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[TpoBenaeHo peHTreHOCTpYKTYypHOe rccienoBaHue (PCH) nByx HOBbIX KPUCTAJLJIOCOJbBATOB HA OCHOBE 4-
aMuHO-N-(4-HuTpodeHT)0eH30ICyIb(oHaMMUAA ¢ IUMETWICYIbdokcuaoM 1 ¢ N,N-1umeTuianeraMmu-
noMm. [TokazaHo, YTO IIPUCYTCTBUE PACTBOPUTEJISI MIPAKTUUECKHU HE BIIUSIET HA MOJICKYJISIDHOE CTPOSHUE CO-
ennHeHUsT 4-aMmuHO-N-(4-HuTpodeH1)0eH301CcyIb¢OoHaAMNAA, UCCISIOBAaHHOIO paHee (KpucTtaul 0e3
pPacTBOPUTEIIST), HO OKa3bIBaeT BIUSIHUE Ha €ro KOH(MOPMaILIMOHHOE cCTpoeHre. B 06enx HOBBIX KpUCTAJLIM -
YeCKMX CTPYKTypax peaan3yeTcs MexKMOJIeKyasapHas cBsa3b Tuna NH--O (MoieKyJIbl pacTBOPUTEIS).

DOI: 10.1134/50023476119060237

BBEAEHWE

CynbdpoHamunbl (CA) sBISTIOTCS JIeKapCTBEHHBI -
MU CpeACTBaMU, IIMPOKO TMPUMEHSIOIIUMUCS TIPU
JIeYeHNM 3a00JIeBaHMil, BBI3BAHHBIX TI'PAMIIOIOXKM-
TeJIbHBIMU U TPAMOTPULIATEIbHBIMU MUKPOOPTaHU3-
MaMM, a TAaK:Ke HEKOTOpbIMU rpubamu [1, 2]. MoxHO
MOIBITATECSI MOMUMUINPOBATh COCOUHEHUSI, WC-
MOJIb3Yys1 pa3IndHbIe pacTBopuTeaud. B ciyuae, eciu
9TH PaCTBOPUTEIY BOWIYT B COCTAaB COEAUHEHMSI, Ha-
XOJSIIIIETOCSI B TBEPAOM COCTOSIHMHU, 3TO MOXET YBe-
JIMYUTh CIIEKTP (PU3UOJIOTMUYECKUX MPOSIBICHUN 13-
BECTHBIX MpenapaToB U paclIupPUTh MPeACTaBICHUS
O CTPOCHUM OMOJIOTMYECKN aKTUBHBIX COSIUHEHUIA.

B [3] mokazaHo, yTo MoieKyJibl CA B KpUcTajiax
MIPUHUMAIOT y4acTHe B 00pa30BaHUU MEXKMOJIEKY-
JISPHBIX BOJIOPOIHBIX CBsI3ei. B [4] ObI1O MccnenoBa-
HO BIIMSIHUE 1OI0- 1 HUTPOTPYN Ha KOHMOPpMAIIUIO
CA. 3naHue koHpopMauumn Mouekyabl CA Heo0Xxo-
VMO TIPpH pa3pabOTKe JIEKapCTBEHHBIX CPEICTB, TaK
kak CA-rpymnma $BsI€TCS Ype3BbIYAHO BaKHOM
OMOJI0rMYeCcKOi (PyHKIIMOHAILHOM IPYIIION U OIIpe-
JeNsieT OMOJIOTMYECKYIO0 aKTUBHOCTD Ipernapara.

Llensr HacTosIIel paOOTHl — M3yYEHUE BIMSHUS
pacTtBoputeiein (muMmetuiacyiabdokcuaa u N,N-gu-
MeTuIalleTaMuaIa) Ha KOH(POPMALIMOHHOE CTpOeHUE
MoaeKyabl CA U TOIIOJIOTUIO MEXMOJIEKYJISIPHBIX BO-
JOPOOHBIX CBSI3EH.
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BKCINEPUMEHTAJIbHAA YACTb

