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MACC-CIIEKTPAJIBHOE NIOBEJEHUE
U TEPMHUYECKAS] YCTOMYUBOCTD TETAPUJILHBIX AHAJIOT'OB
HECUMMETPUYHBIX BEH30MHOB

OCHOBHBIM ~ HaNpaBlIE€HHEM  MAacC-CHEKTPalbHOTO  pacrmafa TIeTapUIbHBIX  AHAJIOTOB
HECMMMETPUYHBIX OCH30UMHOB sBisieTcs PB-(parMeHTalys ¢ pa3pbiBOM LieHTpanbHO# cBszu C—C.
Ilpn sTOM B Macc-crieKTpe 0-0EH30MHOB HauOoOJieeé HHTEHCHBHBIM ITHKOM SIBIISIETCS ITHK
THAPOKCHMETHITETAPUILHOTO KaTHOHA, P-OCH30MHOB — NHUK IeTapoMIIBHOTO KaTHOHA. 3yueHa
TepMHUUecKas 0— [-N30MepH3alus reTapuIbHbIX aHAJIOroB OEH30MHOB. B citydyae mpou3BOIHBIX
MHJIO0NA U TUppoJia HabIroAaeTest 00pa30BaHUE MONUTETEPOLUKINUECKUX CUCTEM.

Kuawuesble ciioBa: 6€H3OI/IHBI, MOJIMI €TEPOLUMKIIBI, U30MEpU3alUs, MACC-CIICKTPOMETPHUA.

beH3onHBl HamUIM MIUPOKOE NPHUMEHEHHE B KadecTBE CHHTOHOB B
OpraHryYecKoM cuHTe3e (cM., Hanpumep, [1-8]). OcoOrlii nHTEpec B mocieaHee
BpeMsI K XUMHUH OCH30MHOB BBI3BaH MCIOIB30BAHUEM HX B KAYECTBE MOJEIBHBIX
onoxuMudeckux cyocrparos (cMm. Hampumep [9-11]). OmqHako MHOTHE BOIIPOCHI
B CTPOCHMM M CBOWCTBaX HECHMMETPHYHBIX OCH30MHOB OO CHUX IIOp He
BBIICHEHBI. Tak, NMpH M3yYEeHUHM CHEKTPAJIbHBIX CBOMCTB HECHM- METPUYHBIX
OCH30MHOB C WENBI0 YCTaHOBIICHHS WX CTPYKTYpbl M HpUHAI- JIEKHOCTH K
n30MepHOMY pany (o- wid [B-uzomep) ObBUIO MOKa3aHO, 4YTO Macc-
CHEKTPOMETPHS INIEKTPOHHOTO yjAapa Majlo MpUrojgHa i 3Tux uenedt [12].
OTMedanoch, YTO OCHOBHBIM HaIlpaBJICHUEM (parMeHTallH OKazanach B-¢par-
MEHTalMsi C Pa3peiBOM HeHTpanbHOH cBsizu C—C M B Macc-CreKkTpe HalIo-
JAal0TCsl MUKW OOOMX ApOWMJIBHBIX M O0OMX THIPOKCHOCH3WIBHBIX KATHOHOB.
WHTepecHO OTMETHTBH, YTO TMOAOOHBIH Pa3pbIB CBSI3M SBISIETCS MCTOYHHUKOM
pamuKalioB MpU TOJUMEpH3aluu, TAe B KadecTBe (POTOUYBCTBUTEIHHOTO
BEIIECTBAa HCIONB3YIOTCS OCH30MHBI M WX ankuioBblie 3¢upsl [13]. B pabote
[14] mpu nONXy4YeHMH HECUMMETPUYHBIX OCH30MHOB IJIsi MOATBEPKICHUS
CTPYKTYpHI TONYYEHHBIX COEAWHEHHWH OBUTH HCIOJB30BaHBl Macc-CIIEKTPEI,
NpUYeM OCHOBHBIM HampaBlieHHEM (parMeHTalMu TakXKe SBISETCS pa3pbiB
neHTpanbHoil cBsi3sn C—C. OpHako, aHaIM3UpPYys Macc-CHEKTpPalbHbIE TaHHBIE,
TPYAHO YCTAHOBUTH KaKylO-THOO OOILIyI0 3aKOHOMEPHOCTH B (hparMeHTauuu
1 00pa30BaHUM HOHOB, JAIOUIUX 0A30BbIC MTUKH.

