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HNCCIIEAJOBAHHUE B OBJIACTHU XUHA30JIMHOB

4*, HEOBBIYHOE INPOTEKAHUE AIIMJINPOBAHUS
AJKWAJI-2-(4,4-TAGEHNII-1,2,3,4-TETPAT U JIPO-
2-XUHA3OJUHWINJIEH)ALIETATOB.
MOJIEKYJISIPHASI CTPYKTYPA METHJI-2-(4,4-TA®EHNI-1,2,3,4-
TETPATHAPO-2-XUHA3OJUHUJINJIEH)-3-OKCOBYTAHOATA

Ilpy u3yueHUM pEaKIMU IMPOU3BOJHBIX XHHA30JIMHOB C XJIOPAHTMAPHUAAMH B OTCYTCTBHE
KHCIIOT BBISBIICHO, YTO ankui-2-(4,4-nudennn-1,2,3,4-reTparuapo-2-XxuHa30IMHWINACH )alleTaThl
noasepratorcst C-anunupoBanuio; MetonoM PCA ucciaenoBaHa MOJEKyJISIpHAs CTPYKTYpa METHII-
2-(4,4-nudennn-1,2,3,4-reTparuipo-2-XMHA30JIMHWINACH )-3-0KcoOyTaHOATa.

KnrodeBbie ciioBa: TeTparuapoXHHAa30JIMHUINAEHALETATH], ALUINPOBAHUE, MACC-CIIEKTPO-
METpHsl, MOJIEKYJIApHasl CTPYKTypa, IPOTOTPOIIHAS TayTOMEPUSL.

Panee Hamm Obia ommcaHa peakuusi o-aMuHOGMEHHIAU(EHHIKApOUHOIA
C HUTPUJIAMHU Pa3IMYHOTO CTPOCHMSI M XJIOPHOU KHUCIOTOM [1, 2]. DTUIOBHIi
3¢Hp UUAHYKCYCHON KHCIIOTHI B YCIOBHAX yKa3aHHOW peakuuu o0paszyeTr STHII-
2-(4,4-mudennn-1,2,3 4-rerparuapo-2-xunazonuaunuaen)anerar (1b), cymecry-
omud B Buge cmecu Z- u E-uzomepoB [2]. Tam xe oTMe4YeHO, UYTO
METHJINPOBAaHUE 3TOTO COETUHEHUS MPOUCXOAUT Kak N- u C-IUMEeTUINpOBaHUE
C MUTpalyer SK30IUKINIeCKOH KPaTHOH CBSI3U B TETEPOLIMKI U 00pa3oBaHUEM
COOTBETCTBYIOLLIETO atin-2-(3-metmn-4,4-mudenmn-3,4-quruapo-2-
XMHA30JIMHUII)- MpoNaHoaTa.

B cBs3u co cTONb HEOOBIYHBIM NPOTEKAHMEM PEaKIUN AJIKWIUPOBAHUS —
MpU HATUYUM JBYX AMUHHBIX aTOMOB a30Ta aJKUJIUPOBaHHE MPOMCXOIUT
TOJIBKO MO OJHOMY M3 HHUX, a BTOpO€ AaJKUIMPOBaHHE TPOUCXOIAUT IO
9K30IMKINYECKON KPaTHOM CBSI3H B (I-[TOJIOKEHUE K KapOOKCHIATHOW TpyTIe —
MIPEJICTABIISATIO MHTEpEC HCCIeNoBaTh NMOBEJEHHE coequHeHni 1a,b B peakiuu
alWIMPOBAHHA, T. €. B YCJIOBUAX 3aMeHbl "Msrkoro" siektpoduia (R7) Ha
"xectkuit" (RC'=0).

Peaknuro MBI TpoBOAMIM JEHCTBHEM [BYKpaTHOTO H30BITKA TajOreH-
aHruapHaa KapOOHOBOH KHCIOTBI B CyXOM O€H30/lI€ TIpH KOMHATHOM
temmeparype [3] (cxema 1).

CornacHo aneMeHTHOMY aHanusy, SIMP 'H u Macc-crieKTpam, B pe3ynbTaTe
peakuru OBUIM MOJYYEHBI NPOMYKTHl MOHOAUMIMPOBAHHA MO 3K30LMUKIH-
4eCKOMY aToMy yriepoja kpaTtHoi cBsizu C=C 2a—g (tabn. 1,2 u 6).

