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Cuntesnpoans! Onc(N-amkui-N-anh eHrI( o cOUHIIMETHI )aMHI b TUTTHKONIeBOH KucioTs! [Ph,P(O)CH,N(R)x
C(O)CH,],0, rme R = Et, i-Pr, n-Bu, i-Bu, n-Oct, aMunupoBaHreM AUXIOPAHTHAPHIA AUTTTHKOICBON KUCIOTHI MITH
JUTIIAKOJICBOM KUCTIOTHI BTOPUYHBIMU N-ankun-N-(audenundocpunmnmermn)amuaamu Ph,P(O)CH,NHR,
MOJIYYSHHBIMH peakineil aMuHOMeTHIInpoBanust qudenunpochunnctoii kucnorsl o Kabaunnky—duicy, u
ux TApoxaopugaMu. CTpoeHHe MOTydIeHHBIX COCIHHEHHI HCCIeI0BAHO METOIOM criekTpockormuu SIMP 'H,

13C u 31P.

KiroueBble ci1oBa: aurimkonbaMuibl, amuauposanue, N-ankui-N-(andenundochuHuIMeT 1 )aMuHbl, J11-
¢denundochunucras kuciaora, ouc(N-ankmi-N-mudennndochUHUIMETHI)aMUAIbl TUTITHKOJICBONH KHCIOTHI,

cniekrpockonus SIMP
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BBEJAEHHNE

[Nocnenuue 35 net A1 SKCTPAKIMOHHBIX TEXHOIOTHI
W3BJICUCHUS U PA3ICIICHUS (- U f~2IIEMEHTOB TIPOIIIIH TI0]T
3HAKOM JWIJIHKOJIhAMHUJIOB — YHUKAIBHBIX KOMILIEKCO-
obpazoBareneil, oTKpeITEIX B 1991 roxy [1]. Bee atu
TO/IbI JUTITHKOIBAMH/IBI MHTEHCHBHO MCCIICOBAIIHCE,
pa3zpadaTbIBAINCh METO/BI CHHTE3a HOBBIX COE/IHHE-
Huii [2—4], u3ydanuch 0COOEHHOCTH MX KOMILIEKCO00pa-
30BaHUS C pa3TUYHBEIMHA KaTHOHAMHU METAJIIOB [5, 6], a
TaKXKe 3aBUCHMOCTh UX aKTHBHOCTHU OT CTPYKTYpHI [7],
BHEAPAJIMCH HOBBIC TEXHOJIOI'MYECKHUE MPOLICCCHI C UC-
TOJTE30BaHUEM TUTITHKOITBEAMHUIOB [8, 9]. [TomyueHHbBIC
JIAHHBIC TIPEJICTABICHBI B MHOTOUHCIICHHBIX ITyOIUKAIIHSIX
¥ CyMMHUPOBaHbI B 0030pax [8, 9]. B mocnennue rozpt
JUTIIAKOIhaMHU/IBI CTAJIH MCIIOIB30BaTh B HOBBIX 00Jac-
TSIX, HAlIpUMep, 1pu (GIyopeCIIEHTHOM UCCIIEIOBAaHUU
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KOMIUTEKCOOOPa30BaHMS TETPAATKIIIBHBIX JIUTITAKOITb-
aMHJIOB C MOHAMH PEIKO3EMENBHBIX AMIeMeHTOB (P33) B
BOJHOM, OpraHnudeckor u TBepaoi cpenax [10], a Taxke
IIPU U3YYCHUH IIPOIIECCOB COPOIIMOHHOTO M3BIICUCHHMS,
OUYHMCTKU U CEJICKTUBHOTO Pa3/IeICHIsI HOHOB aMEPHIINS,
EBPOITHSI, KEOPUSI C UCTIONB30BAHUEM JIUTTIHKOIbAMH/IOB,
MPUBUTHIX K MOBEPXHOCTH ronumMepoB [11, 12]. U3yuenst
KOMILIEeKCh! aurnkonbamuios ¢ Pu(Ill) u Pu(IV), Am(III),
Sr(I1), Mo(VI) u Zr(1V), HekoTopble N3 KOTOPBIX MPE/I-
JIOXKEHBI 17151 MPAKTUYECKOro Ucmob30Banus [ 13—16].

BwmecTe ¢ TeM, camblif cepbe3HbII HEAOCTATOK JU-
[JIMKOJIbaMHJIOB — MaJjiasi 3KCTPAKIIMOHHAS EMKOCTh —
HE IIPEOI0JICH JI0 HAcTosAMmEero BpeMeHu. OMHUM U3
MyTeH €€ TIOBBIIIEHUS SBJISICTCS BBEACHUE B MOJICKYITY
JIUTIUKOIbaMHUJIOB JIOTIOTHUTEILHBIX KOOPIUHUPYIO-
mux Gochopmwibabix (P=0) rpynm, nokazaBumx



824 APTIOIIUWH u np.
Cxema 1.
0 0
VA PVAN a
CIC CCl
0 P Ph,P(O)CH,NHR
PO 9,10
EgN, CH,Cly lHCl (Bozm.), i-PrOH
T T AT AR ¥
CIC(0)CH,0CH,C(0)CI + ~
Php 7 N N0 NN Npbh, <——ae— PhPOJCH,NH,R Cl
]|{ e 31‘{ 11,12

Ph,P(O)CH,NHR
7.8
i-PrtN=C=NPr-i, CH,Cl,

0 ?I) 5
|
HOC/\O/\COH

3 4 3 45 3-5 6 3 4 5,6 3-9 10
R = CH,CH; (1), CH(CHy), (2), (CH,);CH; (3), CH,CH(CH3) (4), (CH,),CH; (5);

2 3 2 34 2-4 5 2 3 4,5 2-8 9
R = CH,CH; (6), CH(CH3), (7), (CH,);CH; (8), CH,CH(CH;3), (9, 11), (CH,),CH; (10, 12).

cBoto 3 dexktuBHOCTH [17]. Tak, cHHTE3UpOBaHHBIE
HaMH paHee MOAU(PUIMPOBAHHBIE AUTITUKOIbAMMUIbI
[18], comepxkamue N-audeHnnpochuHUIITHIBHYIO
rpynmy Ph,P(O)CH,CH,NR B amunH0# yacTu Moite-
KYJIbl, IPOSABIISIIOT 00JIee BHICOKYIO SKCTPAKIIMOHHYIO
AKTHBHOCTH IO OTHOIMIEeHNIO K katnoHaMm U(VI) B
CPaBHEHHMH C TAKOBOH TETPAOKTHJIIUITIMKOIbAMUIA
[19]. B npogomxeHue uccaeqoBaHui HAMH CUHTE3HU-
poBaHbl pocdopunzamerieHHbIe JUITHKOIbAMU/IbI
1-5, conepxamue nudenrmidochuHIIMETUIAMUHO-
rpymms Ph,P(O)CH,NR B 00enx aMHIIHBIX YacTAX
MOJIEKYJIBI (cXema 1) U SABISIOLINECS CTPYKTYPHBIMH
aHaJOraM{ M3y4YEeHHBIX paHee AUIIMKOIbaMHUIOB C
N-mudennndocuammrunsasivu Ph,P(O)CH,CH,N
3aMmecturessimu [18].

