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B3saumooeiicmeuem smuneHouaMuHa ¢ ayemoHom u MemuidImuiKemoHoM NOTyYeHbl 8 6ude cMecu
Mpauc- U yuc-u3omepos 14-unennvie azamaxpoyukiuveckue coeourenus — samewjennvie 1,4,8,11-
mempaazayurxnomempaoexa-4,11-ouenvt u 1,4,8,11-mempaasayuxnomempaoexa-4,14-ouenvi, cooep-
Jrcawue 8 yukie azoMemuHo8bll U amunHbll amomel azoma. Ilepe2onkoil 6 6aKyyme 8 UHOUBUOYANLHOM
6uoe gvioenenvl bonee Yycmouugble MpaHc-u3oMepbi.

KnwoueBbie cioBa: IMUKJIOKOHACHCAlMs, 3TUJIICHIUAMHUH, all€TOH, METHIISTHJIKETOH, a3aMaKpOLUK-

JIMYCCKHUE COCMHHECHU.

A3aMaKpOLMKINYECKHE COCOUHEHUS  SABIAIOTCS
Ba)XKHEHIIMMHU OOBEKTaMH CYNPaMOJIEKYISAPHONH XHUMHH
[1], 9TO cBsi3aHO, B YAaCTHOCTH, C IIHPOKHUM CIIEKTPOM
HX NPAKTHYECKH 3HAYMMBIX CBOMCTB. Tak, OHH CKJIOH-
HBI K 00pa30BaHHIO TUCKOTHYECKHX >KUIAKUX KPHCTAI-
10B [2] 1 u30UpaTEIsHOMY CBA3BIBAHHIO KATHOHOB Me-
TaJJIOB ¥ AaHMOHOB, BBICTYTIasi B KaUeCTBE HUCKYCCTBEH-
HBIX aHHMOHHBIX peuentopoB [3]. Komruekcs makpo-
UKIHYeckux ocHoBanu# [Iudda ¢ meramnamu xapax-
TEPU3YIOTCS HEOOBIYHBIMU MarHUTHBIMHM U ONITHYECKH-
MU CBOWCTBaMH [4, 5], a Takke KaTaTUTHUYECKON aKTUB-
HOCTBIO B OKHCIHMTEIbHO-BOCCTAHOBUTENILHBIX PEaKIIH-
SIX 1 UHIMOUpYIOIIeH criocOOHOCTRIO B pEaKIHUAX aBTO-
okucnenus [6, 7]. HexoTopsie u3 Hux obnagatoT OHO-
JIOTHYECKOH aKTUBHOCTBIO U SIBJISIOTCS HOTEHIHATbHBI-
MH JIEKapCTBEHHBIMU Tipemnaparamu. Hampumep, xom-
IUIEKCHl 14-4I€HHOrO a3aMaKpOLMKIIA MPOSIBISIOT aH-
TUOAKTEPHANBHYI0 aKTHBHOCTh M IIPEJIAararoTcs K UC-
MOJI30BAHUI0 B KAYECTBE AHAJIOTOB JIEKAPCTBEHHOTO
TIPOTUBOTPUOKOBOTO mpenapara ¢urykoHasona [8].

B cBs13u ¢ 3THMM pa3paboTka HOBEIX METOIOB CHHTE-
32 MaKpOLMKIMYECKUX a30TCOAEPIKAIIMX COeIUHEHHUN
MIPENICTABISIETCS aKTYaJIbHOH 3a/Ia4ei.

HenaBHo HamMu B3aUMOJEHCTBHEM TPHUCITHICHIIU-
amuHaTHOrO komiuiekca Hukemsa(Il) ¢ aneroHoM Haps-
Iy ¢ KOMILIEKCOM [LNi]2+C12 (L-5,7,7,12,14,14-rekca-
metui-1,4,8,11-rerpaazanuknorerpaneka-4,1 1-guen)
OBLT MOJly4eH W BHIACNEH B WHAMBHIyaJbHOM BHUIIE