* Coobmenue 3 cm. [1].
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1a,2a R = Me; 1b, 2b—g R = Et; 2a,b R'=Me, ¢ R'=Ph, dR' = CH,Cl, e R' = 4-O,NC¢H,,
fR' =4-MeOC¢H,, g R' = n-C4H,

B cnextpax IMP 'H coemunenuii 2a—g (Ta6u. 2), 3aIHCaHHBIX B PA3THYHBIX
pacTBOPUTENSIX, HAOMIOAAIOTCS CYLIECTBEHHBIE PAa3HUUsl B KOJIMYECTBE M
nonoxenun curHanoB NH-mporonos. Tak, B pactBopax CDCl; umerotcs
4yeTelpe clabomonbHbIX curHaja NH-MpOTOHOB, KaXIblli HHTEHCHBHOCTHIO
ommskoir k 0.5H, u4TO cBHOETENbCTBYET O MPHCYTCTBHH B PAacTBOpE ABYX
reoOMeTpHYecKux Z- U E-u30MepoB B COOTHOLIEHUH, Onm3KoM K 1:1. B crekTpax,
samucanHbiX B (CD;3),CO wimm JIMCO-dg, uMeroTCs TOJNBKO ABa YIIMPEHHBIX
cunriera curHanoB NH-mporoHoB wuHTeHcuBHOCThIO 1H kaxkaeiil. Taxoe
W3MEHEHHUE XapaKTepa CIIEKTPOB IpH IepexoJe OT MeHee K Oojiee MOJSAPHOMY
pacTBOPUTENIO  MOXXHO  OOBSICHUTH  CYLICCTBOBAaHHEM  JHHAMHYECKOTO
paBHOBECHsT MEXAYy H30MEpHBIMH (opMaMH B pe3yibTare HpOTOTPOITHON
taytomepun C == A = B.

Tabnuma 1
XapaKTepuCTUKH CHHTE3HPOBAHHBIX COeIMHEHMIT 2a—g

Haiineno, % WK crexp, BrI-

Coemm- Bpyrro- Brruucieno, % T. ., R* v, em! xon

HEHHe dopmyna °C / (NH, C=0, o ’

C H N COOR) °

2a Cy5H,oN,04 75.28 | 5.72 | 6.88 160-162 | 0.30 | 3140, 1625, 50
75.36 | 5.56 | 7.03 1590

2b Cy6H4N,05 75.38 | 5.45 | 6.52 146-148 | 0.21 | 3160, 1650, 57
75.71 | 5.86 | 6.79 1620

2¢ CyHyxN,O; | 7850 | 5.35 | 572 | 158-160 | 0.81 | 3130, 1610, | 65
78.46 | 5.52 | 5.90 1590

2d CysH3CIN,O; | 69.70 | 5.32 | 6.42 150-152 | 0.75 | 3140, 1610, 60
69.87 | 5.19 | 6.27 1580

2e** C31H,5N;05 71.42 | 4.53 | 8.15 193-195 | 0.70 | 3120, 1610, 62
71.67 | 4.85 | 8.09 1590

2f C3,H5N,0, 7635 | 5.71 | 543 173-174 | 0.65 | 3150, 1600, 52
76.17 | 5.59 | 5.55 1580

2g CyoHyoN,O; | 76.85 | 6.90 | 6.02 | 118-120 | 0.80 | 3120, 1680, | 55
76.63 | 6.65 | 6.16 1590

* Silufol UV-254, 6enzon—dup, 4:1.
** UK cmektp, v, em ' 1510, 1320 (NOy).
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Cxema 2

[IpororpomHass Taytomepuss (cxema 2) oOecrednBaeT BO3MOYXKHOCTD
BpallleHUs] OTHOCUTENFHO SK30IUKINYECKON KpaTHOW CBSI3W, YTO U NPUBOJTUT
K quHaMu4yeckoin Z—E-nm3omepusanuu [4, 5]. [lomoOHOe siBIIeHNE N30MEpH3aIIH
B pacTBOpe HaOmoJanu sl 2-3TOKCHKapOOHWII(AIleTHI)METHICH-4-THPUMHU-
JTMHOHOB B paboTe [6].

