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PEAKIIVM 2,4-TU3AMEINEHHDBIX
5S-HHUTPO-1,2,3-TPHA30JI-1-OKCUTOB

2*, OKHCIEHHUE 2-3AMEINEHHBIX
4-AMUHO (AJIKIITAMHHO)-5-HUTPO-1,2,3-TPHA30JI-1-OKCHU OB

I/I3Y‘ICHO OKMCJICHHME 3aMEIUCHHBIX AMUHOHUTPOTPUAIOJIOKCHUAOR O COOTRETCTBYEO—
mMUX FHHUTPONIPOM3IBOAHBIX TPHMA30I- ¥ a30TPUA30JI0KCHUI0B.

Paree Mer paspaboTtany METON CHETE3a 2-3aMEMEHHHX 4-aMIHO (AIKIaAMI-
HO) -5-EmTpo-1,2,3-Tpuazon-1-oxcunos [2, 3]. B =HacrosmeM coobmenun
NIpUBCACHB! PE3YNLTATHl M3YUCHUS OKUC/ICHWS B PAa3HBIX YCHOBHIX DA TAKHAX
COEMHCHMIA.

B kauecrse 06BEKTOB MCCIEHOBAHAS OBUTH BHODAHBI IEPBAYHEIC W BTOPAUIHBLE
aMuHEl YKa3agHoro Twma, la—r #  [n,e COOTBETCTBEHHO, CONEPXKAIMUC
B MOJIOXEHWU 2 DANHUHEE 3aMECTHUTEIM, a TAKXKE 2-MeTHJi-5S-MEeTHIaMUHO-4-
muTpo-1,2,3-rpuazon-1-oxcun (1), mMeronmii WHOE PACIONIOXECHHIE ATKILTAMIHO-
u sarporpyumn. Ilpym mx oxucaesEmd TPudTOPHAXYKCYCHON KHUCAOTOH C BBIXOZOM
30...67 % BaMu OpUTH TOMYYEHB! COOTBETCTBYIOMME xrHATponponssofnse I11:
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TaR=H,R'=Me; 6 R =H, R' = CHsPh; s R =H, R! = CH,CH20H;
rR=H, R'— CH:CH(OH)Me; xR =R'=Me; e R=Et, R} =Me;
I a,5,e R = Me; 6 R = CHoPh; 5 R' = CH2CH20H; rR'= CH2CH(OH)Me

* Coobmenue 1 cm. [1].
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Oxwcrenwe BTOPUYHBIX AMIHOB IPOTEKAET TPHOIM3ATEIBHO BABOE OBICTpEE,
YTO, OMHAKO, HE CKa3uBaeTCs Ha BErxoae mporykra I1la (50 mo 709%,). do mamux
pa60T HE OBUIO OMMCAHO OKHCICHWE BTOPUYHEX AMHHOTPYII O HETPOIPYIIIE. B
430TCOAEPXAMUX TETEPOIMKIAX.

Cneayer ormernTs, UTO BO BCEX CAyuasx oOpasopaEMsS mpoxykra Illa m3
PEaKmuOHHOM CMECH KONOHOYWHOM xpoMarorpadumedl ObUT BHOCICH TakxXe
2-metmn-4,5-mmavrpo-1,2,3-tprason (IV). BBIXOX MOCAERHETO M COOTHOIIEHIE
nponyktoe Ila : IV saBmcar or crpoemms mcxomdoro coemmmerms. Tak, mid
mepsuyHOro ammea la BEIxom Tpmasoma IV cocrasaser 6%, a cooTHOmICHmE
IIa : IV npubnusurensro pasuo 9 : 1. g sropmansix amzros I, Ie, I1 Boixon
coegmueHnd [V Bospacraer ot 13 no 339, a yka3aHHOE COOTHOIIEHNE H3MEHICTCS
or4,7:1m02:1.

B peaxmusx oxuciaeHuMd TPRTOPHAXYKCYCHON KACAOTON aMAHOTPHEA30I0KCH-
noB [6—r He yaanock sadukcmposats maxe ¢ nomomsio TCX COOTBETCTBYIOITHH
IHATPOTPHAZO0IT.

