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MeTo1oM PEeHTTeHOBCKOHM AN(pPakiy H3ydYeHa KpUCTAIMYEecKas W MOJICKYJISIpHasi CTPYK-
Typa 4-xnopdenuncynpponmnanerata  N-METHI-OUC(2-THIPOKCHITIII)aMMOHUS —
4-CIC¢H4S0,CH,COO - CH;N "H(CH,CH,0H),, CHUHTE3UPOBAHHOTO B3aMMOICHCTBUEM
4-xnopdeHncynbGOHMITYKCYCHON KHCIOTEI ¢ N-MeTHII-01C(2-THIPOKCHITHI)aMHHOM.

KnwueBsnie cJ0Ba: 4-xmopheHIICYTbPOHMTYKCYCHAsI KICI0Ta, N-MeTI-ouc(2-ruapo-
KCHOTHII)aMUH, HOHHAS KHUAKOCTh, MOJICKYJISIpHAs CTPYKTYPa, PEHTTCHOCTPYKTYPHBIIH aHAIU3.

B npouecce uccrnenoBaHusi OMOIOIMYECKH aKTUBHBIX MPOM3BOJHBIX apUITE€TEPOYKCYCHBIX KH-
ciotr ArYCH,COOH (Y =0, S, SO,) [ |—9 ] Obna ycraHoBiIeHa KPUCTALIMYECKAsT U MOJICKYJIAPHAS
cTpykTypa 4-xnopdenuncynbpanmnanerara Tpuc(2-rugpokcudtin)ammonns — 4-CIC¢H,SCH,COO -
-N"H(CH,CH,0H); (I), umeroniero crpoenue nportaTpana [ 10]. Pa3BuBas 5TH HMCCIEIOBAHUS, MBI
CHHTE3UPOBAJIM ero aHanor — 4-xnopdenuncynbdonunanerar N-MeTHI-01c(2-THAPOKCUITHI)aMMO-
Huit — kBazunporatpad (II) u meronom pertrenoBckoit mudpakmuu (PJ]) ycranoBuim ero kpucrai-
JUYECKYIO U MOJIEKYJISIPHYIO CTPYKTYDY.

JkcnepuMeHTadbHast 4acTb. Il momyuen B3ammoneiicTBueM 4-XI0pQeHWICYIbPOHUI-YKCYC-
HOW KHCTOTHI ¢ N-MeTHI-01C(2-THAPOKCHITHII)aMUHOM C BBIXOJI0M 98 %0:

4-C1C¢H,S0,CH,COOH + CH;N(CH,CH,0H), —
— 4-CICH,S0,CH,COO - CH;N H(CH,CH,O0H), (II).

Coenunenue II (OecuBeTHbIi mopommok ¢ 7y, 76 °C) cocTOMT M3 MPOTOHHPOBAHHOTO KaTHOHA
aMHUHa ¥ aHMOHA KHUCJIOTBI, YTO XapaKTepHO JUIsl CTPOCHUS TUIIMYHBIX MOHHBIX XKUAKOCTeH. B HacTos-
11ee BpeMs K MOHHBIM JKMKOCTSIM OTHOCAT M TBepible BemecTsa ¢ Ty < 100 °C) [11]. UK (v, em )
1360, 1585 (COO"), 1139, 1315 (SO,), 3160 (OH). AMP 'H (5, m.1., CD;0D, TMJIC): 7,94—7,58 (x,
4H, C¢H,), 3,85 (T, 4H, OCH,), 3,30 (1, 4H, NCH,), 2,95 (c, 3H, NCHj3); SIMP "C: 168,06 (C=0),
140,99—130,24 (C4H,), 64,10 (SO,CH,), 58,96 (OCH,), 56,68 (NCH,), 41,82 (NCH;); SIMP "N
(otH. CH;3NO;): —340,43. Hcxomnbiii N-metnn-ouc(2-ruapokcudtin)amu: —354,00, Ad = 14 m.n.
CraGomobHOe CMelIeH e XHMHYECKOro caBura N CBUIETENECTBYET O IPOTOHNPOBAHMH aTOMA a30-
Ta:N'H[12].

ITepexpucrannuzanueit I u3 meranona (20 °C) momyueHsl MOHOKpUCTaJIBL. [Ipuromusie mist
JU(PPaKTOMETPUUECKOTO AKCIIEPUMEHTa 00pa3lbl ObUIM 0TOOpaHbl (HOTOMETOAOM. MOHOKpPHCTAILIBI
coequnaenns Il uccnenoBanuce npu Temneparype 296 K Ha apromatnueckom audpakromerpe Bruker
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ckoB P.I'., Mupckosa A.H., 2013
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Ocnosnvie kpucmanioepaguueckue xapakmepucmuxu coeourenus 11
u 0emanu CmpyKmypHO20 pewenus u ymouHeHus

