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N-CynspuauntpudropMeTancyabGoHaMu] pearnpyer ¢ CyKIMHUIXJIOPHIOM, 00pasysi ¢ BBICOKAM BBIXOIOM
1-[(TpudropmeTHiT)CyabGOoHMI [IUPPOTUINH-2,5-THOH, CTpOEHUE KOToporo jokazaHo Metogom PCA. Iocnen-
HUH pacKpbIBAETCSl ATAHOJIOM B MSITKHX YCIIOBHUSX cesleKTHBHO 110 cBsizn C—N ¢ oOpazoBanueM (1£)-4-310K-
cu-4-okco-N-[(TpuropmeTin)cynbHOHNI |0y TAHUMHJMHOBOH KHUCIIOTHI.

KuaroueBbie ciioBa: N-cynppuHUNITpuPTOpMeTaHCYIBGOoHaAMU, |-[(TprdTOopMeTHI)CYTb()OHNT |-TUPPOITH-
JMH-2,5-TMOH, cesieKTuBHOE paciueruienue cBsizu C-N, PCA

DOI: 10.31857/S0514749223030138, EDN: TQOSNR

N-Cynshuaunamuasl (RNSO) pearupyror ¢ kap-
OOHMJIBHBIMU COEAMHEHUsIMU ¢ BbiaeneHueM SO,
U IIUPOKO HCIOIb3YIOTCSI B OPraHUYEeCKOM CHHTE-
3¢ [1-3]. B nHacrosmeii pabore, mpomomKas Hccle-
JIOBaHHS B 00NAacCTH XUMHU TpuIaMuIa U ero mpo-
M3BOJIHBIX, MBI M3Y4HJIU B3auMojeicTBue N-cyinbhu-
HunTpUdTOpMeTaHCyIbhoHamMuaa 1 ¢ CYKIIMHHIXIIO-
puoMm 2.

Peakuma  N-cynbhuHHATpUPTOPMETAHCYIH(HOH-

amMuJia 1c CYKIIMHUWJIXJIOPUAOM 2B XJIOpUCTOM MC-

THJIeHe (XxJopodopme) mpu KOMHATHOW TeMIIeparype
NPUBOJHUT K 00pa3oBaHHIO 1-[(TpUPTOPMETHI)CYIb-
¢dhoumn Jmupponuana-2,5-nuona 3 (cxema 1).

SMP MOHUTOPHHT NO3BOJISIET 3aKIIOYUTh, YTO Pe-
aKIusl MPOTEKaeT 4epe3 MPOMEKYyTOYHOE 00pa3oBa-
HUE MOHOAIIYKTa A, O UeM CBUJAETEIbCTBYET HaJIH-
une B criextpe IMP 'H peakimonHoi cMecH, TOMHMO
cunniera rpynn CH, coenunenns 3, curHama IBYX
nuacrepeoronHsix rpynn CH, B obnactu 2.6-2.7 M.1.
B cooTHomenun ~ 1:4. B crextpe AMP '°F mpucyr-
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Puc. 1. Monekynsapaas ctpykrypa coequnenus 3 (ORTEP,
20% TemuoBble 3yIMIICOUBI). HexoTopele UIMHBI CBS-
3eit (A) u yrmsr (rpan): C'-C3 1.507(5), C'—C2 1.498(5),
C2-0? 1.188(4), N'-S! 1.653(2), S'-0° 1.413(2), S'-c*
1.836(3), C*~F! 1.311(4), N'=8'-C* 103.1(1), 0*-S'-03
121.6(1), N'-C2-02 123.5(3), C2:-C!-C* 107.4(2),
C2N'-S1-C*93.4(2)
CTBYIOT curHanbl —76.94 u —77.38 m.a. Ilocnennawuii,
M0-BUAUMOMY, OTHOCUTCSI K aJIYKTy A, IOCKOJBKY
10 CBOEMY 3HAYCHUIO OH OJIN30K K CUT'HaJTy UCXOIHO-
ro N-cynspuuunrpuduamuna 1 (-77.34 m.x.).