Panee npu m3ydeHun nzoMepuszalu 0-OCH30MHOB, MOMYYEHHBIX 3JIEKTPO-
(UIBHBIM THAPOKCUMETHIINPOBAHNEM TT-M30BITOYHBIX TETEPOLUKIOB [15], Hamu
OB MoKa3aHe!l pasmmums SIMP 'H criekTpanbHBIX XapaKTEpHCTHK O- H [-
n3zomepoB [16]. B HacTosmel paboTe N3yUYeHBI pa3iuiusl Macc-CIeKT- PAIbHBIX
XapaKTePUCTHK TOIYy4YEHHBIX W30MEPHBIX OCH30MHOB. Permcrpamus creKTpoB
MPOBOJMIIACH C MCIIOJIB30BAHUEM CHCTEMBI MPSMOTO BBOJa oOpasia B 001acTh
HMOHM3AINH.
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Hamu ycTaHOBIEHO, 4YTO peaTM3yeTCs OCHOBHOE HampasjicHHe [-¢par-
MeHTanuu. [Ipu 3TOM 3apsiy ¢ MOAABISIONMM TPEHMYIECTBOM JIOKATHU3YETCsI
Ha (hparMeHTe, B KOTOPOM pealn3yeTcss HauOoJblas cTabuiIn3anus MOJI0XKH-
TEJNLHOTO 3apsaja; Uil reTapuieHITOCH30MHOB — Ha KaTHOHE, COZICpIKaIleM
OCTaTOK T-M30BITOYHOTO TeTepouukia. Kakapli W3 HW3yYeHHBIX PSJIOB
M30MEPOB HMMEET COOCTBEHHBIM Oa3WMCHBIM MWK, YTO IO3BOJSET WX YETKO
pas3nuyath: Uil 0-H30MEPOB — MUK THIPOKCUOCH30UIBHOTO KAaTHOHA; IS
-n3omepa — reTapownbHOrO KaTHoHa. B ciydae P-Oenzomna 10, B KoTopoMm
OCKOJIKA O00JIaal0T MPHUMEPHO OJUHAKOBBIMH CHOCOOHOCTBIO JIEIOKAIN30-
BBIBATh IOJOXKUTEIBHBINA 3apsi U Maccou, oOpasyroTcs 006a BuAa KaTHOHA C
HPUMEPHO OJIMHAKOBOW MHTEHCUBHOCTBIO.
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B OonpmmHCTBE ciydaeB (3a MCKIIOUeHHEM ruapazoHoB 11-14) B macc-
CIEKTpPax BTOPHIM MO MHTEHCHBHOCTH SIBIISIETCS NHK (PparMeHToB, KOTOpHIE
00pa3yroTcs MpH MOCTEAYIOmeM SJIMMUHUPOBAHHM TPHBEICHHBIMHU BBILIE
noHamMu Mojekynasl CO. B cimyuae o-u3oMepoB 3710 o-kKomiuiekc. [Ipu atom
WHTEHCHBHOCTh JTAaHHOTO ITHKA CBs3aHa, MO-BHIUMOMY, CO CTaOMIBHOCTBIO 3TOTO
KOMIUIEKCa TSl JaHHOTO TeTepolukia. Tak, HanOobIas HHTCHCUBHOCTD HAOIIO-
JaeTcs B cilydae NMPOU3BOAHBIX 1,2,5-TpUMETWINUpPpOa U UHI0JIA; a B cIayyae
MPOU3BOJHBIX (pypaHa TaKOBbIE CHTHAIBI BOOOIIE OTCYTCTBYIOT. B ciryuae f3-
W30MEpPOB MHTEHCUBHOCTh aHAJOTMYHO 0Opasyromuxcs sauMuHupoBanueM CO
TeTapUIKaTHOHOB HUKE, YTO CBA3AHO C MX HU3KOH CTaOMIIBHOCTBIO.