IIpu oxucnermu coequrerud la xucnoroi Kapo ssixoms npoxykros 111a m IV
6o 50 m 40% coorBercrBemHO. MBI NPEANOIOXKHIM, UYTO TpHEA30a 1V
TMOYYaAETCd B YCIAOBHIX peakupu u3 tpuasonoxkcuna Illa. [elicTeurensHo, B
pesyapTare okucaenus coeqmacans 111a xucmoroit Kapo nopu 30...35 °C mamu 6511
moxydeH Tpuason IV ¢ BeixogoM 569%,.

Ob6pasoparme 1,2,3-TpHasosoB ®W3 COOTBETCTBYIOMMX N-OKCHIOB IIpH
ICHCTBUN HAIKWC/IOT paHee He ObLIO OMHCAHG.

Otmemurerne N-OKCHAHOrO ATOMAa KHCAOPOAA B MPUCYTCTBHH OKHCIATEICH
paccMATPHEBANIOCE 17 N-OKCHAOB HEKOTOPHIX [APYTAX  A30TCOAEPXAMUX
rereportmkios [4]. B pabore [5] npmeoamrcs cXema TaKoro OpeBpameHus i
N-oKCHAa MApHIIHHA:

H
+ I(\ + -
CHN—O + 00Ac - GH;NOOH + OAc —»

+ —
- CHN'O + AOH —= GHN + 0,

OtMeueHo, YTO B KHCIOK cpene 0e3 nepexncyn JaHHas peaknud He HabIronacTes.

M3pecTEO TakXe, YTO OKWCACHWE BTOPHUHBIX AMHHOB HAXKHCJIOTAMH
IIPEBOAUT K cooTsercTByompM N,N-au3aMemeHssM IHAPOKCHIaMuHEaM [6].
Ecimu B monyueHHESX TIPOXYKTAX AJKWIBHBIM 3AMECTATED MOXET OTIHEIUISTECS B
BUAE KApOOHWIBHOIO COETUHEHUWS, TO peakmums HAeT A0 o6pasosaHms
HUTPO30IPOU3BOXHOTO [7 ], IETKO OKUCITIOMETOCcH KO BUTpocoenuaeHys [8 1.

Ilo asanmormm ¢ JmTEpaTypPHBIME JaHHEM¥M [7] OKHCHEHHE, HAIPUMED,
TPHA30JI0KCHAA I, mo-pramMoMy, TIPOTEKALST HO CXEME
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B pesynbrare OKHCICHMS TPHA30IOKCAAA la TpudTOpHANYKCYCHOM KWUCIOTOM
npr 10 °C 6pura momyuera cmecs (1 : 1) coemumenms I1la m mpoMexyTouHOro
OpPORAyKTa — 2-MeTWA-S-EWTpo-4-HUTPo30-1,2,3-rprason-1-oxcuna (V). Dty
CMECP HE YAANOCh DPA3REIWTh HA KOJOHKE, TaK Kak Rf o0omx COEnmHEHWH
OOVHAKOBHI IIPH MCUOIb30BAHAN PA3JIMUHBIX PACTBOPHTENCH B XKAUECTRE J/IIOCHTA.
biskas pacTBOPIMOCTD HE MO3BOJIAIA PA3NENUTh HX ¥ IEPEKPUCTAIM3ANMCH,
Cmece coemumenmit [1la wm V okpamesa B HHETCHCHBHEIM 3CHCHBI I[BET,
CBHJICTCALCTBYIOMMAY O TOM, YTO HHUTPO3OTIPOXYKT SIBAAETCS B SHAUWTEIBHON
CTCOCHH MOHOMEpCM. XpaHeHHWE J5TOH CMecH TP KOMHATHOM TEMIEPAType
B TEUECHHUE ABYX-TPEX CYTOK HE HPHBONAT K 3aMETHOMY pazioxeHuio. Hammume
npoxpykTa V mopreepxpaeHo aamasM MK cnexrpa, IMP “Nu MacC-CHECKTPOB.

OnmcamHbii BHIIE METOA MO3BOJASET CUHTE3WPOBATH NAHUTPOHPOMIBONHEIC
1,2,3-tpuazon-1-oKCHAOB, COmEpPXAlgue B NONOXCHHUM 2 HUKAA 3aMECTHTE/Ib
¢ QYyHKOMOHAIPHON IPYNION, HANpUMED THIPOKCHIBHOM (coemmucrwy 1118,r).