[Ipu nnTensHOM CTOSIHUM M3 pacTBOpa BbINaza-
10T KPUCTAJUIBI KOHEUHOTo poaykTa 3. Ero crpoenune
nonteepxaeHo merogamu UK, SIMP cnexrpockomnum,
2JIEMEHTHOTO aHaju3a 1 jokazano merogom PCA. MK
CIIEKTP COCOUHEHHs] 3 COAEP)KUT MHTEHCUBHYIO IIO-
0Cy Ve—g 1773 eM™!, npakTuuecku coBnagaolyo ¢
nonocoit 1771 ecm! B cykimuumuge. CuMMeTpuyHas
CTPYKTypa 3 TOATBEp)KJIAeTCsl HATU4YUEM B CIEK-
Tpe SIMP 'H onnoro curnana CH, npu 2.89 m.x.,
CABHHYTOTO B CHIIbHOE Tone Ha ~ 0.4 M.A. OTHOCH-
tenbHO curHana CH, B cykunHunxnopuae 2. B cnek-
tpe SAMP 3C curman CH, npu 29.9 M.1. cABUHYT
B ciaboe mone Ha ~ 10 M.J. OTHOCHTEJIFHO CHUTHAJIA
CH, B coeaunenun 2. Curxajl KapOOHHJIBHOIO yIyie-
pona B nponaykre 3 npu 170 m.a. coBmagaeT ¢ coot-
BETCTBYIOIIMMH CHUTHAJaMH y CMELIAHHBIX UMHJOB
KapOOHOBBIX M TpHU(TOpMETaHCYTb()OHOBOW KHUCIOT
CF3;SO,NHC(O)R. Takoe e copnajaeHue Hadmrozna-
ercs u s curHanos CF; mpu —76 M.1. B crekTpax
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SIMP '°F [4, 5]. MonekynspHas CTpyKTypa IPOLyK-
Ta 3 u n30paHHBIC TCOMETPHUICCKHEC TApAMETPHI TIPHU-
BEJICHBI Ha puC. 1.

HenmaBHo ommcano packpeiTHE MTUPPOIHINHOBOTO
KOJIbIIa B TO3MJIFHOM aHAJIOTe coequHeHus 3 (cxema 2)
MyTeM CeNeKTHBHOTO pacuieryieHus: cssizu C—N mox
JIEHCTBUEM pa3IMYHBIX PEareHTOB B MPHUCYTCTBHUU
amumnopomunaa [6]. Ipu geiictBum crimproB (R' = Et,
i-Pr, All, CH=CCH,, 80°C, 8 1) 00pa3yroTcst COOTBET-
cTBytomMe 3Uphl 4-(TO3HIAMUHO )-4-0KCOOY TaHOBOH
KHCIIOTHL. B cimydae mpoaykra 3, aHaJOTHYHOE pac-
KpBITHE [IUKJIa TIOJ] AWCTBHEM dTAHOJA TIAIKO TIPOTe-
KaeT yXe IpU KOMHATHOW Temreparype, nasas (1E)-
4-3TOKCH-4-0KCO-N-[(TprdTOp™MeTHI)CYyabPOHNT|OY-
TaHUMUJMHOBYIO KUCIIOTY 4 C BBIXOJIOM, OJIM3KUM K
KOJIMYECTBEHHOMY (cxema 2).