Cnenyer OTMETHTh, YTO pAABl M30MEPOB OTJIMYAIOTCA 1O CBOEH ycCTOM-
YMBOCTH K D3JCKTPOHHOMY yzAapy. o-M3omepsl maroT Oojee yCTOWYHBEHIE
MOJIEKYJISIpHBIE HOHBI TI0 CpaBHEHUIO ¢ B-m3omepamu. B ciyuae ¢ypanos 7, 8
MOJIEKYJIIpHBIE THMKH HMEIOT OJMHAKOBYIO HHTEHCHUBHOCTh, YTO CBS3aHO
C MaJION pa3HUIIEH B 3JEKTPOHOAOHOPHBIX CBOMCTBaxX (PEHUIBHOTO M (ypaHOBOTO
OCTaTKOB. JTa 3aKOHOMEPHOCTh HapyIIaeTcsl TOJBKO AN ruapa3oHoB 11-14,
B KOTOPBIX CONPSDKEHUE MEXIY AUMETUIaMHHO- M KapOOHWIBHOW TpyNmamu
MPUBOIUT K O0Jiee BBICOKOH yCTOMYMBOCTH MOJIEKYJISIPHBIX TUKOB B-H30MEPOB.

OpHako, KaKk BHIHO M3 JaHHBIX Tabia. 1, B KaXXIOM Macc-CIIEKTpe OZHOTO
nU30Mepa NPUCYTCTBYIOT CHTHAJIbI, B OOJIBIICH Mepe XapakTepHbIe Ui IPyroro
nzomepa. Ilo HameMy MHEHMIO, 3TO CBSI3aHO C TE€M, YTO HEKOTOpas 4acTb
MOJIEKYJI BEIIEeCTBA B HOHM3AIlMOHHONW KaMmepe [0 HWOHM3allUHd YCIIEBaeT
MIpeTeprneTh TEPMUUECKYI0 M30MEpPHU3allMI0 IpU HarpeBaHuu B Bakyyme [17]
B CHIUOJNBHYIO (OpMY, KOTOpas Bceraa MpucyTcTByeT B Oenzomue [18]. XoTs
u3MepeHre mpu Ooiee BBICOKHX TeMIlepaTypax HOHHM3alMOHHOW Kamephl (0
240 °C) KapTHHBI MACC-CIIEKTPOB BEIIECTB MPAKTHYCCKH HE H3MCHSCT.
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Tabnuma 1

Macc-cnekTpbl 0eH30MHOB 1-14*

Coenu- R m/z (I, %) I, %**
HCHHC M RC'H(OH) RH," RC'=0 R" PhC'H(OH) | PhH," PhC'=O | Ph"

1 4-TnmeTunaMUHOQCHIIT 255 (8) 150 (100) 122 (8) 148 (5) 120 (7) 6 2 9 9

2 4-TnmeTnIaMUHOQSHIIT 255(7) 150 (1) - 148 (100) - 1 4 6 7

3 [-MeTtuanuppos-2-ui 215(9) 110 (100) 82 (22) 108 (7) 80 (3) - - 4 8

4 [-MeTuanupposn-2-ui 215(3) 110 (3) - 108 (100) 80 (7) 5 5 1 6

5 1,2,5-Tpumerwinuppoi-3-un 243 (12) 137 (100) 109 (58) 135 (13) 107 (7) 7 2 5 6

6 1,2,5-Tpumerwinuppoi-3-un 243 (49) - - 135 (100) 107 (2) 2 1 1 2

7 Wnpon-3-un 251 (10) 146 (100) 118 (35) 144 (32) 116 (6) - 1 8 11

8 Wnpon-3-un 251 (5) 146 (1) - 144 (100) 116 (11) - 2 - 3

9 5-Metun-2-¢ypurn 216 (6) 111 (100) 83 (3) 109 (2) 81 (1) - 1 7 12

10 5-Metun-2-¢ypurn 216 (8) 111 (16) 83 (6) 109 (100) 81 (4) 91 44 5 25

11 5-Aumerunrunpazonomermn-1- | 285 (16) 180 (100) 152 (2) 178 (6) 150 (4) 7 - 5 5
METHIIUAPPOI-2-UIT

