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CHHTE3MpOBaHBl BCE CHHTETUYCSCKU MOCTYIHBIE CHMMETPHYHBIC TeTpaHHTpo-3,3'-Ommupaszonsl. Ha mx ocHOBe pa3paboTaH MeTox
cuHTesa 4,4'-quanrpo-1H,1'H-3,3'-6unnpazonmi-5,5'-muaMuHa 1 U3y4eHO ero HUTPOBaHHE.

KiroueBnlie ciioBa: 6I/IHI/Ip3,30J'I, Z[I/IaMI/IHOZ[I/IHI/ITp06I/IHI/Ipa3OJ'I, TeT‘paHHTpOﬁI/IHI/IpaSOH, KuHe-3aMCIICHUE, HUTPOBAHUEC, HyKJ'IeO(bI/IJ'IBHOC

3aMCIICHUC.

B mocrnenHee necATHIETHE 3HAYUTENHHO BO3POC MHTE-
pec K XMMHUH BBICOKOIHEPIeTUYECKHX cOoeNuHeHnH. OqHIM
U3 MEPCIICKTUBHBIX HAMPABICHUH B 3TOH 0011acTH HCCIen0-
BaHUS SBISICTCS CHHTE3 W H3y4YCHHE CBOKMCTB MOJH-
A30THCTBIX TETEPOLMKIOB JJIA CO3JaHHS Ha HX OCHOBE
HOBBIX 0€30IaCHBIX AKOJIOTMYHBIX YHEPrOEMKHX BEILIECTB.
HutponpousBogHble mnupazona Onaromaps yIadyHOMY
COYCTAHHIO OSHEPreTHYeCKOW 3((PEKTHBHOCTH, YyBCTBHU-
TENBHOCTH M TEPMOCTAOMIBHOCTH XOPOIIO 3apeKOMEHIIO-
BaM ce0s B [Ju3allHE NEPCHEKTHBHBIX JHEPrOEMKHX
coenuuenmii.' > TIpudyem, eciu paHee, Kak HpPaBHIO, B
TaKOM KaueCTBE PaccCMaTPUBAIMCh MOHOIMKINYECKUE MPO-
W3BOJHBIC MUPA30JIOB, TO celyac MOSABISAETCS BCe OOJIBIIE
paboT, MOCBSIIEHHBIX MUPA30JICOIePKANUM ON- U TIOJIH-
UMKIMYECKUM cucTeMaM.” © Cpeld HEproeMKHX HHTPO-
ITPa30JI0B 3HAUYNTEIbHBIH HHTEPEC MPECTaBIITIOT aMHHO-
HUTPONMpPa3oyibl. Hanudame aMHMHOTPYHIIBI HE  TOJIBKO
NIPUBOJMT K YBEJIMYEHHIO TEPMOCTAOMIBHOCTH M B DS
cllyyaeB IUIOTHOCTH TaKOro poja COCJUHEHHWH, HO U
TIO3BOJISIET OCYLIECTBISATh X (DYHKIMOHAIU3AIMIO JOTIOJI-
HUTEJILHBIMH YHEPrOEMKHMH I'PYIIIAMH.

B psmy N-He3aMeIIeHHBIX MOHOIMKIMYECKUX ITHPa30JIOB
MOJy4eHbl Bce BO3MOXHBIE C-MOHO- M JAMHHUTPOIPO-
n3BojHbIe, copepxkaume rpynimy C—NH,, psi U3 KOTOphIX
(4-amuuo0-3,5-muaurtpormpason (LLM-116), S-amuno-3,4-
JUHUTPOIMPA30JI) TPEACTABISIIOT HMHTEPEC KaK JHEpPro-
€MKHE COEAMHEHUS C HU3KOH YyBCTBUTEIBLHOCTBIO K MeXa-
HugeckuM BoszeiicTBrsaM. ** B To ke BpeMms X GHIMKIM-

© 2018 JlaTBHHCKHIT HHCTUTYT OPraHUYECKOTO CHHTE3a

4yeckue aHaJoru — C-aMHUHOHUTPOIMPA30JIbl, COCTOSIIHE 3
HECKOJIBKUX MUPA30JIbHBIX IUKIIOB, CBA3AHHBIX CBA3BIO C£,
B JINTEPATYpPE HE ONMCAHBI.

B nponomxenue Hamux paboT MO0 CHHTE3Y U U3YYEHHUIO
peakunoHHoW cmocobHoctn C- u  N-(TeTtapui)HUTPO-
nupazonos™’ HacTosIee COOOIIEHHE MOCBAIIEHO CHHTE3Y
OJTHOTO W3 MpejcTaBuTeneil Takux cucteM — 4,4'-TuHNATPO-
1H,1'H-3,3'-6unupazonuin-5,5'-nnamuna (1) (cxema 1). Ilo
HameMy MHCHHUIO M UCXOAA M3 U3BECTHBIX JaHHBIX II0
XUMHH HUTPOIHPa30i0B,' Hanbosiee MOAXOAAIMMH METO-
JaMW  BBCIACHUA AaMUHOTPYIINBI B HI/IpaSOHLHI:Jﬁ OHUKIT
SIBJISIFOTCSL  CIIENYIOIIME: BUKApHO3HOE HYyKJIeOo(UIbHOE

Cxema 1
o) CH o)
2 EtsN
cl + 2l —3 5 x_OFEt| —
C|)J\[( kOEt Et,0 Eto/\)J\H/\/
o) 0-5°C, 24 h o)
81%
H2S04 NO,
N2Hy4 ,4>_<NJ,H HNO3 _ N~NH
MeOH ~ HN_/" \=  80-90°C HN-/
-20-10°C, 4 h 9h
75% 2 3 ON
TMHI, t-BuOK
DMSO
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3aMEIEHNE aTOMa BOJOpPOJA, KuHe-3aMeIleHHe N-HHUTPO-
TPYIIEL, TIeperpynmnupoBka ['odpMaHa aMHIHON TPYIIIBL,
BOCCTAHOBJIICHHE HUTPOTPYNIBI, HYKICODWIBHOE UNCO-
3aMEIEHNE HUTPOTPYIIIIEL.

