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eXKOMMOHeHmHou KoHOeHcauyuel
Tg)opmanbdeauda CO CMecbl ammuaka C
0-gheHuneHOuUaMuHoOM 8riepeble Mosly4eH
4-6eH30-1,3,6,8-mempaaszampu-
yukrno[3.3.1.138]-4-yHoeueH, cmpoeHue
Komopoeo ycmaHo8r1eHo PCA u
nodmeepxdeHo 'H-SIMP u macc-cnekmpamu.

Panee Hamum Obuto mokazaHo [1], dro
TPEXKOMITOHCHTHAsT KOHJICHCAIUs (popMalib-
JIeTUga CO CMeChlo o-(eHWICHIUaMUHA C
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B pesynprare KoHmeHcanuu (opMalib-
JIeruaa co CMECBIO aMMuaKa c
o-(peHUNCHINAMUHOM WM €ro TOMOJIOTOM
4-metunOenson-1,2-quaMuHOM  HapsiLy — C
u3BeCTHbIMM TponykTamu 1 u 3a (wnu 30)
oOpa3yeTcsi paHee HE OINUCAHHBIA 4-0eH30-
1,3,6,8-Terpaasarpurukio[3.3.1.1°*]-4-yunenen
(6enzoypoTporuH) Sa (WIM  €ro  TOMOJIOT
METHIOEH30YPOTPOITHH 50).

[IponykThl TPEXKOMIOHEHTHOW KOHJIEH-
carmu 1 u 5a (WM ero romosor 56) 3aMeTHO
pPa3IUYAIOTCS IO JIETYYECTH U PACTBOPUMOCTH
B Pa3IUYHBIX PACTBOPHUTENSAX, YTO TO3BOJISET
npenapaTUBHO  BBIACIUTH W HMJICHTH-
¢umpoBaths coeuHeHus Sa wiu S 6.

B crextpe 'H-SIMP GensoyporpormHa 5a
YeThIpe apOMaTHYECKUX MPOTOHA PE3OHHPYIOT
B BUJe cuHTIEeTa ¢ O 7.15 M.a., 1Ba IpOTOHA
metuaeHoBoro moctuka NCH;N, ynanenHoro
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CUHTE3

BEH3OTETPAA3AAOAMAHTAHOB U

MX romosoroB

STUJICHIUAMUHOM, Hapsily C W3BECTHBIMH paHee
1,3,6,8-terpa-azarpuimkio[4.4.1. 1**]nonexarom 2

u 4:5,8:9-mubenso-1,3,6,8-rerpaazaTpunnkio-
[4.3.1.13’8]-4,8-I[O,Z[GKaILI/IeHOM 3a, npUBOJUT K
obOpasoBanuto  4-6enso-1,3,6,8-rerpaazarpu-
uukio[4.4.1. 13’8]—4—H0H6HCH3 4a. B
HACTOSIIIEM COOOIIEHUH TPUBOASTCS JTaHHbBIC
00 AQHAJIOTMYHOM TPEXKOMITOHEHTHOMN
KOHJICHCALIWH, B KOTOpOI BMECTO
STUJICHUaMHHA UCIIONIb3YETCsS aMMHUAK.
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0T OEH30JIbHOTO KOJIbLIA, PE30OHUPYIOT B BUJE
cunriera ¢ & 4.7 M.A., CUTHaJIBl TPOTOHOB
OCTaJIbHBIX YEThIpEX aMUHAJIbHBIX
MetuineHoBbIX rpynn NCH,N mposiBisitores B
Bune AB-cuctembl  aByx — ayOneToB ¢
nentpamu mipu 6 4.55 M1 u KCCB J =13 I'm.

B 'H-SIMP  cmekrtpe  MermiaGeH3o-
ypoTponuHa S50 IpOTOHBI METWIIBHON TI'PYyIIIIbI
PE30HUPYIOT B BUJI€ CHHTJIETA C O 2.3 M., TpH
apOMAaTHYECKUX MNPOTOHA — B BHUJE MYJIbTHU-
mieta ¢ 066.9...7.1 ma., naBa TPOTOHA
MeTtmieHoBoro Moctuka NCH;,N, yaaneHHoro
0T OEH30JBLHOTO KOJIBIIA, PE3OHUPYIOT B BHIE
nyonmera ¢ 0 4.3 M.A., CHTHaJdbl TPOTOHOB
OCTaJIbHBIX YEThIpEX aMUHAJIbHBIX
MeTtuineHoBbIX rpyrmn NCHoN mposBistorcs B
Buge AB-cuctembl ByX ay0ieToB ¢
nentpamu mipu 6 4.55 M1 u KCCB J =13 I'm.
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Puc. 1. [lepciekTHBHBIN BUI OCH30yPOTPOIHMHA 5a 110 TaHHBIM PEHTTCHOCTPYKTYPHOTO aHaIu3a.