KpucramnoconeBatel  4-amMuHo-N-(4-HUTpOde-
HMI)OeH30JICyIbOoHAMUIA C IUMETUICYIb(POKCH-
noMm u ¢ N,N-guMeTiIaleTaMUaOM II0JIyYeHBI ITyTEM
pacTBOpeHMs IIpU HarpeBaHUM U HEIPEPLIBHOM IIe-
peMemnBaHuM  4-aMUHO-N-(4-HUTpodEeHMIT)OeH-
30JIcyab(OHAMKUIA B YKa3aHHBLIX pPacTBOPUTEIISIX.
[MomyyeHHBIE PAacTBOPHL OXJIAXIAINUCh OO KOMHAaT-
HOI TeMIlepaTypbl U MEAJIEHHO UCHAPSIJIMCh ITPU TOH
Ke TeMIlepaTtype 4epe3 HeOOJIbIe OTBEPCTUS B 3a-
IIMTHOI IUIEHKe, 3aKphIBalolleil OI0OKCHI C pacCTBOpa-
MU, KOTOpbIE, B CBOIO O4epeab, MOMENIaJnCh B 3a-
KPBITYIO eMKOCTh ¢ Bofoii. I1pu mmoncke KpucTajio-
COJIbBAaTOB OBLI OCYIISCTBJIEH IIepedOp pa3HBIX
pactBopuTesieii. Kpucrannbsl, BelIeIeHHbIE U3 pa3-
HBIX PaCTBOPUTEJIC, TIEPBOHAYAILHO U3y4YaICh M-
TOIOM TEPMOIPAaBUMETPUM, KOTOPBIA II03BOJISICT
YBUIETh MPU3HAKU ITOJIYyYEeHUsI KPUCTAJLIOCOJIbBaTa,
a 3aTeM HCCIEeNOBaIUCh METOAOM PEHTIEHOCTPYK-
TYPHOI'O aHAJIM3a.

Uccnenosanue coenmueHuii 4-amuHo-N-(4-HUT-
podeHun)oeH30cyIbpoHaMUAa € JUMETUIICYIb-
dokcuaom (1) m ¢ N,N-guMmeTmwraneramMmuaoMm (2)
MPOBEJIEHO HAa MOHOKPpUCTAJIJIax Ha TU(paKTOMETpe
KM4 ¢upmer KUMA DIFFRACTION, Ilonabiia
(MMoK,) = 0.71073 A, ®/20-ckanuposanue). Kpu-
crajiorpacpuyeckue 1aHHbIE U OCHOBHBIE MapamMeT-
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Tab6auma 1. OcHOBHbBIE KpUcCTaIorpaduyeckue TaHHbIE U XapaKTepUCTUKU SKCIIEpUMEHTa 71 coenuHeHuii 1 u 2

XapakTepucTHuKa Coenunenue 1 CoenuHenue 2
®opmyna C4 H;7N305S, C6Hy9N4O5S
M, 371.43 380.42
T,K 293(2) 120.01(10)
CuHIrOHUS MoHoKJIMHHAasI OpTopomMmbuIecKas
IIp. rp. P2(1)/c Pbca
a,b,c,A 14.8011(4), 7.3250(3), 15.9426(3) 11.7440(10), 13.676(3), 23.363(2)
o, B, v, rpan 90.0, 102.562(2), 90.0 90.0, 90.0, 90.0
A 4 8
d., t/cm’ 1.462 1.347
v, A3 1687.09(8) 3752.2(10)
W, MM~ 0.345 0.207
F(000) 776 1600
dopma Kpucrasia [Mpuzma [Mpuszma
Pasmep, MM 0.40 x 0.37 x 0.32 0.50 x 0.45 x 0.30
KonuuecTBo M3MepeHHBIX/HE3aBU- 29149/11545 12022/4976
CHUMBIX OTPaXkKeHUA
1>2c(]) 8268 2929
Yucio yToYHsIEeMBbIX TapaMeTPOB 229 238
O6acTh CKAaHUPOBAHMS, TP 3.07—42.04 2.88—29.00
Mpenensr 4, k, —27<h<24,—13<k<13,-22<1<30|—-16<h<13,—18<k <8, —16<1<31.
S 1.026 1.002
R-dakrop no F? > 6(F?) 0.0630 0.0560
R-daxTop Mo BceM OTPaKeHUSIM 0.0909 0.1141
WR, U151 Bcex oTpaxeHui 0.1560 0.1192
OcTtaTouHas 3J1eKTpOHHAs —0.484,/0.985 —0.312/0.916
IUIOTHOCTH (mMin/max), :—)/A3