PE3VJIBTATBI U OBCYXIAEHUNE

Jliia cuHTe3a MOIU(UIIUPOBAHHBIX TUaMUIOB 1-5
HCTIONB30BaJIM PEAKIUI0 aMUIUPOBAHUS TUXJIOpaH-
TUAPUIA TUTITHKOIEBOW KUCIOTHl KaK BTOPUYHBIMU
N-ankun-N-(nudenmndochununmeri))amunamu 610,
Tak 1 ux ruapoxiaopugamu 11, 12 B mpucyrcteun Et;N
(cxema 1, crioco0 @), a TaKKe JUITHKOJICBON KUCIOTHI
B IIPUCYTCTBUU TUHM30NpoNMiIKapdboquuMuaa (cxema 1,
croco6 6). B o0oux cinydasix MpoayKThl peaKiuu,

TMIPE/ICTABIIAIONINE COO0I OYEHb BSI3KHE MacII000pazHbIe
BEILECTBA, 00Pa3yIOTCs C BRICOKUM BBIXOZOM. B nepBom
clTydae aHAIMTHYeCKre 00pasiipl IuaMuaoB 1-5 mormy-
YEeHBI OYMCTKOW METOIOM KOJIOHOYHOM XpomaTorpaduu
Ha Si0,. Bo BropoM ciydae Takas jk€ O4HMCTKA TeTEBBIX
JUaMHUIOB OT JUU30IPONUIMOYEBUHBI, SBISIOLICHCS
BTOPBIM IPOJAYKTOM 3TOI peakLuu, CONPOBOXIACTCS
3HaunTEeNbHBIME (0 60—70%) TOTepsIMU 11EIeBOTO
MPOIYKTA.

Ucxonnabie Bropuanblie N-amkun-N-nudeHnn-
¢dochuannmMernnaMuHbl 610 CHHTE3UPOBaHbI peak-
el aMHHOMETHIIUPOBAHUS THU(HEeHUIPOCPUHUCTON
kucaoThl 1o Kabaunuky—@unzacy [20] mapadpopmom u
MEPBUYHBIME aMUHAMH (cXeMa 2) paHee yCOBEpILEeH-
CTBOBaHHBIM criocoOom [21]. [Tomyuennbsie aMuHBI 6—8
OYHILEHBI OT MPUMECH 00Pa3yIOMIErocs TPETHUYHOTO
amwuHa [Ph,P(O)CH,],NR (2-8%) nepexpucranmmsaiy-
eil, amuHsbl 9 u 10 ¢ 3amecturenamu i-Bu u n-Oct npu
aToMe a30Ta CHayajia NpeBpallaid B THAPOXIOPHIBI
11-12, 3areM nepeKpUCTAIIIN30BbIBAIIN.

Jlnst nonTBep K ACHUS CTPOCHHS MOAU(HUIIPOBAHHBIX
dochopmcoaepkanmx quamu0B 1-5 ucrnonp3oBana
cnekrpockorus SIMP 'H, 3C{'H} u3'P{'H} pacropos
stux coequuenuii B CDCls, 11 OTHECEHHUS! CUTHAJIOB
B CIIEKTpaX KOTOPHIX IPUMEHEHBI IByMEPHBIC TOMO-

JKYPHAJI OBILLIEM XUMHM tom 94 Ne7 2024
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Cxema 2.
(”)/\
TOJIYOJ1 aq.HCI
Ph,PHO + [CH,0], + H,NR 30104 Ph,P NHR m Ph,P(O) CH, NHR « HCl
6-10 11, 12

("H-'H COSY) u rereposzaepusie ('H-'*C HSQC u
HMBC) xoppensuuonnasie MmeToauku. [lomydeHnbie
PE3YIbTaThl O3BOJISIOT PEATONOKHUTh, YTO B PACTBOPAX
B CDCl; monexynel aMmuioB 1-5 npencrasieHsl AByMs
koHpopMepHBIME popMamu (M 1 m), OTIHYAIOIIAMECS
[IPOCTPAHCTBEHHBIM PACIIOJIIOKEHUEM aTOMOB CKeJIeTa
MOJIEKYJIBI 1, 2, aNKUIIbHBIX 3aMECTUTENEH pU aTome
azora 3—10 u Ph,P(O)-rpynm. Kpome Toro, B Monexynax
MHHOPHOTO KOH(OpMepa MPOTOHBI, a Takxke aapa 3C
u 3!P, ABNSAIOTCA MarHMTHO HE>KBHMBAIEHTHBIMH (M1
u m2). Tak, B cnekrpax IMP 3'P{'H} nuamupos 24
(R = i-Pr, n-Bu u i-Bu) HabnronaroTcst Tpu curHania:
cunret saep gocdopa M-koH(DOpMEPOB U 1Ba CHHT -
JIETHBIX CUTHAJIOB M1 1 m2 paBHOW UHTEHCUBHOCTH,
MIPUHAUISKAIUX MATHUTHO HEIKBUBAJICHTHBIM SIApaM
31P m-kongpopmepos (tadmn. 1, puc. 1). Juamuaer 1 (R =
Et) m 5 (R = Oct) mpencraBieHsl B CIEKTpax ABYMS
(ochopHBIMI CHHIIIETHRIMH CHT'HaJIaMU KOH(DOPMEPOB
ml u M+ m2. Cnegyer OTMETUTb, YTO COOTHOLIEHUE
MHTErPaJIbHOM HHTEHCUBHOCTHU curHanoB M u ml + m2,
cocTapysirolee npuMepHo ot 3.2:1 no 3.8:1, npakTu-
YEeCKH He 3aBUCHUT OT XapaKTepa U AJUHbI AJTKUIbHOTO
3aMeCTHTeNs Ipu aToMme a3ora (tadm. 1).

B cnekrpax SIMP 'H pactBopos auamugos 1-5 B
CDCl; KOTM4ecTBO CUTHAJIOB COOTBETCTBYET YHCITY

Taéauna 1. [Janusie cnekrpockonuu SIMP 3P {'H}
(242.974 MT'11) pacTBOpPOB AHUTIHKOIbIHNAMHUIOB
[Ph,P(O)CH,N(R)C(O)CH,],0 1-5 8 CDCl;.

CooTHollIeHHE

Nl R Sp, M. IL. I/IHTCHCI/IBHO3C]TCI\/'I
curHaiioB ' P
dbopm M 1 m

1| Et 25.7 (ml), 30.7 (M + m2) 3.8:1

2 | i-Pr [24.6 (m1), 28.0 (m2), 28.6 (M) 3.5:1

3 | n-Bu|25.7 (ml), 30.5 (m2), 30.6 (M) 3.5:1

4 | i-Bu [25.8 (m1), 30.5 (m2), 30.6 (M) 3.2:1

5 {n-Oct| 25.7 (ml),30.6 (M + m2) 3.6:1
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HEAKBHUBAJICHTHBIX IPOTOHOB, a MOJOKECHUE CUT'HAJIOB
nporonoB HC*~HC!® ankunpHBIX GparMeHTOB NIpH
arome a3ota B obnactu Oy 0.80-1.17 m. 1. u H,C;N B
obmactu O 3.31-3.95 M. 1. ABISIOTCS XapaKTePHBIMU
IUIS UX CTPYKTYpHI (Tabm. 2, puc. 2). Hanmnune aByx
KoH(OpPMEPOB B pacTBOpax nuamunoB 1-5 moarsep-
XKIaercs cymiecTsoBanueM JIByX (M u m) mim tpex (M,
ml u m2) nporounsix curaanoB CH;- u CH,-rpynn
N-Alk 3amectuTeneit, a Takxke ckenera Mmonekyna u CH
(heHmITBHBIX TpymI pu atromax (ocdopa. Cremyer
OTMETHUTb, YTO ITPOTOHBI B MOJICKYJIax M-KOoH(opMmepa,
Kak u siipa >'P, ABJISIOTCS MAPHUTHO HEDKBUBAIIEHTHBI-
mu. Iporonst H,C'P- u H,C*O-rpynn auamuios 1,
3-5 npezacraBieHbl TPEMsl CHHIJIIETHBIMU CUTHAJaMHU
koH(popmepoB M, m1 u m2 B obnactu 4.40—4.50 m. 1.
n 3.85-3.95 M. 1. coorBeTcTBeHHO (Tadm. 2). dpar-
MEHTBI TUITMYHOTO CIEKTpa H-OyTHIBHOTO qruaMuaa 3
MpUBEICHBI Ha pUC. 2.