Tprasomoxcuny Illa DomyueH mnpW HATPOBAHWH 2-METWI3AMEINEHHOIO
TPHEA30J0KCHAAA CMECBI0 KOHNECHTPHPOBAHHEIX 430THOM M CEPHOM KWUCAOT IIpH
100 °C [9]. XKecrxue yCIOBHI ITOTO0 METONA OIPAHMUMBAIOT €r0 NPAMEHCHHE
B CHHTE3€ YKa3aHHBIX IPON3BONHEIX.

B kauecTBEe OKUCAWTEAS HAME WCIOAH30BAH TAKXE NEPMAHTAHAT KAIAS
B KHCTION Ccpefe.

Ha mprmepe okucaenuna Tprasonoxcuaa la mokasaso, UTO B 3aBUCHMOCTH OT
IPUMEHSIEMOH KHUCIOTH TOAYYAIOTCd a30COSAUHEHAS a3 IMYHOroO CTpocHus. Tak,
B CIy4yae CONSHOHM KHWCIOTH B KAUECTBE OCHOBHOTO MpOnykTa oOpasyercd
4,4' -azo-2-metuia-5-xmaop-1,2,3-puason-1-okcun (VIa) (8erxon 309%,), conepxa~
mai cnenst 4,4 -azo-2-merun-5-mmrpo-1,2,3-rpraszon-1-okcuna (Vila). Oxucae-
HEEC TPHA30JI0KCHAA 12 B CepHOM KUCIOTE MPUBOMUT TOJIBKO K TUHUTPOIPOM3BOJ-
momy VIla (seixom 409).
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M=l mpegmonaraem, uto o0pasoBamme CocimHCHMS V]a mpomcxomaT myTem
HyK1e0(AIBHOTO 3aMEIieHY s HUTPOrPYII Ha XJI0D Ha OMHOHK U3 IPOMEXYTOUHbIX
CTaaWil OKWCICHAY AMEHOHMTPOITPOM3BONHOIO, 8 HE B, KOHEUHOM HPOXYKTE, TaK
KaK HaM¥ YCTAHOBJAEHO, UTO A30TpHascaokcwy Vila B yCHoBHAX, aHANOTMYHBIX
OKHCICHAIO, HE MPEBpaIacTcy B coexuuerne Via.

Tlepmamranar xamag B 609, cepHOE KWCIOTE NPUMEHSICS HAMM ¥ 74
OKMCICHWS AMWHOTPHAZ0AOKCHAA Ir ¢ LEIpi0 MONYUECHWS COOTBETCTBYIOHIETO
asocoepmaeEEs VII6. OpgHako KOHEUHH# TPORYKT CONEpXakl 3HAYUTEIBHOE
KOJIMUECTBO IIPEMECEH, OT KOTOPHX TPYHHO M30aBATHC.
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IlosTtoMy mng coaresa coenmuacnus VIIO B xadecTse OKHCAMTENS WCIOMB30BANIC
ra3000pasHbil XJIOp B BHAE CBEXEIPUTOTOBJCHHOIC DAacTBOpa B XjopodopMe.
OrmerrM, d9ro comepXaHme NOGOYHOrO HPOAYKTA — COOTBETCTBYIOMIETO
AVXJIOPIPOM3BOAHOrO VIO — BO3pacTaeT ¢ MOBHIIEHHEM TEMIICPATYDH PEAKINH
¥ YBEAYCHUECM KOJMAUYCCTBA OKHMCIAATENS.