pBI YTOYHEHUS TIpeacTaBlIeHBI B Ta0d. 1. CTpyKTyphI
pacidpoBaHbl MPsIMbIM MeTosioM [5]. ITTo3uuuu u
TeMIlepaTypHbI€ MTapaMeTpbl HEBOAOPOIHBIX aTOMOB
YTOYHEHBI B aHU30TPOITHOM ITPUOJIMZKEHUU TOJTHO-
matpruyHbiM MHK. ITo3uninmn aToMOB BOIopo1a BhI-
SIBJICHBI M3 PA3HOCTHBIX CUHTE30B U B HaJbHEHIIIEM
YTOYHSUIMCH C HAJIOXXECHUEM OTPaHWYECHUI 110 MOJIe-
JIM “BcagHMKa”, BCE pacyeThl BHITIOJIHEHBI C MCITOJIb-
30BaHMEeM KoMIniekca rmporpamMm SHELXTL [6].

CIF-daiinbl ucclienoBaHHBIX CTPYKTYp Aelo-
HUpoBaHbl B KeMOpUIXCKUI O0aHK CTPYKTYPHBIX
maHHbBIX (CCDC Ne 1561491, 1561492) u moryt
ObITb CBOOOOHO TIOJNyYeHBl IO 3ampocy Ha
www.ccdc.cam.ac.uk/data_request/cif.

PE3VIJIBTATBI 1 X OBCYXIEHHUE

MonexynasapHoe cTpoeHne coeauHeHuit 1, 2 u 4-
amMuHO-N-(4-HuTpodeHwmn)oeH3oncynbpoHamuna (3),
uccaeaoBaHHoro B [1], mpeacrasiieHo Ha puc. 1.

MoJiekyibl BO BCEX TPeX COEAUHEHMSIX HeE TII0C-
kue. Yron mexnay ¢pparmenramu NH,—Ph—SO,— u
NO,—Ph—NH- cocraBmser 68.8°, 96.5° u 98.2° co-
OoTBeTCTBEHHO B coenmHeHussx 1—3. Ha puc. 2 nipen-
cTaBjieHbl coeauHeHust 1—3, coBMellleHHBbIE MO 1IeH-
tpanbHOMYy (parmenty C(1)S(1)N(1)C(7). Hurpo-
TPYTITHI HE3HAYUTETLHO OTKIIOHSIIOTCS OT TUIOCKOCTH
¢denmnbHbIX Kojtelr: 10.9°, 3.7° u 2.7° B 1—-3 cooTBeT-
cTBeHHO. [IpuCyTCTBIIE MOJIEKYJI pACTBOPUTENS IV~
Mmetmicynbokcruaa u - N,N-muMeTniaaleTaMuaa
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Puc. 1. MojekyasapHoe CTpoeHue coeqrnHeHnit 1—3.

MIPaKTUYECKU HE BIMSET Ha paclipelejicHUe IIMH
CBsI3eil I BeIMUMH BaJICHTHBIX YIVIOB B 4-aMUHO-N-
(4-HutpodeHnn)oeHsosncyabdoHamune. JIuHbl He-
KOTOPBIX CBSI3€i U BEJIMYMHBI BAJICHTHHIX YIJIOB B CO-
ennHeHUsIX 1—3 mpuBeacHE! B Ta0. 2.

