
C=0 amuznoB 1-3 npexacraBieHbl TpeMs CHTHaJaMU
xoH(opMepoB M u m, 3a uckimodenuem rpymnn H,C3P
B amuaax 1-3 u H,C*N B amuze 3, B KOTOpBIX Apam
3C nmpunamnexar nsa cunrera (tabn. 4). Cnemyer
OTMETHTH, YTO B CIIEKTpax aMuzoB 2, 3 abcomroTHOE
3HAUCHHE Pa3HHULIBI XUMHYECKUX CABHIOB JJIsi CUTHA-
noB sjgep *C yrieBoloOpoaHBIX 3aMecTHTENEH Mpu
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Taonuua 4. [lanasie cnexrpockornu SIMP 13C (150.925 MI'n, 6, M. a., J, ') pactBopoB nuamuiosl-3 B CDCly
0]
1 0 230 Y i
R R o N N, m 0 C=0
| Ph
R p
Me MaskopHslit konpopmep (M) 66.7% + muHopHBIH KoHOpMep (M) 33.3%
32.97 [C* (m1)], 27.44 1 [C3, M+ml), Jcp 128.76 1 [mema-CH (M+ml), 3Jcp |168.42 (ml),
35.15 [C* (m2)], 69.5],29.15 1 [C3, (m2), 'Jep | 11.7], 128.86 1 [mema-CH (m2), 68.65 (m2),
35.20 [C* (M)] 67.6], 42.98 [C? (m1)],43.23 |3Jp 11.6], 130.52 1 [opmo-CH 69.02 (M)
[C? (m2)], 43.29 [C2 (M)], (M+ml), 2Jcp 9.4], 130.60 1
69.06 [C! (M)], 69.12 [C! [opmo-CH (m2), 2Jp 10.9],
(m1)], 69.74 [C! (m2)] 131.90 1 [napa-CH (M+ml), “Jcp
2.7], 132.12 n [napa-CH (m2), *Jcp
2.8, 132.20 1 [unco-C (m1), 'Jcp
94.0], 132.68 1 [unco-C (M+m?2),
Ucp 99.4]
Bu MaskopHusiit konpopmep (M) 72.2% + muHopHBIH KoH(OpMep (M) 27.8%
13.77 [C7 (M+m)], 27.82 1 [C3, M+ml), Jep 128.74 1 [mema-CH (M+ml),*Jp |168.13 (ml),
19.89 [C® (M+m1)], {69.0],29.66 n, [C3 (m2), 'Jep |11.7], 128.86 1 [mema-CH (m2), 168.56 (m2),
20.07 [C® (m2)], 68.2], 40.64 [C? (m1)],41.20 |3Jp 11.9], 130.57 a [opmo-CH 168.88 (M)
31.12 [C° (M+m)] [C? (m2)], 41.27 [C% (M)], (M+ml),%Jcp 9.5], 130.63 1
45.13 [C* (m2)], 45.19 [C* [opmo-CH (m2), 2Jp 9.8], 131.86
(m1)], 47.79 [C* (M)], 68.80 |1 [napa-CH (M+ml), “Jcp 2.7],
[C! (m1)], 68.90 [C! (M)], 132.11 1 [napa-CH (m2), *Jcp
69.77 [C! (m2)] 2.6], 132.20 x1 [unco-C (m1), 'Jep
99.3], 132.74 n [unco-C (M+m?2),
Ucp 99.5]
Oct MaskopHbiit konpopmep (M) 72.2% + muHopHbIN KoHOpMep (M) 27.8%
14.10 [C'' (M+m)], |27.14 [C3 (m1), 'Jp 74.7], 128.76 1 [mema-CH (M+ml), 3Jcp |168.12 (ml),
22.60 [C'" (M+m1)], |27.80 n[C? (M+m2), 'Jcp 11.3], 128.88 1 [mema-CH (m2), 168.57 (m2),
22.64 [C'0 (m2)], 69.1], 40.67 [C? (m1)], 41.23  |3Jp 11.8], 130.58 1 [opmo-CH 168.93 (M)
26.70 [C7 (M+m1)], |[C? (m2)], 41.28 [C* (M)], (M+ml), 2Jcp 9.6], 130.65 1
26.72 [C7 (m2)], 45.52 [C* (m1)], 48.04 [C* [opmo-CH (m2), 2Jp 10.3],
29.12 [C° M+m1)], |[(M+m2)], 68.80 [C! (m1)], 131.88 1 [napa-CH (M+ml), *Jcp
29.22 [C3 (m2)], 68.92 [C! (M)], 69.78 [C! 2.7],132.15 n [napa-CH (m2), *Jcp
29.19 (m2)] 2.6], 132.18 n [unco-C (m1), 'Jcp
[C® (M+m)], 29.29 99.6], 132.71 n [unco-C (M+m?2),
[C® (M+m)], 31.70 Ucp 99.4]
[C® (M+ml), 31.77
[C® (m2)]

