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PEAKHHN 2-AMHUHOBEH30THA30JIOB
C OSTWIEHXJIOPTHUAPUHOM. MOJIEKYJISPHAS
W KPUCTAIIMYECKAS CTPYKTYPA XJIOPHUIA
BHUC[(3--OKCHUITUMBEH30TUA30JINI-2-UAEH] AMMOH A

OXCUITHIMPOBAHUE 2-aMUHOOEH30THAZ0JOB STHICHXIOPTHAPUHOM HEOXKUIAHHO
[PMBETO K IPEUMYIECTEEHHOMY 06pasosaso 3-3-xn0psrunbensornasonun-2-oua. B
ClIyuae He3aMEeIEeHE0r0 2-aMUHOOEH30THAS0IA BRIEACHB] TAKKE UEeIeBoi 2-uMuH0-3-
ﬁ—oxcmsrm6emoma30mm U Xnopuz Ouc| (S—ﬁ-oxcnenfm) GEH30TUAZ0IUI-2-MICH ] aM-
moHu". B pesynsraTe B3zaumMopeiicTsus 2-aMuHOGEH30THE30Ja C 3—/3—x110p—
STEUIBEHI0TMASOTME-2-0HOM TIONyHeH 2~ (Ber30THaz0 - 2-1MHHEO) -3- [3- (2-oxcaben-
30THa30IMA-3 1) 9TV ] fensoTrazonus. CTpoeHue CUHTE3UPOBAHHbIX COSAMEECHUM
YCTaHOBIEHO Ha OcHoBaHMM faHEbX PCA, YIMP, UK, Y@ u Macc-CriexTpos.

DTHWICHXIOPTUNPYH, TPAMEHIEMBIM Uil BBENCHUS OKCHUITWIHHEIX TPYII B
MOJEKY/Bl AMHHOB, B TOM UHIC/IE TETEPOLUKJIMUCCKAX, OBULI WCIOAB30BAH IS
HOJyYeHrs AMUHOCIUPTOB HA OCHOBE amuHonmpumuamba [1], ammuorpmasona
[2], asumonmpummos [3, 4] u amuaobeR3MMERA3010B [S—7 .

Hacrosmmee wmccnenosamme OBUIO MNPENIPUHITO C HENBI0  H3VUCHUS
HATPABACHNY OKCHAIKWIApoBaHus 2-ammHobeHsoruasona (Ia, R = H) u ero
2-3samemenmrx  npomssogEex  (I6—x, R = Me, Et, CH2CH20H, Ph
COOTBETCTBEHHO) STWICHXJIOPIHApMHOM u paspaborkm cmocobos  cumHTE3a
aMOu(yHKIUOAAIBHBX TETEPOMMKIAICCKIX aMAHOCIUPTOB, COAepXamux GeH-
30THASOAbHEEM muxkia. OmHAako &npW KHOgYeHW¥ amwea la B pactsope
STHACHXJIOPIAIPHIEA B KAUYECTBE OCHOBHOIO HPOAYKTA PEAKU#¥ OBUI BEIIEICH
3-B-xnopatmnbenzotrasonma-2-oa (1), BRXOm xoroporo Bospacranx or 27 mo
76 %, npu yenmueHWY: IIPONO/CKATEIHHOCTH B3anMOACHCTRHS ¢ 1 7o 5 u. Llemeroi
2-vmmno-3-B-oxcustrnbenzoruasomme (III) momyuen ¢ Boxogom 10...15%. U3
PEaKIAOHAON CMECH BHIOEAEH TAKXXE TPYXHO DPacTBOPHMEI B OPraHWYECKHAX
pPacTBOPUTENIX W BOXE BHCOKOIUIABKAA PORyKT IV.
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[ig BHECHEHHS CTPOCHHS HOCHAEAHETO0 MH H3YUYAIA BO3MOXHOCTH
B3amMoacicTeua nponykTos peaknuy 11 m 111 Mmexny cooit wam ¢ HCXOTHEM
ammaoM Ia. VYmamock ocymectBHTH JMINe pPEaKOWIO aMmHEa la  C
3-B-xnoparmnbensorrasome-2-caom (II) m npum ostomM 0BT BHICACH #
apeETHUIEpoBaH  2-(Gen30THa30 M- 2-mMuEO) -3- [5- (2-0KcoBeH30THAZ0IMH-
3-mr) oTuna J6enzoTrazomH V. e
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IIponyxr IV mo dhuswuecknM KOECTAHTAM 7 CHEKTPATLHBIM XaPAKTEPACTHKAM
OT/IMYAJICE OT COSOWHeHHsS V. B Macc-CuekTpe BTOPWUHBIX WMOHOB C
HACIob30BanmeM xupkux Marpun (LSIMS) storo mponykra 6BuT 3aduKCHpOBAH
MK MPOTOHWPOBAHHOTO WOHA C m/z 371 m parMenTH, COOTBETCTBYIONIHE
TOCIACHOBATENBHOMY BHIOPOCY W3 HETO ABYX MOJEKYJ OKCMpAHA. DTH JaHHEE
COrIacyIoTcs co CTpykrypor IV, maobpaxeHHoV Ha CXxeMme, OQHAKO, IS TAKOH
MOJIEKYJE TPYIHC MPENCTABHATh OCHOBHOEC HAmpasicHue (parMeHTamumn ¢
06pa3oBaHreEM OCKOMOUHOrO MOHA € /z 221 MakcuManpHod WHTEHCHBHOCTH.
Tostomy crpoenue ammuoctupra [V OBLIO MOATBEPXKAEHO TAKXKE PE3y/IbTATAMEA
PCA. v