CBOOOJHBIN OT TEMIUIATHOT'O areHTa W TMpPOTHBOMOHA
gurang L ¢ Beixoaom 35% [9]. Cnexqyer oTMETHTSH, 9TO,
no MHeHHI0 aBTopoB [10, 11], MOMBITKH CHHTE3a aIH-
(haTMYECKUX JIMTaHAOB JHEHOBOTO psia B BUAE CBO-
O6onubix ocHoBaHu# [lIudda OputH Ge3ycnemHbIMU U3-
32 CKJIOHHOCTH 3THX COCJIMHEHHH K peaklusM THApO-
JIM3a U aJIbA0JIBHO-KPOTOHOBOW KOHJeHcauuu. OnHaKo
MOJMY4YEHHbIH HaMH a3aMaKpPOLMKINYECKHH JIMTaH]
OKa3aJICsl TOBOJIBHO YCTOHYUBBIM COCIMHEHHEM. DTOT
(axT moOyaHaI HaC UCCIIeI0BAaTh BO3MOKHOCTh CHHTE3a
a3aMaKpOIMKJIOB B3aMMOJAEHCTBHEM JTHUJICHIHAMHUHA
C ameTOHOM W JPYrMMH anupaTU4eCKUMHU KETOHAMH,
MHUHYS TIPOMEXYTOYHYIO CTaJHI0 TONYYEHHUsI UX Mep-
XJIOPATHBIX COJIEH MIIH METAJLIOKOMILIEKCOB, U3 KOTO-
PBIX JIMTaHOBI MOT'YT OBITH BHITECHEHBI IEHICTBUEM pac-
TBOpa menouu [12, 13] unu B3auMoAEeHCTBHEM C IHa-
HUJOM Kanus [14, 15] cOOTBETCTBEHHO.

VcTaHOBIIEHO, YTO STUJICHIHAMUH BCTYTAET B peak-
LU0 IUKJIOKOHIACHCAMH C alleTOHOM H METHJIITHIIKE-
TOHOM C 00pa3zoBaHUEM |4-4ylIeHHBIX a3aMaKpOIUKIN-
YECKMX COCIWHEHHH B BHUIE CMECH mpaHc- U Yuc-
uzomepoB — 5,7,7,12,14,14-rexcamernn-1,4,8,11-terpa-
asanukioTerpaneka-4,11-nquena 1a, 5,7,7,12,12,14-rex-
cametun-1,4,8,11-terpaazanukiorerpaneka-4,14-nu-
eHa 16 u 7,14-mumertnn-5,7,12,14-rerpastuin-1,4,8,11-
TeTpaazanukioTeTpaneka-4,11-nuena 2a, 7,12-mume-
t™mn-5,7,12,14-rerpastuin-1,4,8,11-reTpaazauukiio-
terpaneka-4,14-nquena 26 COOTBETCTBEHHO. Bzaumo-
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NEWCTBUE STUICHINAMHHA C AllETOHOM B COOTHONIEHUH
1:2 npy KMNAYEHHH PEaKUMOHHON CMECH B PacTBOpE
dTaHoNa B Tedenue 10 9 mpuBoauT K 00pasoBaHHIO
mpanc- (1a) u yuc-mzomepoB (16) B COOTHOLIEHHH
1.3:1.0 u He ocOXKHAETCS MOOOYHBIMH MPOLIECCAMH, O
9€M CBHIETENBCTBYIOT JaHHBIE cHeKTpockoruu SIMP
'H PEaKIMOHHOW CMECH, IOIYYEHHOH MOCie yaaleHus
TETKOJIETYYMX KOMIIOHEHTOB TIOJ] YMEHBIICHHBIM JIaB-
neHueM (puc.l). O6mmii BeIXOA coenuHenuii 1a u 16
cocTaBisieT 63%.

-

H. A. Anucumosa u op.

IIMKIOKOHEHCAIMS STHICHIHAMHHA C aLeTOHOM
YCIEIIHO OCYIIECTBISETCA U NIPU KOMHATHON TeMIepa-
Type B TeYeHHe 24 4 ¢ KOJIMYECTBEHHBIM 00pa3oBaHM-
eM, cormacHo mamueM SIMP 'H, mpanc- u yuc-uso-
MepoB B cooTHOmenuu 1a:16 = 1.5:1.0.

OGpa3oBanue W30MEpPHBIX coenuHenui 1a u 10, mo-
BUUMOMY, NPOTEKAET Yepe3 MpeaBapUTENIbHYI KOH-
JICHCAIIMIO STHJICHIWAMUHA C OJHOHM (HaIlpaBJIEHHE a
IJIs. mpanc-u30Mepa) Wik JBYMs (HarpaBJeHUe O Ui
yuc-u30Mepa) MOJIEKYJJaMH alleTOHa B COOTBETCTBHHU
co cxemoi 1*.