aroMe a3ora KoHpopmepor M
(m) mocieaoBaTeNbHO YMEHb

)51 mABC: SC(M)_SC
H1aCTCA IpHU NEPCXOoc

ot NC*H,-rpynmsl k koneunoi rpyrme CHs. Dto mo-

3BOJIMJIO CACIAaTh OTHECCHUEC C

HUTHaJIOB MCTUJICHOBBIX

rpynn 9 u 10 B cekrpax SIMP '3C amuna 3 (ta6m. 4)

[19]. Kpome Tor0, Y CUTHAIOB

13C sanep B-C*H,-rpynn

OTCYTCTBYET pacuierjieHue Ha arome ¢ocdopa, B OT-

Jau4He OT AyONeTHBIX CUTHAJIOB ITHX siep, Habmonae-
MBIX B CIIEKTpax BTOPUUHBIX aMUHOB (Taom. 1) [20, 21],
a Takxke N-ankmi-N-(2-nudenmndochuHmTII)-
amMuax TupeHnIPOCHUHIITYKCYCHON KUCTIOTHI [19].

B oOmactu 128—133 M. 1. HaOMIODArOTCSA HO IBE
napbl ay6neTHbIx curnanos (M + ml, m2) sgep '3C
(eHWIBHBIX 3aMecTUTeNel mnpu arome Qocdopa ¢

J)KYPHAJI OBLIEM XUMMU tom 91 Ne2 2021
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KCCB mns opmo- (3Jep 9.4-10.9 Tn), mema- (3Jcp
11.3-11.9 '), napa- (*Jep 2.6-2.8 Tu) u (ml, M +
m2) ans unco-3C (*Jcp 99.0-99.6 ') (puc. 3, Tabu. 4).

VYrepoausim siapam C=0 rpymnn amunos 1-3 npu-
HaJJIeKaT TPY CUHMIETHBIX curHaia (M, mlu m2) B
obmactm 168.40-169.00 m. 1. (Tabm. 4). CmenanHoe
otnecenue curuanos 'Hu 13C, 3Hauenns xumuaeckux
C/IBUTOB KOTOPBIX NIPUBEEHBI B Ta0i. 3 U 4, moaTBEp-
KIAI0TCS HAaJMYMEM COOTBETCTBYIOIIUX KPOCC-TTMKOB
B KOppesnuoHHbIX criekTpax HMBC.

Takum 00pazoM, peakimeil XJIOPaHTUAPUAA TUTIH-
KOJIEBOM KWICTIOTHI CO BTOPUYHBIMH N-ainkuia-N-(2-mu-
(heHmIT-(h0oCHUHUIITIIT ) aMHHAMUA CHHTE3UPOBaHbI
MEHTA/ICHTATHBIE JWAMUABI TUTITUKOJIEBONW KHCIIOTHI
[Ph,P(O)CH,CH,N(R)C(O)CH,],0, tne R = Me, Bu,
Oct. ITo nanueiM SIMP 'H, *C u 3P, B pactBOpax
CDCl; monmyueHHBIE COEIWHEHUS HAXOIATCS B BHIE
IByX KoH(popmepoB B cootHomeHnu ~1.8:1 (R = Me)
n 2.6 : 1 (R =Bu, Oct). B Monekyine MUHOPHOTO KOH-
dopmepa npotonsl, sapa *C u 3'P apnsiorcs MarHuT-
HO HEOKBHBAJICHTHBIMH.