OKCIIEPUMEHTAJBHAL YACTB

UK criektps: casrhl Ha ciekTpodoromMerpax Specord IR-75 u UR-20 B Tabnerxax KBr, VO crexTpst
— na npubope Specord UV a4 pacrsopos B a6Co/oTHOM dTanoxe. Macc-CHeXTpsl MOIyYeHbI Ha Ipw-
Gope GbupMs1 Varian ¢ HPSMbIM BBOAOM 06pa3na B MOHHBIH MCTOUHMK HPM SHEPTHY MOHU3HMDYIOUIMX
anextpouoe 70 3B, yckopszomenm Hanpspkesum 1,75 kB u Toxe smuccum 100 MA. Criextpur IMP 13C,
14/15y PerucTpuUpoBasiu Ha crexTpoMerpe Bruker AM-300 ma wacrorax 21,67; 30,42 u 75,47 MIn.
Crexrpsr IIMP nonysess: Ha npubope Bruker WP-250. TCX nposomunacs na Silufol UV-254 (amoent
— XJODUCTHIN METHIEH) C AETEXTUPOBaHMeM B V@ CBeTe, KOJIOHOUHAS XPOMATOrpadus — Ha KOJIOHKE
(70 x 1,5 cM) ¢ cuummkaresiem L 40/100 (4, 3TH0€HT XI0PUCTHIE METHIICH—YETBIDEXXIOPHCTEIN YTIEPOT,
4:1.

Cumrres coepunesuit Ia u In, 16—, a rakxe Ie u I ommcan B paborax [3], [10] u [1] coorserct-
BEHHO. '

Oxucienne 2-R'-4-R-aMAHO-5-BATPO- ¥ 2-MeTAN-4-HATPO-5-METAIAMAHO-1,2,3-TpHA30.1- 1 -OK-
cunor fa—e u Il TpHMTOpHATYKCYCROM KMCIOTOR (00mas Metogaxa). K cmecu 1,1 1 (40 mvoms) 80%
nepexwck 80ropora v 13 v (171 Mmoss) TpudTopYKCYCHOM KMCIOTH! B TedeHue 15 Mus tpu 18...20 °C
TOOaBISOT 2 MMOJIb COeguuEeHUs Ja—e i IT. PeaxniuOBHEyI0 CMeCh BRIIEPAKUBAIOT IPH TOH K€ TEMIIE~
patype 2 9 [0 HONHOTO MCICIHOBEHMS MCXOAHONO TPHA30IoKCHAa (koHTpoas TCX, 30eHt — XI0pu-
CTBIEl METMJIEH) , TTOCTE Yero Kobassszor 10...15 M1 BOABI M SKCTPArupyIOT XJIOPUCTEIM METHIEHOM (3 X
30 M) . O6beuHeHHbIE SKCTPAKTHI BBICYLUIMBAIOT CyTh(ATOM Marums. PacTBOpUTENs YAAISIOT B BAKY-
yMe, U3 OCTaTKa KOJOHOUHOM xpomarorpadueds spmenmor coegunenusa I u IV. WneHTHds0CTS DO~
JIy9CHHBIX PasHBIMH criocobamu mponyktos Ila, a raxxe IV ycramasnusaror oo gasaeiM UK, TIMP u
MAacC-CHEKTPOB.

W3 4-amumo-2-meTmn-5-aurpo-1,2,3-rpuason-1-okcupa (1a) nomyuaror 0,2 r (55%) 2-meTHa-
4,5-punutpo-1,2,3-rprason-1-okcupa (Ia), Tox 130...132 °C. Jur. Tmx 132 °C [1] 2 0,02 ¢ (6%)
2-meTan-4,5-qaauTpo-1,2,3-rpuasona AV), Tux 77...78 °C (us CCls). JIut. Ty 81...82 °C (us cmecu
stunanerat—rekcad) [9]. (B paGote He NpuUBEfEHS! fAHHBIE HNEMEHTHOTO 2HAMM3A U CHEKTPAJIBHEIC
XapakTepuCTHKHM coenuuertnt) . YIK crexTp: 2960, 2930, 2860, 1580, 1570, 1510, 1440, 1370, 1350,
1320, 1145, 865, 815, 755 cn . Cuextp IIMP [(CD3)2C0]: 4,30 M. 1. (3H, ¢, CH3). Cuextp SMP Be
[(CD3)2CO]: 143,57 (C9), C(5)); 44,53 M. n. (CHz). Cuextp SMP N [(CD3)2CO]): -32,96 M. &,
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(NO2). Crextp N [(CD3)2C03: -48,84 (N, N(3y); ~139,04 m. 1. (N(z)). Macc-criextp, m/z: 173
IM]7; 81 [M-2NO2] " 43 [CH3N21 ¥ 42 [CH2N2] ™. Haiimero, %: C 21,17; H 1,90; N 40,55.
C3H3N504. Beraucneno, %: C 20,80; H 1,73; N 40,46.