B3sawMonelicTBEE 2-amKuia- ¥ 2-OKCHITHIAMHHODEH30THA30I0B 16—r ¢
STHIEHXJIOPIUAPUHOM TpoTeKaer eme Oosiee cmemupwuro. B srom ciyuae B
pesymwrare 5 u Kunsuenns odpasyercs joamb coexunerue 11 ¢ Berxomom 83...87%,.
Ilpm menounodl BeATpaamsanuy PpEAKDMOHHONW CMECH OMYMAETCS 3aIax
ammdaTAYECKAX AMPHOB, KOTOpDHE OTIMEImIMIOTCS OT COSHMHERmi 16—r.
2-QenmnaMuAOOeH30THAZ0M [1 B OSTHX YCIOBHSX B PEAKOWI) C STHJICH-
XJIOPTHAPHHEOM HE BCTYMAET.

IIpocrpaHcTBEHHOE CTPOCHEE coeguHeHmd [V 1mOkasaHo Ha puc. 1, w3
KOTOPOTO BUIHO, YTO OHO SBJSIETCH xuopunoM 6uc (3-5-0KcHITIIOeHE30THA30MIT-
ARCH) AMMOHHS. BEIMuMEB CHAMMETPHUHEX TOpCcoHHBIX yriioB N(13)—C@2)—
N@—Cao -1,1°, Na3—C2)»—N@)—Cao) 1,6° m C2H)—Nuz—Co—Sm)
1,3°, Co—Na3»—Ce)—San 2,7° (pmc. 1) CBHAETEIBCTBYIOT C TOM, 4YTO
onmomMerHbie rerepoatoMel (S, N) B3auMHO CuH-DACTIOIOXEHB OTHOCHATEIBHO
aroma N@3). BeH30THA30IMHOBHE anpa B comm 1V, cBgsaHmBIE uepez N(13),
TIPaKTHYECKH KOIUIaHApHE! (IOBEPHYTHL OTHOCHTEIHHO APYT Apyra Bcero Bz 6°),
uTO 6IArOnpHATCTEYET 00pA30BAHUIO IUIOCKOHM COMPSLKCHEON CHCTEMEL.

Puc. 1. Moxexyngapaas CTpyKTypa coegmuenust [V
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Tadauuga 1

Iomer ceazelt (d) B cIpyxyype IV

CBa3b d, A CBa3b ) d, A
Su—Cw@ 1,759(6) Sa—Ces) 1,749(6)
C2)—N@) 1,352(7) C2y—N@3) 1,310(7)
Ni3y—C@) 1,406(7) Niy—Cao) 1,485(®
Ca—C5) 1,366(%) C@a—C9) 1,389(8)
C5y—Ce) 1,400(9) Cey—Cm 1,380(%
CH—C® 1,382(9) Ci)—C) 1,400(9
Cuoy—Cay 1,500(9) Can—O2) 1,429(9)
Nan—C@) 1,312(D SaH—C) 1,760(6)
San—C) 1,725(6) Ceny—N@E) 1,342(7)
N@y—C) 1,399(7) N —Caoy 1,495(8)
Can—CiY 1,386(9 Cay—Co) ' 1,395(8)
Cish—Csh 1,400(9) Ceh—C(7y 1,371(9)
Cm—Csh 1,400(9) Ce)»—C©) 1,387(9)
Cuoy—Cqarh 1,494(8) Cain—0q2) i 1,426(9)