OKCIIEPUMEHTAJIBHA S YACTD

Cnekrpst IMP 'H, BC{'H} u 3'P{'H} pactBopos
PCaKIMOHHBIX CMECEHl M MCCIICOBAHHBIX COCIHMHE-
Huit B CDCl; 3apeructpupoBaHbl Ha CHEKTPOMETpax
Advance III NanoBay u Bruker Avance™ 500 u 600.
PaGouas gacrora cocrasisger 300.28, 500.13 600.22
MI'n (‘H), 75.51, 125.77 u 150.925 MI'n (°C) u
121.495, 202.46 u 242.974 MI'11 (31P) COOTBETCTBEH-
Ho. Jlng oTHecenus curHajnoB B crektpax SIMP 'H
u 3C O mpumenensl aBymMepHbie romo- ('H-H)
u rerepo- ('H-'3C) xoppensiumoHHble METOTUKH M3
CTaHmapTHOW Oubnmorexku mnporpamMm Bruker, wuc-
MOJB3YIOMIME HMMIYJILCHBIC MOJIEBBIE TPAJUCHTHI —
gs-COSY, gs-HSQC u gs-HMBC. Macc-cniekTpsr
pacTBOPOB TOJYYCHHBIX COCJMHEHWH B METaHOIE
3aperuCcCTPUPOBAHBI HA Macc-CIieKTpoMeTpe AmaZon
Bruker Daltonik GmbH, pexum ckanuposanus Ultra-
Scan MOJIOXUTENHHONH WMOHW3ALMHM, IUANA30H PEru-
CTpUpPYeMBIX d1eMeHTOB m/z 70-2200. Temneparypsl
TUTaBJICHUS] U3MEPEHBI YKOPOUSHHBIMH TEPMOMETPAMHU
AHIIIOTIA B CIEHATIBHOM OJIOKE C MCIIOIb30BaHHEM
KaIJIISIPOB.

Juxiopaaruapu JTUTIINKOJICBON KHUCIIOTHI
(Aldrich) Opu1 ucnosnp3oBaH 0€3 JIONOJIHHUTEIBHOMN
o4uCTKH. OpraHuvecKre PacTBOPHUTEIH BBICYIICHBI
W3BECTHRIMHU MeTomamu [22].

JKYPHAJI OBLUENA XUMUU tom 91 Ne?2 2021
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Puc. 3. ®parment cnekrpa *C{'H} pactBopa auamuna
38 CDCly.

2-@enoxkcudTanod. K marperomy mo 80°C pac-
TBOpPY (heHOJIATa HATPHsI, IPUTOTOBICHHOMY U3 19.9 T
(212 mmomnb) denona u 11.0 T (275 mmons) NaOH B
17 ma H,O, npubaBuiy 1o KaruisiM py repeMeIirBa-
Huu 17.9 T (15 mit, 223 MMOIIs) STHIEHXIJIOPTHAPHHA
B Teuenue 30 muH. ['eTeporeHHyo cMech HarpeBajiu
mpu 90-95°C B Teuenne 20 MHH, 3aTeM OXJIaKIAJIH.
MacigHUCTYI0 KHIKOCTh TEMHO-BHMIIHEBOTO IIBE-
Ta JIEKaHTUPOBAINA M MPOMBIBATH BoAoW (2x10 mi).
Ocaok pacTBOpsUIM B 15 MJI BOABI, pacTBOP dKCTpa-
rupoBanmn CHCl; (3%10 mu). DKeTpakt, oObeauHeH-
HBI C MACISHUCTON XUAKOCTHIO, Cymmiu Na,SO,
U ymapuBajH B BakyyMme, octaTok 24.6 r (84%) me-
peronstmu. Berxon 20.0 r (68%), T. kum. 134-136°C
(18 MM pt. cr.) {T. kum. 128-130°C (20 MM pT. cT.)
[23]}. Cnextp SIMP 'H (300.28 MI'u, CDCI5), 8, M. 1.
(/, I'm): 2.57 ym. ¢ (1H, OH), 3.98 m (2H, CH,0OH),
4.10 M (2H, CH,OPh), 6.95 n (2H, opmo-CH, J,y,
7.6), 7.00 T (1H, napa-CH, 3Jyy 7.4), 7.32 n. n (2H,
mema-CH, 3Jiy 7.2, *Jyy 7.4 Tu). Cnexrp SIMP
BC{H} (75.50 MTI'u, CDCly), 8¢, M. m.: 61.59
(CH,OH), 69.29 (CH,OPh), 114.76 (opmo-CH),
121.34 (napa-CH), 129.74 (mema-CH), 158.78 (unco-C).