Tabnuma 2
Crextpsl SIMP 'H coenunennii 2a—g
Coenu- PactBo- .
HeHIe pETemS XUMUYECKHI CABHT, O, M. 1. KCCB, J, I'u
2a CDCl; 2.45 (3H, ¢, CH;CO); 3.80 (3H, ¢, CH;0CO); 6.85 | *J.5=8.0
(1H, m, H-8); 7.18 (13H, M, H,pown); 10.90, 12.00,
13.10, 14.05 (2H, getsipe ¢, 2NH)
(CDs),CO | 2.30 (3H, c, CH3CO); 3.75 (3H, ¢, CH;0CO); 7.05 -
(4H, m, C¢Hy); 7.40 (10H, M, 2C4Hs); 12.20, 12.85
(2H, nBa ymr. ¢, 2NH)
2b CDCl; 1.42 (3H, 1, CH3); 2.50 (3H, ¢, CH3CO); 4.25 (2H, 3J7,g= 8.0,
kB, CH,); 6.75 (1H, a, H-8); 7.20 (13H, M, Hapou); 3JCH2CH3= 7.5
10.95, 12.00, 13.10, 14.00 (2H, gBa yur. ¢, 2NH)
(CD»),CO | 1.20 (3H, T, CH3), 2.25 (3H, ¢, CH5CO); 4.15 (2H, 3JCH2CH3= 7.0
kB, CH,); 6.90 (4H, m, C¢Hy); 7.22 (10H, M, nBa
CgHs); 11.95, 12.80 (2H, getsipe ¢, 2NH)
2¢ CDCl, 0.65 (3H, 1, CH3;), 3.80 (2H, kB, CHy); 6.77 (1H, g, 3JCH2CH3= 6.4,
H-8); 7.30 (18H, M, Hgpoy); 10.55, 11.53, 12.15, | 37,,=72
13.20 (2H, getsipe c, 2NH)
2d CDCl; 1.40 (3H, 1, CH3), 4.30 (2H, kB, CH,); 4.72 (2H, c, 3JCH2CH3= 7.0
CH,CI); 6.75 (1H, n, H-8); 7.20 (13H, M, Hypow);
10.95, 12.00, 12.65, 13.60 (2H, getsipe c, 2NH)
2e JIMCO-ds | 0.57 (3H, T, CH;); 3.78 (2H, k8, CH,); 6.77 (1H, &, 3JCH2CH3= 7.0,
H-8); 7.20 (1H, T, H-6); 7.30 (11H, m, mBa CeHs++ | 37, =72,
H-7); 7.35 (1H, n, H-5); 7.60 (2H, &, Hg); 8.25 (2H, 3_]5’6: 7.5,
1, Hy); 11.55, 12.10 (2H, aBa c, 2NH) 3J=9.0
2f JMCO-dg | 0.68 (3H, 1, CH3); 3.78 (3H, ¢, OCHy); 3.82 (2H, 3JCH2CH3= 6.5,
k8, CHy); 6.72 (1H, n, H-8); 6.92 (2H, &, 2Hp); | *J,,=77,
7.10 (2H, 1, 2Hy); 7.18 (1H, 1, H-6); 7.25 (11H, ™, | 3J =76,
asa C¢Hs + H-7); 7.30 (1H, n, H-5); 11.40, 11.90 | 37,.,=8.0
(2H, nBa ymr. ¢, 2NH)
2g IMCO-ds | 0.90 (3H, t, CH3); 1.30 (5H, M, y-CH, + CHa); 1.51 | “Jey,cn,= 6.8,
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(2H, 1, B-CH,); 2.75 (2H, T, a-CH,); 4.20 (2H, ks,
CH,); 6.70 (1H, n, H-8); 7.15 (1H, T, H-6); 7.25
(1H, x, H-5); 7.30 (11H, M, nBa C¢Hs+ H-7); 12.10,
12.55 (2H, mBa ym. ¢, 2NH)

3T5=1.5,
3J=1.7,
3JCH2CH3 =6.0



[Ipoekuust npoCTpaHCTBEHHON MOAETN MOJIEKYJIbI
metun 2-(4,4-mudennn-1,2,3,4-Terparuipo-2-XuHa30IMHIWIHACH)-3-0kco0yTanoaTa (2a)

Oka3ajoch, 4To MPU KPUCTAIIU3AIMY U3 PACTBOPA B TBEPAYIO (ha3y MepexXOquT
TONBKO oauH u3oMmep. Metogom PCA mokasaHo, 4TO JUISI COSMHEHUS 2a TAKOBBIM
SIBIISIETCS Z-n30Mep (pUCYHOK, Tabi. 3—5).