MbI HavaIM CBOE MCCIECAOBAHUE C BUKApHO3HOTO HYKIIEO-
¢uIpHOTO 3aMeIIeHHs aroMa Bojopoza. Takoe mpsiMoe
BBE/ICHHE aMHHOTPYIIIBI B OpMO-TIOJIOKEHUE OTHOCUTEINb-
HO HUTPOTPYIINBI B apOMATHYECKUX CHCTEMax IOBOJIBHO
xopormo omucano.' J{is peanusanun JaHHOH CTpaTerky B
KaueCTBE MCXOMHOTO COCIWHEHHMsS OBbUT BBIOPAaH HE3aMEIIeH-
HBIi 3,3'-Ommupason (2), CHHTe3HpPOBAHHBIN 10 M3BECTHOM
METOJMKE B JBE CTAJHM M3 OKCATIIXIOPHAA W 3THIBHHHIO-
Boro s¢upa (cxema 1).'* TIpsAMoe KHCIOTHOE HUTPOBAHHUE
Oourmpazona 2 CMeChI0 KOHICHTPHPOBAHHBIX CEPHOW M
a30THOH KHCIIOT NpH HAarpeBaHWH NMPUBOIWUT K BBEACHUIO
IBYX HHUTPOTPYNI B MOJOXEHHA 4 O0OMX NHPa30IbHBIX
mukioB. IlonHas KOHBEpCHsT MCXOTHOTO Oummpasona
Jocturaercs 3a 9 4, BBIXOJ NPOAYKTa cocTaBisieT 93%.

OnHaKo OKa3anock, YTO BUKAPHO3HBIM HYKJICO(DHUILHBIM
3aMCIICHHEM BBECTH aMHUHOTPYIITy B Ounmpaszon 3 He
ynaetcs. [Ipn ucronp30BaHNH YCIOBHUH, OKA3aBIIUX CBOIO
3GQEKTUBHOCT, TPH  aAMUHHPOBAaHWUM  3,4-IUHHUTPO-
nupasona,”” — 06paboTKe OMIHpa3ona 3 HOAMIOM TPH-
vetmruapasuaus (TMHI) B mpucyrerBum -BuOK B
KauecTBE OCHOBAaHMsI 0Opa30BaHUS JHAMHHOIPOU3BOIHOTO 1
He mpoucxoaut (cxema 1).

HyxreodmibHoe kune-3amernenre N-Hutporpymnis! 1,4-mm-
HUTPONHPA30JIOB MIMPOKO HCIIONB3YETCS JUIS BBEACHHS HE
TONBKO AaMUHOTPYNIBI, HO W JpPYTHUX 3aMECTHUTENeH B
nonoxenne 5(3) mupazonsHoro ruka.**!'* Tak, manpn-
Mep, 5-aMHHO-3-MeTHI-4-HUTPOIMpPa3oyn oOpasyeTcs neii-
CTBHEM aMMMaKa Ha 3-MeTwi- | ,4-InHuTponmpasoi.

s momydeHust N-HuTpoOumupasona 4 ObLUIH HCIIOIH30-
BaHbI J1Ba crocoba. Hambomnee pacmpocTpaHeHHBIM METO-
70M, 3(HEKTUBHOCTH KOTOPOT'O HAMH ObIJIa IOJITBEPKACHA
Ha IpUMepe OMITMKIMYECKHX IHMPA30NIIA30I0B,  sBIseTCs
00paboTka ncxogHoro Ounmpasona 3 aneTHIIHUTPATOM B
TpudTopyKCcycHOH Kuciore (cxema 2, merox ). [Ipu stom
C BBICOKMM BBIXOZI0M 00pa3yercsi €AMHCTBEHHBIH CHMMET-
PHUUHBIH n3oMep 4 ¢ N-HUTPOTpyMIIaMH, pacol0KeHHBIMU
MaKCHMaJIbHO yJAJICHHO KakK OT C-HUTPOTPYIIIbI, TaK U OT
3aMECTHTEIsI — BTOPOIO NMPa30JIbHOTO IHMKJIA. Takoe cTpoe-
HHE OMIMKINYECKOro N-HUTPONHpa3ojia IO3BOJSET €My
BCTYNaTh B peakuuio Kuue-3ameunienus. N-Hurpoanme
Ounmpazona 3 B HEKHCIIOTHBIX YCJIOBHSIX IIPOBOJMIH
JICWCTBHEM HHUTPATOB KaJIUsl WJIM aMMOHHMS B IIPUCYTCTBUH
(CF5CO0),0, ucnionn3ys B kauectse pactBopureneii CH,Cl,
nnu JIX3. Ilpu koMHaTHOH TeMmepaType peakius 3aKaH-
yuBaercs 3a 1 cyT Takxke ¢ 00pa3oBaHHEM €IMHCTBEHHOTO
IIPOJIyKTa 4 ¢ XOpOIINM BEIX00M (cxema 2, metox II).

Cxema 2
Method |
N02 HNOg, ACZO, CF3COzH N02
_ N\NH 0-5°C,4h
/ 4 96%
HN\N — M
ethod Il
3 OoN KNO3, (CF3C0),0, C,H,4Cl, 4 OyN
rt, 24 h
90%

Opnako npu obOpabotke N-muHHTpOOMIIMpasona 4
aMMHAaKOM B cpefe pasznuuHblX pactBoputeneit (EtOH,
MeOH, CHCIl;, CH,Cl,) 1 B mIHPOKOM TeMIepaTypHOM
untepBane (ot —30 mo +20 °C) HaOmromaeTcs JUIIb €ro
paznoxenue. [losTomy OBLT TNpemyioxKeH HMHOU crocob
MOJY4YEeHUs JUAMHHONPOU3BOAHOTO 1, Takke HMEIOLIU
NIUTEpaTypHble AHAJOTHH:~  KuHe-3aMelleHHe N-HUTPO-
IPYNIbl MOAXOISIIMM HYKJICOQHIOM M MOAU(DHKAIUS
BBE/ICHHOHM (DYHKIIMOHAIBGHON TPYIIBI 0 aMHHOTPYIIIIHI.
Haiineno, yro N-guHuTpoOunmpaszon 4 moj JeicTBHEM
aHMOHHBIX C- u N-HyKICOQWIOB B MSATKHX YCIOBHAX
BCTYIaeT B PEAKLMUIO KUHe-3aMEIIEHHs C 00pa3oBaHHEM
5,5'-IM3aMeIIeHHBIX TNPOU3BOAHBIX Sa,b ¢ BBICOKMMU
BbIXOaMH (cxema 3).