B cniektpe muamua 2 ¢ M30MPONILHBIM 3aMECTH-
TEJIeM P aToMe a30Ta IMPOTOHBI YIIOMSHYTHIX BBIIIIS
TPy HAOMIONAIOTCS B BUJIE OTHOTO MITH JIBYyX CUTHAJIOB
COOTBETCTBYIOIICH MYIBTUIUICTHOCTH (TabI. 2).

Jauusle criekTpoB 'H, 3aperncTpupoBaHHBIX B PEKH-
M€ IOJIHOW ITYMOBOM Pa3Bsi3KU OT 31P, TIOATBEPKIAOT
HaJIM4Ke CIUH-CIIMHOBOIO B3aMMO/IEHCTBHSA IIPOTOHOB
H,C! ¢ atomoM ochopa. Takoe OTHECEHHE TOATBED-
JKITAIOT JaHHBIE TOMOSICPHBIX ciekTpoB COSY 'H-'H
nuamMuIoB 1-5, M0 KOTOPBIM YCTaHOBIIEHBI CITHHOBO-
CBSI3aHHBIE TIPOTOHBI COCETHUX METHIIBHBIX U METHIIE-
HOBBIX TPy B 3THIBHOM (3, 4), H-OyTribHOM (3—6) 1
B H-OKTHIILHOM (3—10) 3aMecTHTENAX TIPU aTOMe a30Ta.
Kpome Toro, moaTBepKA€HNEM OTHECEHUSI CUTHAJIOB
'"H (M u m) rpynn H,C'P, H,C?0 u H,C>N ssnsercs
Hanuuue ux kpocc-nukos ¢ 3C curnanom C=0 rpyn-
nbl, a Takke 'H curnanos H,C'P-rpynn ¢ curnanamu
anep unco-"3C deHunbHOrO GparMeHTa B CEKTpax
HMBC, orpaxaromux BUIUHAIBHOE U T€MUHAJIBLHOE
B3auMoJIelicTBHE siiep. s CUTHAJIOB TPOTOHOB Iepe-
YUCIICHHBIX Ipynn kKoH(opMepoB M, m1 u m2 HaiineHs
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Puc. 1. Cniexrp AMP 3'P{'H} pactsopa aurukonsamuia 3 B CDCl;.
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H,C!
M+ml+m?2
H 3
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Puc. 2. ®parmentsi cniektpa IMP 'H pactsopa aurmmkonsamuzia 3 8 CDCl;.
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Tabauua 2. Jlannsie cnekrpockonu IMP 'H pactopos nurmkonsamuios 1-5 8 CDCl,.?

Ne R

Opp, M. 1. (J, Tm)

1 Et

Maskopusrit korpopmep (M) 79% + munOpHSBIH KoHGOpMep (M) 21%

600.22 MI'u: 1.01 1 [3H, HyC* (m1), 3/ 711, 1.11 1 [9H, H3C* (M + m2), 3Jyyy 7.1],
3.44 x [2H, H,C? (m1), 3Jyy 7.1], 3.52 x [6H, H,C3 (M + m2), 3Jyyy 7.1, 3.85 ¢ [2H, H,C?0O (m1)],
3.89 ¢ [4H, H,C?0O (M)], 3.92 ¢ [2H, H,C?0 (m2)], 4.35* 1 [4H, H,C' (M), 2J;p 5.4],
4.37* 1 [2H, H,C! (m1), 2Jyp 5.0], 4.38%* 1 [2H, H,C' (m2), 2/;4p 3.7,
7.32-7.60 m [8H, mema-CH (M) + 8H, mema-CH (m) + 4H, napa-CH (M) + 4H, napa-CH (m)],
7.70-7.90 m [8H, opmo-CH (M) + 8H, opmo-CH (m)]

2 i-Pr

Maskopnsrit koH(popMep (M)78% + MuHOpHBII KOHpOpMEp (M) 22%

500.13 MI'w: 1.17 1 [24H, HyC* + H;C?> (M + m), 3Jyyy 6.4], 3.95 cenrer [4H, HC? (M +m), 3y 6.4],
4.07 ¢ [8H, H,C?*0 (M + m)], 4.26* 1 [6H, H,C' (M + ml), 2Jp 5.4], 4.37* ym. ¢ [2H, H,C' (m2)],
7.30-7.58 m [8H, mema-CH (M) + 8H, mema-CH (m) + 4H, napa-CH (M) + 4H, napa-CH (m)],
7.78-8.02 m [8H, opmo-CH (M) + 8H, opmo-CH (m)]

3 | n-Bu

MasxopHblit koHpopmep (M)78% + muHOpHBII KoHpOpMep (M) 22%

600.22 MT'u: 0.82 T [3H, HyC® (m1), Jiyy 7.3], 0.88* 1 [3H, H;C® (m2), 3,3y 7.31,
0.91%* 1 [6H, H;C® (M), 3Jiy 7.3], 1.18 cekcrer [2H, H,C® (m1), 3Jyy 7.8,
1.27 cexcrer [6H, H,C3 (M + m2), 3J,yy; 7.8], 1.43 ksunter [2H, H,C* (m1), 3/ 7.8,
1.53 kBunter [6H, H,C* (M + m2), 3Jyyy; 7.8], 3.34 1 [2H, H,C? (m1), /iy 7.81,

3.43 1 [6H, H,C? (M + m2), >Jyyy; 7.8], 3.86 ¢ [2H, H,C?O (m1)], 3.90 ¢ [4H, H,C?>0 (M)],
3.94 ¢ [2H, H,C?0 (m2)], 4.39* n [4H, H,C' (M), 2Jy;p 5.3], 4.42-4.40* m [4H, H,C' (m1 + m2)],
7.35-7.62 m [8H, mema-CH (M) + 8H, mema-CH (m) + 4H, napa-CH (M) + 4H, napa-CH (m)],
7.72-7.95 m (8H, opmo-CH (M) + 8H, opmo-CH (m)]

4 | i-Bu

MasxopHuslit koHpopmep (M)76% + muHOpHBIH KoHpOopMep (M) 24%

600.22 MT'ut: 0.80 1 [6H, H;C? + H;C® (m1), 3Jyyy 6.5], 0.86* 1 [6H, HyC? + H;C® (m2), Jyy 6.8],
0.88* 1 [12H, H;C? + H;C® (M), 3Jyyy 6.6], 1.97 cenrer [1H, HC* (m1), 3/ 6.71,
2.08 cenrer [3H, HC* (M+m2),3Jyyy; 6.8], 3.16 1 [2H, H,C? (m1), 3/ 7.3],
3.27* n [4H, H,C* (M), 3Jyyy; 8.6], 3.31* 1 [2H, H,C? (m2), *Jyyy; 7.5], 3.85 ¢ [2H, H,C?O (m1)],
3.88 ¢ [4H, H,C?O (M)], 3.95 ¢ [2H, H,C?0 (m2)],
4.44* 1 [4H, H,C! (M), 2Jyyp 5.4], 4.47* 1 [2H, C' (m1), 2Jyp 5.9],
4.48* 1 [2H, H,C! (m2), 2/yp 5.3],
7.35-7.65 m [8H, mema-CH (M) + 8H, mema-CH (m) + 4H, napa-CH (M) + 4H, napa-CH (m)],
7.75-7.95 m (8H, opmo-CH (M) + 8H, opmo-CH (m)]