B macc-cnektpax coeauHeHuil Sa u 50,
KpoMe TTHKOB MOJIEKYJISPHBIX HOHOB M ¢ m/z
202 (79) (5a) u 216 (56) (56), Taxxke HaAOIIO-
JMAIOTCS TUKKA ~apoOMaTHYECKHX MPOAYKTOB
perporerpaazaanamantuzanuu: 133 (78), 132
(80) u 131 (100) B ciextpe Sa u 147 (71), 146
(73) u 145(100) B cnektpe 56. CpaBHMBas
CIIEKTPbI COeIMHEHHI Sa u 50 MOXHO BUAETH
U JIpyroe HalpaBJeHUE pacraja, o KOTOpoMy
OT MOJIEKYJSIPHOTO HWOHa  OTIICIUISIFOTCS
dbparmentsl CH,N=CH, u N=CHo,.

B xoxe nacTofiero uccieaoBaHUs HAMH
ObLTH pa3zpaboTaHbl JIBE HOBEIE,
YCOBEPIICHCTBOBAHHBIE METOAUKHU MOTyYEHUs
3a u 30 c WHCHOJIB30BAHMEM B KadyeCcTBE
UCTOYHHKA dbopmanbaeruaa napa-
dbopmanbaeruaa.

CTpyKTypHBIE aHAJOTH YpOTPOIWHA, K
KOTOPBIM OTHOCSTCS COeAUHEeHHs Sa u 50,
NPEJCTaBISIIOT MPAaKTUYECKUH HHTEepec, Tak
Kak MHOTHE u3 HUX o0nanator
MIPOTUBOBUPYCHBIM JIeicTBHEM [2].

IOKCNePpUMEHTAIbHAS YaCTh

1. Criextpsl 'H-sIMP HCCIIEyEMBIX
COCIMHEHUI 3aMMChIBANCH Ha CIIEKTPOMETPE
WM-250 (Bruker) mns 2-3% pacTBOpoB B
CDCl;, DMSO-ds umn D,O mnpu wyactote
230.13 MI'.

2. Macc-criekTpsl  Mojydyald Ha mpudope
«Finnigan MRT 90» c¢ mnpsmbsiM BBOJIOM
oOpa3iia B MCTOYHUK HOHOB, IPHU HANPSHKEHUU
5.0 xBt, Toke smuccun karoma 100 MKA,
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SHEPTUU MOHU3UPYIOLIUX JIEKTPOoHOB B 70 7B

U TeMmmeparype HOHHM3UPYIOIIEH KaMepbl
200°C. B kauecTBe cTaHAapTa HCIOJb30BaH
nepptopkepocus.  Paspemenne @ M/AM =

10000. Temneparypa cuctemsl Hammycka 20°C.

3. DKCIIlepUMEHTAIbHBIN ~ MaTepuan s
KPUCTAJIOB TMOJY4YeH Ha aBTOMAaTHYECKOM
mudppakromerpe Enraf-Nonius CAD-4 (MoK,-
U3Iy4eHue, rpaUTOBbIII MOHOXPOMATOP).

4. KouTponr 3a X0AOM peakuud u
WHAUBUAYATbHOCTHIO BEIIECTB OCYIIECTBIISLIN
MetooM TCX Ha turacturax Silufol UV-254.
[IaTHA TpOSBISIIM MapaMH MOJa BO BIAXKHOU
kamepe uwin B Y O-caere.

4:5,8:9-/Indenzo-1,3,6,8-rerpaazarpunmk.io
[4.3.1.13’8]4,8-noz[e1canneﬂ (1mbeH30TEO-
TponuH) (3a). K ropsuemy pactBopy 5.4 r
(0.05 ™momb) o-penmnenaumamuaa B 20 MI
W30IPOIUIOBOTO criupra HEOOJIBIINMHU
MOPUUSMUA TIPU TEPEMEIIMBAHUN B TEUYCHUE
15 vua npubaBmsmi 3.0 (0.1 mosip) mapa-
dbopManpaeruia U HArpeBAId TPU KUTICHUU
20 MHH J10 TTOJTHOTO pacTBOpEHUs mapadopma.

ITony4yeHHBIN rnocie ylapuBaHus
pEakUMOHHOM  CMeCH  TPOAYKT  Iepe-
KpPUCTAJUIM30BBIBATIM M3 aleToHa. Beixox 3a:
4.48r (68%), Oenple KpUCTAJUIBI, T. IUL
144-146°C.