Cxema 3
For 5a

KCN, H,0, MeCN
rt 30 min
NO, then H,SO4
96%

For 5b
O2N NaNs;, H,0, EtOAc
rt, 30 min
then H2804
96%

5a Nu=CN
bNU=N3

KucnoTHeléi TMApONAN3 LUaHOTPYINI Oummupasona Sa B
KOHLIGHTPUPOBAHHOI CepHOH KHCIOTe MNpHU HEOOIBIIOM
HarpeBaHUU YXKe 3a 5 4 NPUBOAUT K aMHIy 6 C XOpOILINM
BBIXOJIOM (cxeMa 4). [lamee Hamu ucclefoBaHa Iepe-
rpynnupoBka ['opmana amupma 6. LleneBoit amun 1 Obut
MOJY4€H C yIOBJICTBOPUTEIBHBIM BBIXOJOM TP JIE€HCTBUU
runo0poMuTa HaTpus Ha amMug 6 B BOJe, TO €CTh B
YCIIOBHSAX, paHee pa3pabOTaHHBIX HAMHU Ui TONyYCHHS
MOHOIIMKIIMYECKUX aMHHOHHTPO- W  aMHUHOJMHUTPO-
nupazonos.’*'® B murepartype Takke omicana TpaHchOp-
Malys a3MI0IHMPA30NOB 10 aMHHOMMPa30iioB. ' Jlnasum
5b B ycnoBusx peakiuu IlItaynunrepa’® Gbu1 06paGoTan
tpudenunpochuHOM, a MPOMEKYTOYHO OOpasyroIUiics
¢dochasun 7 0Oe3 BBIACICHUS THIPOJIA30BAINA BOJHBIM
pacTBOpOM aMMHaka, YTO TIPHBEIO K OOpa3oBaHHIO
HCKOMOTO JraMKHa 1 CO CpeIHUM BBIXOAOM.

Cxema 4
H,SO, HzNOC NaOH, Br,
5a / —_ 1
50-60°C, 5 h HN~] H,0, 50°C, 3 h
80% 30%
PhsPN
PPhs, P NH3-H,0
r, 1.5 h ,15h

Jpyrum Xopomio 3apeKOMEHIO0BaBIIMM cedsl criocoOoM
BBE/ICHHUS] aMUHOTPYMIIBI B MHMPA30JIbHBIN LMK SIBJISIETCS
TpaHchopMalust HUTporpymmsl. [Ipudem Bo3MOXkHa peau-
3aLus ABYX IyTeil: MIH BOCCTAHOBIICHHE HHTPOIPYIIIbL,
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Cxema 5 HNO HNO
NO H H
N~ 3 Ny -2 O2N 3
=N ¢ NH A0 =N ¢ N Pna ] TN NN Heso,
HN—7 — > N 7 — > | N\
~N CF3COH N ~N A, 6h N~y T 60°C 12h N\N
2 0-5°C,2h 2 94% g H NO, 959
93%
Method |
HNO:;, ACQO, CF3C02
0-5°C, 4 h, 82% %
Method I
KNO3, (CF3C0),0, C,H4Cly NO, 11
rt, 24 h, 76%
Wi ee HykneodubHoe 3amenterne. ! B kadecTBe MCXOn-  IIEHHBIX TPOAYKTOB.”* B TO %e BpeMs HAIMYHE CHIBHOTO

HOTO COEAMHEHUS MOXKET OBITh HCIIOJIb30BaH BIEPBBIE  DJICKTPOHOAKIENITOPHOTO 3aMECTHTENS B IIOJNIOXEHHH 3
NoJTyueHHbIH HaMu TerpanuTpobunupason 10.°° HenaBHo — (IMHMTPONMpPA3ONBHOTO (PparMEHTa) MOITIO H3MEHHThH
ero cHHTe3 GBI BOCIPOM3BE/IEH C OONINM BBIXOIOM 32%.’*  HampaBieHHE HYKICODMIHHOTO 3aMENICHHS, KaK 3TO
Mbl, ONTUMHU3UPOBAB METONUWKY IMOJIydyeHWs Ounumpaszona  Habmomaercs ans 3,4,5-TpuHUTponMpasolia, Il 3aMe-
10, moBsicKIH ero obmmii BeIXOA A0 83% (cxema 5). ITo  marotcs HuTporpymmsl B monoxennu 4.'"° Mbr o6Hapy-

JaHHBIM criekTpodoromerpuueckux ucciepoBanuii (H,O,  xmim, 4ro HykineoduibHOE 3aMelleHHE HUTPOTPYIIBI Ha
20 °C), TerpanuTpobunupaszon 10 sBIIETCS JOBONBHO CWIb-  aMHHOTPYIIY B coeauHeHHH 10 MpOHCXOIUT B JOCTATOYHO
HoM nByXxocHOBHOI NH-kucnoroit ¢ pKa; 1.80 u pKa, 4.70  xectkux ycioBusx (aBroknas, 170 °C) u OpuUBOIUT K
(pKa 3,4-muanTtpornmpasona 5.48%"). CEJICKTUBHOMY 3aMEIICHUIO 00EUX HUTPOTPYII B MOJIOXKE-

Crenyer OTMETUTb, YTO CPaBHUTEIBHO HEJABHO ObLIM  HMAX 5 ¢ 0Opa3oBaHHMEM HMCKOMOro nuamuHa 1 (cxema 6).
BBISBJICHBl CBOICTBa N-HUTPONHUPA30JOB BHICTYNaTh B~ HeBBICOKME BBIXOJABI NPU €r0 IOJYYCHUH MOTYT OBITH
Ka4yeCTBE JK30TE€HHBIX TOHOPOB NO.Z B 10 *e BpeMs CBSsI3aHBI C MPOTEKaHHWEM MOOOYHBIX pEeaKUWil MOJUMepH-
U3BECTHO BCETO HECKOJIBKO IMPA30JIOB, COAEPXKAIMX OJHO-  3allMd, Ha 4YTO yKa3blBaeT 0Opa3oBaHHE CMOJ, IPU 3TOM
BpemenHo nBe rpynmbl N-NO,. C uenbio pacmvpeHusi — AMAMHHONUPa30i 1 MOXKeT ObITh BBIAEIEH JIUIIb C UCIOJb-
CHUHTETHYECKOH 0a3pl 3TOr0 JOBOJBHO pENKOr0 THIA  30BaHUEM KOJOHOYHOW XpoMaTorpadumu.