Ilnwesl cBs3eir (1abm. 1) um Bamemrmsle yrisl (rabm. 2) B monexkyne IV
cornacyiorcs ¢ HaGmomaeMeMu B ApYrux. mvmEOOeHsoTHasosuHax [8—I10].
CrexyeT OTMETHETB, 4YTO, XOTS HamOOIEe YKODOUEHH! CBSI3U Coy—Nausz =
C)»—N3), xparsocts cBaseir C2—N@) 1 C2)—N(@3) Takxe IOBHINECHA,
T. ¢. HabGMONAeTCs NEepepacHpeiecHIe 3IEKTPOHHOM IUIOTHOCTH Onaromaps
P—L-CONPSKEHNI0 HEINOXETEHHOR 3MEKTPOHHOM HAPHl aTOMOB N@) # N@)y ¢
Z-5IEKTPOHEOR cHcTeMol orux cegsed. Cormacao cxeme Baitepa [11],
dopmamsao ommmapusie C2—N@) m C2)—N@) n opMasbHO JTBOKHBIC
Co—Nasz m Ce)—N@3) cBI38 HEMEIOT XPaTHOCTE B CPEIHEM 1,45 u 1,65

Tabaonuna 2

BanentEwe yrausl (@, rpan) s wmoxekyre IV

Yrox 4 Yron L
C)SwCe) 91,6(3) C2HSahCeh 90,9(3)
CoNE)C©) 115,3(5) N@3)C2HNEh 121,5¢5)
CoN@3E)C10) 123,3¢(5 CnN@EHCh 114,9(5)
CCx)Cs) 120,9(6) CaHCsHCsh 122,0(6)
C,)CnCs) 116,8(6) CCmmCesn 118,3(6)
SwCeECE) 110,3(4) SaHCeHCe) i 111,6¢4)
N3)Co)C 128,1(6) NEHCehCan 126,5(6)
CoCuC® 119,55 C@)CenCesh 121,6(6)
SCNE) 110,4(4) CoNwCey 123,8(5)
C5)CwC) 118,8(6) SHCeHNE» 110,6(4)
C5Ce)Cn 121,6(6) C5yCanCen 116,8(6)
SayC@Cm 127,3(5) CsHCe)Cr 120,7¢6)
CnCeCH 122,4(5) SaHCEHCary 127,7(5
N3 CoCes) 112,3(5) CCeEHCH 120,7(5)
NECEN@3) 120,3(6) N@HCeHCsh 111,9(5)
C)NE)Cao) 121,4(5) CN@EHCaoy 123,0(5)
SwC@N3) 129,4(5) CN@EHCoy 122,1(5)
Ni3yCao)Cany 112,4¢6) N@yCaoCarh 110,4(5)
CaoyCanOq) 109,0(5) C10nCa1y0a2y 109,7(6)
Na3)Cysa@) 127,9(4)
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Tabanuua 3

Koopamuater aTtoMop - (X 104) U Temueparypuasie daxtopei Us

@& x 107) pmns crpykryper IV

ATom x y z Uy
cl 5526(3) . 3178(2) 7429(2) 54
S 2048(2) -1620(2) 5642(1) 35
Cw 2236(8) ~61(6) 6050(5) 30
NG 1984(6) -144(5) 7186(4) 32
Cw) 1346(9) ~1797(7) - 8933(5) 43
Ces) 1137(9) -3115(7) 9345 (6) 43
Ce) 1245(9) —4071(7) 8619(6). 49
Ccm 1521(9) ~3714(6) 7462(5) 42
Ce) 1697(8) - -2371(6) 7055(5) 32
CE) 1643(8) -1412(6) 7773(5) 31
Cao) 2141(9) 1016(6) 7762(5) 42
Cay 469(10) 2067 (6) 7656(5) 46
0@2) -874(7) 1493(5) ~'8320(4) 56
N(3) 2600(7) 1065(5) . 5426(4) 32
Sy 2731(2) 41D 3416(1) 36
Ce) 2869(8) 1221(5). 4321(5) 27
NG 3348(6) 2365(5) 3732(4) 31
C) 4002(8) 3464(6) 1753(5) 37
C(s) 4171(8) 3260(7) 633(5) 42
o) -3933(9) 2035(7) 322(5) - 43
Cr) 3463(9) 998(6) 117(5) - 40
- Cey ©3273¢8) 1186(6) 2252(5) 33
Ce) 3546(8) 2395(6) 2558(5) 33
Caoy 3649(8) 3511(6) 4299(5) 34
Car) 1994(9) 4562(6) 424446) 46
0a2y 2352(6) 5715(4) 4677(4) 51