W3 4-amumo-2-Oensun-5-surpo-1,2,3-tpuason-1-oxcuna (I6) nomyaaror 0,1 r (30%,) 2-Gensus-
4,5-maunrpo-1,2,3-tpuason-1-oxcuna (IIG). Tox 121...122 °C (u3 CCly). UK cmextp: 1580, 1560,
1510, 1470, 1450, 1430, 1385, 1360, 1340, 1305, 1255, 1210, 1080, 915, 835, 810, 775,745, T15cv L.
Crextp IIMP [(CD3)2C0O1:5,75 (2H, ¢, CH2); 7,41 M. 1. (SH, ¢, CéHs) . Criextp IMP YN [(CD32)2CO]:
-34,39 (NO2); —40,35 (NO2); -82,00 m. 1. (N = 0). Macc-criextp, m/z: 265 [M} T 249 [M-0] ¥
248 [M-OH] *; 91 [CéHsCHz] ™; 77 [CsHs] ™. Haitmeno, %: C 40,84; H 2,71; N 26,56. CoH7N50s.
Beraucneno, %: C 40,76; H 2,66; N 26,41.

W3 4-amuE0-5-HUTpO-2-~ (2-0KCcuaTIN) -1,2,3-rprason-1-oxcupma (Is) moayqasor 0,3 r (67%) 4,5-
THATPO-2-(2-0KCU3THA) - 1,2,3-Tpra3on-1-oxcuaa (IMR). 7oy 106 °C (paan.) . WK cnex'rp: 3490, 2960,
2920, 1580, 1575, 1550, 1530, 1455, 1385, 1335, 1250, 1080, 1050, 965, 895, 875, 835, 795, 760, 740,
710 e ™ Hainero, %: C21,85; H2,10; N 31,86. C4H3sN506. Beruucneno, %: C21,98; H2,30; N 31,96.

W3 4-avmmo-5-uutpo-2-(Z-oxcwmpomun -1,2,3-tpuagon-1-okcuma (Ir) noxygaror 0,2 ¢ (43%)
4,5-pusrrpo-2- (2-oxcumponi) - 1,2,3-Tprason-1-okcuaa (IIr). Ty 110...111 °C (uz sdupa). UK
crextp: 3450, 2980, 1580, 1560, 1510, 1455, 1430, 1385, 1340, 1270, 1250, 1135, 1085, 945, 850,
840, 805, 740 o Cnextp IIMP (IMCO-Ds): 4,3 (3H, M, CH2CH); 1,1 M. 5. (3H, 1, CH3). Crekrp
SMP N (IMCO-De): -33,18 (NO2); -39,17 m. x. (NO2). Crextp SIMP N (JIMCO-D¢): ~78,10
(N@); -98,54 (N(3); 137,77 (N(2)). Crextp SIMP *C (IIMCO-Ds): 139,50 (C(a)); 129,84 (C(5);
63,15 (CH); 56,32 (CH2); 20,18 M. a. (CHs3). Haiigeno, %: C 25,71; H 3,12; N 29,89. CsH7Ns0s.
Brraucneno, %: C 25,76; H 3,03; N 30,04.

W3 2-metun-4-meruaaMuao-5-aurpo-1,2,3-rpuason-1-okcuna (In) noxygarot rpuasonoxcuyy lla,
BIXOR 509 u tpuasox IV, seixon 13%.

W3 2-merwir-5-auTpo-4-srunamuno-1,2,3-tpuason-1-oxcuna (Ie) nomywaror Tpuasonokcux IIfa
(70%) u tpuazon IV (22%,).

W3 2-MeTun-5-MeTunaMuHO-4-2uTpo- 1,2, 3-1prason-1-oxcuna (II) nosxyuazor rpuazonokcun Ila
(66%) v tpmason IV (33%).