N-HUTPONMPA30JI0B U3y4€HA BO3MOXKHOCTb N-HUTPOBAHUS Kak wu3BecTHO, HHUTPaMUHOIIPOU3BOIHBIC MHPA30JIOB
nzoMepa Ounmpazona 3 — 5,5'-aunurtpo-1H,2'H-3,3'-0M-  HpeACTaBISIOT MHTEPEC B KauyeCTBE BBICOKOIHEpreTHde-
mupazona (9). IToKa3aHO, Y4TO HECMOTpPS HA HaJlMuMe B  CKHX COeIMHEHHiL'® [109TOMY MBI MCCIIENOBAIH BO3MOXK-
TIOJIOKEHHH 3 OOBEMHOI0 HUTPOIMPA30JILHOTO 3aMECTHTENs,  HOCTh N-HUTpPOBaHMs aMuHOOunupaszosna 1, uMerolero
KaK M B CIydae APYIHX 3-a30JIMJI-5-HUTPOIHPA30JIOB,”  HECKOIbKO  NOTEHLMAIbHBIX  LEHTPOB  HUTPOBAHHSL:
HampaBieHue N-HUTpoBaHHS ompenensercs C-HUTpO- C-aMUHOTPYTIBI U 3HIOIMUKINYECKHE aTOMBI a3ota. Hamu
rpynmnoil — oOpa3yeTcs eIWHCTBEHHBIH CHMMETPUIHBIH MOKa3aHo, 4YTO amuHOOWmupaszon 1 Tiagko HUTpyeTcs
nzomep 11 (cxema 5). allETWIHUTPATOM B TPUPTOPYKCYCHOM  KHUCIIOTE€ IO

CeneKTHBHOE BOCCTaHOBJICHHE HHUTPOTpymHnm B mojo-  C-aMHHOrpynmaM ¢ oOpa3oBaHHEM TETPaHMTPOJUAMHUHA

xennn C-5 Oumnmpaszona 10 mpoogmnu ruzapasuHoM Ha 12 ¢ xopommM BeixonoM (cxema 7). IlomoOHOe n3MeHeHne

akTHBUpOBaHHOM yrie B npucyrctBuu FeCl; B kadecTBe HamnpaBJI€HUS pPEaKUWH, 110 CPAaBHEHUIO C HUTPOBAHUEM

katamm3atopa> (cxema 6). ITporecc OCTOKHSICS MPO-  COSAMHEHHH 3 M 9, CBS3aHHOE C HANMYMEM PAIOM C

TeKaHHEeM MOOOUYHBIX PEaKIMi U MIOXO0H PaCTBOPUMOCTHIO aMuHOTPYMION C-HUTPOTPYMIIBI, HAMH YK€ HaOI01a10Ch

mpoaykta 1, BEpOSTHO, IMO3TOMY €ro BBIXOJX OCTaiucs Kak Ha IPUMEPE HUTPOBAHHUS MOHOLMKIMYECKHX aMHHO-

HEBBICOKHM. HUTPOIINPA30JIOB, TaK W TIpU HUTPOBAHUU aA30JIHII-
3aMEIIEHHBIX aMI/IHOHI/ITpOHI/Ipa3OJIOB.9a’b

Cxema 6 C powder

FeCI3-6H20, N2H4'H20 Cxema 7
H MeOH, A, 6 h
A N-y 28% FN
\ l or HN\N
H NO2  NHj-H,0
high pressure reactor
10 170°C, 10 h
25%

CrpoeHne MOJYyYEHHBIX COEIUHEHUH YCTAaHOBIIEHO Ha

Panee Hamu ObUTO MOAPOOHO M3Yy4YEHO HYKJIEO(MIBHOE  OCHOBaHMM JAHHBIX Macc-cnekrpomerpuu, MK n Y@
3aMEIEHHE HUTPOrPYHIBl B MOHONMKIHYECKHX HHTPO-  CIEKTPOCKOMHH H crektpockomun SIMP 'H u C. Ilpu
nupasonax. B dwacTHocTH, B cilydyae N-HE3aMEIIEHHBIX  OTHECEHHH CHUTHAJIOB IHMPA30JIbHOTO IMKJA, U B TOM YHCIIE
3(5),4-0uHUTPONMPA30JIOB, OWIMKIMYECKHM aHAJIOrOM  ONpPEJENCHUH TOJIOKEHHS N-HUTPOTPYIIBI, HCIOJIB30-
KOTOPBIX SBIAETCS TeTpaHUTpoOmmupaszon 10, peakmuws  BaUCh XOPOIIO HM3BECTHBIE B PsAAY IHPA30JIOB 3aKOHO-
IpoTeKaeT B aHHOHHO (opMe ¢ oOpasoBanuem 3(5)-3ame-  MeproctH B crektpax SIMP 'H, "*C, onmcanubie Hamu B

705
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IOCBSICHHBIX HATpormpasonaM pabdorax.”*'>*** Cormacro
3THM 3aKOHOMepHOCTsM, * B cmektpax SIMP 'H N-nesa-
MEIICHHBIX WIN COAEpXKAMKX N-3JIEKTPOHOAKIETITOPHBIE
3aMECTUTENN THPA30JIOB XMMHUYECKHE CIBHUTH aTOMOB
BOJIOPOZAA OOBIYHO PACIIONATAIOTCS B OCIEI0BATEILHOCTH:
3(H-5) > 3(H-3) > 5(H-4). A B crektpax SIMP "*C xumuue-
CKHE CIIBUT'M aTOMOB YIJIEPOJA PACIIONIAraoTCs B CIEIYIOIIEH
nocnenopatensaocTH: 3(C(3)=N(sp?)) > 8(C(5)-N(sp?)) >
> §(C-4). YmupeHHbIe CHUTHAIBI aTOMOB yTIIEpOAa B 3THUX
CIEKTpPax Yalle BCETO CBSI3aHbI C KBaPYNOJIbHBIM B3aNMO-
neiicteieM “C—'*N M COOTBETCTBYIOT aTtoMaM yrieposa,
CBSI3aHHBIM C HUTPOTPYHIIOH, YTO AOTOJHUTEIHHO OOJIET-
YaeT NX UACHTU(DHUKALHIO.

Takum o0pa3om, HAMH BIIEPBBIE NOTy4eH 4,4'-TMHUTPO-
1H,1'H-3,3'-6unmpazon-5,5'-quamus. PazpaboTaHo HECKOJIBKO
CHOCOOOB €ro CHHTE3a, OCHOBAaHHBIX KaK Ha KuHe-3aMe-
meHun N-Hutporpynnel B 1,1'4,4'-terpanutpo-1H,1'H-
3,3'-6unmpasosne, Tak ¥ Ha MOTUPUKAA C-HATPOTPYIIIHI
B 4,4'.5,5'-terpanutpo-2H,2'H-3,3'-6nmupasorne. Breprie
MOJTy4eHbI OMIMKIMYECKAE HUTPOITUPA30Ibl, COACpIKaIIIe
N-auTpo- 1 C-HUTpaMUHO(PArMEHTHL.