Cxema 1
R
R R R
Hca/\l( |121314 CH;
PENH MO N HN
a [ o w1 2 10 11 )
H,N -2H,0 98 43
NH, j ? NH I\ll
T
HN RMR
2NH,(CH,),NH, ol H,C
+ —| R CHj3 mpanc-la, 2a
H,C—C—R
T R R R, R
0 e e[
¥ NH O H,N NH NS
[ ’ ] 2H,0 ES 4;
" NH O H,N e NH I‘f
R—J7 45
MR J R
H,C H,C
yuc-16, 26

R = CH; (1a, 6), C,Hs (2a, 6).

ITo ananoruyHoi cxeme STHICHOWAMUH pearupyer
1 C METHIATHIKETOHOM, 00pa3ysi COOTBETCTBYIOIIHE
M30MEPHBIE MakpOLMKIBl 2a U 20 B COOTHOIIEHHH
1.5:1.0 ¢ 06mum BeixogoM 58%.

Cnenyer oTMETHTb, 4TO yuc-u3omMepsl 16 u 26 sB-
TAI0TCS. HEYCTOMYMBBIMU, OHHM PA3JIaraloTcs MpH IJIU-
reIbHOM XpaHEHUH WK B PE3yJIbTaTe MEePEroHKH peak-
IMOHHOHW CMeCH B BakyyMe M ObUIM 3a(UKCHpPOBaHBI
TOJIBKO CIIEKTPalIbHO B CMECH C mpaHc-u3oMepamu la
1 2a. mpanc-V13omepsl 1a u 2a ObUIM BBIJENEHBI B
MHIUBUIYaJIbHOM BHJE NIEPETOHKOM B BaKyyMe U Mpeji-
CTABJIAIOT COOOM JKenToBaThie MaciooOpa3HbIe Bellle-
cTBa. Bompeku umeromemycs B aurepatype [10, 11]
MHEHHMI0 O HECTaOWJIBHOCTH a3aMaKpOLMKIHYECKHX
COEIMHEHUH, COAEP)KAIINX ANKWIbHBIE 3aMECTHTENH
y aTOMOB YIJepoJa MaKpOLMKIa, mpaHc-u3oMepsl 1a
u 2a xpaHstcsa Ooniee roma mpu Temmeparype 4-—20°C
0€3 U3MEHEHHUsI ¥ He MOJBEPraloTcs NECTPYKLHUHU Jaxe
[IpY AIUTEIbHOM KUIISTYEHUH B PACTBOPE 3TaHOJIA.

st comocTaBleHUs] CIEKTPAIbHBIX XapaKTePUCTUK
MOJMY4YEHHBIX coeauHeHni 1a u 10 U U3BECTHOM coNU
STHX MaKPOIMKINYECKUX COEIWHEHHH HaMu ObLia I0-
nydena nepxioparsas conb L-2HCIO4 myTem KoHzaeH-
Callid MOHONEPXJIOPATHOW CONMH JSTHIECHIWAMHHA C
aneroHoM 1o meroauke [10, 18]. IIpu 3TOoM OBLIO 06-
Hapy»XeHO, YTO B OTIWYME OT JUTEPATypPHBIX NAaHHBIX
[10, 18] peakius 3aBepiaeTcs 00Opa3oBaHHEM HE COJH
mpanc-nueHa L, a cMecH ero CTpyKTYpPHBIX H30MEpOB
3a u 30, OTIMYAIOIIUXCSA B3aUMHBIM PaCIOJIOKEHUEM
a30METHHOBBIX rpynn (mparc-3a U yuc-306), B COOTHO-
menun 1:1 (cxema 2).

006 obpa3zoBanuu U30MepoB 3a U 30 CBUIETENLCTBY-
€T YIBOECHHE CHTHAJIOB MPOTOHOB M aTOMOB YIJIEPOAA

* 3mech W Janee HyMepalus aTOMOB LMKJIa OCYILIECTBJIEHA B
COOTBETCTBHH C NPUHATEIMA B JIUTEPAType ISl TAKUX TeTepPOLHK-
noB noxgxomamu [16, 17].
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Cxema 2
HiC_1 e H5G . CH;
. 127" 14]~CH; H;C 127 714]|
NH,(CH,),NH, 2 NH,(CH,),NH;CI0; 101\{1 HI;I2 101\11}{ N ;
+ —_— =k ——-»Eg 4; .2HC104+ Eg 4; .2HC]04
HCIO, 4H3C—ﬁ—CH3 NH N SH N
0 HﬁM HsC—J7 ¢ sl
H;C CH; i CH;
mpanc-3a a yuc-36 a

BCEX CTPYKTYPHBIX (DparMeHTOB LHMKJIA B CIEKTpax
SAMP 'H u C npoayxra nuxiokosnescanys (cM. Ta6-
JHIY).

