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OmnpeneneHa KpucTajutnueckas cTpykrypa S-metuin-N-denwn-1,3,4-tnagnazon-2-amuna (I).
Monekyna coequHeHHs | SIBISIETCSl HEIUIOCKOW, CpeTHEKBAApaTHHAs IJIOCKOCTh ee (peHMITb-
HOTO IIMKJIa OPHEHTHPOBAHA OTHOCHTEIBHO TIOCKOTO THAMA30JbHOTO (pparMeHTa moj yrioMm
22,8°. UccnemyeMoe BeMIecTBO B KprcTaiwie 00pa3yeT OECKOHEUHBIC IIETTOYKA 3a CUET TPaHC-
JSIOUY BIOJIb HAIPABIICHHUS d, B KOTOPBIX MOJEKYJBI CBSI3aHBI MEXIy COOOW CBSI3SIMH THIIA
N—H...N u C—H...N. B kpucramie, ToMHUMO BaH-Iep-BaalbCOBa B3aNMOACHUCTBHS, MEXKIY
nenoykamu ocymmectsirsiercs Takxke X—H...Cg (T-Koibpo) B3anMoaeicTBHIE.

Knw4yeBble cJ10Ba: THAAUA30J, THOCEMUKAPOA30H MUPOBUHOTPATHON KUCIOTHI, OMOJI0-
rHYecKasi akTHBHOCTb.

[IpousBoaHbIe THAIMA30Ta HAXOIAT IIUPOKOE MPUMEHEHHUE B MEIUIIMHE B KAUECTBE JICKAPCTBEH-
HBIX TPEnapaToB, XUMHUYECKUX CPENICTB 3alllUTHl PACTCHHUN, B TIPOM3BOJICTBE KpacHTENel, HHIUOUTO-
POB KOPPO3HH METAIJIOB M JIUTAHIIOB B KOOPAWHAITMOHHON XUMUH | 1 ]. YCTaHOBIIEHO, 9TO BO MHOTHX
CIIy4asix TOJEe3HbIC CBOMCTBA TAKUX BEIIECTB XOPOIIO COTIACYETCS C MX CTPOSHUEM. B CBs3H ¢ A THUM
CUHTE3 U U3yYCHUE CTPYKTYPHBIX OCOOSHHOCTEH HOBBIX MPOU3BOIHBIX THAIMA30J1a MPEICTABISCT KaK
Hay4HBIH, TaK U MIPAKTUUYECKUNA UHTEPEC.

OKCIEePUMEHT MOKa3ajl, YTO MPH HarpeBaHWU CIIUPTOBOTO PacTBOpA, coaepkamiero 4-GeHunTuo-
ceMuKapOa3uj U MUPOBUHOTPATHYIO KHCIOTY, B3SITHIX B MOJIIPHOM OTHOIICHHUU 1:1, B peakIMOHHOM
cMmecu oOpasyercs BemiecTBo coctaBa CoHoN3S, sBnstomeecss S-metnn-N-denun-1,3,4-truaanazon-2-

amuaOM (I).
@NH—H/ Sﬁr CH, (D
N—N

[To-BuaMMOMY, B 3THX YCIOBHSIX PEAKIUsA MEXKIY MCXOMAHBIMU BENICCTBAMH HE OCTAHABIMBACTCS
Ha ctamuu oOpazoBanus 4-(OCHUITHOCEMHUKAPOAa30Ha MUPOBUHOTPAIHON KHCIOTHI, a MPOJOIKAETCS
JI0 IeKapOOKCHUIIMPOBAHUS U TeTEPOIMKIIM3AIMH C YIaCTHEM aToMa CEephl U 3aBepIIacTcsi 00pa3oBaHu-
em L

[enbio HacTOsAIIEH paOOTHI SIBISETCS YCTAHOBIICHUE CTPYKTYPHBIX OCOOCHHOCTEH THaanasona .