BKCHepI/IMeHTaJﬂ)H‘dﬂ HacTb

UK cnexrpsl 3amucanel Ha npubope Bruker Alpha B
tabneTkax KBr. Y® cmektp 3amucan Ha mpudope Specord
UV VIS. Crextpst IMP 'H, °C u "N 3aperucrpuposans
Ha mnpubope Bruker AM-300 (300, 75 m 22 MIn
cootBeTcTBeHHO) B JIMCO-d; (ecmu HE oroBopeHoO 0c000)
mpu 299 K. Xumuyeckue CHBUTH IS sLAEP 'H u BC
npuBeeHbl oTHocuTenbHO TMC, nmus snep “N oTHO-
cutenbHO MeNQO,. Macc-crieKTphl 3aperucTpUpOBaHbl Ha
mpudope Finnigan MAT Incos 50 ¢ mpsMbBIM BBOJOM
obpaszna (mormzamus DY, 70 3B). Macc-criekTpsl BEICO-
KOTo paspemreHuss (MOHM3AIMsS 3JIEKTPOPacIbLUICHUEM )
3apeructpupoBanbl Ha mpubope Bruker microOTOF II.
DJeMeHTHBIN aHanu3 BhIMONHEH Ha mpudope PerkinElmer
Series II 2400. TemmnepaTypbl IUIABICHUS OMPENEICHBI 110
Koodnepy na cronmmke Boetius (ckopocts HarpeBa 4 °C B
MHUH) U HE HcnpanieHbl. KOHTpoIb 3a X0I0M peakiui u
YUCTOTOM  TOJIyYEHHBIX  COCIMHEHMH  OCYIIECTBIICH
MetogoM TCX Ha mmactuHax Merck Silicagel 60 F-254.

Ucxonmnrerit 3,3'-0unmpaszon (2) mMoirydeH mo JIuTeparyp-
HOW METOIUKE.

4,4'-Iunurpo-1H,1'H-3,3'-0unupa3on-5,5'-qguamun - (1).
[Monyuenne n3 a3una Sb. K pacrsopy 0.48 r (1.57 Mmoub)
asuzaa Sb B 7 mu nupuauna npu 20-25 °C u nepemeninba-
HuM pobasistior 1.24 T (4.73 mMonb) Ph;P. Peakunonnyro
CMecCh TepeMEINBAIOT B TeueHne 1.5 4, 3aTeM 1o KaruisiM
nobaBinstoT 5 Mt 20% BOJHOTO aMMHUAKa M BBICPKHBAIOT
B TeueHue 15 u. Peakimonnyto cMech BbuBaroT B 25 mi1 H,0,
npomeiBator PhH (3 x 50 mu), 3arem Et,0 (3 x 50 mm).
Bomnsriii cioit monkucnsrot koHueHTpupoBanHoi HCIl mo
pH 1-2. BrimaBumii ocaiok oTGUIBTPOBHIBAIOT, YTO JAET
MEePBYIO YacTb Npoaykra. OumbsTpaT 3kcTparupyrot EtOAc
(3 x 50 mi). Oprannveckuii cioil cymiat HaJl 0€3BOHBIM
Na,SO4, pacTBOpUTEND YAAISAIOT NPU MOHIKEHHOM JaBlie-
HHUHM, TOJIY4YaloT BTOPYIO 4acTh ocajka. Ocaaku o0bean-
HSIOT, XpOMaToOrpadupylOT Ha KOJIOHKE C CHJIMKAareieM
(amoent CHCL;-MeOH, 3:1), R¢ 0.25. Bexox 0.24 r (61%),
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CBETJIO-XKEeNThl mopowok, T. mi. >360 °C. UK cnektp,
v, oM 'z 3426 (cp), 3145 (cp), 1662 (c), 1634 (cp), 1449 (c),
1366 (c), 1201 (c), 1133 (cp), 949 (cn), 830 (cp), 770 (cp),
739 (cn). Criextp SIMP 'H, 8, m. 1.: 12.49 (2H, ymr. ¢, NH
mupaszon); 7.31 (2H, ¢, NH,). Crekrp SIMP C, §, m. n.:
147.7 (C-3); 138.9 (C-5); 116.8 (C-4). Cuextp SIMP "N,
8, M. 1.: —18.10 (NO,). Haiineno, m/z: 255.0585 [M+H]".
C¢H;N3O,. Beruncneno, m/z: 255.0585.

[Monyuenne u3 amuga 6. K pactBopy 12 r (0.3 mouns)
NaOH B 100 M H,O mpu 0-5 °C mo kamisiM T00aBistOT
3.1 M (60 mmoib) Bry, 3aTem nopuusmu npucemnaror 7.75 T
(25 mmonp) ammaa 6 u nepememmBaroT npu 0-5 °C B
teuenue 40 muH. [loBeimaror Temneparypy a0 55-60 °C u
BBIIEPKUBAIOT B TeueHue 3 4. Oxmaxpator 1o 10 °C u
NOAKHUCIAIOT KoHIeHTpupoBannor HCl mo pH 2-3.
BemmaBmmii ocasok GUIBTPYIOT, YTO JaeT NMEpBYIO 4acTb
npoaykra. @unstpar sxctparupyor EtOAc (3 x 50 mm).
Oprannyeckuii cinod cymar Hax 0e3BoaHbIM Na;SOy,
pacTBOpUTENb YAAISIOT NPU TOHMKEHHOM JIaBJICHHH,
MOJIy4aloT BTOPYIO 4acTh ocanka. Ocaaku oO0bEeTUHSIOT,
XpoMmarorpapupyroT Ha KOJOHKE C CHJIHMKareieM (3JIF0CHT
CHCI3—MeOH, 3:1), R 0.25. Beixon 1.93 r (30%), cBeTIio-
KPEMOBBIH OPOIIOK, T. 1. >360 °C.

IMonyyenne w3 Ounmpasona 10. K pacteopy 0.48 mu
(9.6 mmonp) ruapasunruapata B 30 M1 MeOH noGasmnstor
1.0 r (3.2 mmoutp) Ounmpazosna 10 mpu KOMHATHON TeMIie-
parype, 3atem nobasistot 0.02 r (0.08 mmons) FeCl;-6H,0
nu 0.16 v (13.2 MMosbp) aKTHBHpOBaHHOTO yris. Peak-
LHOHHYIO CMECh JIOBOJIAT A0 KUIICHUS M KUTIATAT B TEUCHUE
15 4. OTGUIBTPOBBIBAIOT 0CAIO0K, MpoMbiBaoT ero EtOH
(3 x 40 M), oprannueckue (pakimu 00beauHsOT. [locie
yIaleHHusT PacTBOPUTENS NpPU TIOHWKEHHOM JIaBJICHUU
obpasyetcs macno, xkoTopoe moakucisror 2 M HCI go
pH 1-2. Peakmumonnyio cMmech dkctparupyior EtOAc
(5 x 50 M), opraHUYecKUi cIoi CymaT Haj 0e3BOJHBIM
Na,SO,4, pacTBOPUTENb YIAJSIOT MPU MOHWKEHHOM JIaBJie-
HuH. OCTaTOK XpoMaTorpadupyroT Ha KOJIOHKE C CHJIHKa-
reneM (amoent CHCl;—MeOH, 3:1), R¢ 0.25. Beixon 0.23 r
(28%), cBETIO-KENTHIH MOPOLIOK, T. TI. >360 °C.