KoHdopMmallMoHHbIE COCTOSIHUSI HCCEAYeMbIX
MOJIEKYJI 3aBUCST OT MOJABMXKHOCTU MOCTa, COSUHSI -
follero aBa eHmIbHbIX Konbla: Phl (C(1)—C(6)) u
Ph2 (C(7)—C(12)). a5 onucaHust KOHQOPMAILIMOH-
HOTO COCTOSIHUSI MOJIEKYJ B [7] ObUIM MpemIOKEHBI
TpU Tapametpa: yroja mexay SO,-rpynroit u cde-
HUIbHBIM (pparMeHTOM Phl, C(2)—C(1)—S(1)—N(1)
(1)); yron C(7)—N(1)—S(1)—C(1) (t,), onuckiBao-
muii moaBrXHOCTL ¢Bsidu S(1)—N(1), u TopcuoH-
Hb1ii yron C(12)—C(7)—N(1)—S(1) (t;), KOTOpBIi Xa-
pakTepus3yeT TIIOJIOXXKEHWE BTOPOro (HEeHWJIBHOTO
konba Ph2 otHocurenpHo NH-rpyrmer (tadm. 3).
Kpome stnx mapametrpoB B [1] BBeIeH yroa MexXIy
nByMs eHwIbHbIMU KoJibliaMu Phl u Ph2 (ocTpbrii
YIoJl MEXIy TUIOCKOCTSIMU ABYX (D€HUIbHBIX KOJEL)

:":C(z_)z V!\ ,
: ‘@:(2;\);‘ "y

5(3/1 b~
\

c3)

‘{)S(l)

“tm,‘;

Puc. 2. Monekyibl coequHeHuit 1 (CIUIONIHAS TUHUS) U
2, 3 (MyHKTUPHBIE JIMHUW ), COBMEIIIEHHBIE TTO IIEHTPAJIb-
Homy pparmenty C(1)S(1)N(1)C(7).
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U CyMMapHbIit yron (XT; = T, + T, + T3), KOTOpBbIil
OIMUCBHIBAET UHTETPATLHYIO THOKOCTh MOCTa, COEIM-
Hso1IeTo PeHMIbHBIC KonbIla. [TockombKy KoHpOp-
Malusl MOJIEKYJIbl B KPUCTAJJIMYECKOI pelleTKe
3aBUCUT OT Pa3HbIX (PaKTOPOB, TPYAHO BBIIEIUTH
TOJIBKO OJIMH, KOTOPbIi omnpenesiyi Obl ee KOHDOP-
MalMoHHOe cocTostHUe. VI3 maHHBIX Tabi1. 3 cienyer,
YTO Ha KOH(popManmoHHoe cTpoeHue 4-amMuHo-N-
(4-HutpodeHnT)0eH30JICYIb(POHAMMIA MOXKHO BTV~
SITh, BBOJISI B KDUCTAJNIMYECKYIO PELIETKY Pa3uyHbIe
MOJICKYJIbl pACTBOPUTES (HAIPUMED, TUMETUIICYb-
doxkcua n N,N-muMmetunaneramun). Tak, B coenu-
HeHuu 1 HabyoAgalTCSd caMble BbICOKHWE 3HAYEHUS
VIJIOB T; U T,, CAMOE HM3KOE 3HaYeHUe yriaa T; U
MEHBIIMUN TI0 CPaBHEHUIO C COeAUHEHUSMU 2 U 3
yroJi Mexny (heHUWILHBIMU KoJiblIaMu. BBeneHune mo-
JIeKyJ pactBopuTenst (auMmeTwicyibdoKcuaa Win
N,N-nuMmerunaneramuaa) OoJibllie BCEro OTpa3u-
JIOCh Ha BEJIMYMHE yIia T;, KOTOPbI XapakTepusyeT
nosoxeHue eHuIbHOTO Kosblia Ph2 oTHocUTeIbHO
NH-rpynmsr.