5 | n-Oct

Maskopnsrit koH(popmMep (M)78% + MuHOpHBII KOHpOpMEp (M) 22%

600.22 MI'ut: 0.86* 1 [3H, H;C!° (m1), 3 /iy 7.6], 0.88%* 1 [9H, H;C'® (M + m2), *Jyyy 7.6],
1.05-1.38 M [40H, H,C>~H,C’? (M + m)], 1.46 ksunter [2H, H,C* (m1), 3/, 7.3],
1.55 ksunter [6H, H,C* (M+m2), 3Jyyy 7.3], 3.34 T [2H, H,C? (m1), 3/ 7.3],
3.44 1 [6H, H,C? (M + m2), 3,y 7.3], (M + m)], 3.87 ¢ [2H, H,C? (m1)],
3.91 ¢ [4H, H,C? (M)], 3.95 ¢ (2H, H,C? (m2)], 4.40* n [6H, H,C' (M + m1), 2/;3p 5.3],
4.43* 1 [2H, H,C! (m2), 2/yp 3.8.],
7.39-7.65 m [8H, mema-CH (M) + 8H, mema-CH (m) + 4H, napa-CH (M) + 4H, napa-CH (m)],
7.76-7.96 m [8H, opmo-CH (M) + 8H, opmo-CH (m)]

# 3Be3104K0M 0003HAYECHBI YACTHYHO MEPEKPHIBAIOIINECS CUTHAIIBL.
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Ta6auua 3. Jlannsie cnekrpockonuu IMP 3C {'H} pactBopos nuamunos 1-5 8 CDCl,.2

Ne R

d¢, M. 1. (J, T'm)

1 Et

Maskopuslit konpopmep (M) 79% + munopHsiii koHdopmep (m) 21%

125.77 MI'u: 11.89 [C* (m1)], 13.11 [C* (M + m2)], 42.28* [C? (m1)], 42.34* [C? (M)], 42.46* [C? (m2)],
44.20 1 [C' (M), Ucp 77.4], 44.40 0 [C' (m1), Ugp 76.7], 47.24 1 [C' (m2), Uep 76.0], 68.12 [C? (m2)],
68.35 [C? (M)], 70.50 [C? (m1)], 128.62* 1 [mema-CH (M), 3Jp 11.8],

128.66* 51 [mema-CH (m1), 3Jcp 11.5], 128.87 1 [mema-CH (m2), 3Jp 11.5],

130.96 1 [unco-C (M +m), 'Jcp 98.0], 131.10* 1 [opmo-CH (m1), %Jp 9.3],

131.13* 1 [opmo-CH (M), 2Jcp 9.6], 131.28* 1 [opmo-CH (m2), %Jp 9.3'],

132.21 1 [napa-CH (M + m1), *Jp 2.8], 132.48 ym1. ¢ [napa-CH (m2)], 168.44 1 [C=0 (M + m), 3Jp 2.2]

2 i-Pr

Maskopuslit konpopmep (M)78% + muHOpHBIH KOHpOpPMEp (M) 22%

125.77 MI'u: 19.49 [C* + C3 (m1)], 21.26 [C* + C° (M+ m2)], 43.09 x1 [C! (M + m), 'Jp 76.0],
47.99 [C3 (M + m)], 69.30 [C? (M + m1)], 70.63 [C? (m2)], 128.37 1 [mema-CH (M + ml), 3Jp 11.7],
128.88 mmpoxkuii curnan [mema-CH (m2)], 131.40 1 [opmo-CH (M +m), 2Jp 9.4],

131.81 1 [napa-CH (M + m), “Jcp 1.4], 132.12 1 [unco-C (M +m), 'Jep 97.9],

168.83 yur. ¢ [C=0 (M + m)]

3 | n-Bu

MaskopHubiii koHpopmep (M) 78% + munopHsiii kKoHdopmep (m) 22%

150.925 MI'm: 13.74* [C® (m1)], 13.82* [C® (M + m2)], 19.84* ym. ¢ [C® (m1), 19.88* [C° (M)],
19.92* [C3 (m2)], 28.76 [C* (m1)], 29.90* ymr1. ¢ [C* (m2)], 29.94* [C* (M)],

44.36 1 [C' (M +ml), 'Jep 77.1], 44.80 1 [C! (m2), 'Jcp 76.6], 47.11 [C? (m1)], 47.33* [C3 (m2)],
47.40% [C? (M)], 68.04 [C? (m2)], 68.28 [C? (M)], 70.58 [C? (m1)], 128.62* 1 [mema-CH (M), *Jcp 11.8],
128.67* 1 [mema-CH (m1), 3Jcp 11.6], 128.87 1 [mema-CH (m2), 3Jcp 11.6],

130.90 1 [unco-C (M +m), 'Jep 97.6], 131.07* n [opmo-CH (m1), 2Jcp 9.8],
131.14* 1 [opmo-CH (M), 2Jcp 9.71, 131.29* 1 [opmo-CH (m2), 2Jcp 9.6],
132.22 1 [napa-CH (M + m1), “Jp 2.8], 132.48 yur. 1 [napa-CH (m2), *Jcp 2.4],
168.66 1 [C=0 (M +m), *Jp 1.6]

4 i-Bu

MaskopHuslit konpopmep (M) 76% + munopHsiii kKoHdopmep (m) 24%

100.61 MTI'm: 19.64* [C3+C® (M+m1)], 19.72* [C3+C> (m2)], 26.48* [C* (M + m1)],
26.57* [C* (m2)], 43.09 1 [C! (m1), 'Jcp 81.9], 44.26 1 [C! (M + m2), 'Jp 79.1],
54.14 [C? (M + m)], 68.13 [C? (m1)], 68.31 [C? (M)], 70.60 [C? (m2)],
128.54* 51 [mema-CH (M), 3Jp 11.8], 128.58* 1 [mema-CH (m1), 3Jp 11.7],
130.78 1 [mema-CH (m2), %Jp 11.7], 130.93 1 [unco-C (M + m), Jp 98.4],
130.04* 11 [opmo-CH (M + m1), 2Jp 9.6], 131.20* 1 [opmo-CH (m2), 2Jp 9.4],
132.12 1 [napa-CH (M + m1), *Jp 2.6], 132.37 1 [napa-CH (m2), 4Jp 2.4],

168.98 1 [C=0 (M+m), 3Jp 1.2]

MakopHuslit koHpopmep (M) 78% + munopHsIii KoH(GopMep (m) 22%

125.77 MLt 14.09 [C10 (M + m)], 22.60 [C° (M + m1)], 26.69* [C® (M)], 26.73* [C® (m1)],
26.79 [C® (m2)], 27.97 [C7 (M + m)], 29.13* [CE (m1)], 29.17* [C® (m2)], 29.22* [CS (M)],
29.26* [C® (m1)], 29.33* [C5 (M + m2)], 31.74* [C* (M + m1)], 31.79* [C* (m2)],
44.44 1 [C' (M + ml), Ugp 77.1], 44.86 1 [C! (m2), Jep 75.15], 47.44 [C2 (m1)],
47.62* [C2 (m2)], 47.67* [C? (M)], 68.06 [C3 (m1)], 68.28 [C3 (M)], 70.62 [C3 (m2)],
128.63* 1 [mema-CH (M), 3Jcp 11.8], 128.86* 1 [mema-CH (m1), 3Jcp 11.3],

128.87 1 [mema-CH (m2), 3Jgp 11.0], 131.06 1 [unco-C (M + m), 'Jep 97.8],

131.10* 1 [opmo-CH (m1), 2Jcp 8.2], 131.13 1 [unco-C (M +m), Jep 97.7],
131.18* 1 [opmo-CH (M), 2Jp 9.6], 131.33* 11 [opmo-CH (m2), %Jcp 8.6],

132.21 1 [napa-CH (M +ml), 4Jcp 2.7], 132.46 1 [napa-CH (m2), “Jzp 1.5],
168.70 1 [C=0 (M + m), 3Jgp 2.4]

2 3Be3104Kol 0003HAYCHBI YACTHYHO TEPEKPHIBAIOIIHECS] CUTHAIBL.
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705 700 695 69.0 685 68.0 475 47.0 465 460 455 450 445 440
O¢c, M. 1.