2-Merna-5-uTpo-4-BUTp030-1,2,3-TpHazon-1-oxcug (V). K cmecu 1,1 r (40 mmoms) 80Y, mepe-
xucy Bopopoaa B 13 mu (171 mmons) TpudTOPYKCYCHO KMCIOTH B Tederve 15 mun npu 10 °C pobas-
15507 0,4 1 (2,5 Mmons) TpHasonoxcuna Ia. PeakivonHyIo CMECh BHIAECPXHMBAIOT 1 1 Ipu TOH Xe TeMIie-
patype (cMecs IpHoOpeTaeT sIpKo-3elieHYI0 OKPacKy) A0 MCUe3HOBEHMS MCXomHoro amuma Ia (TCX,
ITOEHT — XJOPHCTHIA MeTvteH, s Ia Ry0,2) . PeaknuoHHy 0 MacCy 00pabaThiBar0T Kak OIMCAHO BIIE.
Kononounoi xpomatorpadueil (3M0EHT — XJIOPUCTHIM MeTHIICH) BoptenstoT 0,3 r 9pKo-3e1eHoi Kpu-
crayummueckoy cmecu (1 : 1, mammeie cnexrpa AMP ) npoaykTos Ifla u V. Tyq 97...104 °C, Rr 0,8
(xnopucrsrt Metrien) . MK coexrp: 1570, 1530, 1480, 1430, 1385, 1370, 1250, 1110, 1085, 1035, 920,
830, 805, 790, 765, 750 ot VD CHEKTD, A: 230 u 960 um. Croextp IMP N [(CD3)2CO0]: -34,33
(4-NO2, [Ia); ~37,42 (NO2, V); —40,18 (5-NOg, lia); -78,79 m. 1. (N = O). Curnan HUTPO3OrpYIIsE
B 06acT 500...400 M. 71 He yAANOCH O6HADYXMTH M3-32 ero Gobmoin mupuas! (A 1 /2 >1000 T'm).

Cnextp IIMP (CDCl3): 4,10 (3H, ¢, CHz) u 4,09 m. x. (3H, ¢, CHs). Macc-cuexrp, m/z: 189
Mima) 5 173 [Mme-0]1" n [Miv] ™5 143 [Mie-NO2] ™ u [Mv-NOI ™5 97 [Mma-2NO2] " u
[Mv-NO—NO21 . ‘

Oxwucienne Tpuasonokcana Ia kuciorort Kapo. K 10 mx 309, oneyma npu 0...10 °C u uaTenCcUB-
HOM nepemelnuBanuy 1o0asamor 4 Mt 80%, nepexucu sogopoga u 0,5 r (3 MMoms) coepuuenus Ia.
Temnepatypy nocrenesso nogaumMaiot 0o 20 °C U peakiuoHHY0 CMECE B ITUX YCIOBUSIX BHIACPKUBAIOT
14...15 4. PeakumoHHy 0 MACCY BLUIMBAIOT Ha Jej, nobasnaior OukapGonaT xanus 1o pH 1 u sxcrparu-,
PyIOT xa0pucthiM MeTrieHOM (3 x 30 Mu1) . CyMMapHBIi SKCTPaXT BBICYINMBAIOT IPOKAJIEHHBIM Cyibha-
TOM MarHus. PacTBOpUTEND YAAIIIOT B BAKYYME, a U3 0CTaTKa KOJOHOUHOH XpoMaTorpacdueii BRIAEISIOT
0,3 r (50%,) Tpuazonoxcuna Ifla 1 0,1 r (409,) Tpmasona 1V.

BaauMopeicTere Tpuasoaokcuia Iiia ¢ xucaoroit Kapo. K 35 mx 30% oneyma npu 0...10°Cu
MHTEHCHBHOM NEpeMemmBanuy aobasnsior 10 M 80 %, mepexucu sogopoaa 1 1,1 r (6 MMonb) TpUason-
oxcuza la. Temueparypy nomaumaioT o 30...35 °C u peaxijuoHHYI0 CMECh BHIAEPIKMBAIOT B ITHUX
yenopusx 4 a. Peaxnuonuyio Maccy o6pabarThBaiorT XKak OIMMCAHO juist coepmuerus Ia. Kononoumoit
xpomarorpadueit seiiensior 0,55 r (56%) tpuasona IV 1 0,4 r (36%, ). ucxomsoro coepuunenus Ila.