12 S5-Aumerunrunpazonomerun-1- | 285 (23) - - 178 (100) - 4 4 1 -
METHIIUAPPOI-2-UIT

13 S-umerunrunpazonomerun-2- | 272 (14) 167 (100) - 165 (11) 137 (1) 5 1 16 13
dypu

14 S-umerunrunpazonomeruin-2- | 272 (28) 167 (10) - 165 (100) 137 (6) 4 9 4 11
dypun

* Heuetnsle Homepa — a-m3omepbl RCH(OH)C(O)Ph; uetHsie Homepa — B-nzomepsr RC(O)CH(OH)Ph.
** [IprBeeHbI HHTEHCUBHOCTH COOTBETCTBYIOIINX ITHKOB.
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[Mo-BuarMOMy, IMEHHO XUMUYECKUMH TPEBPAILICHUSMHU B YCIOBUSX CHSTHSI
Macc-CIIEKTPOB MOXHO OOBSACHUTH OTCYTCTBHE 3aKOHOMEPHOCTH B Macc-
CIEKTPaJbHBIX JTAaHHBIX OCH30MHOB B pabore [14], T. e. MONy4YEHHBIE Macc-
CTEKTPHI He ObLIN JaHHBIMU HHAMBUAYAILHOTO COSTMHECHUSI.

B noarsepxaeHre HaMu ObUla M3ydeHa TePMHYECKasl CTAOMIBHOCTh HECHM-
METpUYHBIX OeH30uHOB. Tak, a-OceH3ouHbl 1, 3, 5, 9 crmOCOOHBI HM30MEpHU30-
BaThCs B B-u3omeps! npu HarpeBanuu mpu 200 °C (i muppoia 3 mpu 150 °C)
B TeueHre 10 MUH ¢ KOTMUECTBEHHBIM BBIX010M (Mt rtuppona 3 — 10%) (tab. 2).
VYBenuueHnne BpeMeHHM HarpeBaHus 10 30 MHMH BbIXOJa HE CHMXKaeT. JTO
TOBOPUT O TOM, YTO NMPOTEKaHHWE TEPMHUUYECKOW M3OMEPH3AIMH HE 3aBHCUT OT
CTPYKTYphl OCH30MHa B OTJIMYHE OT 0—[-H30MEpH3aldd B OCHOBHOH cpele,
I BpeMs TNPEBPAILCHUs] CHJIBHO 3aBHCUT OT JJIEKTPOHHOTO BJIMSHHUA TeT-
apuwipHOTO oOcratka [16]. CrnemoBarenbHO, TEPMHUYSCKOE IPEBpAICHHE
MpOTEKaeT 4epe3 EHIUOJBbHYI0 (QOpMy B pe3yjbTaTe KeTO-€HOJNBHOW TayTo-
Mepuu. B ciydgae muppona 3 mpu IpoBEICHUH TEPMHUYECCKOW H30MEpH3AIUU
OBLT BBIZIENIEH MPOIYKT TeTpamepru3annu — noppupu 15, ctpykTypa KOTOpPOTro
MONTBEP)KAAETCS CHEKTPaJbHBIMH JAaHHBIMH. Tak, B €ro Macc-CIIeKTpe
IPHCYTCTBYET MUK MOJEKYJSIPHOTO HOHa mpu m/z 784. B cmextpe SIMP 'H
MIPUCYTCTBYIOT CHHIJIETHI B oOmactu 5.41 m 6.25 M. n., oTBedarontue ojedu-
HOBBIM M IAPPOJIEHBIM MTPOTOHAM COOTBETCTBEHHO.