2-®eHokcMITHIIHG eHNIPOCHHUHOKCH .
Cwmecp 30.0 T (148 mmonp) mudenundochuHUCTON
KuCIIOTHI [24] 1 48 mi (37.1 1, 230 MMOJIB) TeKcame-
TUIAMCcUIIa3ana nepememnBany npu 120°C B Teuenue
1 4, a 3aTreM Npu TOH ke TeMIeparype B TOKE aproHa
npubapmsm o Karwsim 19.7 © (126 mMmodns) 2-ge-
HOoKcmaTHIIXIIOpraa [23] B Tedenne 30 muH. Cmech



228 BOHIAPEHKO u ap.

HarpeBand nipu 180-200°C B TeueHue 3 4, OTrOHSA
TpuMeTmxiopcunad (1. mapos 57-97°C). Ilocae ox-
naxnaeHus cmechd pasdasmsuin CCly (70 mum) u CHCL,
(30 M) u nmepememmuBanu npu 40-50°C B TeueHwue
3 4. K cmecu nobasmisuin 50 M1 BOJIbI, OPraHUYECKUIH
CIIOM OTHETSUTM, MPOMBIBAIM IIOCIICAOBATEIIFHO Ha-
ceimeHHbM pactopoM K,CO;5 (510 mn)!, HO (2%
10 mi), 5%-uabmM pactBopoM HCI (10 mm), H,O (2%
10 M), cymmnu Na,SO, u ynapuBanu B Bakyyme. K
octarky (39.2 1, Macjio KeNTOro IBeTa) J00aBISLIN
50 mn Et,0, xpuctamibsl orduisTpoBeiBaiu (38 T).
o nanneiv AMP 3'P{'H}, npoxykt comepxut 94%
tdhocpunokcuna 7 u 6% nuwokcuaa 9. Kpucrammmdae-
ckmii ipoaykt cmemmBaiu ¢ EtOAc (100 mur), re-
TEPOTEHHHYI0 CMECh TPOITyCKall 4Yepe3 KOJOHKY ¢
30 r SiO, u npomeBanu EtOAc (10x50 mur). Dmroar
ynapuBanu B Bakyyme. Octarok 35.5 1 (88%) ¢ T. 1.
103-105°C nepexpucramnuzosanu u3 EtOAc. Beixon
349 r (86%), T. mn.105-106°C (1. . 105-106°C
[25]). Cnexrp AMP 'H (300.28 MI'u, CDCl5), 8, m. 1.
(J, Tu): 2.86 1. T (2H, PCH,, *Jyyy 7.4, *Jyyp 11.7), 4.34
1.7 (2H, CH,0, 3y 7.4, 3Jigp 9.3), 6.73 1 (2H, opmo-
CHopy, >y 8.6), 6.91 T (1H, napa-CHepy, 3Jiqy 7.4),
7.21 0. 1 (2H, mema-CHgpy, Sy 7.3 T, 7.44-7.58
M (6H, mema-CHppy, + napa-CHpypy,), 7.78 1. 1. 1 (4H,
opmo-CHppy,, *Jyy 7.9, Uy 1.6, *Jyp 11.7). Crexrp
SIMP C{'H} (75.50 MI'u, CDCly), 8¢, M. a. (J, T):
30.56 1 (PCH,, 'Jep 70.7), 61.58 (CH,0), 114.65
(opmo-Cqpy), 121.28 (napa-Cppy,), 128.96 1 (mema-
Cppp Jep 12.0), 129.64 (mema-Copy,), 130.99 1 (opmo-
Cppp 2Jcp 9.6), 132.25 1 (napa-Cppy, *Jcp3.1) 132.63 1
(unco-Cppy, 'Jep 100.6), 158.18 (unco-Cqpy). Criextp
SMP *'P{'H} (121.56 MI'u, CDCly): 8p 29.9 m. n.
Macc-cuiekrp, m/z (I, %): 323 (23) [M + H]", 345
(95) [M + Na]*, 667 (34) [2M + Na]".