Coenunenne 4 mpejacraBiser coOOW KpUCTAIITH-
geckoe BemecTBo ¢ T.Iu. 5S7-60°C. Ero crpoenwue mo-
kazano metogamu UK, SIMP cnextpockomuu u 3e-
MeHTHOro asanuza. MK cnekTp comepuT moiaochl
nornomenus vC=0 mpu 1713 1 vC=N npu 1586 cm .
B criektpe SIMP 'H 8 CDCl; mpucyTCTByeT ymmpeH-
Helii curdan OH mpu ~ 11 M.71., ABa TpUIIIETa HECUM-
metpuuHoro ¢pparmenra —CH,—CH,—, ksaprer CH, u
tpumier CH; rpynn ¢ cooTBeTCTBYIOIMMU KOHCTaH-
tamu. B cniekrpe IMP '3C, nomumo 1ByX cHrHaios
rpynn CH, npu 28.98 u 30.09 m.4. 1 1ByX cUrHajIoOB
rpu 177.10 u 177.90 m.11., OTBeUalomKX aToMaM yriie-
poZia a30METHHOBOH 1 KapOOHWIIBHOH TPYTIIT, CTBUHY-
THIX B ci1a0oe Tosie oTHocuTeIbHO curaana C=0 B uc-
XOJTHOM 2, IPUCYTCTBYET JBAa CUT'HAJa 3TOKCH TPYIITbI
(13.20 n 67.24 m.1.). Hannume curnana OH rpymnmst
B crektpe SIMP 'H yka3eiBaeT Ha cyliecTBOBaHHE
npoxaykra 4 B umuaHON (hopme (TfN=C-OH), a ne B
amusoit (TsNH—C=0), kak yTBepkIanoch B pabote
[6] (cxema 2).

1-[(TpudTopmeTnI)CcyabGOHUI | MUPPOTHINH-
2,5-muon (3). Cmech 0.155 r (1 mMmonb) Cykim-
awxmopuaa u 0.20 v (1.02 mmons) coenuuenust 1 B
4 MIT XJIOPUCTOTO METWIJICHA WIIN XJIOpodopma Tepe-
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MCIIMBaJIN IIPpHU KOMHATHOH TeMIICPAType B TCUCHUC
10 4, BeImepkuBanu eme 16 4, 3aTeM ymapuBaiu J10-
cyxa. Bexox 0.20 r (90%), .. 117°C. UK cnekrp,
v, em i 3007, 2951, 1773, 1425, 1215, 1179, 1131,
1071, 1010, 938, 814, 670, 606, 576, 525. Cnextp
SIMP 'H (CD5CN), §, m.z1.: 2.89 ¢ (2H, CH,). CriekTp
AMP 13C (CD5CN), 8, m.a.: 29.92 (CH,), 123.21 k
(CFs, Jep 321.8 Tu), 171.79 (C=0). Cnextp SIMP
9F (CD;CN), §, m.1.: —76.97. Haiineno, %: C 25.49;
H 1.83; N 6.00; S 13.63. CsH,F;NO,S. Brruucneso,
%: C 25.98; H 1.74; N 6.06; S 13.87.

PeHTreHoCTpyKTYpHBIN aHalu3 coeIMHEHUs 3 BbI-
noiHeH Ha audpaxromerpe Bruker DS Venture npu T
293 K, MoK -usnyuenue (A 0.71073 A), ckanuposa-
HUe 10 yriaM ¢ 1 ®. CTpyKTypa pelieHa 1 yTouHeHa
MIPSIMBIM METOZIOM C TTOMOIIIBIO MTPOTPAMMHOTO KOM-
miexkca SHELX [7]. Tlornomenue u3iaydyeHus: Belie-
CTBOM YUYHUTBIBAJIH C TOMOIIBIO mporpamMMbl SADABS.
Kpucrannorpaduueckue naHHble cCOeIUHEHUS 3 Je-
MOHMpOoBaHbl B KeMOpumKcKyto 06a3y CTPYKTYpPHBIX
JTAHHBIX (www.ccdc.cam.ac.uk/data_request/cif),
CCDC 2162755.

PCA coeaunenus 3. CsH,F;NO,S, M 231.15, Ge-
JIple IpU3MOBUAHbIE KprcTauisl, 0.18%0.23%0.25 mm.
PomOudeckast CHHTOHHSA, TTPOCTPAHCTBEHHASA TPYIINa
Fdd2; 0,,,,/0axc 2.68/30.16; a 17.040(1), b 22.105(2),
c9.192(1) A; =B =v=90°, V3462.2(4) A3, Z 16,
dy. 1.774 T/em3, F(000) 1856; p 0.414 mv!; 22292
OTpa)keHUi, U3 HUX 2552 He3aBUCUMBIX; 127 yTouHse-
MBIX TTapaMeTpoB; R 3.45, Rw (110 BceM HaKOTUICHUSIM )
0.085; kpurepuii cormacus 110 2 1.043; Ap, e/ APy
0.181/-0.326 e/A3; Becoast cxema w = [o2 (Foz) +

(0.0473P)? + 1.3723P]!, tne P = (F > + 2Fc?)/3.