Puc. 3. ®parmentsi cniextpa AMP 3C{'H} pactsopa aumukonsamuaa 3 8 CDCl,.
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168.9 168.5 132.5 132.1 131.7 131.3 130.9 130.5 128.8 128.4
OS¢, M. 1.

Puc. 4. Oparmentsi ciektpa AMP *C{'H} pactsopa aumukonsamumaa 3 8 CDCl;.
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BCE KPOCC-TIMKH C COOTBETCTBYIOLIMMH CUTHAJIAMH SIEP
13C. CooTHOmIEHNE HHTErPAbHOM HHTEHCHBHOCTH
MHIMKaTOpHbIX curnanos 'H u 3C B rpynnax H,C'P,
H,C?0, H,C>N npuMepHO COOTBETCTBYET TAKOBOMY B
crektpax 3'P{'H}.

B cnekrpax IMP 'H amunos 1-5 B o6nactu 7.30—
8.00 M. 1. HaOTFOIArOTCS 1BA MYJIBTUILICTHBIX CUTHAJIA
"H xondopmepos M u m, xapakrepHsix ais Ph,P(O)-
rpynm GochuHokcHI0B. CHIIBHOTIONBHBIA MYJIBTUTIICT
MPUHAICIKUT Mema- U napa-QeHUIbHBIM TPOTOHAM
0boux koHGOpMepoB M 1 m, c1abOTIONBHBIN MYITETH-
IUIETHBIH CUIHAJ OTHOCHTCS K NPOTOHY opmo-'H de-
HWIBHBIX 3aMectuteneit (M + m) (tadm. 2).

Ha ocHOBaHMH JaHHBIX dKcnepuMenTta 'H-13C
HSQC cnenano oTHeCeHHWE CUTHAJIOB B CIIEKTpax
SIMP 3C amumos 1-5 u ONpeeNICHbl 3HAYEHUS XUMHU-
4eCKHMX CABUIOB s azep °C Beex IpyIll B CKeleTe
MOJICKYJIbI, B aJIKHJIBHBIX 3aMECTUTEIISIX [IPH aTOME
a3oTa U (peHWIBHBIX paauKaiax npu atome gochopa
(tabm. 3). Hammuane M 1 m koHQOPMEPOB B pacTBOpax
CDCl; uccnenoBaHHBIX JUaMHIOB, @ TAKIKE MarHUTHAS
HEIKBHUBAJICHTHOCTH SJIEP MOJEKYJ m-KoH(popMmepa
npociexuBaioTes u B ciektpax SIMP 3C{'H}, cuareix
B pexxume JMODECHO (tabm. 3, puc. 3, 4).

Crnemyer oTMeTHUTh, uTo B crekrpax SIMP 13C nu-
amuzoB 1, 3, 5 KOMYECTBO CUTHAIOB HEIKBUBAJICHTHBIX
YIJIEPOMHBIX siAep M, m1 1 m2 ckeneTa MOJICKYIIHI, a
TaKKe aToMOB mema- u opmo->CH (eHuIbHBIX 3a-
MecTuTenel mpu arome P mpaktudecku He 3aBUCHT OT
JuTiHbI N-alKAIBHOTO paJIiKajia HOpMalbHOTO CTPOCHHSI.
Tax, nepeunciennsie sapa *C B o6nactu 42-71 m. 1.
MIPEACTaBICHBI TPEMsI CHTHaJIaMi KOH(popMepoB M,
m1 u m2, 3a uckmouenuem C'P, a Taxske rpynn napa-
CH u unco-C B nuamujax 3 u S, B KOTOPbIX Apam 3¢
MPUHAIISKAT 110 J1Ba AyOneTHbIX curHana M + ml u
m2 (tabn. 3, puc. 3, 4). B obnactu curnanos 3C ge-
HUJIBHBIX TPy ipu atome (pocdopa 128133 m. 1.
B CHeKTpax AuaMuzoB 1, 3, 5 HaOIrOmaroTCs Mo TpH
nyonetHeix curaana (M, ml, m2) wema- u opmo-C-
sIep ¢ KOHCTAHTAMHU CITMH-CIIMHOBOTO B3aUMOJICHCTBHS
nist mema- (2Jep 11.5-11.8 T) u opmo-C-snep (CJcp
8.2-9.8 I'm), a Takxe 1Mo J1Ba TyOJICTHBIX cCUTHANMA (ml,
M + m2) napa-C (*Jop 1.5-2.8 T'n). Slapa unco-'3C
muaMunioB 1 1 3 mpeacTaBIeHbI OHUM, a JUAMU/IA
5 — nByms y6netabivMu curnanamu (LJqp 97.6-98.0 I'ir)
(tabm. 3, puc. 4).

B cayuae ocdopunconepkammx 1uamMumoB 2 u
4 ¢ pa3BEeTBICHHBIMH AJKWIBHBIMU 3aMECTUTEISIMU
(i-Pr m i-Bu) npu atrome a3ota HabmromaeTcs Ooiee
mpocTas CIieKTpalbHas KapTuHa. B cnexTpe auamuaa
2 yrIepojHbIC siApa CKeJeTa MOJEKYIbl M (heHMITBLHBIX
3aMeCTHUTEIeH MpeICcTaBIeHbl OJTHUM CHHTIIETHBIM
curHaiom (M + m1 + m2), 3a UCKJIIOUYEHUEM Map
CUHTJIETHBIX U TyOneTHbIX (M + ml u m2) curaamnos
C?0 u mema-CH cooTBeTcTBEHHO. B criekTpax anamu-
na 4 ¢ N-u300yTHIIBHBIM 3aMECTUTEIEM CHHTIICTHBIC
curHainsl (M + ml + m2) npuHaIEKAT TOIBKO SApaM
C3N u unco-C rpynm, ocTaiabHble spa MpecTaBie-
HbI 1ByMs (M + ml 1 m2) unu tpems (M, m1 u m2)
CUTHaJlaMH COOTBETCTBYIOIIEH MYyIbTUILIETHOCTH
(Tabmn. 3). Yrneponusie sapa C=0O rpynm ucciemo-
BaHHBIX auamMuaoB 1, 3—5 mposBistoTCcs B 001acTu
168.40—169.00 M. 1. omHUM TyOJIETHBIM CHUTHAJIOM
(M + ml +m2) Jep 1.2-2.4 T'l1) ¥ LIUPOKUM CHHT-
neroM rpynmbl C=0 auamuna 2 (tadm. 3). Caenannoe
ortHecenue curHanos 'H u °C u 3Hauenus xumuuec-
KHX CIIBUTOB (Ta0. 2, 3) HOATBEPIKIAIOTCS HATMUUEM
COOTBETCTBYIOIMIMX KPOCC-TIMKOB B KOPPETISAIIUOHHBIX
crekrpax COSY, HSQC n HMBC.