OcraBuieecss Ha KOJIOHKE BEIIECTBO 3IIOMPOBAIH
METaHOJIOM, 3JI0aT yIapUBaJld B BAKyyMe, OCTATOK
2.1 1 (6%) ¢ T. 1. 265-268°C mepexkpucTaIn30Ba-
nu u3 stanona. [lomyueno 1.4 r (4%) auokucu 9 ¢ .
1. 268-269°C (1. m1. 269-279°C [14]). Cnekrp SIMP
'H (CDCl;, 600.22 MI'm), §, m. a. (J, Tn): 2.49 c u
2.50 ¢ (4H, CH,P, nBa xoudopmepa), 7.42 n. 1 (8H,
mema-CH, 3Jyy = “ygp = 7.5), 747 1. n (4H, na-
pa-CH, 3Jyyy = Jyp = 7.4), 7.68 1. T (8H, opmo-CH,
an = Y = 6.9, 3ygp 5.2). Crexrp AMP 3C{'H}
(150.925 MI', CDCly), 8¢, M. 1. (J, I'm): 21.44 1. n

! Opranuyeckuii cioif MpoMbIBaNM 0 TeX TOp, TOKA TPH TIOJ-
KHCJICHAH IIPOMBIBHBIX BOJ] He TlepecTaia Bbimagars Ph,P(O)OH.

u 21.88 1. 1 (CH,P, 'Jp=2Jcp = 31.4, 1Ba KoHpOpMeE-
pa), 128.86 nBa mepekpbIBaromuxcs ayonera (vema-
CH, 3Jcp 5.9), 130.77 nBa HepekpbIBalOMIUXCS y-
onera (opmo-CH, 2Jep 4.8), 131.89 n (unco-C,
Jep 100.2), 132.09 ¢ (napa-CH). Cnexrp *'P{'H}
(121.56 MTI'u, CDCl;): 8p 32.8 M. n. Macc-criekrp,
m/z (I, %): 431 (20) [M + H]", 453 (100) [M + Na]*.
N-Metnia-N-(2-gudennagochuHHIITHI)aMUH
(4). Cmecnb 4.00 r (12.4 mmons) nudennn-(2-heHok-
cuytrn)pocurokcuaa 7, 4.3 ma 40%-HOro pacTBO-
pa (3.86 1, 124.0 mmonp) metunamuaa U 50%-HOTO
BojtHOTO pactBopa 1.1 r (18 6 Mmons) KOH B 10 M
JAMCO nepemermmBanu B TeueHue 1 1 mpu 70°C. Cre-
NIEHb MPEBPAILEHHUs UCXOAHOTO OKcHIa 7 KOHTPOJIH-
posanmu metonoM SIMP 3!P. Cmech pasz6ansmm 10 M
Bogbl, sKcTparupoBan CHCI; (3%15 mur), akcTpakt
TmarensHo npombiBanu 30%-uemM pactBopom KOH
(3x10 mi), cymmmu Na,SO, 1 ymapuBaiy B BakyyMe.
Ocrarok Bbiaepskupanu’ npu 50°C (1 MM pT. cT.) B Te-
yeHue 1 4 u pactBopsian B 16 mi 5%-Horo pacteopa
HCI. PactBop mpombiBaiiu 6eH30m0M (3x10), mome-
JaYMBaIIX HachIeHHbIM pacTBopoM K,CO; mo pH 12
n skcrparupoann CHCl; (3x10 mir). DkeTpakT mpo-
MBIBaJIM HachlleHHbIM pacTBopoM K,CO; (10 mi),
cymmiin Na,SO, u ynapusanu B Bakyyme. OcTaTox
ounmanu Ha koimoHke ¢ SiO, mapku Fluka (70-230
mer, 60 A) B cuctreme CHCl,—CH;0H, 20:2. Bexon
2.80 T (87%), T. mn. 61-63°C (1. 1. 28-30°C [26]).
JHaunsie IMP 'H, 3C u 3'P npusenenst B Tabm. 1.
Macc-cuekrp, m/z (I, %): 260 (100) [M + H], 282
(12) [M + Na]*, 519 (94) [2M + H]", 541 (80) [2M +
Na]". Haiineno, %: C 69.29; H 7.11; N 5.42; P 12.00.
C,5HsNOP. Boruucneno, %: C 69.48; H 7.00; N 5.40;
P 11.95.
N-ByTtua-N-(2-nudennapochuHua’dTuia)-
aMuH (5) morydanu anamorugHo U3 6.0 T 18.6 MMOITh)
¢dochunokcuna 7 u 13.6 r (18 mu, 186.0 mMmoib)
n-Oytunamuna, 50%-Horo BogHOrO pactBopa 1.6 T
(27.9 mmonp) KOH u 15 mn IMCO. Beixon 5.0 T
(89%), 1. . 67-68°C (1. 1. 64-65°C [27]). Han-
ueie AMP 'H, 13C u 3P npuBeeHsb! B Ta0n. 1. Macc-
criektp, m/z (I, %): 302 (100) [M + H]*, 324 (33)
[M+Na], 340 (9) [M + K], 603 (18) [2M + H]", 625
(11) [2M + Na]".
N-Oxktua-N-(2-nupenunadpochuHUIITHI)-
amuH (6) momyyanu aHanorugHo u3 6.2 (19.1 MMors)