Banosas ¢popmymna C13H,006N;CL Sy
MonekynspHbIii BeC 353,85

CuHroHust TpuKIUHHAS

IIp. rpymnma P-1

a, b, c, A 7,422(4), 7,616(4), 14,567(8)
o, B, v, Tpam. 85,44(4), 83,52(4), 89,07(4)
v, A 815,6(8)

7z 2

[LnoTHOCTH, T/eM’ 1,441

F(000) 372

Srnan/TP. 40,0

Koi-Bo u3mep. / He3aBuC. pediekcoB 4002 / 1331(F > 30p)

Ry, wRy, GOOF 0,0469, 0,0437, 1,114

APEX-II ¢ CCD (50 B, 35 MA, uznyuenune MoK, rpaduTOBBIi MOHOXPOMATOpP, MYJIbTUCIOEBAS OII-
trka). Ctpykrypa Il pemena nmpsMbIM METOIOM W yTodHEeHa nojgHoMaTpudasiM MHK B anm3otporn-
HOM TPHUOJIMIKEHUH ISl HEBOJOPOAHBIX aTOMOB Ha mporpammHoM komiuiekce SIR-2008. [Mosuruu
BOJIOPOJIHBIX aTOMOB, KOTOPBIE MOKHO OBUIO ONPEICIUTh PACUETHBIM ITyTEM, YTOYHSUIUCH B H30TPOII-
HOM TPUOJIMIKEHHUH, WCIIONB3YsI MOJIENb JKeCTKOro Tena. [[o3UuInuu oCTambHBIX BOJOPOAHBIX aTOMOB
ompeencHsl 3 pazHocTHoro Myphe-cuHTe3a U B manmbHelmeM He yTouHsumuchk. CIF-daiimsr, comep-
Kame nonHylo uH(popMmammio o crpykrype II, nmenonmpoBaner B CCDC, Ne 863881
(www.ccde.cam.ac.uk/data_request/cif). B TaGnuiie nmpuBeaeHbl KpucTauiorpaduveckue XapakTepu-
CTHKH ¥ JIETAIN CTPYKTYPHOTO PEIICHNS U YTOUHEHHUS.

O0cy:xkaeHue pe3yJbTaToOB. B He3aBHCHMOIl yacTH smeMeHTapHOM sueiiku kBazurporaTpana Il
Haxonarcsa 2 anmona 4-CIC4H4,SO,CH,COO™ (A u A') u 2 xatuona CH;N'(CH,CH,OH), (K u K'),
puc. 1. B annonax A u A’ mmunst cesizeit Cl—C (1,741(9) u 1,738(6) A) OJIMHAKOBBI U XOPOIIIO COBIIA-
naroT co cpexnreit mmuHOM cBs3u Cl—C(apmn) (1,737(4) /3) [ 13 ]. OTO Mex)aTOMHOE PaCCTOSTHHE TIPaK-
TUYECKU TaKoe K€, Kak B aHuoHe mporatpana I — 1,746(5) A [10]. AtoM xJt0opa HAXOAUTCS B ILIOC-
KOCTH O€H30JIbHOTO IIMKJIa B 000MX HE3aBUCHUMBIX aHHMOHAX. B aHHOHE A aTOM Cepbl BBIXOJUT U3 3TOH
mockocty Ha 0,16 A, a B A’ — s Ha 0,063 A. Jlnuna cBsisu C(apmn)—S B 000MX aHMOHAX OJIMHA-
koBa 1,770(9) A.

KoopanHanioHHBIA MOJIM3Ap aTOMa Cepbl — HECKOJIBKO MCKAKEHHBIN TETpaj’p, C XapaKTePHbI-
MU Ui Hero BalieHTHBIMH yriiamu (103—112°) u mmmuamu cesizert S—CH,; (1,72 A) u S—O (1,42 &).
Jlmas! cBszeit S—O B 000MX aHMOHAX OAWMHAKOBEI, a yriibl OSO paszmuaasr — 117,7 u 121,0°, oue-
BUJTHO U3-32 0COOCHHOCTEH YITaKOBKH.

I'eomerpus rpynmm COO™ o6oux aHHOHOB WICHTUYHA.
Jmmaer csazeit C—O B A u A’ onuHakoBel — C17—O08
1,24(2), C17—O010 1235(10)A B A u Cl15—011
1,242(20), C15—012 1,237(15)A B A', a yrasr O=C—O
Onm3ku — 126,5 u 128,8°. AHanoruyHble COOTHOILIECHUS
ATHX NapaMeTpOB HAaOIIOAaMN B aHUOHE npoTtaTpana I, 4ro
CBUJIETEILCTBYET O JCIOKAIN3alMK OTPUIATEIFHOTO 3a-
psana B rpynme COO™ [10].