(1E)-4-IT1okcu-4-oxco-N-[(TpudTopmeTnii)cy-
Jbponni|0yranumuauHoBast kucjaora (4). Cmech
0.052 r (0.252 mMmonb) coenuaenus 3 B 2 MJI 3TaHOIA
TepeMenIBalIi P KOMHAaTHOHN TeMIepaType B Tede-
HUeE 8 4, BRIICPKUBAIIHU e1le 16 4, ymapuBaiu 10ocyxa.
Brixon coennuenus 4 0.059 r (93%), Tt 57-60°C.
UK cnmektp, v, em': 3002, 2953, 1713, 1586, 1338,
1224,1197, 1148, 937, 659. Cnextp AMP 'H (CDCl,),
o, m.a.: 1.36 T (3H, CH;, J 7.1 T'm), 2.79 T (2H, CH,,
J 6.8 Tm), 3.21 T (2H, CH,, J 6.7 I'n), 4.36 x (2H,
CH,, J 7.1 T'n), 10.98 ¢ (1H, OH). Cnextp AMP 13C
(CDCly), 8, m.o.: 13.20, 28.89, 30.09, 67.24, 118.82
k (CF;S0,, 'Jep 322.0 '), 177.10, 177.90. Cnektp
AMP '°F (CDCly), 8, m.a.: —79.11. Haiineno, %: C
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29.96; H 3.78; N 5.09. C;H,(F3NOsS. BrruncneHno,
%: C 30.33; H3.64; N 5.05.

UK crniexTpsl perucTpupoBain Ha mpudope Varian
3100 FT-IR B Tonkom crnoe. Criektpsl SIMP caumanu
Ha criektpomeTpe Bruker DPX-400 Ha pabounx 4va-
crorax 400 ('H), 100 ('3C), 376 ('°F) MI'u. B kaue-
CTBE BHYTPEHHETO CTaH/apTa MCIIOJIb30BAIA CUTHAIBI
octarounsix npotoHos ('H), umm atomoB yrmepona
(13C) pacTBOpHTENS, XMMHUYECKHE CBUTH TIPUBEIEHBI
ornocurensno TMC ('H, 13C), CCI4F (1F).

3AKJIIOYEHUE

[To peakmun N-cynbpuHUATPUGTOPMETAHCYTH-
(oHaMU/IA ¥ CYKITMHIUTXIIOPUAA B MATKUX YCIOBHSAX
C KOJIMYECTBEHHBIM BBIXOJIOM CHHTE3UpoBaH 1-[(Tpu-
bTopMeTHIT )CYITb(HOHWII |-TIUPPOITHIUH-2,5-THOH H yC-
TaHoBJEeHa ero crpykrypa merogoM PCA. Ilomyuen-
HBIH TIPOAYKT NPH 00pabOTKK ATaHOJIOM NpeTeprieBa-
€T pacKpbITHE LKKJIa ¢ oOpa3zoBanueM (1F)-4-3Tokcu-
4-okco-N-[(TpudTopMeTH)CcynbhHOHIIT |0y TAaHUMH-
JIMHOBOM KUCIIOTHI C BEICOKHM BBIXOZIOM.
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Reaction of N-Sulfinyltrifluoromethanesulfonamide
with Succinyl Chloride
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N-Sulfinyltrifluoromethanesulfonamide reacts with succinyl chloride to form 1-[(trifluoromethyl)sulfonyl]-
pyrrolidine-2,5-dione in high yield. The structure of the product was proved by X-ray diffraction analysis. The
product is opened with ethanol under mild conditions selectively at the C—N bond to form (1FE)-4-ethoxy-4-

oxo-N-[(trifluoromethyl)sulfonyl]butanimidic acid.

Keywords: N-sulfinyltrifluoromethanesulfonamide, 1-[(trifluoromethyl)sulfonyl]-pyrrolidine-2,5-dione, selec-

tive C—N bond cleavage, X-ray diffraction analysis
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