2 Jlna ynanenus octatkos JIMCO B JIOBYHIKY, OXTaIaeMyro
JKUJIKAM a30TOM.
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tdocounokcuma 7 u 14.8 v (19 mu, 114.6 mmonb)
n-okTiiaMuHa, 50%-Horo BogHOro pacrtsopa 1.6 r
(28.6 mmomns) KOH u 15 ma IMCO (70°C, 3 ). Io-
cJIe OYUCTKH Ha KoJIOHKe aMuH 6 (5.6 1, 82%) mepe-
kpuctamu3osbiBaiu u3 EtOAc. Bexoxg 5.0 r (74%),
T. . 79.5-80.5°C (1. mn. 35°C [21]). Janusie SIMP
'H, 13C u 3'P npusenens B Ta6n. 1. Macc-crektp, m/z
(Zyrsr %0): 358 (99) [M + H]", 380 (40) [M + Na]*, 715
(12) [2M + H]*, 737 (13) [2M + Na]". Haiineno, %: C
73.99; H 8.99; N 4.01; P 8.47. C,,H;,NOP. Beruucne-
HO, %: C 73.92; H 9.02; N 4.00; P 8.66.

Bbuc|N-meTnia-N-(2-nupenniadochunnidtun)|-
amua auriinkodaeBoit kucaorel (1). K pactBopy
2.90 r (11.2 mmoms) N-metnn-N-(2-nmudenmndochn-
HwTHI)amuaa 4 1 1.81 1 (2.5 ma, 17.8 mmons) EiN
B 20 ma 6e3Bognoro CHCI; npu —10-0°C ouens men-
JICHHO TPUOAaBIISUTH 10 KAIUISIM TP TIepeMEITBaHUH
B Toke aprora 1.02 r (6.0 MMOJIb) TUXIIOpAaHTHAPUIA
JUIIIMKONIEBOM KHCIOThl B 4 mut 6e3Bognoro CHCl;.
CMecH nany HarpeThesi 10 KOMHATHOM TeMIlepaTyphbl
(1.5 9), a 3arem HarpeBanu pu 40-50°C B TeucHHE
4 9 u octaBmsuM HAa HOYb. CMmech pazOasism 20 mi
Boasl 1 10 ma CHCl,, cnou paznensnu. Boanstii croi
9KCTparupoBanu xyiopopopmom (2x10 wmur), oObe-
JUHEHHBIM JKCTPAKT MPOMBIBAIM 2%-HON COJISTHON
KHCI0TOM (2% 15Mi1), 3aTeM HACHIIIIEHHBIM PACTBOPOM
K,COj5 (2x15mm), cymmnu Na,SO,4 1 ynapuBajiu B Ba-
kyyme. Ocrarok 3.50 r (101%), macino >xesntoro se-
Ta, OUMILAIM METOJIOM KOJIOHOYHOH Xpomarorpaduu
Ha cunukarene Mapku (Aldrich, 13-270 mem, 60 A) B
cucreme CHCl;-MeOH, 20:1-20:2. [Tomyugeno 3.00 T
(89%) nmamuna 1 B Buae rycroro O0eCIBETHOTO Mac-
na. lannsie cniekrpos SIMP 'H, 13C u 3'P npusenens
B Ta0i. 2 u 3. Haiineno, %: C 63.82; H 6.82; N 4.29;
P 9.91. C34H3sN,O5P, x1.3H,0. Beraucneno, %: C
63.81; H 6.40; N 4.38; P 9.68.