Kak BumHO U3 prcyHKa, B MOJIEKyJie 2a NIMEIOTCS BE BHYTPHUMOJIEKYJIISIPHbIE
Bogopoanbie cBs3u H(1)...0(3) u H(2)...0(1). ITapameTpsl BOJOPOIHOM CBS3U
N(1)-H(1)...0(3): wmexaromusie pacctosaus  H(1)...0(3) m N(1)...0(3),
cooTBeTcTBeHHO, 1.759 m 2.530 A, Bamemtmeie yrmer N(1)-H(1)...0(3) u
H(1)...0(3)-C(12), cootrBerctBerno, 140.3 m 103.3°.

AHanoTHYHBIC TapaMeTpsl BTOpOW BomopomHou cBs3um N(2)-H(2)...0(1):
Mexatomuble paccrosaus H(2)...0(1) u N(2)...0(1), coorBercTBeHHO, 1.960
n2.591 A, BamentHeie yrmer N(2)-H(2)...0(1) u H(2)...0(1)-C(10),
COOTBETCTBEHHO, 139.9 1 98.9°,

ComnpspxkeHre MeXJIy aMHHHBIME aTOMaMH a30Ta W KapOOHWIBHBIMH TPYTI-
MaMH TIPOSABIISETCS B 3HAYMTENHHBIX WCKAKECHHUAX MEKATOMHBIX PaCCTOSHHMA
B cucteMe (OpMaIbHO TBOWHBIX M OPAMHAPHBIX CBS3€H, COCHMHSIOMINX OTH
atompl. Tak, ¢opmanpHO nBorHEIE cBs3H C(1)-C(9) m C(12)-O(3) cumpHO
ymmasiores: cBa3b C(1)-C(9) mo 1.437(2), cBap C(12)-0(3) mo 1.245(2) A
(B conpsoxerHoi cucreme C=C—C=0 cranmaptHas mmHa cs3u C=C 1.36 £ 0.01,
e C=0 1.215 £ 0.005 A [7]). B pe3ynbTaTe CONMpsHKEHHS YMEHBITAIOTCS
mexatoMusle pacctostaEs N(1)-C(1) 1 N(2)-C(1) mo 1.340(2) u 1.334(2) A,
cranmaptHas mmHa cBssn N—C (sp?) 1.43+0.01 A [7]. Obpamaer Ha cebs
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OcHoBHBIE IIMHBI CBSI3M (d) B MOJIEKYJIe COeqMHEeH s 2a

Tabnuma 3

CB3b d A CBs13b d A
O(1)-C(10) 1.224(2) C(2)-C(14) 1.544(3)
0(2)-C(10) 1.333(2) C(3)-C(8) 1.381(3)
0(2)-C(11) 1.448(3) C(3)-C(4) 1.385(3)
0(3)-C(12) 1.245(2) C(4)-C(5) 1.382(3)
N(1)-C(1) 1.340(2) C(5)-C(6) 1.373(3)
N(1)-C(4) 1.407(3) C(6)-C(7) 1.374(4)
N(@2)-C(1) 1.334(2) C(7)-C(8) 1.385(3)
N(Q2)-C(2) 1.464(2) C(9)-C(12) 1.443(3)
C(1)-C(9) 1.437(3) C(9)-C(10) 1.447(3)
C(2)-C(3) 1.513(3) C(12)-C(13) 1.500(3)
C(2)-C(20) 1.530(3)