OH 0
)\H/Ph 200°C J\(Ph
R — R
0 OH
1,5,9,16 2,6,10,17
16,17 R = N—Me

[loBenenue MpOM3BOAHBIX HMHJOJA B ITHX YCIOBUSX Oonee cnoxHo. Tax,
1,2-gumetunuanon 16 nzomepusyercs B B-u3omep 17 ¢ BBICOKAM BBIXOIOM.
B 10 xe Bpems unmonst 7, 18, He comepxamime 3aMeCTUTEICH B MOJOKCHUH 2,
00pa3yIoT MPOIYKTHI AUMEpHU3aIiu HH0J10[3,2-b |kap6a3zoisl 19, 20. [Tpu sToM
B clly4ae WHAONA 7 HaOMIOmaeTcsl CHIbHOE ocMoyieHne m aumep 19 ymaercs
BBIZICNIUTh C HU3KUM BBIXOAOM, TOrnma Kak N-metunuHmon 18 oOpasyer mumep
20 c BbICOKMM BbIX0HOM. CTpPYKTypa AMMEPHBIX MPOIYKTOB MOATBEPIKIACTCS
Macc-CIIeKTPaIbHBIMU TaHHBIMH, B KOTOPBIX MPUCYTCTBYIOT COOTBETCTBYIOIIHE
MK MOJIEKY/ISPHBIX MOHOB, TOTJa Kak B cmektpax SIMP 'H monoxenue
CHUTHAJIOB MaJl0 OTJMYAeTCs OT CHUTHAJIOB COOTBETCTBYIOIIMX TPOTOHOB
HMCXOIHBIX 0-O€H30MHOB [15].
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HO
Bz

PU’Z 7

7,18

7,19 R=H, 18,20 R=Me

OO0pazoBaHHEe MOIUTETEPOIUKIMYECKUX IPOIYKTOB MPOTEKAET, BEPOSTHO,
KaK 3JeKTPOPWIbHOE aJKWIHPOBAHUE  Opmo-TIOJOXKEHHS  TeTepOIrKIIa
OCH3WILHOW THUAPOKCUTPYIIION C JAbHEHIINM OKHCICHHEM, YTO MPUBOIUT K
00pa30BaHUIO apOMATHUYECKOW CTPYKTyphl. HaiineHHas takum oOpa3oMm
TUMepHU3aus 0-OCH30MHOB SIBIIICTCS OJHMM W3 HOBBIX CIIOCOOOB CHHTE3a
nHAoI0Kap6a3zonos [19].

B-benzounst 2, 4, 6, 8, 10 mpu HarpeBaHWU OCTAIOTCS YCTOWMYUBBIMH, XOTS
MIpH OYEHB JIUTEeNsHOM (Ooltee 2 1) HarpeBaHUU MIPOUCXOIUT OCMOJICHHE.

lunmpazonsr 11, 13 oOpasyror B-uzomepsr 12, 14, COOTBETCTBEHHO, Haxe
B kursiteM Oenzone. OMHAKO, MO-BHANMOMY, B JaHHOM CIydae pealln3yeTcs
o—p-uzomepusanus [16] mox neiicTBueM OCHOBHOW AMMETHIIAMUHOTPYIIIIHL.

80 °C
11,13 —> 12,14
C6H6

Takum O6p330M, HaMM MOKa3aHO, YTO OCHOBHBIM HAIIPABJICHUEM paclriaga
B MAacCC-CIICKTPE HCCUMMECTPUYHBIX OCH30MHOB  SIBJISICTCS B—(bpaFMCHTaI_II/IH
C COXpaHCHUEM 3apsdaa Ha (bparMeHTe C BO3MOXKHOCTBIO HAaHOOJBIIIEH JCJI0Ka-
JiM3allii  TOJIOKUTCIIBHOI'O  3apsaa. 0-BeH30HHEI  CIIOCOOHBI TCPMUYCCKHU
HU30MCPU30BATLCA B B-I/I3OMCpI)I.

Tabnuma 2

Bbixoa npoayKTOB TepMHYECKOil H30MepHu3anuH 0-0€H30MHOB

Hexonmoe IIpomyxt T. mr. mpoxaykra, °C (pactBopurens) | Beixox, %
COCJIMHEHHUE

1 2 167—-168 (3ranomn) [12] 95
3 4 107-108 (rexcan) [16] 10

15 217-218 (metaHoM) 20
5 6 137-138 (3tanon) [16] 96
7 19 299-301 (6en3o0m) 10
9 10 150-151 (atanon) [16] 97
16 17 185 (atanomn) [16] 89
18 19 213-215 (metanom) 91
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SKCIIEPUMEHTAJIBHASI YACTb