Crnemyet OTMETHUTD, UTO CIICKTpalbHAs KApTHHA AH-
aMu10B 1-5 aHaornyHa TaKoBOM JIJIsl U3yUEHHBIX PaHee
JUTTAKOIbaMUI0B ¢ N-udeHnnhocUHIII THITEHBIMA
zamecrurensmu [Ph,P(O)CH,CH,N(R)C(O)CH,],0 [18],
MOJIEKYJIBl KOTOPBIX, 110 JaHHBIM MTPOBEJICHHOTO KOH-
(OpMaIMOHHOTO aHaJM3a C UCTIONH30BAHUEM METOJIOB
JUnonbHOTo MoMeHTa, MK criekTpoCKOIuu U KBAaHTOBOM
XUMUH, CYIIECTBYIOT B pacTBOPE B BUJE PABHOBECHS
JIBYX TPYII KOH()OPMEPOB CHUMMETPUIHOTO M HECHM-
METPUYHOTO CTPOCHUS, MPUHAICKAIIUM MaKOPHOU U
MUHOpPHOH popmam B criekrpax AMP [22]. Monekyis
N,N,N'",N'-TerpaOyTrianamMuia TUTIHKOJIEBOH KHCIIOTHI,
He coaeprkamue GochopuIbHON IPyMITbl B aMUIHON
YacTH MOJIEKYIIBI, TI0 JaHHEIM criekTpos SIMP 'H cy-
IIECTBYIOT B BUJIC IByX KOH()OPMEPOB, COOTHOIIICHUE
KOTOPBIX cocTasiset 1:1 [23].

BBIBO/IbI

Takum oOpa3oM CHHTE3UPOBAHBI MOIUPUITUPO-
BaHHBIC TMAMUJIbI TUTITUKONIEBON KHCIOTHI [Ph,P(O)x
CH,N(R)C(O)CH,],0, tne R = Et, i-Pr, n-Bu, i-Bu,
n-Oct, cogepxaiue audeHnndhocHUHUIMETHILHYIO
TPYNIy B aMHUHOW YacTH MOJeKyisl. [lo maHHBIM
ciekrpockonuu AMP 'H, *C{'H} u3'P{'H}, a Taxxe

JKYPHAJI OBILIEM XUMHM tom 94 Ne7 2024
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nsymepHoii romo- ('H-"H) u rereposineproii ('H-'3C)
KOppeasiiMoHHOM criekTpockonuu AAMP pactBopoB
nony4yeHHbIX coeauHeHui B CDCl;, ux MoseKyss
HaXOJSTCS B BHJIE ABYX KOHPOPMEPOB (MayKOPHOTO U
MHHOPHOT'0), COOTHOILICHHE KOTOPBIX IPAKTUYECKU HE
3aBHCHT OT XapaKTepa U AJMHBI AJIKWIBHOTO 3aMECTH-
tens pu atome N u cocraBnsieT npumepHo (3.2-3.8):1.
[Toka3zaHo, 4TO B MOJIEKyJlaX MMHOPHOT'O KOH(popMepa
IPOTOHEI, a Takke sapa °C u 3'P aBsioTcst MArHUTHO
HE3KBUBaJICHTHBIMU. ClleTaHHOE OTHECEHNE CUTHAJIOB
"H u 3C noxrsep:xaercs HaquuueM cOOTBETCTBYIOLIMX
KpOCC-IIMKOB B KOppesiLMOHHBIX cnekrpax COSY,
HSQC u HMBC. PaccMoTpeHO BIHSIHHE CTPOCHUS U
JiMHbI N-aJIKMIbHOTO 3aMECTUTENS Ha CIIEKTPAIbHYIO
KapTUHY MCCIIEAOBaHHBIX COCIUHEHUH.

OKCIIEPUMEHTAJIbBHA S YACTb

Cnekrpsl IMP 'H, BC{'H} u 3'P{'H} pactBopoB
PEaKIMOHHBIX CMECEH U MCCIIeIOBAHHBIX COEAMHEHUN
B CDCl; 3apeructpupoBansl Ha criekTpomeTpax Bruker
Avance™ 400, 500 u 600. PaGouast yacToTa cOCTaBIsEeT
400.13, 500.13, 600.22 MI'u ('H), 100.61, 125.77,
150.925 MI'u (13C) u 161.97, 202.46, 242.974 MI'n
(*'P) cooTBeTCTBEHHO. 3HAUEHUS XUMHUYECKOTO C/IBUTA
npoToHOB U saep *C ompeseneHbl OTHOCUTEIBHO
ocTarouHoro curHana xiopopopma mim CDCl; u me-
pecunransl kK TMC. B cniekrpax SIMP 3!P B kauecTse
BHEIITHETO CTaHJapTa MUCIOIh30BaH 85%-HEIH pacTBOP
H;PO, B D,0O. [lns1 oTHECEHUsI CUTHAJIOB B CIIEKTpax
SIMP 'H u *C npumenens! gsymepubie romo- ('H-'H) u
rerepo- ('H-'°C) koppensuuoHnbie METOIUKH U3 CTaH-
JapTHO# OuOmroTeku mporpamm Bruker, ncnons3ytormume
WMITYJTbCHBIE TIoneBbie TpaaueHTsl: gs-COSY, gs-HSQC
n gs-HMBC. Macc-cnekTpsl BRICOKOTO pa3perieHus
3armrcansl Ha ipudope LCMS-9030 (Shimadzu, Smo-
HUS1) METOJIOM HOHU3AIIMOHHOTO AJIEKTPOPACTIBUICHUS
(ESI-MS). U3mepeHus mpoBeIeHBI B PEKUME PETH-
CTpaIUH TTOJIOKUTENBHBIX HOHOB; PACTBOPHI 00pa3IioB B
AIleTOHNUTPHUJIE BBOJMIIN B KaMepy Macc-CIIeKTpOMeTpa
u3 cuctemsl BOXKX LC-40 Nexera (Shimadzu, SInoxus).
Vcnonp30BaHb! Clienyromue mapaMeTphl: HanpsHKeHne
Ha Karmutsipe — 4.5 kB; quana3oH cCKaHWPOBaHMS Macc
m/z = 100-2000; BHEMIH:SA KaTuOPOBKa pacTBOPOM
Nal 8 MeOH-H,0; ocymaromue u mogorpeparoime
rasel (a30t) (mo 10 n/MuH); pacIBUISIOMNN Ta3 — a30T
(3 n/mun); Temneparypa unrepdeiica — 300°C; cko-
pocts motoka aretonnTpui—H,0 (95:5) — 0.4 mu/MuH.
MonekyssipHbIE HOHBI B CIIEKTPax MPOaHAIN3HPOBAHbI

JKYPHAJI OBLLEM XUMMM tom 94 Ne7 2024

B mporpamme LabSolutions v.5.114. JIns kooHOYHO
XpoMaTorpaguu UCIoIb30BaH cuiukareab Mapku Fluka
(70-230 merm, 60 A) u Aldrich (130-270 merm, 60 A)
C UCIIOJIb30BAaHUEM I'PAAMEHTHBIX CHCTEM PacTBOPHU-
teneit CHCl;—-MeOH (20:0 — 20:0.5). TemmnepaTypsl
TUTaBJICHUS U3MEPEHbI YKOPOUSHHBIMU TePMOMETPaMU
AHIIIOTIA B CTIELUATBHOM OJIOKE € UCIIOJIb30BaHUEM
KalIIsIpoB.

JuxTopaHTuApU T TUTIAKOIEeBOH KuCioThl (Aldrich)
TniepeT UCTO0JIb30BaHUEM OUYHIIAIIM TIEPETOHKON B BAKYY-
Me€. OpFaHI/I‘IeCKHe PpacTBOpUTEIN CYHININ U3BECTHBIMU
Meromamu [24].

Cunte3 Bropu4HbIX N-aakuia-N-(audeHu-
dbochunnamerna)amunoB 6—10 (odmas MeToau-
Ka). Peakmus mudennndochuHUCTON KUCIOTHI [25]
(20 mmop) ¢ mapadopmom (20 MMOJIb) M IEPBUYHBIM
ankuiaMuHOM (20 MMOJTB) TIPOBEZIEHA B 3aMasHOM aM-
TyJie TI0 OMMUCAaHHON METOANKE B OE3BOTHOM TOJYOJIe
npu 120°C B teuenue 10 u [21]. BrigeneHusit ceipoit
TIPOLYKT, cofepKamuii, mo nanueM SIMP *'P{'H}, npu-
Mech TpetnaHoro amuHa [Ph,P(O)CH,],NAlk (2-8%),
pacTBOPSIIM B MUHUMAJIBHOM KOJIMUECTBE METaHOJIa
(~5 M na 1 r amuHa) ipu HarpeBaunuu 10 60°C, 3aTeM
oxnaxaanu 10 20°C, npuOaBisiM JUSTHIOBBIA 3QUp
JI0O IOMYTHEHHUS pacTBopa (~2 MJI Ha 5 MJT pacTBOpa)
u BeiepkuBain pu —18°C. Kpucrammsr ordumsrpo-
BBIBAJIH, TIPOMBIBAJIN NIETPOJIICHHBIM S(PUPOM H CYIIHIH
B BaKyyMe.