COOTBETCTBEHHO. [le0Kanm3anyusd STHX CBA3CH MOXTBEPKAACTCS OTCYTCTBHEM B
UK cuoexTpe moroch nomomemm sxzoumkyeckoil ceasu C—N B obmactn
1610...1650 e *

Tor daxTt, uro cBazu Cy—Sq)y m C2)—S’y mmuree, yem C)—Sq) 7
C@)y—S@dn (rabm. 1), ykassigaet Ha O0JMee CHABHOE CONPSKEHUE HEMOACACHHEIX
map 37€KTPOHOB ATOMOB S € -IJCKTPOHHBIMA CHCTEMAMA 6€H30111>Hhrx KOJIC]I,
ueM ¢ sr-anekrponamu ceazeir C—N. ‘

B meroM Mosexynaa CHMMETPHYHA, XOTS TOPCHOHHBIE YIJBI, 00pasyeMbie
OKCHITHJIbHBIMA IPYIIIAMH, OTAWYAIOTCS XpPyr OT JApyra: B Ciay4dae
N(3)C(10)C(11)O(12) sra senamumea cocrasasger —69,0°, a N3)CaoCainOa)
-173,8°.-

Ha pwmc. 2 pokasaHa ymakoBka MOJIEKYJE IV B xpucraiie. AH]Z[OH Cr
VUAacTBYET B MEXMOJCKYIIPHBIX BSaH_MfOJIeI/ICTBKSH( H CBA3BRBALCTCH BOIIOPOJIHOI/I
CBA3BIO € MEIPOKCHIbHEIME rpynnamu oboux ¢dparmentos (paccrosmme ClL...0q2)
z CL..Oq2)y (I +x, -y,2) coorsercrBenHo 3,058 u 3,109 A). Uor Cl” yuactyer
TaKXE B HOHOPHO-AKMENTOPHOM B3aWMONEACTBHM- C aTOMOM S(1'), O UeEM
CBHETENBCTBYET PACCTOSHEE MEXTy HWMH, pasHoe 3,605 A (x,-y,z). Kpome
TOro, HabAONAeTCS B3aMMONENCTBHS IMIPOKCAIBHBIX TPYHO W C aTOMaMX CEPEI
GenzormasonmuoBrx sxep (S)...0a2) &, -y, 2 1 S1)...0a2 (1 + x,y,2) 3,084
7 3,283 A coorsercrsenno). Bce 3TH B3amMONEHCTBHUS CO3HAIOT HENPEPHBHYIO
CHOXHYIO HENb, HAPABAESHHYO BIOJb KPHUCTAIOrpadauecKoi ocn b.
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Puc. 2. Yoaxoska MONEKyJ coeruueHus IV B xpucranie

IKCITEPUMEHTAJIBHAA JACTD

UK cnexTpsl CHSTHI Ha cuekTpomerpe UR-20, V@ cnexrpsr — ua mpubope Hitachi EPS-3T s
sragone. Crexrpsr [IMP B geitrepoxsiopodopme uamepens: Ha criekrpomerpe Tesla BS-567 ¢ paGoueit
gacToToit 100 MTu, sHy Tpennwi cranaapt TMC. O630pHBIE MACC-CIEKTPBI PETMCTPUPOBAIY Ha Tpubope
MX-1310 c zBo#iro# Gokycuposkoi, Ipsmoi BBOX npobst CBII-5, TeMneparypa MOHU3AITMOHHOM Ka-
mepsr 150...180 °C, uormsupyronee Hanpsoxerme 70 3B. Jng perucrpanuu cnekrpa LSIMS ucnosms3o-
BaHbI IyUOK yckopeHHbIX moHOB Cs ¢ sHeprueil 7 k3B, yckopszomee Hanpsoxenue 5 KB. O6paser
coepmBeHus IV qucnepruposasiv B NIMIEPUHE M HAHOCHIIM Ha CTAIbHYI0 MUINEHb IPSMOT0 BBOJA IIPOGHE.

PeHTTeHOCTPYKTYDHOE HMCciaefoBaswe. “Kenrosarsie KpucTaywst comu IV uronsuaTtoit hopmer
GBLIM [TOJIyIEHB! 3 BOABL. [IPOCTPAHCTBEHHAS TPYITA M HEPAMETPHL 3JIEMEHTAPHOM SUEHKY YCTAHOBIE-
HbI HA AudpakTomerpe Syntex-P21 ¢ ucnonszosanuem uznyuesust CuKer, rpadurossiit MOEOXPOMATOD,
6/26-cxarmposanme, 0 < 58°: a="7,664(2), 5=10,090(2), c=11,899(2) A, ¢ =179,30(3) ,ﬁ=89,19(3),
Y =179,63(3)°, desre=1,5241/ o, KPUCTAJUTHI TPUKJIMHHELLE, IPOCTPAHCTEEHHA rpymma Pl, Z=2.