Crexrpst SIMP 'H m3mepensr 8 JIMCO-dg na npuGope VarianVXR-300 (300 MI'm), BHyT-
pennnit crangapt TMC, UK crextpst — Ha npudope UR-20 B Tabnerkax KBr, Y® criekTps! — Ha
npudope Specord M-40 B IM®A mnpum jumHe mnoriomaromero cios 1 cM. Macc-CHeKTpsl
3anmcansl Ha npubope MX-1321 B pexxume DY mpu 70 3B, cucrema mpsimoro BBoma obOpasna,
TeMriepaTypa HMOHM3AMOHHONW Kamepbl — 160 °C (maHHbIe isi OEH30MHOB CM. B TaOm. 1).
KoHTpoib 3a X0IOM peaknuy M YHCTOTOH NMOTYYEHHBIX COSAMHEHHH OCYIIECTBIICS METOIOM
TCX na mmactunkax Silufol UV-254 B cucreme Oenszon—aneToH, 5:1. bensounsr 1, 3, 5, 7, 9, 16,
18 [15], 4, 6, 8, 10 [16] mody4eHB! COTNACHO H3BECTHHIM METOAMKaM. DH3MKO-XUMHUYECKUE
xapakTepucTiku P-6en3ounoB 2 [12], 4, 6, 10, 17 [16] mOTHOCTBIO COTNIACYIOTCS C JIUTEPATYP-
HBIMH JTaHHBIMH.

MMonyuyenne o-6ensounoB 11, 12 (obmas merommka). K pacteopy 0.76 T (5.00 mMMmoib)
ruapara (QEHIIIIHOKCAsl B 5 MII AUXJIOpMeTaHa MpHIHBAOT pacTBop N,N-auMmeTmnruapaszoHa
¢bypdypona mmm N-mermnmuppon-2-kapbamsaeruma (5.00 MMonp) B 5 M IUXJIOPMETaHa.
INomy4ueHHBIH PacTBOP BHIACPXKUBAIOT 3 CYT NpH KOMHATHOU Temmeparype, cymat Hag Na,SOy,
GUIBTPYIOT, yIApUBaIOT B BakyyMe. OCcTaToOK KPUCTANIN3YIOT U3 TeKCaHa.

2-I'uapoxkcu-2-[5-(numernaruapasonomerua)pypan-2-wil-1-gpeanadtanon (11). Brixox
86%. XKenreiii mopomok. T. mi. 136.5-137 °C. UK cmektp, v, oM i 3430, 3140, 3000, 2940,
2875, 2805, 1690, 1600, 1575, 1290, 1230. YO cnektp, Am., HM (Ig €): 244.9 (3.94), 308.3
(4.23). Coexrp SIMP 'H, 8, . 1. (J, Tm): 2.87 (6H, ¢, N(CHs),); 5.00 (1H, x, J = 6.5, CHOH);
6.19 (1H, o, J = 6.5, CHOH); 6.32 (1H, 1, J = 3.4, H-3 Fur); 6.45 (1H, 1, J = 3.4, H-4 Fur); 7.05
(1H, c, CH=N); 7.49 (2H, 1,J=7.8,H-3,5 Ph); 7.62 (1H, n, J=7.8, H-4 Ph); 8.05 2H, n, /=78,
H-2,6 Ph). Haiineno, %: C 66.32; H 5.81. C;sH4sN,05. Beruucneno, %: C 66.16; H 5.92.

2-I'mapoxcn-2-[S-(aumeTniaruapasoHomeTni1)-1-merun-1H-nuppost-2-nij-1-gpeHnnTanon

(12). Boixon 88%. Xenrsiii mopomok. T. . 136-137 °C. UK crektp, v, em i 3175, 2970, 2868,
1682, 1597, 1261, 1234, 1200, 1155, 1070, 1042, 1013, 990, 952, 920. Y® cnektp, Ay.y, HM
(Ig £): 243.9 (4.06), 305.3 (4.20). Cnextp SIMP 'H, 8, m. 1. (J, ['m): 3.30 (3H, ¢, CH; Pyr); 3.81
(1H, ¢, N(CH;),); 5.63 (1H, 1, J=7.6, CHOH); 5.70 (1H, n, J= 4.0, H-3 Pyr); 6.03 (1H, 1, J=4.0, H-
4 Pyr); 6.17 (1H, n, J = 7.6, CHOH); 7.25 (1H, ¢, CH=N); 7.43 (2H, 1, J = 8.6, H-3,5 Ph); 7.57
(1H, n, J = 8.6, H-4 Ph); 7.90 (2H, n, J = 8.06, H-2,6 Ph). Haiineno, %: C 67.36; H 6.71.
C16H19N302. Bbl‘{PICHeHO, %: C 6735, H6.71.