Crpoenue katnoHoB K u K’ B II ugentuuno. B otnu-
yue oT nporarpana I, B katuone Il oauH U3 ABYyX THApO-

Puc. 1. Aanon A u xatnoH K coennnenus I
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Puc. 2. YnakoBka aHnoHoB A u xatuoHoB K B kpu-
ctayute II, nanpasnenue (010)

kemdTIIBHBIX QparmentoB CH,CH,OH 3amenen
rpymmoit CH;. KoopauHaltmoHHBIMA TTOTHRIpa-
mu atoMoB N1 u N2 B KaTHOHaX SIBISETCS TET-
pasap ¢ BepmmHamu C14, C26, C28 u HOII ato-
ma azota ang N1, u B katuone K' BepmmHsl Ko-
OpAMHAIMOHHOTO TEeTpadpa 3aHUMAaIT 3 aToMa
yraepoga (C13, C25, C27) u 1 arom Bogopoaa
H37, nposiBuBIINIicS Ha KapTe pa3HOCTHOTO CHH-
Te3a ANEeKTpOHHOH miuoTHocTu. OT atoma Ol,
npuHauiexkamero katnony K’, arom N1 nHaxo-
nutcst Ha paccrosHuM 2,809 /&, KOTOpOE He-

¢ CKOJIbKO KOpOdY€ CYMMBI BaH-Jep-BaalbCOBBIX

paanycoB 3THX aToMOB [ 14 ].

I'eometpus xatmonoB K u K' B Il He mMeeT CyIIeCTBEHHBIX Pa3NuyMii: JUIMHBI cBsizeil N—C
ommskn (1,490—1,494 A), C—C (1,49—1,52 A), C—O (1,41—1,42 A); Banentsie yruer atomos N
n C terpasapuueckue. bamskue k I reomerpuueckne xapakTepucTHkd umeeT katwoH B I [10],
a TaK)Ke HeWTpasibHas MOJIEKyJa TpudTaHonamuHa [ 15 ]. Tak ke, Kak ¥ B MOJIEKYJIe TPUITAaHOJIAMUHA
B cBOOOJIHOM M MPOTOHHPOBaHHOU popmax, B kaTnoHax K n K’ nBe OKCHATHIIBHBIE TPYTITBI TIOBEPHY-
ThI B OJIHOM HAIIPaBJICHUU.

B katronax K u K’ aroMbl a30ota BBIXOJST U3 MJIOCKOCTEH, MPOBEJACHHBIX Yepe3 aTOMBI MPUHA]-
JIeXKAIIUX UM aTOMOB yTiiepona Ha ofguHakoByto BenmunHy AN (0,40 u 0,46 A COOTBETCTBEHHO). DTH
IUIOCKOCTH B KPHUCTAJUIe MOYTH MapajuleNbHbl, Yol MEXAy HUMH cocTaBiseT 3,5°. Takoe xe WiIu
oymm3koe 3HadeHne AN UMEIOT Bce U3BeCcTHBIE IpoTaTpansl, B I AN = 0,44 A.

Huskas cummerpust (mip. rp. P 1) mo3BosieT onucarh yrnakoBKy Mojekysn B kpuctaiie 11 kak Oec-
KOHEYHBIC JICHThI Yepeayronuxcsi aHnoHoB (A u A') u xatuonoB (K u K'). Bogopoansie cBsizu Mexy
rpymmamMu OH xatnona u COO aHnoHA 00BESTUHSIOT B NOHHBIC ITAPhl KATHOH—aHWOH, KOTOPBIMH 3a-
TIOJTHEHO KPUCTALUTMYECKOE MPOCTPAHCTBO (puc. 2). Takas cTpyKTypa CTaOMIM3UPOBAaHA dJIEKTPOCTa-
TUYECKUM B3aMMOJICHCTBUEM MEXKIY JIEKTPOOTPULATEIbHBIMU aTOMaMHU KUCIOPOAA U TIOJIOKUTEIBLHO
3apsHKeHHBIM aToMOoM a3ota N1 coceqHero KaTuoHa.

Bryrtpumonekymnspusie H...O B karnone K’ paBHBI nim 0oJibliie HOPMAIILHOTO BaH-/I€P-BaalbCco-
Ba 3HaueHus 2,45 A, kax u HeBanentHsie N...O HECKOIBKO GOJIbINE HIH PABHBI CYMMe HX PaJuyCcOB
2,78 A [ 14 ], ux 3nauenus 3,096 u 2,940 A B katuone K u 2,77 n 2,89 A—BK. Bo3MokHO, 3aMeHa
OJTHOHM M3 THAPOKCHUATIIIBHBIX TPYIIT Ha METWILHYIO JeJIaeT TEOMETPHUIO KaTHOHOB OoJjiee "phIxioit’”,
a MEXXHOHHBIE BOJOPOAHBIE CBsA3U B kpuctaie 11 ynpounstor ynakoBky (cM. puc. 2).
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