Tabnuma 4
OcHOBHbIe BajleHTHBIE (@) YIVIbI B MOJIeKYyJIe COeJUHEHHUsI 2a

VYron ¢, Tpan VYron @, Tpax
C(10)-0(2)-C(11) 116.1(2) C(12)-C(9)-C(10) 124.4(2)
C(1)-N(1)-C(4) 122.20(19) O(1)-C(10)-0(2) 119.2(2)
C(1)-N(22)-C(2) 122.98(18) O(1)-C(10)-C(9) 125.5(2)
N(Q2)-C(1)-N(1) 115.58(19) 0(2)-C(10)-C(9) 115.3(2)
N(2)-C(1)-C(9) 123.59(19) 0(3)-C(12)-C(9) 121.9(2)
N(1)-C(1)-C(9) 120.83(19) 0(3)-C(12)-C(13) 115.12)
N(Q2)-C(2)-C(3) 105.82(16) C(9)-C(12)-C(13) 123.02)
N(2)-C(2)-C(20) 108.30(16) C(19)-C(14)-C(15) 118.6(2)
C(3)-C(2)-C(20) 111.43(17) C(19)-C(14)-C(2) 122.4(2)
N(Q2)-C(2)-C(14) 109.02(16) C(15)-C(14)-C(2) 119.0Q2)
C(3)-C(2)-C(14) 110.88(16) C(14)-C(15)-C(16) 120.1(3)
C(20)-C(2)-C(14) 111.19(16) C(17)-C(16)-C(15) 120.2(3)
C(8)-C(3)-C(4) 118.4(2) C(18)-C(17)-C(16) 120.4(3)
C(8)-C(3)-C(2) 123.9(2) C(17)-C(18)-C(19) 120.2(3)
C(4)-C(3)-C(2) 117.58(19) C(14)-C(19)-C(18) 120.6(3)
C(5)-C(4)-C(3) 121.1(2) C(25)-C(20)-C(21) 118.3(2)
C(5)-C(4)-N(1) 120.0(2) C(25)-C(20)-C(2) 119.6(2)
C(3)-C(4)-N(1) 118.89(18) C(21)-C(20)-C(2) 122.0Q2)
C(6)-C(5)-C(4) 119.0(2) C(22)-C(21)-C(20) 120.5(2)
C(5)-C(6)-C(7) 121.3(3) C(23)-C(22)-C(21) 120.7(3)
C(6)-C(7)-C(8) 118.8(3) C(22)-C(23)-C(24) 119.7(3)
C(3)-C(8)-C(7) 121.3(2) C(23)-C(24)-C(25) 120.1(3)
C(1)-C(9)-C(12) 119.18(19) C(20)-C(25)-C(24) 120.5(2)
C(1)-C(9)-C(10) 116.34(19)
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Tabnuma 5

Jusnpanbhbie (0) yriabl B MoJieKyJie coeIMHeHHs 2a

VYron 0, Tpan VYron 0, Tpan
N(1)-C(4)-C(3)-C(2) 5.8(2) N(2)-C(1)-C(9)-C(10) 54(2)
C(4)-C(3)-C(2)-N(2) 33.8(2) N(1)-C(1)-C(9)-C(12) 1.6 (2)
C(3)-C(2)-N(2)-C(1) 473 (2) C(1)-C(9)-C(10)-0O(1) 12.9(2)
C(2)-N(2)-C(1)-N(1) 27.3(2) C(1)-C(9)-C(12)-0(3) 1.8 (2)
N@)-C(1)-N(1)-C(4) 9.0 (2) C(1)-C(9)-C(12)-C(13) 166.2 (2)
C(1)-N(1)-C(4)-C(3) 19.0 (2) C(9)-C(10)-0(2)-C(11) 177.5 (2)

BHUMaHHE M pa3HHLa B MexaToMHbBIX paccTosHuax N(1)-C(4) nu N(1)-C(1):
3aMeTHO MeHbInas umHa cBs3n  N(1)-C(1) cBuaeTenbCTBYeT O CMELICHUH
HENOJEIIEHHOW 3JeKTpoHHOH mapel atromMa N(1) B CTOpOHY CONpSKEHHOU
cucreMbl C=C—C=0.

Co0cTBeHHO compsbKEeHHas cucTema, [3,B-InaMiHO-0,0- THKapOOHUIbHASL TPYTI-
MHUPOBKA, MPAKTUUECKH miocKas — nudapanbabie yribl N(1)-C(1)-C(9)-C(12) u
N(2)-C(1)-C(9)-C(10), cooTBercTBeHHO, 1.6 U 5.4° (cM. Tabn. 5) — u crabu-
JU3UPOBaHa ABYMS BOJOPOJHBIMH CBSI3SIMH, OTIMCAaHHBIMU BbIme. OOpazoBanue
TAKOW CHCTEMBI COTPSDKEHHS, BOZMOYKHO, SIBIISIETCS JBIDKYIIEH CHIION peakmuu
AlMIIMPOBAHUS [TO KPaTHOU CBSI3H.