B xkpucranie coenurenus 1 peaansyeTcss MEXXMO-
JIEKYJIIpHasi BOAOPOMHASI CBSI3b MEXAY aMUIHBIM
aromoM Bomopona H(1) u aromom kucnopoma O(5)
MOJICKYJIBI TuMeTuicyiabdokcuaa (puc. 1) ¢ mapa-
metpamu: H(1)-+O(5) = 2.06 A, N(1)--O(5) =
=2.801 A, yron N(1)H(1)O(5) = 172.4°. B kpucTai-
JIe COCNUHEHMS 2 peaym3yeTcs MEXMOJICKYJISIpHasT
BOJIOPOMHAsSI CBSI3b MEXIY aMUIHBIM aTOMOM BOIO-
pona H(1) u aromom kuciaopoma O(5) MoJeKyJIbl
N,N-guMeTmianeramMmuga (puc. 2) ¢ mapaMeTpaMu:
H(1)--0(5) = 1.91 A, N(1)-+-0(5) = 2.762 A, yron
N(1)H(1)O(5) = 168.4°. B [1] moka3aHO, YTO yBeJIM-
YyeHWE NTOHOPHO-aKIIENTOPHBIX B3aUMOJEUCTBUI U
BOIIOPOMHEIX CBA3EH B KpUCTaUIaX MIPUBOIUT K CHU-
XeHuto mnoaBrkHocTM Mocta C(1)—S(1)—N(1)—
C(7). B xpucrayuie 3 MeHbIIe MEXMOJIEKYJISIPHBIX
BomoponHbIX cBs3eit, H(1) He yuyacTByeT B 0Opa3oBa-
HWW BOTOPOIHBIX CBSI3EH B OTJIMUME OT COeTMHEeHMI 1
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Ta6mnua 2. JIMHBI HEKOTOPBIX cBsi3eil (A) 1 BeMUMHBI BaJICHTHBIX YIJIOB (Tpai) B coennHeHnsx 1—3

CBsI3b 1 2 Yron 1 2
S(1)—C(1) 1.748(1) 1.741(2) 0(2)S(1)O(1) 119.92(6) 118.7(1)
S(1)-0(1) 1.4391(9) 1.437(2) O2)S(1)N(1) 108.82(6) 109.5(1)
S(1)-0(2) 1.436(1) 1.433(2) O(1)S(1)N(1) 103.05(6) 103.9(1)
S(1)-N(1) 1.636(1) 1.627(2) O2)S(1)C(1) 108.31(6) 107.9(1)
N(1)—-C(7) 1.398(2) 1.395(3) O(1)S(1)C(1) 108.23(6) 108.9(1)
N(2)—C4) 1.370(2) 1.356(3) N(D)S(1)C(1) 107.91(5) 107.4(1)
N(3)—C(10) 1.460(2) 1.461(3) C(7T)N(1)S(1) 128.34(9) 126.4(2)
N(3)-0(3) 1.225(2) 1.225(3) O(3)N(3)0(4) 123.3(1) 123.3(3)
N(3)—0(4) 1.227(2) 1.235(3) O(3)N(3)C(10) 118.4(1) 118.6(3)

O(4)N(3)C(10) 118.4(1) 118.1(3)

Tab6auna 3. Hexkortopsle yriibl (rpain), onvchiBamole KoHhopMallMOHHbIe COCTOSIHUS MOJieKyJl CA B KpUCTAJUIMYECKUX

CTpyKTypax coeavHeHuit 1-3

CoeuHeHue 2C2—C1-S1-NI (1,) | £C7-N1-S1—Cl (1,) [£C12-C7T-N1-S1 (13) 2/Ph1—Ph2
1 877 732 6.2 78.3
2 —73.1 —61.1 —17.2 88.3
3 —72.8(4) —63.5(4) —22.3(6) 89.5(4)

u 2. TakuM o6pa3omM, BBeAeHUE MOJICKYJIBI PACTBOPH-
Tenss guMeTwicyiabdokcuaa u N,N-guMeTnialera-
muaa B kpucTtaul CA yBeJIMYMBAET KOJIMYECTBO MEXK-
MOJIEKYJISIPHBIX BOTOPOITHEIX CBSI3€i, B pe3y/IbTate 9e-
ro CHMXaeTcsl IoABMKHOCTL Mocta C(1)—S(1)—
N(1)—C(7) monexynbsl CA 1 uaMeHsieTcsl ee KoHpop-
MAaIlMOHHOE CTPOEHME, YTO MOXKET COIIPOBOXIATHCS
pPa3pBIBOM MEXMOJIEKYISIPHBIX CBSI3E.

Pabora BBIMONHEHa TpM (PUHAHCOBOW TOI-
nepxke MwuHoOpHayku Poccum (cornaiieHue
Ne 02.a03.21.0008).
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