Oxwucrenne 4-aMAHO-2-MeTHIA-5-auTpo-1,2,3-Tpnazon-1-okcuaa (Ia) nepMaErasaroM Kajima B
KHCIO0# cpene. A. Oxucaenne B coasnoi xucaore. K cmecu 0,1 r (0,6 Mvons) amusa Ia u 10 v 209,
CONSHOIM KMCIOTHI TIPY MHTEHCHBHOM NepeMeiiuBsanuu u Temmeparype 20 °C poGaBisroT 1o KaimsMm
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pacteop 0,2t (1,2 Mmoe) nepmanranarta kKaums B 10 M sogsl. Yepes 18...20 u B peakquOBHYI0 MacCy
FO0ABJISIIOT WABEEBYIO KUCIOTY O MCUESHOBEHUS KOPUUHEBOM oxpacky. OCafioK oTuIbTPORLBAIOT,
TIPOMEBIBAIOT BOIOH, 3UPOM, XJIOPHCTbIM METMJIEHOM M BHICYIMBAIOT Ha Bosgyxe. (Duunrpar, 1o
nanupmM TCX (Ry 0,06, s5r0eHT 3¢dHp — X10pUCTHE METHIIEH, 1 @ 1), COTEPXHUT CRebl AUHUTPOAZOUPO-
ussopsoro VIla). Hoxygaror 0,05 r (30%,) 4,4"-az0-2-merain-5-xmop-1,2,3-tpuaszon-1-okcaaa (Via).
Tror 328 °C (pasn.). YK cmextp: 3050, 1500, 1430, 1340, 1260, 1220, 1100, 1050, 900, 840, 730,
710 em L. Macc—cnekrp, m/z: 292; 294; 296. Haiinerno, %: C 24,64; H 1,98; N 338,43; Cl 24,51.
CeHsCloNsO2. Beraucneno, %: C 24,57; H 2,05; N 38,22; Ci 24,22.

B. Oxmcaenue 8 ceproii kucaore. K emecu 0,5 r (3 Mmosis) tpuasosoxcemya la v 30 it 62 %, ceproit
KHCJIOTBI [IPY MHTEHCHMBHEOM NEPEMETIMBAHKY U TeMriepaTtype —10...0 °C mo karuisv fo6aBisSioT pacTBop
0,3 r (1,5 mMonB) nepManTanara xasms 8 15 Mt Boger. Yepes 2,5...3,0 4 B pEaKOMOHHY IO MacCy 100as-
JISTEOT INABEJIEBYIO KMCJOTY HO MCUE3HOBEHMS KOPUYHEBOM OoKpacky. Ocafok oThuibTpOBsIBAIOT, TIPO-
MBIBAIOT BOAOM M BHICYIUBAIOT HA BO3yxe. [lomyuaror 0,2 r (40%) 4,4"-a30-2-metun-5-aurpo-1,2,3-
Tpuazoia-1-oxcuaa (VIIa). Tnx 281 °C (pazn.) (uzanerosa). UK cexrp: 1570, 1505, 1430, 1370, 1345,
1250, 1135, 1035, 946, 835, 750, 690 cv™>. Cnextp IMP *N [(CD3)2CO]: -35,61 m. 1. (NO2).
Macc-ClIeKTp CONEPXUT MUK MONEKYISPHOTO MOHA M™ (m/z 314). Haitneno, %: C 23,11; H 2,10;
N 44,52. CsHsN100s. Berunicneso, %: € 22,92; H 1,91; N 44,58.