HlecTHunaeHHBI  TETEPOLMKIMYECKHA  (QparMeHT  MOJIEKYJIBbl  HMeEeT
KOH(OPMAIHIO HCKaKEHHON maucm-8aHHbl: IPOBEICHHBIN coracHo [8] pacueT
napametpoB ckimamguatoctd 1mkina  C(1)-N(1)-C(4)-C(3)-C(2)-N(2) naet
cnenyronue 3HaueHus: S = 0.449; 6 = 59.03°%; y = 18.97. Aromsl N(1) u C(2)
BeixomaT Ha 0.145 u 0.494 A, COOTBETCTBEHHO, M3 IUIOCKOCTH OCTAJIBHBIX
YeThIpeX aTOMOB "OHa @anHul" (CcpeJHee OTKIOHEHHE OT IUIOCKOCTH He
npesbimaer 0.05 A). JlByrpaHHble YIibl MeXIy ILIOCKOCTBbIO "Ona 6anmbl"
n "cmenxamu eannvl" C(1)-N(1)-C(4) n N(2)—-C(2)-C(3), cooTBeTcTBEHHO, 4.9
n 33.7°.

IIpOCTPAHCTBEHHOE PACIIONOXKEHHE TPeX (EHHIBHBIX 3aMeCTHTENeH y sp-
rudpuanzoBaHHoro atoma C(2) BecbMa HallOMHHAET KOH()OPMAIHIO OOBIYHOTO
TpudeHUIMeTaHa — UCKaKeHHBIH nponeniep: ¢henunbabie kombua C(3)...C(8),
C(14)...C(19) u C(20)...C(25) mnoBepHYTHI B OJHY U Ty € CTOpPOHY
OTHOCHUTEJIBHO COOTBETCTBYIOIIMX TuiockocTeit N(2)—-C(2)—-C(i) (i = 3, 14 wm
20) Ha 32.2,46.6 m 43.1°.

XapakTepHOH 0COOEHHOCTBIO Macc-CIIEKTPOB JJIEKTPOHHOTO yAapa CHHTe-
3UPOBAHHBIX COeAMHEHHH 2a—b,e—g SBIAETCS MOCIEN0BATENFHOE OTLICIUICHUE
OT MOJIGKYJISIPHOTO HOHA (EHWIBHOTO paJuKana W MOJEKYJIbl COOTBET-
crBytomiero cnupra (cxema 3). HanpHelmuil pacnan katnona @, onpenensercs
xapakTepoM 3amectutens R'. B crmekrpax Bcex MCCIeOBAaHHBIX COEIHHEHHl
HMMEETCSl TaKKe JOCTaTOYHO MHTEHCUBHBIN (12—79%) MUK COOTBETCTBYIOIIETO
armikationa R'—C =0.

Cxema 3
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Tabnuma 6
Macc-cneKTphbl 3JIEKTPOHHOI'0 yiapa coeluHeHuii 2a,b,e—g
m/z (I, %) OT MaKCUMaIbHOTO
Coenu-
HEHUE M" o, ®," R_C*=0 Apyrue

XapaKTEPUCTUIHBIEC NOHBL

2a 398 (12) | 321(5) | 289(100) 43 (50) | 247 (28) [@,-42],
205 (5) [D,-42-42],
77 (45)

2b 412 (38) | 335(15) | 289(100) 43 (20) | 247 (26) [@,-42],
205 (5) [,-42-42],

77 (30)

2e 519(24) | 442(5) | 396(100) 150 (23) | 104 (44) [C,H,O],
77 (30)

2f 504 (43) | 427(5) | 381(100) 135(79) | 92 (7), 77 (20)

2g 454 (60) | 377 (6) 331 (61) 85(12) | 412 (15) [M-42],

370 (100) [M—42-42],
289 (30) [®,-42],
247 (99) [D,-42-42],
77 27)

9KCIIEPUMEHTAJIBHASI YACTb

UK cmektper 3amucanbl Ha mpubope Specord IR-75 mpu komHaTHO# Temmeparype B
BasemHoBoM Macie. Criektpst SIMP 'H crsirsr Ha mpubopax Tesla BS-467 (60 MI'm) i Bruker
DRX 500 (500 MIm), BuyTpenHmii cranmapt TMC. Macc-ciekTpsl MOMy4YeHbl Ha Mpudope
Varian CH-6 ¢ npsMbIM BBOJOM BEIIECTBA B HOHHBIH HCTOYHHK HPH DHEPIMU HOHM3ALHU
anexktporoB 70 3B. TCX ocymectBisuiace Ha mnactuHax Silufol UV-254, mposButens maps
uoza.