JkcnepuMeHTAIbHAA YacTh. CoenuHeHue | Mony4eHo mo ciaeayroniei METOUKe: K pacTBOpY,
conepxkamiemy 10 mmons 4-henunrtuocemMukap6azuna B 40 M1 3TaHONA, TPU TIEPEMEIIVBAHUN U Ha-
rpeBaHuu Ha BopasHOHN Oane (50—55 °C) mpubapinstoT pacTBop, cojepxamuii 10 MMOIb TUPOBUHO-
rpagHoi kucioTel B 10 mut aTunoBoro crnmpta. [lpu aTtom oOpasyercss pacTBOP CBETIO-OPaHKEBOTO
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Tabnuma 1

Kpucmannozpaguueckue xapaxkmepucmuku, oanHvie IKCHEPUMEHMA U YMOYHeHue cmpykmypbi |

Dopmyna CoHgN3S

Moug. Macca 191,25
Temmeparypa, K 293(2)
Usnyuenue A, A 0,71069

CuHronus MoHOKIMHHAS

[Ip. rp. P2/c

Z 4

a, b, c, A 6,010(1), 7,370(2), 20,560(4)
B, rpan. 93,43(3)

v, A 909,0(3)

P r/em’ 1,397

w, MM ! 0,308

F(000) 400

PasmMeps! kpucTamia, MM 0,23x0,20x0,15
O6uactpb cOopa JaHHBIX MO 0, rpaj. 2,94—27.79
WnaTepBaibl HHAEKCOB OTPaXCHUH —7<h<7, 9<k<8, 26<[/<L22
W3MepeHo oTparkeHui 7248
HezaBucumsix oTpakeHuit 2134 (R = 0,0765)
Orpaxenntii ¢ [ > 20(1) 1240

Meton yTouHeHus Homromatprunkii MHK 1o F*
Yucno yToyHsAEMBIX IapaMETPOB 123

GOOF (Bce oTpakeHus) 1,003

R, (I>20(1)) R, =0,0544

WR, (110 BceMy MacCUBY) wR, =0,1633
OcraToyHast 3JIEKTPOHHAS INIOTHOCTH (min/max), e/A’ 0,425/-0,343

I[BE€Ta, U3 KOTOPOTO MPH MEIJIEHHOM BBIIAPUBAHUU B T€YEHHE CYTOK BBINMAJaeT MEIKOKpHUCTaJIHYe-
cKoe BemiecTBO Oenoro 1sera (Boixox 54 %), KOTopoe OT(GHUIBTPOBBIBAIOT Ha CTEKISIHHOM (HIIBTPE,
IPOMBIBAIOT HEOOIBIIMM KOJIMYECTBOM 3TaHONIA U CyIIaT Ha Bo3ayxe. Ero cocras ycraHoBieH Ha oc-
HOBaHHWM JaHHBIX 3JIeMeHTHOTO aHanuza. Haiineno, % : C 56,40, H 4,59, N 21,90, S 16,62. Jlnsa
CoHyN3S Berumciaeno, % : C 56,52, H4,74, N 21,97, S 16,76.

Coenunenue | xopomo pacTBopuMo B numeTwiopmamMuie U AUMETHICYIb(OKCHIE, a TIPU Ha-
rpeBaHUU — B BOJIE M CIUPTax. Ero MOHOKPHUCTAIIIBI, IPUTOIHBIE I PEHTT€HOCTPYKTYPHOTO aHAIIN-
3a, OJy4eHbl EPEeKPUCTAIUIN3ALMEN UCCIeNyEMOro BEIIECTB U3 ATAHOIA.