ITonmy4yenne u3 Gunmpaszona 10. B aBTOKIaB 3arpyxaror
1 r (3.2 mMons) Gunupasona 10, npuusarot 115 mMa 20%
BOJHOTO aMMuaka, HarpeBaroT npu 170 °C B Teuerne 10 4.
PeakiionHyro cMech oxiaxmaroT, noakucisitoT 50% H,SO4
1o pH 1-2, skerparupytotr EtOAc (5 x 50 mi). Oprannye-
CKMii cnoii cymiat Haj 6e3BomHbIM Na,SOy4, pacTBOpHUTENH
YAQISIOT TPH TOHMKEHHOM IaBJIEHUH, OCTATOK XPOMAaTo-
rpadupyroT Ha kojoHke ¢ cunukarenem (dmoeHT CHCl;—
MeOH, 3:1), R 0.25. Beixon 0.20 1 (25%), CBETJIO-KENTHIN
MOPOIIOK, T. TWI. >360 °C.

4,4'-Tunutpo-1H,1'H-3,3'-6unnpazoa (3). K 80 mu
92% H,S0, no6asmsor 8.0 r (0.06 Monk) Gunupasona 2,
3aTeM 10 KarwmsiM npwikBaoT 34.6 M HNOs (p 1.50 r/em?).
PeaknmonHy0 cMech MOCTeneHHo HarpeBaroT 10 80—90 °C,
MepeMelInBaloT B TeueHne 9 4 mpu 3TOH Temreparype.
Peaknmonnyro cMech oxnaxaanT a0 20 °C, BBUIUBAIOT B
600 mn nensHoMt H,O, BRIMaBmUil OcafgoK QHIBTPYIOT,
npomsiBatoT JensHoi HyO, cymmat Ha Bozayxe. Bexon 12.5 T
(93%), Gemnprit mopomoxk, T. . >360 °C (H,O-EtOH, 1:1).
UK crmektp, v, e : 3134 (c), 3033 (cp), 2954 (cp), 2907
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(cp), 2865 (cp), 2823 (cxn), 1525 (cn), 1394 (cn), 1323 (cn),
1197 (cm), 1047 (cp), 913 (cn), 848 (cn), 757 (c), 608 (cn).
Cnektp SIMP 'H, 8, m. 1.: 14.35 (2H, yur. ¢, NH); 8.98 (2H,
¢, H-5). Criextp SIMP °C, 8, M. 1.: 135.6 (ymr. ¢, C-4); 133.8
(C-3); 132.3 (C-5). Crnektp SIMP "N, &, m. 1. —18.89
(NO,). Macc-ciektp, m/z (I, %): 224 [M]™ (100).
Haiineno, %: C 32.54; H 2.06; N 37.10. CcH4NgO,.
Brruucaeno, %: C 32.15; H 1.80; N 37.50.

Monyyenne N-aurponpousBoanbix 4, 8 m 11 (oOmas
metojuka). Meton 1. K 16 man CF;CO,H mpu 0 °C nobag-
ns110T 16 MMoub Ounupaszona 3, 2 win 9, 3aTeM 10 KaruisMm
no6asmsior 3.9 M1 HNO; (p 1.50 r/em?®) 1 10.92 M Ac,0.
IlepememmuBatot B Teuenue 4 4 npu 0-5 °C. Cmech BbLUIH-
BatoT B 150 mu nensHoit H,O, BeImaBmmii ocamok (GHIbT-
pyoT, npomsiBaroT seasHoil H,O, cymar Ha Bo3xmyxe.
@unerpat skcrparupytor CH,Cl, (3 x 25 mi), oprannye-
ckuil cioit cymar Han 6e3BoanbiM CaCl,. PactBopurens
YAQIAKOT MPU MMOHMKEHHOM HAaBJICHUU, YTO AAaCT BTOPYIO
4acThb MPOJYKTa, 00€ YaCTH 0OBEANHSIOT.

Merton II. IIpu 20-25 °C x cycnensuu 1.00 r (3 Mmmonb)
ounupasona 3 win 9 B 100 ma XD mobasmstor 1.79 r
(18 mmonpe) KNO;, 3atem mo kamisim 100aBistiior 14 i
(CF;CO),0, mnepememmBator mpu 20-25 °C B TeueHue
24 4. PeakuuoHHyI0 cMech BbuMBalOT B 75 mia H,O,
OTJIEJIAIOT OPraHWYCCKHIA CJIOW, BOAHYIO ()PAKIIHMIO 3KCTpa-
rupytor EtOAc (2 x 35 wmu). Opranuueckue Qpaxuuu
00BEIMHSIOT, PAaCTBOPHUTENb YIANSIOT HPU ITOHWKEHHOM
JTaBJICHUU.

1,1'4,4'-Terpanurpo-1H,1'H-3,3'-6unupa3zon (4). Berxon
471 t (96%, meroxn I), 4.41 r (90%, meton II), Gemnprii
nopoiok, T. wi. 187-188 °C (CHCL;), T. pasn. 192-194 °C.
UK cnektp, v, cM 'z 3160 (c), 3147 (c), 1627 (c), 1525 (cp),
1394 (cp), 1367 (c), 1302 (c), 1280 (c), 1264 (c), 1185 (c),
1092 (c), 1035 (c), 963 (cp), 902 (cm), 823 (c), 771 (c), 736
(cp). Cnextp SAIMP 'H, &, m. 1. (J, Tu): 9.95 (2H, ¢, H-5).
Crnextp SIMP °C, 8, m. 1. (J, T): 135.5 (C-3); 134.3 (ymu. c,
C-4); 131.9 (1, J = 200.2, C-5). Criextp SIMP "N, 8, m. 11.:
—65.28 (NNO,); —22.15 (CNO,). Haiineno, %: C 23.13;
H 0.89; N 36.06. CsH,N3zOg. Brruucieno, %: C 22.94;
H 0.64; N 35.67.