CrpoeHune nomydeHHBIX coemuHeHuil 1-3 ycraHoB-
JIeHO Ha ocHoBaHuM naHHbXx UK, SIMP lH, BC crek-
TPOCKOIIMH, MacC-CIEKTPOMETPHH, a TAKXKe IyTeM CO-
IIOCTABJIEHUS UX CIEKTPAJIbHBIX ITAPAMETPOB C TAKOBBI-
MU 7151 CTPYKTYpPHONOIOOHEIX coenunenuii [19].

B cnekrpax SIMP 'H coemmmenmii 1-3 mmerotcs
CUTHAIIbl IIPOTOHOB BCEX CTPYKTYPHBIX (parMeHTOB
Monekyn (cM. Tabnuiy). CUrHaiasl IPOTOHOB Y4eTHIPEX
rpynn CH; nns coenunenuit 1 u 3 wnm AByX Tpyrmin
CH; nns coequaenuit 2 npu Sp3—FI/I6pHJIHOM aToMe yT-
Jepoja SKBUBAJIEHTHBI U MPOSBISIOTCS OJTHUM CHHIJIE-
ToM B auana3oHe 0.93—1.30 m.a. I[IpoToHBI ABYX IpyIIl
CHj, cBsi3aHHBIX C a30METHHOBHIM aTOMOM YIJIEpOAa,
pe3oHupyroT B Gonee caabom moae (1.90-2.09 m. n.).
CurHasasl MPOTOHOB STUIIBHBIX 3aMECTHTENCH COeTuHe-
Hui 2a ¥ 26 y sp’-rHOPHIHOTO aToMa yrieposa 3aKo-
HOMEPHO SIBIIOTCS 60Jiee CHITBHOIIOIBHBIME [TTIPOTOHBI
CH;-rpynn nposiBIsIoTCs B BHJE TpUIUIETa B 001acTH
0.77 n 0.88 M. a.; mporonsl CHy-rpynm, Oyayun nua-
CTEPEOTOIHBIMH, PE30OHUPYIOT B BUAE IBYX MYJIBTH-

mieroB npu 1.26 u 1.33 M. 1., 1.45 u 1.51 m. 1. (puc.
2)], a pacrojararnumecs y sp*-rUGPHIHOTO aToMa YT-
nepona — ABIAIOTCA Oosiee crabomoNbHBIMU (IPOTOHEI
rpynnsl CH; mposiisitorest mpu 0.95 u 1.02 M. 1., a
rpymmbsl CH, — mipu 2.14 u 2.23 M. 1.). Cursassl npoTo-
HOB METUJIEHOBOTO MOCTHKA (H6, H") coemunennii 1 u
3 pe3oHHpPYIOT B BHAE CHHIJIeTa B AuamnazoHe 2.40-
2.69 M. 1., a B CIIEKTpax COCOUHEHUH 2a U 20 5TH Mpo-
TOHBI SIBISIOTCS TAACTEPEOTONHBIMU U MPOSBISIFOTCA B
BUAE MyabTuILieTa npu 2.45 (2a) u 2.36 M. a. (20)
(puc. 2). Ilporoust metuneHoBbix rpynn NHCH,,
=NCH, B coenuHeHusx 1-3 mnpencTaBleHbl MYJbTH-
ieramu B obnactu 2.54-3.26 u 3.20-3.66 M. A. cooT-
BETCTBEHHO. [IpOTOHBI IBYX aMHHOTPYII NPOSBIIS-
IOTCS YIIUPEHHBIMH CUTHalaMud B nuamnasoHe 4.40-
4.50 m. 1.

Anamus cnextpoB SIMP 'H coemunenuii 1-3 nosso-
JIWI CIenath BBIBOJ O TOM, YTO XHUMHYECKHE CIBHUIH
METHJICHOBBIX TIPOTOHOB T'PYIII, CBS3aHHBIX C A30METH-
HOBBIM M aMHHHBIM aTOMaMH a30Ta MOTYT HCIOJIb30-
BaThCS B KAueCTBE KPHUTEPHs sl WICHTH()UKALHU
mpaHc- N Yuc-A30MepoB, MOCKOIBKY BO BCEX CIydasx
pa3HHIA 3HAYEHUH XWUMHYECKUX CABHUIOB (HampuMmep,

la
4CH3| 15
1a 4CH;
2CH;
mpanc-1a  yuc-16  1la
6yl
H6 H13 16
16 2CH;
H6 {13
1a 16 10 1a
H3,H10 g3 ylo HSH
Il 1 1 1 1 JuIL
3.5 3.0 25 2.0 1.5 1.0

3, M. 1.