N-(Iundennadochunnnamernsn)-N-3THIaMUH
(6). Beixon 3.22 r (62%), T. . 70-71°C (1. n.
70-71°C [21]).

N-HM3onponuia-N-(nudpennadochunniamerun)-
amuH (7). Beixon 3.66 T (67%), T. tut. 104-105°C (T. mut.
103-104°C [21]).

N-u-Bytuin-N-(aupenunndochuuniamernin)aMuH
(8). Bexom 3.75 1 (65%), T. 1. 66—67°C (1. 1. 66—67°C
[21]).

Cunte3 ruapoxjgopuaoB N-uzooyruua- (11) u
N-n-oxktHa-N-(1upennadochnHnIMeTHI)aMHHA
(12) (o6mas metoguka). Ceipoli BTOpUYHBIN aMUH 9
v 10, momydeHHbIN 10 001Iel METONKE, PACTBOPS-
T B u30mponanoie (5 Ma Ha 1 T aMuHA), K pacTBOpY
MPUOABISITN 1O KaruisiM 37%-HyI0 CONSTHYIO KHCIIOTY
IO KUCJIOHN peakiuu pactBopa. [Ipo3padnsrii pactBop
yInapHBajM A0CYXa, OCTaTOK MepeKpPHCTAITN30BbIBAIIN
Y CYIIMJIN B BaKyyMe.
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TIuapoxnopua N-u300yTuii-N-(mupennndochunni-
meTuia)amuna (11). Berxog 4.54 r (70%), T. ot 196—
197°C (i-PrOH). Cnextp SIMP 'H (400.13 MI'n, D,0),
8, M. 1. (J, T): 0.78 1 (6H, H;C* + HyC3, 3Jyyy 6.8),
1.88 cenrer (1H, HC?, 3/, 6.8), 2.85 1 (2H, H,CN,
3y 6.8), 4.09 1 (2H, H,C'P, 2Jp 6.8), 7.48-7.69 M
(10H, CHpy). Criextp SIMP BC{'H} (100.61 MTI'n,
D,0), 8¢, M. 1. (J, Tm): 18.78 ¢ (2C, C* + C°), 24.86
(C3), 44.20 n (C!, 'Jep 70.0), 56.57 (C?), 126.95 n
(unco-C, 'Jep 104.3), 129.45 51 (mema-CH, 3Jp 13.0),
130.95 1 (opmo-CH, %Jp 10.2), 134.01 ym. ¢ (napa-
CH). Cnextp SIMP *'P{'H} (121.49 MTI'u, D,0): &p
30.75 m. a. Haiineno, %: C 63.11; H 7.19; N 4.34; P
9.55. C;H,;CINOP. Boruucneno, %: C 63.06; H 7.16;
N 4.33; P9.57.

I'mppoxaopnx N-oxktua-N-(qudenniadochunni-
meTuia)amuHa (12). Berxon 4.94 1 (65%), T. ot 192—
193°C (EtOH-Et,0). Cniekrp AMP 'H (400.13 MTI',
D,0), §, m. 1. (J, Tm): 0.71 T (3H, H;C?, 3Jyyy 6.8),
1.10 ym. ¢ (10H, H,C*-H,C?), 1.50 xBunrer (2H,
H,C3, 3Jyy 7.6), 2.98 T (2H, H,yC?, 3Jyyyy 7.6), 4.08 1
(2H, H,C'P, 2Jyyp 7.2), 7.50-7.61 m (4H, mema-CH),
7.63-7.71 m (6H, opmo-CH + napa-CH). Cnexrp SIMP
BC{'H} (100.61 MTI'u, D,0), 8¢, m. a. (J, T'm): 13.31
(C%), 21.89 (C¥), 24.78 (C7), 25.40 (C°), 27.93 (C),
28.06 (C*), 30.88 (C?), 44.04 n (C, Jp 71.1),49.83 1
(C%,3Jcp 5.3), 126.87 1 (unco-C, 'Jcp 106.0), 129.45 1
(mema-CH, *Jp 13.1), 130.98 1 (opmo-CH, 2Jp 11.0),
134.06 1 (napa-CH, *Jp 2.7). Cuexrp SIMP 3'P{'H}
(121.49 MI't, D,0): 6p 30.9 M. 1. Haiineno, %: C 66.44;
H 8.18; N 3.71; P 8.15. C,;H;, CINOP. Boruucneno, %:
C 66.39; H 8.23; N 3.69; P 8.15.

Cunrte3 Ouc[N-anxkuia-N-(mudennndochunu-
MeTWJI)|aMHuI0B JUIVINKO0JIeBOH KUca0Thl 1-3 (00-
masi meroauka). a. K oxnaxxneanomy 10 0°C B TOKe
aproHa pacTtBopy cmecu 7.3 mMmoinb N-ankui-N-
(mudennndochunmmermn)amunaa 6-8 u 0.76 T (0.97 mn,
7.6 mmoie) Et;N B 40 Mt 6e3sonHoro CH,Cl, ouens
MEJIEHHO TIPUOABIISIIN 110 KAIJIsIM TTPU HHTEHCHBHOM
nepemenuBaaud pactBop 0.61 r (3.6 Mmous) quxio-
PaHTUIPHUIA TUITIMKOIEBOM KUCIIOTHI B 5 M1 O€3BOJHOIO
CH,Cl, npu —10-0°C. Cmecu aaBanu HarpeTbcs 10
KOMHaTHOM TeMmneparypsl B TeueHue 30 MUH, 3aTeM
nepememmBanu 12 u npu 20°C u pazdasnsum 40 mi
7%-ubIM BozHBIM pacTBopoM HCI. Crnom paznensim,
OpraHUYecKuil cioil mpombiBaian 40 M1 BOABI U yIia-
puBaiu B Bakyyme pocyxa. Ocrartok (100%) ouniianu

Ha KonoHke ¢ Si0, ¢ NCTOIB30BaHUEM TPAJTUEHTHBIX
cucteM pactBopureneit CHCl,-MeOH (20:0 — 20:0.5).

buc|N-(audenunindochunnnamernt)-N-aruialamug
auriaukoaeBoil kucjaorsl (1). Bexog 1.93 1 (82%),
rycroe OecuseTHOE Macio. JlaHHbIe CIIEKTPOCKOINH
SIMP 'H, ®C{'H} u*'P{'H} npusenens B Tabn. 1-3.
Macc-cniekrp (HRMS-ESI), m/z: 617.2334 [M + H]"
(Branciieno st C;4H39N,O5P,: 617.2329), 639.2157
[M +Na]" (Bbruncieno mwis C34HygN,NaOsP,: 639.2154),
655.1899 [M + K] (Berumciieno st C3,H3sN,KOsP,:
655.1893).