PenTrennudpakunoHHbIil  SKCIEpUMEHT TpoBeneH Ha audpakromerpe Nonius Kappa CCD
(MoK,-n3iyuenue, rpadMTOBBI MOHOXPOMATOp, KOMHATHast Temiiepatypa). CheMKy MpOBOIMWIN Me-
ToOM (/®-ckanupoBanus. CTpykTypa coenuHeHus | pemeHa npsMeiM MeTogoM U yrouHena MHK
B aHU30TPOITHOM MPUOIMKEHUH JJIs1 HEBOJIOPOIHBIX aToMOB 110 iporpammaM SHELX-97 [ 2 ]. ATomsr
BO/IOPO/Ia BKJIIOUYEHBI B YTOYHEHNE B T€OMETPHUUECKH PACCUUTAHHBIX MO3UIMAX, a UX TeMIIepaTypHbIe
¢akTopsl Uy mpuHaTH B 1,2 pa3a OONbIIUMH, YeM y CBA3aHHBIX C HUIMH aTOMOB yTJI€pOAa W a3oTa.
OcHOBHBIE ITapaMeTPbl IKCIIEPUMEHTA, PEIICHNE U YTOYHEHUE CTPYKTYpP NpHUBEAEHHI B Ta0i. 1, a He-
KOTOpbIE MEKaTOMHBIE PACCTOSIHUS M BaJICHTHBIE yIibl — B Ta0u. 2. KoopnuHate! 0a3uCHBIX aTOMOB
MCCIIEZIOBAaHHBIX CTPYKTYp AenoHHpoBaHbl B KeMOpumxckuii 6aHK cTpykTypHBIX HaHHBIX (CCDC
785085). 'eomeTpudeckre pacdeTbl U PUCYHKH BBHITIOJTHEHHI ¢ mmoMoIisio nporpaMMbl PLATON [ 3 ],
JUIS IPEACTaBIICHUS YIIAKOBOK CTPYKTYP OCTaBJICHBI TOJBKO T€ aTOMbI BOAOPO/Ia, KOTOPbIE YUYaCTBYIOT
B BOJOPOAHBIX cBA3sX (puc. 1). [lns aHanmu3a mony4eHHBIX CTPYKTYpP HCIOJIb30BaJINCh JaHHbIE Kem-
Opumxckoro 6anka nanHbix (Bepeus 5.30) [4, 5 ].
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Taonuma 2

Medicamommvle paccmosiHust u 6anenmuble yeavl 0as coedunerus 1

o

Ces13b d, A CBsi3b d, A Casi3b d, A

S(1)—C(8) 1,7293) | N@)—C(1) 1,353(3) C(4)—C(5) 1,384(4)
S(1)—C(1) 1,741(2) NG3)—C(2) 1,415(3) C(5)—C(6) 1,371(4)
N(1)—C(1) 1,309(3) C(2)—C(3) 1,373(3) C(6)—C(7) 1,394(3)
N(1)—N(2) 1,388(3) C(2)—C(7) 1,392(3) C(8)—C(9) 1,499(4)
N(2)—C(8) 1,291(3) C(3)—C(4) 1,380(3)

VYron o, Tpaj. Vron ®, Tpaj. Yrou , rpaj.

C(8)—S(1)—C(1) | 87,5(1) | N3)—C(1)—S(1) | 120,5(2) | C(6)—C(5)—C(4) | 119.2(2)
C(H)—N(1)—N() | 111,8Q2) | C3)—C2)—C(7) | 119,1(2) | C(5)—C(6)—C(7) | 121,0(2)
C(8)—N(Q2)—N(1) | 114,02) | C3)—C(@2)—N@) | 117.8Q2) | C(2)—C(7)—C(6) | 119,5(2)
C(1)—N@3)—C(2) | 128,0Q2) | C(7)—CQ2)—N@3) | 123,1(2) || NQ@)—C(8)—C(9) | 124,8(2)
N(1)—C(1)—N@3) | 126,1(2) | C(2)—C3)—C@) | 121,2(2) | N@2)—C(8)—S(1) | 113,3(2)
N(1)—C(1)—S(1) | 113.4(2) || C3)—C@)—C(5) | 120,1(2) | C(O)—C(8)—S(1) | 121,9(2)