Puc. 1. Criextp IMP 'H peakiioHHO# cMecH mpanc- i yuc-uzomepos 1a u 16.
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Iannbie cnexrpockorun SIMP 'H i BC s coennuennit 1-3

R R R'<__gn R
127140 HAC 127 4]
N HN_ % _NH N
10 11 19 10 11 13
98 4 3 9 8 4 3
. NH N . NH N
R'J7 sl R'J7 (sl
H;C 2 H,C 2
9 fwan K 3 16-36 R
SH(CDC13), M. 1. 8(;(CDC13), M. 1.
NQ H6 HZ H9 H3 HIO C7 Cl4 C6 CS C12 C3 CIO C2 C9 CH3
CH3 Rl R2 l; 9’ 10 2’ 3 NH 7’ 12 ]; 5’ 14 Z, 3 9’ 10y| _ ;
H (H,H") | (H, H) (C, €5 € (C, CH) [(C, C) |(C°,.C™)[=CCH;
la |1.03¢|1.03 c (CHj) 1.90 ¢(CHs;) 240¢c| 2757 3501 | 450 | 5220 | 50.0 | 174.00 | 54.58 | 42.70 | 28.00
A=0.75 VI C 31.00
16 |1.12¢|1.12 ¢ (CH3) 2.00 ¢ (CHs) 249c | (2.831) \ (3.13 1) | 440 | (52.00) | 46.19 | (168.82) | (54.11) | (41.26) | 28.12
A=0.30° yI. ¢ 30.62
2a [0.93c|0.77 T (CH;CHy,), 0.95 m 245m| 2.80mM ‘ 3.60 M - 4920 |44.89 | 170.85 | 54.78 | 42.85 | 25.57
126 mu 1.45m | (CH;CH,), 2.14 A=0.80° 35.58
(CH3;CHa) (CH;CHy)
26 | 1.00c|0.88 T(CH;CH,), 1.02m 2.36 M | (2.94 m) |(3.19 M) - (48.80) | 46.24 | (172.37) | (54.04) | (41.10) | 26.33
1.33mu 1.51 M | (CH3CH,), 2.23 A=0.25° 33.37
(CH3CHy) (CH;CH,)
3a® |1.30¢ 1.30 ¢ (CH3) 2.09 ¢(CHs) 269c| 3.03m | 3.66Mm | 420 | 5826 |49.40 | 174.62 | 58.26 | 50.03 | 25.39
A=0.63" 31.85
36° |1.22¢c| 1.22¢(CHs) 2.02¢(CHs) |2.50c | (3.25m) \ (3.50m)| — |(55.26) | 47.37 | (174.60) | (54.26) | (43.45) | 24.73
A=0.25° 30.99
Ipameyanus. a) A = 8y3 310 — dp2 9. 6) A = 33 2 — Sy10n9. B) Criextpsl cHATEL B IMCO-d.
4CH;
2CH;
H6,H13
-CH,
HB,HIO Hz’Hg CH2
3.5 3.0 25 2.0 1) 1.0

Puc. 2. Ciextp SMP 'H coenunenus 2a.

A = Oy3 10 — dy2 9 AN coenuHeHni 1a—3a wm A =
= O3 p2 — Oyloyd mnsa coeauHeHwit 10-306), 3HauM-
TenbHO Oounblie B ciaydae mpaHc-uzoMepoB (0.63—
0.80 m. 1), uem yuc-uzomepos (0.25-0.30 M. 1.).
JlOCTOBEPHOCTh OTHECEHHS] CHUTHAJIOB MPOTOHOB
NOATBEPXKACHA NAHHBIMH JBYMEPHOW CIEKTPOCKOIIUH
SIMP'H-"C HMQC u 'H-">C HMBC. Tax, B CIIEKTpE

"H-"*C HMQC coenunenns 1a (puc. 3) Hab6momaetcs
YeTKass KOppeNslUs COOTBETCTBYIOLIMX IPOTOHOB H
atomoB yraepoxaa: 8y 1.03 M. a. u 3¢ 28.0 m. 1., Oy
1.90 m. 1. u 8¢ 31.0 M. x. g CH;-rpymm, cBA3aHHBIX
C Sp°- U Sp’-THOPUIHBIMH aTOMaMM YIJIEpOJa COOTBET-
creenno; HOH" (2.40 m. 1.)/C%,C" (50.0 m. n.); H-H’
(2.75 M. 1.)/CAC° (42.70 M. n); HH (3.50 m. 1)/
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2CH2 2CH3-C=

1503

4CH;-C-

0, M. 1.
o (CHy),
i H2.9/C2.9 e CH./CH CH3
o) HMUCHO == CHy/CH;  CHy/CH; C7.14/06.13
-
H613/6,13
70
90
110}
£ i) 3.0 25 2.0 L5 1.0
3, M. II.