PeHTreHOCTPYKTYpHOE HCC/IeI0BaHHE COeTMHEHUs1 2a. beclBeTHbIe KPUCTaUIbl COCIMHEHUS
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2a coctaBa C,sH»,N,0;-0.5C,HsOH, nosmyyeHHble MHOrOKpaTHOM KpHCTalM3alen U3 dTaHola, TpH-
ximEHbIe, 1pH 18 °C: a = 8.915(2), b =11.299(2), ¢ = 12.549(3) A, o = 69.40(3), B = 73.81(3),
v=68.81(3)°, V' =1086.5(4) A>, d,,,,= 1.287 r/cm’. TIpocrpancrennas rpymma P-1, Z=2. PCA
BBINOJIHEH Ha aBToMaTtHueckoM audpakromerpe CAD 4 (rpaduroBsiii MoHoxpomarop, MoKa-
n3nydenue, 0/20-ckanupoBanue ot 1.76 10 O, = 25°). Pasmep xpucramma 0.23 x x 0.21 x 0.12 mm.
[onyueno 3812 otpaxenuit ¢ I > 3o(/). CTpykrypa pacmmdpoBaHa NPsSMBIM METOIOM IO
kommiekcy mporpamM SHELXTL [9] u yTouHeHa B aHH30TPOITHOM (M30TPOITHOM JJIsI aTOMOB
BOZIOPO/1A) TIPHGIIKEHHH 10 JOCTHKEHNS (akTopoB pacxomumoctd R' = 0.0315 1 wR>= 0.0728.
Koopaunats! aToMoB fenoHupoBansl B KeMOpnmxckoM GaHke CTPyKTYpPHBIX JAHHBIX (IEMTOHEHT
Ne CCDC 620810).

Metnin-2-(4,4-nudenni-1,2,3,4-rerparuapo-2-xuHa3onuHuangeH)anerar (la) momyyaror
cornacHo mMetoauke [2]. T. mn. 179-181 °C (u3 sranona). UK cnexrp, v, em ': 3280 (NH), 1615
(C=C), 1660 (COOCH3). Criektp SIMP 'H (JIMCO-dy), 8, m. .: 3.50 (3H, ¢, CHs); 4.20, 4.38,
9.47, 9.75 (uetsipe ¢ unTeHcuBHOCTHIO 0.5H kaxnsrii, 2NH); 6.60 (1H, m, H-8); 6.85 n 6.90 (1H,
asa ¢ unteHcuBHOCThIO 0.5H xaxawii, =CH-); 7.20 (13H, M, Hyp,). Haitneno, %: C 77.25;
H 5.41; N 7.52. C53H39N,0,. M 356. Boruuciieno, %: C 77.53; H 5.62; N 7.86. M 356.50.

I1ni-2-(4,4-mudenni-1,2,3,4-rerparnapo-2-xuHa3oJuHAINAEH )-3-0kcobyTanoar (2b). K
pactBopy 0.65 r (1.7 Mmmons) stanoara 1b u 0.42 r (3.4 MMoib) OpOMHUCTOrO aneTHiaa B 7 MII
cyxoro Oen3ona mpu mnepememmBaHnu n00aBwsror 0.5 r Na,COs;. Cmech HHTEHCHBHO
nepeMennBatoT 2.5 4 Ipu KoMHaTHOU TemmepaType. [lo okoHuanuu peakun (koHTpoas — TCX)
HEOPTraHWYECKHUE CONH OT(UIBTPOBBIBAIOT, IMPOMBIBAIOT OCH30JI0M, (WIBTPAT YHNapUBAIOT.
IMomyueHHBIH TPOAYKT OYHIIAIOT XPOMAaTOrpaupoBaHHEM HA KOJOHKE (COPOCHT — CHIIMKAreib
mapku L 40/100, smoent 6enzomn). Bexox 0.40 T (57%).

CoenmHeHnMe 2a 1oJIyyaroT aHAJIOTUYHO U3 MeTuanerara la.

CoennHeHHsi 2c¢—g TMOJYYalOT COIVIACHO IIPUBEJCHHOI BBHINIE METOIMKE, HCIIOJb3Ys
B KaueCTBE alMIMPYIOMINX areHTOB XJIOPAHTHIPUIBI COOTBETCTBYIOIINX KHCIIOT.
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