Crnekrp H-SIMP, &, wm.a: 44c (8H,

4NCH;N), 7.7 ¢ (8H, apom.).
Macc-criextp, m/z (Lo, %): 264 [M]" (35),
134 (18), 133 (75), 132(84), 131 (100), 118



(16), 105(13), 104 (55), 92 (21), 91 (18),
78 (44), 77 (52), 51 (44).
4:5,8:9-(4-MeTuan)audenso-1,3,6,8-rerpa-
aaannumc.no[4.3.1.13’81—4,8—110)1e1ca)meﬂ (30).
K marperomy po 68-70°C pacteopy 3 r (24
MMoIb)  3,4-muamuHOTONyona B 15 MI
U30TPOITIIIOBOTO crupra npu
MEPEeMEIIUBAaHUN HEOONBIIUMU TMOPLUUIMH B
tedyeHue 15 muH npubasmsim 1.45 r (49
MMOJIb) TapadopManbAeruia U HarpeBaiu Mpu
KHIICHUW 15 MHH [0 TOJIHOTO PacTBOPEHUS

napadgopmanpaeruga.  BemaBmmii  mocne
OXJIAKJICHUSI PEAKIIMOHHOM CMECH OCaJ0K
OT(QHUIBTPOBHIBAIH u nepeKpUcTaiu-

30BBIBAJIN U3 TodyoJia. Beixon 36: 2.8 r (78%),
Oenble KpucTambl, T. wi. 192-193°C.

Crextp 'H-SIMP, &, m.x.: 2.35 ¢ (3H,
CHs), 4.4 c (8H, 4NCH,N), 6.9...7.1 m (6H,
apom.).

Macc-cniextp, m/z (Iom, %): 292 [M]" (9),
147 (51), 146 (82), 145(100), 131 (11), 118
(30), 91 (52), 77 (15), 65 (34).

4:5-ben3o-1,3,6,8-TeTpaazaTpunukJio-
[4.3.1.17*|ynnenen (Gensoyporponun) (5a).
K marperomy mo 50°C pactBopy 5.4 r (50
MMoOIb) o-penunenauamuna B 32 mu (350
MMoib)  20%-HOro  BOJHOTO  pacTBopa
aMMUaKa MpHU SHEPTUYHOM MEepEeMENINBaHUHU B
teyeHne 10 MUH HEOOJBIIMMU MOPLIHUIMU

npubaBmsum 7.5t (250 Mmmone)  mapa-
dbopManpaeruaa ¢ TaKOH CKOPOCTHIO, YTOOBI
TEMIepaTypa  pEakIMOHHOW  CMECH  He
npessimana  40°C. ITocie  mONHOrO
pacTBOpeHUs napagdopMalibIeruia
pEaKkLMOHHYI0 cMech nepememnBanyu eme 30
MHUH,  TOpSYYI  PEaKIHOHHYI0  CMeECh

npopUIbTPOBAIM M (PUIABTPAT OCTABUIM Ha
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124 npu KOMHaTHOM TeMmeparype.
BemaBmmit  ocamok  oTGWIBTPOBAIH U
BBICYIIMJIM Ha (QWIBTPOBAIBHON Oymare.
[Monyuunu 4.8 1 (47%) Sa, 1.1, 156-158°C
(u30omponanon).

Crnektp 1H—ﬂMP, o, ma.: 4.7 ¢ (2H,
NCH;N), 4.3...4.8 AB (8H, 4NCH;,N, J = 13.0
I'm), 7.1 ¢ (4H, apom.).

Macc-cniextp, m/z (Lo, %): 202 [M] (79),
174 (63), 160 (25), 159 (57), 133 (78), 132
(80), 131 (100), 119 (59), 118 (28), 104 (28),
78 (44), 77 (56), 71 (48), 70 (45), 51 (41).

4:5-(4-Metna)oen3so-1,3,6,8-rerpaaza-
Tpnumc.no[4.3.1.13’8]yH)1e11eH (MeTHJI0€H30-
yporponuH) (50). K HarpetoMy 10 KuneHus
pactBopy 3.0r (24 mMonb) 3,4-nuaMuHO-
tosyosia B 30 mi1 20%-HOT0o BOAHOTO pacTBOpa
aMMHaKa MPHU YHEPTUYHOM TEPEMEIITNBAHUN B
tedyeHue 10 MHH HEOONBIIUMHU MOPIUIMU
npubapnsiin - 3.68 T (123 mmone)  mapa-
dopmanpaeTuia W TPOAOIDKATM HArpeBaTh
eme 20 MHH JO TIOJHOTO PAcCTBOPCHUS
napadopmanpaeruia. PeaknMoHHYI0 cMech
npodunsTpoBany, QUILTpaT 0O0pabdaThIBAIN
ropssuuM TodyosoM (3 x 20 mur). DKCTpakT
yImapuid B BaKyyMe, OCTaTOK  Tiepe-
KPHUCTaJITU30BAIIN u3 M30MPOIUIOBOTO
cnupra. [lomyuunu 2.7 1t (60%) 56, Oenbie
KpucTamisl, T. wi. 162—-163°C.

Crekrp 'H-SIMP, §, m.1.: 2.3 ¢ (3H, CHs),
43 1. (2H, NCH)N), 4.6...4.8 AB (8H,
ANCHyN, J = 13.0 Tm), 69...7.1 m (3H,
apoM.).

Macc-criextp, m/z (Iom, %): 216 [M]" (56),
188 (21), 173 (26), 147 (55), 146 (89), 145
(100), 133 (32), 118(33), 91 (35), 76 (16),
43 (44).
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