Oo6cyxaeHue pe3yJbTaToB. MoseKkyna coequHeHus | SBIsSETCS HEIJIOCKOM, CpeaHEeKBaIpaTHy-
Has TuIocKocTh ee (eHmtbHOrO 1uKia 4(C(2)—C(7)) opueHTUpOBaHA OTHOCUTEIBHO TUIOCKOTO THA-
muazonsHOro gparmenta B(S(1)N(1)N(2)C(1)C(8)) mox yriom 22,8°, a OTKIOHSHHS aTOMOB OT OIIpe-
JIeJIIeMbIX UMH BBIIIEYKa3aHHbIX MIockocTel He mpesbimaeT 0,004 u 0,008 A coorBercTBeHHO. IIpu
atoM atombl azoTa N(3) u yraepoma C(9) nmexar mpakTHIECKH B INIOCKOCTH THAIHA30JLHOTO KOJIBIIA,
X OTKJIOHEHHs oT Hero coctasisiior 0,008 1 0,001 A . [TosiBleHHe METHIBHOI rpynnbl B THA30JIbHOM
(hparmenTe npuBoAUT K yMeHbIIeHHIO IHHBL cBs3u S(1)—C(8) (1,729(3)) mo cpaBHEHHIO C TAKOBOM
B npou3BoaHbIX 1,3,4-tramuazona [ 7] (1,741(3)) u [ 8] (1,752(4)) na 0,013 u 0,023 A cooTBeTCTBEH-
HO. OcTajbHBIE MEXKATOMHBIC PACCTOSHUS B JAHHOM IIUKJIC COTJIACYIOTCS C IIUTUPOBAHHBIMU JIUTEPa-
TYypHBIMU JaHHBIMH.

Coennnenne | B kprctame o0pazyeT OeCKOHEUHBIE IETTOYKA 33 CUET TPAHCISIIUHN BAOIb HAIIPaB-
JIEHUs d, B KOTOPBIX MOJIEKYJIBI CBsI3aHBI Mexay coboii cBs3simu Tuma N—H...N u C—H...N. IIpu
5TOM B JJAHHOM COEIWHEHWH HaOII0JaeTcs TaKke BHYTPUMOJIEKYJSApHas BojgopomHas cBsizb C(7)—
H(7)...N(1) (puc. 2, Tadxn. 3). B kpucramre, mIoOMIMO BaH-Iep-BaalbCOBa B3AUMOIACHCTBUS, MEXIY IIe-
noukamu ocymiectsisercs takxke X—H...Cg(n-kombio) B3aumoneiicteue (H---Cg < 3,0 A, v <30,0°,
rae y — yron mexnay Bekropom HCg u Hopmaibio k apomarnyeckomy nukiy [ 3 ]). Tak, ansa C(6)—
H(6)...Cg(A) B3ammomeicTBUA paccTossHue Mexmy atromoMm H(6) um mentpommom A paHO 2,83 A,
a 3Ha4eHue yria y cocrasiser 9,0°.

Puc. 1. Ctpoerne monekynsl |

Puc. 2. ©parment cTpykTypsl I
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Tabnuma 3

T'eomempuyeckue napamempusl 000pOOHbIX C8s3ell O coeounenus |

CBa3b d, A Vron, rpan. | Onepanus
D—H...A D—H | H..A|D.A| D-H—A | cummerpun

N3—HI..N2 | 0,77 | 2,31 | 3,089 178 “x, v, z
C3—H3..N1 | 0,93 | 2,49 | 3,342 152 —14x, y, z
C7—H7..N1 | 093 | 2,39 | 2,965 119 X, 0,z

Takum 00pa3oM, NPOBENCHHOE HMCCIEJOBAaHHE IIOKA3ajo, YTO peakuus KOHAeHcaluu 4-QpeHnn-
THOCEeMMKapOa3nuaa ¢ MMPOBUHOTPAIHON KUCIOTOM B ropsiueM 3TaHOJE HE 3aBepIIacTcsl 00pa3oBaHU-
eM 4-peHnnTuoceMrKapOa3oHa MUPOBHHOTPATHOMN KUCIOTHI, @ IPOJI0JDKACTCS A0 AeKapOOKCHIMPOBa-
HUSI ¥ TETEPOLMKIN3ALUK C yYacTHEM aToMa cepbl U 3aBepiiaercs: o0pazoBanueM S-meTui-N-QeHu-
1,3,4-Tnagna3oi-2-aMuHa.
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