Tepmuueckass uzomepusamusi (oOmast Meronguka). BeinepkuBator 1.5 MMoib o-OeH30MHA
npu Temreparype 200 °C (150 °C B cinyuae mupposna 3) B Tedenre 10 MuH. OCTaTOK OXJIAXKIAI0T
JI0 KOMHATHOH TEMIIepaTypsl U KPHCTALIH3YIOT (Tabu. 2). Jlanmee mpUBEEHB! XapaKTEPHCTHKU
MOJIUTeTEPONUKINIECKIX TIPOTYKTOB, 00pa3yIOMUXCs B yCIOBHAX TEPMHIECKON N30MEPH3aIHH,
1 HEKOTOpPBIE 0COOCHHOCTH NPOBEEHHS YKCIEPUMEHTA.

®enna(10,15,20-rpudenzonn-21,22,23,24-rerpamernii-21,22,23,24-rerparugponoppupun-
S5-un)MeraHoH (15) momydaroT KpHUCTaJUTM3alMedl HE pPAcTBOPUBIIErOCs B TEKCaHE OCTaTKa.
UK crektp, v, M ': 3085, 2965, 1705, 1610, 1470, 1425, 1320, 1225, 1015. Y® CHEKTP, Ay, HM
(Ig €): 284.1 (4.47). Cuextp SIMP 'H, &, m. a. (J, Tm): 3.31 (12H, ¢, NCH3); 5.41 (4H, c,
H-7,8,17,18 Het); 6.25 (4H, c, H-2,3,12,13 Het); 7.46 (8H, 1, J= 7.8, H-3,5Ph); 7.56 (4H, T,
J=1.8, H-4 Ph); 7.95 (8H, 1, J = 7.8, H-2,6 Ph). Macc-criextp, m/z (Iom, %): 784 [M]" (3), 488
(14), 409 (11), 291 (37), 212 (21), 173 (18), 122 (14), 105 (100), 94 (94), 77 (65). Haiineno, %: C
7939, H 5.10. C52H40N404. BBI‘—II/ICJ'IeHO, %: C 7957, H 5.14.

(11-ben3onn-6,12-quruapo-6,12-nuaszannaeno[1,2-b]payopen-S-un)penmmranon  (19).
UK cnekrp, v, oM 1z 3420, 3080, 1695, 1610, 1470, 1333, 1239, 1012. VO CIEKTP, Amax, HM (Ig €):
284.8 (4.40). Criextp SIMP 'H, 8, m. 1. (J, Tm): 6.90 (2H, T, J = 7.8, H-3,9 Het); 7.30 (2H, 1, J =
7.8, H-4,10 Het); 7.31 (2H, 1, J=7.8, H-2,8 Het); 7.45 (2H, n, J= 7.8, H-5,11 Het); 7.57 (4H, 1, J
=7.8, H-3,5Ph); 7.73 (2H, 1, J = 7.8, H-4 Ph); 7.99 (4H, n, J= 7.8, H-2,6 Ph); 11.32 (2H, ¢, NH).
Macc-cniektp, m/z (Iom, %): 464 [M]" (100), 359 (5), 245 (19), 179 (10), 105 (46), 77 (24).
Haiineno, %: C 82.70; H 4.25. C5,H,0N,O,. Beruucneno, %: C 82.74; H 4.34.