Buc[N-u3zonponuia-N-(audpenundochunnii-
MeTHJI)|aMux JUIVIMKOJIeBO KHcJ0ThI (2). Beixon
1.90 t (82%), rycToe OecrBeTHOE Macio. JlaHHbBIE
cnekrpockonuu AMP 'H, 3C {'H} u 3'P{'H} npuse-
nensl B Tabn. 1-3. Macc-ciexktp (HRMS-ESI), m/z:
645.2643[M + H]" (Brumcneno miust CyoHy3N,O5Ps:
645.2642), 667.2466 [M + Na]" (BerumrcieHo mis
CysHyN,NaOsP,: 667.2461), 683.2206 [M + K]* (BbI-
gucneno st C3H»N,KOsP,: 683.2203), 1311.5031
[2M + Na]" (Bbruncneno mis C,,HgysN,NaO,(P,:
1311.5030).

Buc|[N-n-0yTtnia-N-(audenunnpochuHuiamern)|-
aMuJ1 IMrIHKoeJeBoil kucaotol (3). Bexon 2.20 T (91%),
rycroe OecrBeTHOe Macio. JlaHHbIe CIIEKTPOCKOITUU
SIMP 'H, *C{'H} u*'P{'H} npusenens B Tabn. 1-3.
Macc-cnekrp (HRMS-ESI), m/z: 673.2960 (Bbrauncie-
Ho st C;H,,N,O5P,: [M + H]" 673.2955), 695.2783
[M + Na]* (Bbruncneno st CygH,N,NaOsP,: 695.2774),
711.2523 [M + K]" (Boruncineno st CygHyN,KOsP,:
711.2514).

0. Peakuust aMuiMpOBaHUS UTIIKOIEBOM KACIOTHI
(1.8 mmom) BropuaHbiME amMmuHamu 7, 8 (3.7 MMoITb) B
MPUCYTCTBUH TUM30TPONIIKapOoanumuaa (3.7 MMOJIb)
nposezieHa B 6e3sogHoM CH,Cl, aHamormyHO onmcaHHoN
Metonuke [21]. dusnuko-xuMu4ecKkue JaHHbIe TUaMH/I0B
2, 3 cM. criocod a.

Buc[N-u3zonponuia-N-(audpenundochunni-
MeTHJI)|aMu/1 JUIJIMKOJeBOH KUCa0ThI (2). OcTarok
(1.13 r) mocie 00paboOTKH peaKIMOHHON CMECH, TIONTY-
YEHHOH 10 00IIel METONKE, CONEPIKHUT, 10 JAaHHBIM
criekrpockonuu AMP 'H, cmechb 72 Mon% nuamuzaa 2
u 28 Mmon% nuuszonponuaModyeBuHbl. [locie ouncTku
cMecH Ha KosoHke ¢ Si0, ¢ HCTIONb30BaHHEM TPaIHeHT-
HbIX cucteM pactBopureneit CHCl;-MeOH (20:0 —
20:0.5) momygeno 0.36 r (31%) auamuna 2 B BUAE
TyCTOro OECI[BETHOTO Macia.
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buc[N-n3onponua-N-(andenunapochunani-
MeTHJT)|aMu/I TN IVINKOJeBoi KUcJa0ThI (3). OcTaTok
(1.13 r) mocie 00pabOTKM peaKIMOHHON CMEeCH, MOy~
YEHHOU 1Mo 00IIel METONUKE, COACPKUT, IO JaHHBIM
cnekrpockonuu SIMP 'H, cmech 75 Mmon% auamuna 3
u 25 mon% nuuzonponuiamMoyeBuHbl. [locne ouncTku
cMecH Ha KosoHke ¢ Si0, ¢ UCTONIb30BaHUEM TPAIUCHT-
HbIX cucreM pactBopureneir CHCl;-MeOH (20:0 —
20:0.5) monyueno 0.46 r (39%) nuamuna 3 B BUjC
TyCTOTO OECI[BETHOTO Macia.

Cunre3 ouc[N-aakua-N-(nudennadochunni-
MeTHJI)|aMHu/I0B TUIVIMKOJIeBOI KHCI0THI 4, 5 (001as
MeToauka). K oxnaxxnennomy mo 0°C B Toke aproHa
pacTBopy cMecH 7.3 MMOJIb rUApoxaopuaa N-anku-
N-(nudenunpochunnnmernn)amuna 11 win 12 u
1.52 1 (1.94 M, 15.2 mmons) Et;N B 40 M1 6e3BoHOTO
CH,Cl, oyeHp MeJICHHO MTPHUOABIISUIN 110 KATUISIM IIPH
WHTCHCHUBHOM IepeMemmBanuu pactsop 0.61 r (3.6
MMOJIb) JUXJIOPAaHTUAPHUIA AUTIHKOIEBOM KUCIOTHI B
5 mn 6e3Bognoro CH,Cl, mpu —10-0°C. Cmecu naBanu
HarpeThest 10 KOMHATHOM TeMIiepaTypsl B TedeHue 30
MUH, 3aTeM nepememmuBany 12 4 npu 20°C u pazdas-
ssima 40 vt 7%-ubiM BoiHbIM pactBopoM HCI. Croun
pasznesnsuiu, opraHudecKui ciio mpombiBasin 40 M
Bogsl, otronsiin CH,Cl, B Bakyyme nocyxa. OcTarok
(100%) ounmmanu Ha konouke ¢ Si0, ¢ UCTIONB30BAHIEM
rpaauneHTHBIX cucreM pactBoputeneii CHCl,—-MeOH
(20:0 — 20:0.5).

buc|N-u300yTua-N-(mupenuindochunnameru)|-
aMuUJ1 IUIHKOJeBoi kucaotol (4). Bexon 1.72 1 (71%),
rycroe OecuseTHoe Macio. JlaHHbIe CIIEKTPOCKOIHH
SMP 'H, *C{'H} u *'P{'H} npusenens B Tabn. 1-3.
Macc-cniekrp (HRMS-ESI), m/z: 673.2954 [M + H]"
(Berumcneno ans CygHy7N,O5P,: 673.2955), 695.2777
[M + Na]" (Bsruncneno st CygH,N,NaOsP,: 695.2774),
711.2518 [M + K]" (Bbruncneno st C3gHyoN,KOsP,:
711.2514).

buc[N-#-oxTua-N-(nudennadochunuamerun)]-
aMuUJT TUTTHKOJIeBO# KucaoThI (5). Beixon 2.82 1 (71%),
rycroe OecueTHoe Macio. JlaHHbIe CIIEKTPOCKOIIHH
SAMP 'H, BC{'H} u3'P{'H} npusenens B Tabm. 1-3.
Macc-cniektp (HRMS-ESI), m/z: 785.4213 [M + H]"
(Beramcneno s CyqHg3sN,O5P,: 785.4207), 807.4039
[M + Na]" (Beruncneno st Cy6Hg,N,NaOsP,: 807.4026),
823.3778 [M + K]" (Bbramcneno mist CyqHg3N,KOsP,:
823.3766), 1591.8170 [2M + Na]" (BbIUHCIEHO Is
CyoH 24N4NaO;(P4: 1591.8160).
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Bis(/V-Alkyl-N-diphenylphosphinylmethyl)diglycolamides:
Synthesis and NMR Spectroscopy Study
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Bis(N-Alkyl-N-diphenylphosphinylmethyl)diglycolamides [Ph,P(O)CH,N(R)C(O)CH,],0O, where R = Et, i-Pr,
n-Bu, i-Bu, n-Oct, were synthesized by reaction of diglycolyl chloride with N-alkyl-N-(diphenylphosphinyl-
methyl)amines Ph,P(O)CH,NHR obtained by the Kabachnik—Fields reaction of aminomethylation of diphenyl-
phosphinous acid, and their hydrochlorides. The structure of the obtained compounds was studied by 'H, '3C
and *'P NMR spectroscopy.

Keywords: diglycolamides, amidation, diphenylphosphinous acid, N-alkyl-N-(diphenylphosphinylmethyl)-
amines, bis(N-alkyl-N-diphenylphosphinylmethyl)diglycolamides, NMR spectroscopy
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