Puc. 3. Cextp 'H-"*C HMQC coenunennus 1a.

C3,C1 (54.58 m. 1.). B cnextpe 'H-">C HMBC coenu-
1eHus 1a HaOmronaroTes ciaenyonme KOppemsiul CUr-
HaJIOB NIPOTOHOB C CUTHAJIAMH COCEIHUX ATOMOB yTJIE-
yoma: H' H'® (3.50 m. 1.)/C%C° (42.70 m. 1) u C°,C"?
174.0 m. x); HLH® (2.75 m. 0.)/C7,C* (522 M. n);
H°H? (240 M. 2)/C°,C? (1740 m. x) u C,C*
522 m. n.); CH; (1.03 M. 1.)/C",C"* (522 M. n.);
CH; (1.90 m. n)/C°,C"? (1740 M. n) u C°CB
50.0 M. 1.). B ciextpe 'H-"H COSY coenunenns 1a
puc. 4) HUMEITCA KPOCC-TIMKH CHTHAJIOB IPOTOHOB
[—IZ,H9 u B ,H10 rpynn CH, 3THIEHOBOTO MOCTHKA.

B cnektpax SIMP C nonyuennsix coenunennii 1—
3 UMEIOTCS CHIHAJBI BCEX aTOMOB YIJIEpoJia C Xapak-
[EPHBIMH Ul HUX XUMHYECKHUMH cABUTramu (CM. Tab-

THITY ).

2CH, 2CH;3-C= 4CH;-C-

2CH,-NH-
2CH,-N=" 2
)

i 4CH,-C
1.0F o %—3
1.5}

2CH3-C:
2.0} .
54l . 2CH,
3.0 2CH,-NH-
3.5 s . -
2CH,-N=

35 3.0 2.5 20 15 1
0, M. II.

0

Puc. 4. Criextp 'H-'H COSY coenuuenns 1a.

B macc-cniexTpe coenuHeHusi la, MOJy4eHHOM B
pPEeXUME BIIEKTPOCIpEH-HOHU3aUY, Hauboaee UHTEH-
CHBHBIM ITHK MMeeT 3HadeHue ¢ m/z 281.2701, uto co-
otBercTBYeT [M — H]', IpHCYTCTBYIOT TaKke MaJOHH-
TEHCHBHbIE TTHKM, m/z: 282.2722 [M — 2H]', 283.2528
[M — 3H]'u 284.2525 [M — 4H]". UK cnekTpsl coemu-
HeHud 1 U 2 cofepkaT MOJIOCHI MOTJIOLIEHUS BTOPUY-
HeIX amuHorpyrm (3180-3255 cm™') m cmasu C=N
(1600-1670 cm™).

Takum 00pa3zoMm, B3aUMOAEWCTBHE ITUIICHIHMAMUHA
¢ amn(paTHIECKUMH KETOHAMH, KaK MOKa3aHO Ha IMpH-
Mepe alleTOHa W METHJIKETOHA, MPEACTAaBIseT COOOH
TIPOCTOM MeTOH CHHTe3a 14-4/IeHHBIX a3aMaKpOLUKIIH-
YECKUX COEIMHEHHH, COIAEPKAlmMX B ITUKIIE a30METH-
HOBBIY U aMUHHBIN aTOMBI a30Ta.

JKcnepUMEeHTANbLHAA YaCTh

Crextps SIMP 'H, “C, 'H-"C HMQC, 'H-"C
HMBC peructpupoBanu Ha cnekrpomerpe Jeol
ECX400A ¢ pabounmu uactoramu 100.52 (°C) u
399.78 MI'u (‘H) B CDCl; ¢ HCTOIb30BaHHEM OCTATOU-
HOT0 CHUIHaja HENEWTEpPHUPOBAHHOIO pPACTBOPHUTENS B
KayecTBe BHyTpeHHero cranpapra. VK crnekTpsl 3amu-
cansl Ha @ypre-criekrpomerpe Shimadzu IR Prestige-
21 B xmopodopme. Macc-cnektp (ESI) momyden Ha
npubope Bruker Customer microtof 10223 (pactBo-
putens — Metanon). s TCX ananm3a MCNoNb30BaIU
mnactaaku Silufol UF-254, 3mr0eHT — cMech TeKCaH—
aneToH, 3:2. DJIEeMEHTHBIH aHaIU3 BBHINOJIHEH HA IPH-
6ope Carlo Erba 1106.