(11-Benzoni-6,12-mumeTn-6,12-nuazannneno|1,2-b payopen-5-wi)penmmranon  (20).
UK crniektp, v, em 3076, 2958, 1704, 1610, 1490, 1382, 1345, 1219, 1010. Y® cnektp, Apax, HM
(Ig €): 286.7 (4.45). Criextp SIMP 'H, 8, m. 1. (J, T'w): 3.53 (6H, ¢, NCH;); 6.48 (2H, 1, J= 7.8, H-
3,9Het); 6.98 2H, T,J=7.8, H-4,10Het); 7.31 (2H, o, J=7.8, H-2,8 Het); 7.38 (2H, n, J=7.8, H-
5,11 Het); 7.45 (4H, n, J = 7.8, H-3,5 Ph); 7.73 (2H, 1, J = 7.8, H-4 Ph); 8.06 (4H, x, J= 7.8, H-
2,6 Ph). Macc-criektp, m/z (Iyy, %): 492 [M]" (7), 388 (11), 273 (12), 249 (14), 144 (100), 105
(21), 77 (20). Haitneno, %: C 82.84; H 4.79. C34H,4N,0,. Beraucrnieno, %: C 82.91; H 4.91.

520



H3omepm3anus Gem3omnoB 11, 12 (oOmas meronuka). PactBop 1.50 mmonp a-GeH30mMHa
KAMATIAT B 6 M1 Gerzona 1 9 30 muH. OxJIaXJaroT, BBINABIINA OCaoK B-OeH30MHA OT(HIb-
TPOBBIBAIOT U KPUCTAJUIM3YIOT U3 OEH30IIa.

2-I'mapoxcu-1-[S-(xumeTnaruapazonomeTu)pypan-2-uil-2-penmmranon (13). Brxon
53%. XKeunreiit nopomok. T. . 160-162 °C. UK crextp, v, em ™ 3425, 3115, 2955, 2880, 1650,
1560, 1510, 1350, 1275. Y@ cnexTp, Amnax, HM (g €): 293.8 (3.88), 375.4 (4.14). Cuektp SIMP 'H,
6, M. . (J, T'm): 2.99 (6H, c, N(CH;),); 5.70 (1H, n, J = 5.1, CHOH); 6.06 (1H, n, J = 5.1,
CHOH); 6.54 (1H, n, J = 3.6, H-4 Fur); 7.09 (1H, ¢, CH=N); 7.28 (1H, 0, J = 7.5, H-4 Ph); 7.32
(2H, T, J = 7.5, H-3,5 Ph); 7.47 2H, n, J = 7.5, H-2,6 Ph); 7.65 (1H, n, J = 3.6, H-3 Fur).
Hatiineno, %: C 66.15; H 5.89. C,5H,N,Os. Beruucneno, %: C 66.16; H 5.92.

2-I'mapokeu-1-[5-(aumernaruapasonometui)-1-meruin-1H-nuppon-2-ui)-2-peHu1TanoH
(14). Boixon 45%. Xenreiii mopomok. T. . 140-141 °C. UK cnexrp, v, oM *: 3390, 3136, 2940,
2885, 2800, 1616, 1568, 1494, 1446, 1400, 1360, 1340, 1297, 1207, 1180, 1056, 1000, 931, 909.
Y@ cnextp, Amax, HM (lg €): 254.1 (3.74), 367.1 (4.42). Cnextp SIMP 'H, 5, m. 1. (/, T'm): 3.33
(6H, ¢, N(CH3),); 3.69 (3H, ¢, CH; Pyr); 5.66 (1H, o, J = 6.9, CHOH); 5.77 (1H, 1, J = 6.9,
CHOH); 6.31 (1H, n, J = 4.5, H-4 Pyr); 7.17 (1H, ¢, CH=N); 7.23 (1H, &, J = 4.5, H-3 Pyr); 7.30
(1H, x, J=9.0, H-4 Ph); 7.37 (2H, 1, J= 9.0, H-3,5 Ph); 7.46 (2H, 1, J = 9.0, H-2,6 Ph). Haiinewo,
%: C 67.28; H 6.59. C;sH9N30,. Beruucneno, %: C 67.35; H 6.71.

Paboma evinonnena npu gunancosoii  nododepocxke Munucmepcmesa
obpaszosanus u Hayku Yxpaunsl (cocpecucmpayus Ne 0104U000476).
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