ITonus# HAGOD 9KCHEPUMEHTANBHBIX OTpaxkeunuii (2358) monyueH Ha yKa3aHHOM BBIIIE
mudpaxtomerpe. [Ipu nepsuunoil 06paboTke MACCHBA MCKTIOUEHSB! cnabsie otpaxenus ¢ I < 20(I). B
pacyeTax ucrnonbp308ans: 1717 orpaxernuiic | Fl >4 0 (1 F1). CTpyKTypy OOpEAeIsIi OpsiMbIM METOHOM
o nporpamme SHELXS-86 [12] u yToumsiv B IOMHOMATPUYHOM H3OTPOIHO-aHM30TPOIHOM
upubmoxkeruy no uporpamve SHELX-76 [13] (o6e nporpammsr B Bepcuu PC MSDOS). Artomsr H,
MCXOJHBIE TTONOKEHHS KOTOPEIX GbLTM PACCUMTAHBI, YTOUHSITM U30TPOTHO. OKOHYATETHHOE SHAUCHYE
axropa pacxomumocty R = 0,053 (Rw = 0,053). KoopnuuaTs! HEBOROPONHBIX aTOMOB IIPHBELCHBI B
Tabi. 3.

Xaopug Guc (3 -ﬂ ~OKCM3THT) 6en30masonm—2-1men)]amonnﬂ (IV). Kungrar 1 upacrsop 1,51
(0,01 mons) ammma Ia 8 2,5 M STUREHXIOPIMAPHEZ. PEakIMOBHYIO CMECh YIAPUBAIOT HA BO3NYXE
JIOCYXa ¥ FOPSYMM FEKCAHOM IKCTparupyor (2 X 2 v 0,57 r (27%) S—ﬂ-mopsrwlﬁensomaaom—z-
ouma (II), Ty 66...67 °C [11]. Ocrarox mocie IKCTPAKIUM OPOMBIBAIOT aneToHoM (2 X 2 Mi1), 3aTeM
Bogo (2 x 10 M), nomyqaror 0,41 r (20%) coemuuenus IV. Tax 259...261 °C. UK cnektp: 3260, 3210
(OH), 1535 em I (C=N). Y cneKTp,lmax: 210, 269, 306, 369, 380 um. Macc-criexrp, m/z (Torn, %):
371 (1D, 327 (9), 283 (13), 256 (16), 221 (100), 202 (29, 177 (33), 164 (38), 151 (91), 150 (72),
149 (61), 136 (91). Haitmeno, %: C 53,0, H 4,4, N 10,3. C1sH1sCIN302S2. Berumcneno, %: C 52,0,
H 4,2, N 10,0. IIpoMBIBHEIE BOABI HEUTPANUIYIOT BIEN0UBH0, onyuaroT 0,23 r (12%) amusoctvmpra I,
T 123...124 °C (u3 stamona) [15].

Anaioruyno npoOBORST B3AUMONENCTEHE aMUHOB [6—T ¢ STHIEHXNOPIUAPHEOM.

2-(BeH30THA30JILT-2 -AMuHO) -3- [/3- (2’-0kcoben3oTnazoauu-3 ~ur) atwi] 6ensorrazoiun (V).
Kunsrsr 309 1,07 r (0,005 mous) okcazonumona H 1 0,75 r (0,005 moin)-amuna Ia 8 10 mu m-kcumona,
BBITABIIMEL OCAZIOK OT(PMIBTPOBRIBAIOT, MPOMBIBAIOT oTanooM. [lonygaror 0,2 r (9%) coenunesms V
T1n217...218 °C (u3 atanona). VIK coextp: 1685 (C=0), 1530 ot (C=N). YO criexrp, Amax: 214, 228
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(), 255 (mn.), 266 (o), 290, 350 sm. Crextp IIMP: 4,35 (2H, 1), 4,60 (2H, 1), 7,00...7,90 (12H,

™). Macc-crexrp, m/z Uom, %): 460 (36, M™), 310 (A1), 296 (3), 283 (100), 178 (6), 150 (8), 149
(9), 136 (15), 109 (24). Haiineno, %: C 59,9, H 3,5, N 12,2. C23H16N40S3. Beruucneno, %: C 60,0,
H 3,8, N12,2.
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