MoHoruaponepxjiopar 3TUIECHAUAMHHA U TEepXIo-
patsl 3a ¥ 30 nomydanu no Meroauke [9].
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5,7,7,12,14,14-I'ekcameTn.a-1,4,8,11-rerpaasa-
uukjaorerpaaeka-4,11-nuen (la) m 5,7,7,12,12,14-
rekcameruna-1,4,8,11-terpaasanukjorerpajaexa-
4,14-nguen (16). a. Ilpu naepesanuu. Pacteop 10.2 T
(0.17 monp) stunenauamuda B 50 mu cmecu 6e3Boz-
HBIX alleToHa M dTaHona (1:1) kumATUIM B TedeHUe
10 4. PeakMOHHYI0 CMECh YNMapHBaJIH Ha POTOPHOM
ucnapurene. OCTaTok, IpeAcTaBIsIONIHN cO00H cMeCh
mpanc- W yuc-u30MepoB B cooTHomeHun 1a:16 =
= 1.3:1.0 (AMP 'H), neperonsnu B Bakyyme. ITomyun-
au 14.9 r (63%) cmecu mpanc- m yuc-u3omepoB 1a u
16 B cootnomenun 3.0:1.0, T. xum. 40-60°C (2 mm
pT. €T.). JlONMOIHUTEIbHOM MEePErOHKOM 3TOM CMECH B
BaKyyMe Monayuunu mparc-uzomep la c 1. xum. 60—
62°C (2 mm prt. ct.). Macc-cniektp (ESI): m/z 281.2701
[M — H]".Haiineno, %: C 68.31, 68.38; H 11.54, 11.56;
N 20.05, 20.10.C¢H3;N4. Berancneno, %: C 68.52; H
11.50; N 19.98.

6. IIpu xomHamuoii memnepamype. Pacteop 10.2 r
(0.17 mons) stunenauamuaa B 50 M cmecu 6e3BOA-
HBIX aneToHa u 3TaHo’na (1:1) mepememmBanu B Tede-
Hue 10 9 ¥ ocTaBisIM P KOMHATHON TeMrepaType Ha
24 4. PeaknMOHHYI0O CMECh YNapHBajdl Ha POTOPHOM
ucnapurene. OCTaTok, MpeACTaBIsIOMIN cO00H CMECh
mpaHc- U yuc-A30MepoB B cooTHomeHuu 1a:16 =
= 1.5:1.0 (IMP 'H), neperonsiu B Bakyyme (2 MM
pT. c1.). Ilonyuunu tpu ppakuun: 3.40 r cMecu u3oMme-
poB 1a u 16 B cootHomernuu 3.0:1.0 ¢ 1. kum. 28—40°C;
4.87 r cmecu u3omepoB la u 10 B COOTHOMIEHUH
10.0:1.0 ¢ 1. xumn. 40-60°C u 8.74 v mpanc-u3omepa 1a
¢ T. kun. 60-62°C. O6mwuit Beixon coenuHeHwi 1a u 16
coctaBui 72%.

7,14-{umerna-5,7,12,14-rerpaztun-1,4,8,11-rer-
paasanukjaorerpajaexka-4,11-quen (2a) n 7,12-qume-
T™1-5,7,12,14-TeTpastun-1,4,8,11-rerpaazanukJio-
TeTpageka-4,14-nuen (20). a. Ilpu naepesanuu. Pac-
TBOp 10.2 1 (0.17 Monp) aTHIEHAMaMUHA B 60 M cMe-
cu 0e3BOJHBIX METHIIATHIKETOHA M 3Tanona (1:1) ku-
nsaTHan B Tedenue 10 4. PeakunonHyo cMech ynapuBa-
1 Ha poropHOM Hcnaputene. OCTaToOK MEPeroHsuid B
Bakyyme u nonydamd 16.5 v (58%) cmecu mpanc- u
yuc-n3omepoB 2a u 20 B cootHomeHun 4.0:1.0 ¢
T. kun. 22-29°C (3 MM pt. cT.). JIONOIHUATEIBHONR Te-
PETOHKOW TMOJMYYEeHHOW CMeCH B BaKyyMe TONMydalld
mpanc-u3omep 2a ¢ t.xum. 25-28°C (3 MM pr. crT.).
Haineno, %: C 71.51, 71.56; H 11.80, 11.84; N 16.74,
16.80.C50Hy4oN,4. Beraucneno, %: C 71.37; H 11.98; N
16.65.