Buc[N-0yTtua-N-(2-nupennndochnanadTuia)]-
aMu/I TUTTHKOJIeBOH KHCJIOThI (2) TTOTyJaid aHao-
rugao u3 1.70 T (5.6 Mmmonn) amuHa 5, 0.86 T (1.18 M,
8.5 mmonb) Et;N u 0.51 1 (3.0 MMmonb) auxiopas-
TUAPUIA TUTTUKOJICBOM KHUCIOTHL. Brimeneno 2.40 r
TYCTOTO Macia >KeJITOTO I[BETa, MOCe OYMCTKH KOTO-
poro Ha kojioHke ¢ SiO, nonydeno 1.52 r (77%) nua-
MUz 2 B BUjie TyCTOro 6ecuBeTHOro mMacia. Jlanusie
cnektpos SIMP 'H, 13C u 3'P npusenenst B Tabn. 2
u 3. Haiineno, %: C 66.73; H 7.64; N 4.02; P 8.98.
C40Hs5oN,O5P, x H,O. Beruucneno, %: C 66.84; H
7.29; N 3.90; P 8.62.
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Buc[N-oxtnia-N-(2-gudennadochunnmmnTi)]-
aMuUJI TUTTUKOJIEBOH KHCIOTHI (3) TOIyJaiy aHao-
ruarao 13 2.11 r (5.9 mmons) amuna 6, 0.91 1 (1.3 M,
9.0 mmonp) Et;N 1 0.54 1 (0.4 M, 3.2 MMOJIB) AUXITO-
paHTHAPHIA TUTITUKOJICBOUM KUCIOTHL. Beigeneno 2.40
I' MacJia KeJITOro 1BETa, MOCIe OYUCTKH KOTOPOro Ha
kosoHke ¢ Si0, B cucteme CHCl,—MeOH 40:0.2-40:2
nonyuero 1.95 r (85%) nuamuga 3 B BUAEC TyCTOTO
GecipeTHoro Macia. Jlannsie cnekrpos IMP 'H, 13C
ullp npuBeieHb! B Ta0M. 2 u 3. Halineno, %: C 68.66;
H 8.34; N 3.15; P 7.49. C;sH¢N,OsP, x1.5H,0 . BoI-
gucneHo, %: C 68.66; H 8.28; N 3.34; P 7.38.

®OHJIOBA 1 HOJIJIEPYKKA

Pabora BeImMoONHEHA TpU Moamepkke MUHHUCTEp-
CTBa HayKH | BeIcIIero oopazoBanus Poccuiickoii de-
JIepaIiy ¢ UCIOJIb30BAHUEM HAYYHOTO 000PYIOBAHUS
[lenTpa KOJIIEKTUBHOTO MOJIb30BaHUs HanmoHaabHO-
ro HccleaoBareiabckoro neHTpa «KypyaroBckuii uH-
ctuty™» u LleHTpa uccnenoBanusi CTpOCHUS MOJICKYI
WNHctuTyTa 51€MEHTOOPraHUYECKUX COCAMHEHUM 1M.
A.H. HecmesinoBa PAH.

KOH®JIMKT UHTEPECOB

ABTOpBI 3asBISIOT 00 OTCYTCTBHHM KOH(IHKTA
WHTEPECOB.
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Novel Bis| V-Alkyl-NV-(2-diphenylphosphinylethyl)|diglycolamides:
Syntheses and NMR Spectroscopy Studies
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Pentadentate bis[N-alkyl-N-(2-diphenylphosphinylethyl)]diglycolamides [Ph,P(O)CH,CH,N(R)C(O)CH,],0,
where R Me, Bu, Oct, were synthesized by reaction of diglycolyl chloride with N-alkyl-N-(2-diphenylphos-
phinylethyl)amines Ph,P(O)CH,CH,NHR obtained by reacting diphenyl(2-phenoxyethyl)phosphine oxide with
primary alkylamines in DMSO in the presence of an aqueous alkali. Structure of the prepared compounds was

studied by 'H, 13C and 3'P NMR spectroscopy.

Keywords: diglycolamides, amidation, O-trimethylsilyldiphenylphosphinite, diphenyl(2-phenoxyethyl)phos-
phine oxide, N-alkyl-N-(2-diphenylphosphinylethyl)amines, pentadentate bis-[ N-alkyl-N-(2-diphenylphosphiny-

lethyl)]diglycol-amides, NMR spectroscopy
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