1L,1'-Aunutpo-1H,1'H-3,3'-0unupa3zon (8). Brixon
3.32 t (93%, meroxn I), Genbrit mopomok, T. . 184 °C
(¢ pasn., CHCly). UK cmektp, v, cM 'z 3162 (c), 3146 (c),
1629 (c), 1503 (cp), 1384 (cp), 1365 (c), 1303 (c), 1281 (c),
1263 (c), 1187 (c), 1091 (c), 1033 (c), 964 (cp), 904 (cn),
821 (c), 772 (c), 734 (cp). Cnextp SIMP 'H, &, m. 1. (J, T'm):
892 2H, n, J = 2.3, H-5); 7.18 (2H, n, J = 2.3, H-4).
Cnexrp SIMP °C, 5, m. 1.: 143.9 (C-3); 128.6 (C-5); 107.5
(C-4). Haiineno, %: C 32.52; H 1.86; N 37.68. C¢H4NgOs.
Breruucneno, %: C 32.15; H 1.80; N 37.50.

2,2',5,5'-Terpanurtpo-2H,2'H-3,3'-6unupazoa  (11).
Brixog 4.02 T (82%, meton 1), 3.73 r (76%, meton II),
Oenmprii mopomok, T. wi. 165-167 °C (¢ pazm., CHCI;).
UK criextp, v, eM " 3178 (¢), 3154 (c), 2982 (cp), 1611 (c),
1518 (cp), 1401 (cp), 1377 (c), 1363 (c), 1315 (c), 1287 (c),
1259 (c), 1237 (cp), 1175 (c), 1103 (c), 1045 (c), 959 (cp),
836 (c). Crextp SIMP 'H, 8, m. x.: 7.85 (2H, ¢, H-4).
Criextp SIMP “°C, §, m. 1.: 150.8 (ymr. ¢, C-5); 128.0 (C-3);
110.0 (C-4). Crextp SIMP "N, &, m. 1.: —24.13 (CNO,);
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—61.06 (NNO,). Haiineno, %: C 23.18; H 0.81; N 35.95.
C¢H,NgOs. Brrancieno, %: C 22.94; H 0.64; N 35.67.

4,4'-Tunutpo-1H,1'H-[3,3'-6unupa3zon]-5,5'-1uxap6o-
Hurpua (5a). K pacteopy 1.6 r (24.6 mmons) KCN B 20 mn
H,0 npu 20 °C MeaneHHO NpHU MepeMelIBaHUH 100aB-
sttt pactBop 1.29 r (4.1 mMonb) 6unupasona 4 B 30 mi
MeCN. IlepememuBaroT npu 3TOH TeMnepaType B TeUCHHE
30 MuH ¥ noAKUCIIOT mpu nepeMemuBanuu 20% H,SO4
no pH 1-2. Bemasumit ocagok (K,SO,) ordunbTpoBbI-
BAIOT M OTOPACBIBAIOT, OPraHMYECKUI PACTBOPUTEID YIAJISIOT
IIPY MTOHM)KEHHOM JIaBJICHHWH, OCTAaTOK 3KcTparupyioT Et,O
(3 x 80 mu). Opranuueckuid cioi cymar HaJl 6e3BOJAHBIM
Na,SO,, pacTBOpHUTENb yIANAIOT IPH MOHUKEHHOM JaBJie-
HUH, TBEPJABIM OCTaTOK cymaT Ha Bo3ayxe. Beixox 1.09 r
(96%), Oemprii mopomiok, T. mwi. 269-270 °C (EtOH).
UK criektp, v, cM ' 3561 (cp), 3453 (cp), 3238 (cm), 2268
(cp), 1574 (cp), 1529 (c), 1475 (c), 1414 (cp), 1370 (c), 1355
(c), 1210 (cm), 1125 (cp), 1064 (cm), 960 (cp), 833 (cp), 712
(cm). Crextp SIMP °C, 8, m. 1.: 135.0 (C-3); 130.3 (C-5);
121.1 (C-4), 111.1 (CN). Cnexrp SIMP "N, §, m. 11.: —28.08
(NO»). Haiineno, m/z: 273.0128 [M-H]. CgHNgO,. Bprunc-
neHo, m/z: 273.0126. Haiigeno, %: C 35.21; H 0.76; N 41.07.
CgH,NgO4. Brrancneno, %: C 35.05; H 0.74; N 40.87.

5,5'-Muazuno-4,4'-nunurpo-1H,1'H-3,3'-6unupazon (5b).
[Tpu koMHaTHOI TemrmepaType K pacTBopy 3.65 T (56.1 MMoIb)
NaNj B 25 mn H,O no kamnsim nobasisitor pactBop 1.47 T
(22.6 mmonpb) Ounupazona 4 B 25 ma EtOAc. Tlepemernin-
BaIOT IpH 3TOH TeMmepaType B TeueHue 30 MUH, peaKIMOH-
Hyto cMmech nonkucisatioT 20% H,SO4 no pH 1-2. [anee
00pabaThIBAIOT aHAJIOTHYHO METOJMKE IOJIyYSHUS] COeIU-
HeHust Sa. Beixon 1.37 r (96%), Genbie KpUCTAIUIBI, T. L.
93-95 °C (EtOH). UK criektp, v, cM ': 2874 (ci), 2153 (c),
2130 (cp), 1580 (c), 1521 (c), 1443 (c), 1376 (c), 1224 (c),
955 (cp), 831 (cp), 790 (cn). Haiineno, m/z: 305.0258 [M-H] .
CgHN,0,4. Brerumcieno, m/z: 305.0249. Haiineno, %:
C 24.00; H 0.53; N 53.87. C¢H,N,0O4. Bpruucaeno, %:
C 23.54; H 0.66; N 54.90.