6. Ilpu xomnamuou memnepamype. Pactsop 10.2 r
(0.17 momne) stunenmuamuHa B 60 M cMecu 0e3BO-
HBIX METUI3TUIKETOHA M 3TaHona (1:1) mepememmBani
B TeueHHe 10 9 ¥ ocTaBIsIM P KOMHATHOW TeMIepa-

H. A. Anucumosa u Op.

Type Ha 24 4. PeakuoOHHYO0 CMEChH yIapHBajd Ha po-
TopHOM wHcnaputene. OCTaToK, NPEACTAaBIAIOIIMN CO-
00i cMechb mpanc- U Yuc-A30MEPOB B COOTHOILIEHHH
2a:26 = 1.7:1.0 (IMP 'H), meperonsnu B BaKyyme
(3 MM pr. ct.) U monmyyanu Tpu pakuun: 8.9 r cmecu
u3omepoB 2a u 26 B cootHoumenud 4.0:1.0 ¢ T. kuImL
25-27°C; 5.8 r cmecu U30MepOB 2a U 20 B COOTHOLIE-
HuH 7.0:1.0 ¢ 1. xun. 28-29°C u 5.2 r mpanc-u3omepa
2a c¢ 1. kun. 29-30°C. O6nmii BEIXOA COEIUHEHUH 2a
u 26 cocraBun 70%.

MoHoruaponepxaopar dtujeHauamuna. K 37 mn
70%-HOro pacTBOpa CBEXKENEPErHAaHHOIO JTUIIEHUA-
MHHA TpH MepeMemnuBanuu nodasmsuid 72 ma 43.3%-
HOTO PAacTBOpa XJIOPHOW KHCIOTHI TIPU OXJIAXACHHH
CMECBIO JIbJIa M COJIM. 3aTeM TEeMIIepaTypy PEeaKLUOH-
HOM cMecu poBoawn 10 20°C u ynapuBaiy Ha poTop-
HOM Hcmapurene npu temmepatype He Bbime 60°C.
[Tony4YeHHBIH OCTATOK BBIAEPKHUBAIM 10 TOIHON KpH-
crammzanud. OGpa3oBaBIINecs KPHCTAJUIBI OTHHUIIBT-
POBBIBAIIH, TIPOMBIBAIM STHIIOBBIM CIIMPTOM U CYLIHJIH
Ha Bo3ayxe. Beixon 54 r (84%), T. mn. 150°C.

Iepxaopar 5,7,7,12,14,14-rexcamerna-1,4,8,11-
TeTpaazauukioTerpaneka-4,11-quena (3a, 6). 10 r
MOHOTHPOIIEpXopaTa JTHIEHAWAMHUHA PaCTBOPSIIH
100 My Ge3BOHOTO AlETOHA U PEAKLUOHHYIO CMECh
BhiiepkuBad B TedeHue 12 u npu 20°C. Ob6pa3oBas-
IIMECS KPUCTAJUIBI OT(UIHTPOBBIBAIM WU TPOMBIBAIH
alleTOHOM, a 3areM dSTtaHojoM. Ilo manHbM SIMP H,
MOJTyYSHHBIE KPHUCTAUIBI NPEACTABISIOT COOOH CMECh
mpatHc- 1 yuc- u3oMepoB 3a ¥ 30 B COOTHOIIECHHH
1.0:1.0. Beixog 12r (80%), T. m1. 147-150°C (T. m
158°C [10]).

CrieKTpanbHbIe HMCCIEIOBAaHUSI BBIOJHEHBI C HC-
MoJib30BaHueM 00opyzaoBaHus L[eHTpa KOMIEKTUBHOTO
MOJIb30BaHUsl PoccHHCKOro rocyjapcTBEHHOrO IMeAaro-
rudeckoro yHuBepcurera uMm. A.U. I'epuena.

Pabora BhIMONHEHA NpU (PUHAHCOBOM MOAIEPIKKE
Poccuiickoro ¢oHma ¢yHIaMEHTAIBHBIX HCCIEI0Ba-
Huit (rpaHT Ne 14-03-00588).
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