Oxmcaenye 4-aMuHO-5-HATPO-2- (2-oKcunponmi)-1,2,3-tpmaszon-1-okcuna (Ir) uepMaHrasa-
TOM KA ¥ XI0poM. A. OkucaeHue nepMasranaroM xanus. XK pacreopy 0,2 r (0,9 MmMons) 1pMa30onoK-
cuma Ir B 30 v 60% ceprOt xuciorsl 8 teuenme 30 mmm npu —10 °C pobasnsmot pacrsop 0,1 r
(0,5 Mmoue) mepmanranaTa kajws 8 10 M1 Bogst. CMeCh BRIIEPKUBAIOT NIPU 3TO# TemMnepaType 4,5 uu
nanee 30 mun npu 18...20 °C. PeakumoHHY0 MacCy BBUIMBAIOT Ha Jiel, SKCTParupyor sbupom (2 X
50 mun) u sTITaneTaToM (2 X 50 M) . OGbearHen b 9KCTPAKT BBICYIIVUBAIOT HPOKAIEHHEBIM CYIbhaToM
MareHd, TOCHEe yAAIEHUS PACTEOPUTENS OCAI0K XpoMaTorpadupyroT Ha KOJXOHKE (3moenT — 3¢up),
cobupas dpaxumo ¢ Ry 0,07 (3dup). Homyuazor 0,09 r (50%) 4,4’ -as30-5-muTpo-2- (2-0KCHIPOTIIIL) -
1,2,3-Tpuasor-1-oxcuna coenprerus (VIIG) , coreprkamero Gopinoe gucio mpumecett (marmse TCX),
T 142...145 °C. IIoBTOpHAS OUMCTKA KOIOHOUHOH XpoMaTorpadueit u NEPeKPUCTAIIMIATHS U3 CMECH
stunanerat—adup (1 : 1) He 103B0AMNIM TOJHOCTIO OIUCTUTE NOJIYYEHHBIA IPOAYKT.

B. Oxucaenre xaopom. K pacreopy 0,2 r (0,9 Mmoms) Tpuasomokcupa Ir s 5 M xiopodopma npu
KOMHATHOI TeMIepaType ¥ nepemenusaruu fobassor pacteop 0,3 r (3,6 MMomms) 6ukapboraTa Ha-
Tpus B 5 MJT BOABL, 2 3aTeM nipu 0...5 °C 1o karuisM 1o6aBasoT § M1 x10podopma, HACKIIIEHHOTO XI0POM.
PeakuOHHYIO CMECH BEIIEDKHMBAIOT PU YKAa3aHHOM TemnepaType 1 4. Brimasmmiz 0CaioK OThWIBTPO-
BEIBAIOT, IPOMBIBAIOT X10POGOPMOM, 3pUpOM 1 BBICYIIMBAIOT Ha B03AyxXe. ITonyuaroT CMeCh IPORYKTOR
VH6 u VIO, xotopyo obpabatsisaiot aneroroM (10 Ma x 3) . Ilocne yaanenus OpraHM4ecKoro pacTBOpu-
rens Beprensor 0,11 1 (59%) 4,4’ -as0-5-uwrpo-2-(2-oxcumponnn) -1,2,3-tpuasosn-1-oxcuga (VIIG),
Rf0,55 (sTunanerat) . T 151 °C (pasn.). MK cnextp: 3600, 3400, 2980, 2920, 1620, 1550, 1500, 1490,
1440, 1410, 1350, 1240, 1110, 1040, 940, 910, 820, 740, 720 oM. V@ crextp, A: 233,0; 386,4 mm.
Macc-criexcep, m/ z: 402 [M] ;356 [M-NO2] *; 340 [M-NO2—0] *; 298 [M-NO;—CH2CHOHCH3 +H] *;

1\N’N\CH.ZCHOHCH

{ 02N [ | . ]+ .
215 - y
3

Hatmeno, %: C29,80; H 3,50; N 35,01. C10H14N100s. Beraucaero, %: C 29,85; H 3,48; N 34,83.

He pacTBOPMMBIN B al{eTOHE OCTATOK NEPEXPUCTAJLIM3OBBIBAIOT Y3 ITAHOMA U NOMyTAIOT 0,05
(28%,) 4,4"-a30-2-(2-OKCHIIPONILI) -5-xJ10p-1,2,3-1puason-1-oxcuaa (VIO). Ry 0,25 (sTunauerar).
T 198...199 °C. UK crextp: 3480, 3450, 2960, 2930, 1620, 1550, 1490, 1460, 1420, 1370, 1350,
1320, 1290, 1270, 1220, 1130, 1100, 1050, 940, 910, 890, 830, 820, 740, 650 omt. Macc-cnexTp, m/z:
380; 382; 384 [M] '; 364; 366; 368 [M~O]*; 345; 347 [M-CI} *; 322; 324; 326 [M-CH2CHOHCH3 +
H*1", 306; 308; 310 [M-CH2CHOHCH; +H-01"". Haiizeno, %: C 31,34; H 4,00; N 29,50;
C118,55. C10H14CloNgQ4s. Beramcneno, %: C 31,58; H 3,68; N 29,47; C118,62.
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