4,4'-lunutpo-1H,1'H-[3,3"-6mnupa3zon]-5,5'-nukapo-
oxkcamuz (6). K 10 ma xoruentpuposannoit H,SO, no6as-
nsroT 2.74 T (10 MMonp) Ounupasosna 5a U mepeMeruBaoT
npu 50-60 °C B Teuenue 5 4. PeakoHHYIO cMeCh OXJIaxK-
narot, BeuBaroT B 30 mut neaguaoii H,O, BeImaBmInii ocamok
¢mwibTpyIoT, poMbIBatoT JensgHoi H,O, cymmaT Ha Bo3myxe.
OunsTpaT FKcTparupyor EtOAc (4 x 50 mi), opranude-
CKMii cnoii cymiat Haj 6e3BomHbIM Na,SOy4, pacTBOpHUTENH
YAQISIOT MPU MOHMKEHHOM [ABJICHUH, YTO JaeT BTOPYIO
gacTe mpoxykTa. Oba ocamka OOBEAMHSIOT, KPUCTAUIH3YIOT
n3 H,O. Beixox 2.49 r (80%), OGenble KpHCTalIbl, T. UL
299-300 °C. MK cmektp, v, cM 't 3411 (cp), 3285 (cn),
3232 (cm), 1665 (c), 1621 (cp), 1595 (cp), 1525 (oc), 1467 (c),
1435 (cp), 1392 (cp), 1338 (cp), 1296 (cp), 1145 (cm), 890
(cm), 839 (cp), 625 (cp). Crextp SIMP 'H, §, m. 1.: 14.97
(2H, ym. ¢, NH); 8.39 (2H, ym. ¢, CONH,); 8.14 (2H, ym. c,
CONH,). Cmektp SIMP °C, §, m. x.: 159.8 (CO); 140.2
(ym. c, C-3); 134.0 (ym. c, C-4); 130.4 (C-5). Cmextp
SAMP "N, 8, m. 1.: —29.25 (NO,). Haiineno, m/z: 309.0335
[M-H] . CgHsNgOg. Boraucneno, m/z: 309.0338. Haiineno, %:
C 31.29; H 2.13; N 36.50. CgH4N3gO¢. Brruncieno, %:
C30.98; H 1.95; N 36.13.
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5,5'-Aunutpo-1H,2'H-3,3'-6unmpaszon (9). K 200 mn
xnmop6en3ona nodasisrot 10.3 r (0.046 mons) Ounupasona
8. PeakioHHYI0 CMECh KHIATAT B TEYCHHUE 6 U, OXJIAK-
JIAFOT, BBIMABIIMN OCAJ0K (DUIBTPYIOT, MPOMBIBAIOT IeKCa-
HOM, CymaT Ha Bo3gyxe. Beixon 9.67 r (94%) ceemno-
KOpUYHEBBbIM mopomok, T. mi. 373-374 °C (EtOH).
UK crektp, v, cM ': 3208 (cp), 3140 (c), 3118 (cp), 3052
(cm), 2967 (cp), 2873 (cp), 1554 (c), 1542 (c), 1474 (cn),
1429 (cx), 1369 (c), 1313 (cn), 1246 (cp), 1071 (cm), 1006
(c), 931 (cm), 829 (c), 759 (cp). Cnextp SIMP 'H, &, m. x.:
14.67 (2H, ym. c, NH); 749 (2H, c, H-4). Cnektp
AMP °C, 8, m. 1.: 158.1 (ym. ¢, C-5); 134.3 (C-3); 99.9
(C-4). Crmextp SIMP "N, 8, m. m: —20.39 (CNO,).
Haiineno, %: C 32.25; H 1.67; N 37.80. CgH4N4Os,.
Brruuciaeno, %: C 32.15; H 1.80; N 37.50.

4,4'5,5'-Terpanutpo-2H,2'H-3,3'-6unupaszoa  (10).
K 47 mn xonuentpupoBanHoit H,SO, mobaBmsior 6.87 T
(0.03 monp) Ounmpaszona 9, 3aTeM MO KaIUIsIM JOOABJISIOT
6.2 mx HNO; (p 1.50 r/cm?). PeakinoHHyio cMech Harpe-
BaroT npu 60 °C B Tedenue 12 4, 0XJIaxJal0T, BEUIMBAIOT B
nensuyo HyO (240 mut). BeimaBimmii ocanok GpuibTpyror,
MPOMBIBAIOT HEOOJBIIIMM KoJHuecTBOM JieasHoit H,O, cymiar
Ha Bo3ayxe. dunpTpar sxcrparupyor Et,O (3 % 50 mm),
opraHudeckuii cnoit cymar Hax Oe3BomHbIM  MgSOj,.
PaCTBOpI/ITeHL YAQAAIOT IPU NOHWKCHHOM JAaBJICHUH, YTO
JlaeT BTOPYK 4YacTb IPOAYKTa. BrIxox MoHoOruapara
4.4' 5,5 -tetpanutpo-2H,2H'-3,3'-6unmpazona 9.67 t (95%),
OecuBerHble kpuctauisl, T. Wi 187 °C (H,0, ¢ pa3n. npu
238 °C). be3poansrii 6unupason 10 (Berxon 9.14 r (95%))
MOJIYYaloT TEPMOCTATHPOBAHMEM MOHOTHpATa MPH IOHU-
*eHHoOM nasyieHnn Haja P,Os mpu 120 °C B teuenue 10 u.
UK crextp, v, cM 2 3616 (ci), 3250 (cp), 2701 (ci), 2666
(ci), 1570 (c), 1554 (c), 1530 (c), 1482 (c), 1425 (cn), 1409
(cm), 1365 (c), 1335 (c), 1107 (cm), 1039 (cm), 950 (cm), 851
(cm), 822 (cp), 808 (cp), 755 (cm), 697 (cm). YO cmektp,
A, vm (g €): 212 (4.42) (H,0); 306 (4.11) nnanmon (H,O—
NaOH). Crextp IMP 'H, ((CD3),CO), §, m. 1.: 11.30 (2H,
yur. ¢, NH). Criekrp IMP °C, §, m. 1.: 149.8 (C-5); 132.2
(ymn. ¢, C-3); 125.1 (C-4). Criextp SIMP "N, &, m. 1.: —28.0
(CNO,). Macc-cniektp, m/z (Lo, %): 314 [M]" (100).
Haiineno, %: C 23.09; H 0.84; N 35.17. C¢H,NgOs.
Brruucaeno, %: C 22.94; H 0.64; N 35.67.

N,N'4.4'-Terpanutpo-1H,1'H-[3,3'-0unupazon]-5,5'-qu-
amuH (12). K cycnienzun 0.64 r (2.5 MMonb) coeuHeHus 1
B 5 ma CF;CO,H mpu 0 °C no xamsim no6aBmsitor 3.3 mi
(0.08 moms) HNO; (p 1.5 r/em’). K obpasoBaBimemycs
pactBopy nobaBnstor 1 mim (0.01 wmoms) Ac,O m
nepeMemnBaioT B TedeHue 2 4 npu 0-2 °C. Brmapmmii
ocanok GuibTpyroT, mnpombiBaror H,O wu cymar Ha
Bosnyxe. Beixon 0.58 r (67%), OGenblii MOpOMIOK, T. T
172 °C (c paszn., H,O + CF;CO,H). UK cmektp, v, om b
3152 (cp), 3132 (cm), 2940 (cn); 1560 (c), 1440 (cp), 1376
(c), 1354 (c), 1344 (c), 1296 (cp), 1128 (cp), 1018 (cn),
960 (cp), 904 (c), 834 (cp). Crexrp AMP °C, &, m. 1.:
137.2 (C-3); 1352 (ym. ¢, C-5); 117.1 (C-4). Cnextp
AMP N, 5, m. 1 —26.23 (CNO,); —40.25 (NHNO,);
—206.74 (NHNO,). Haiigeno, %: C 21.12; H 1.23;
N 40.99. CsH4N(Os. Brerancneno, %: C 20.94; H 1.17;
N 40.70.
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