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CHMHTE3 W IIPEBPAHIEHNIA
2-AHETH-5-METHJI-4-HUTPOOYPAHA.
HU3O0MEPUA W BEKMAHOBCKAMA ITEPETPYIIIIMPOBKA
OKCHUMA

Heitctemem 70% HNOs3 na 2-anetwin-5-meTwwidypas, ero OKCUM u CeMUKApiason
B KOHIIL. H2S04 mosyuess! 4-HUTPO3aMemeHHbIe U 3,5~ mrpocuibeas. Toayaes w-6pom-
HUTPOKETOH ¥ Ha €r0 OCHOBE PJl 5-METHJI-4-HUTPO-2-GypHiI3aMeNIEHHbIX a3aTeTepo-
UMKJIUYECKUX COSTUHEHMI.

KommnexcoobpaszoBaHue ¢ IbIOMCOBCKOM IV IPOTOHHON (B TOM UMCJIE KOHIIL.
H2804) xucnoramu 2-kapboamasanx (CHO, COCH3, COOCH3) npom3BomHEEX
dypasa u Twodena cHocOOCTBYET IMEKTPOQHILHOMY 3AMEINEHHIO B IOJIOXE-
HEE 4, B pE3yIBTATE YETO YACTHYHO TIPEONOICBAETCS ¢-OPHEHTUPYIOMEE BIUSHIE
rerepoaToMa L¥KIA W 00pasyorca cMecw 4- u S-samemenmnix [1]. edicteue
cMmecn xormerTpuposarasix HNO3 m H2SO4 Ha oxcum [2] m cemmxapbason [3]
2-anerwidypana IpEBOAUT K 001€€ BHICOKEM BHIXONAM S-HWTPO3aMEIICHHBIX,
9eM Jpy HATPOBAHWY CaMOIo XeToHa [4].

Henbro macTogmed paboTHl SBISIOTCA: 1) WCCIEHOBAHME BO3MOXHOCTH
aurpoBammy 709, azornoit xmcnoTok B koum. H2S04 2-anerwn-5-metundypasa
(Ia), ero oxcmma (I6) m cemmkapbasona - (IB) — coenmHCHMN, TOJOXKEHWE 5
B KOTOPHIX 3aHATO METWIHHOM TPYIINOH; 2) M3yUCHUE BIUSHUS HA 5Ty PEAKIIHAIO
W3MEHEHWN B KETOHRHOM YacTu; 3) OCyNIeCTBASHUE PSAA IPEBPAEHAN IPONYKTOB
HUATPOBAHHL.

Ing mmrposanus coexunennii la—s npumensmu 709, HNO3 (1,2...3,0 mous)
B umaTepBane -20...5 °C. Tlpm geiictemm 1,2 moms HNO3 ma ketom Ia mpm
-15...-5 °C swmmeneso 9% wmurpoxeroma 1Ia m peremepuposano oxomo 50%
ACXOXHOIO COSAMHEHMS. 3arpasHCHUE HUTPOKETOHA MOOOUYHBIMA TIPOXYKTAMY
3aBHCAT OT BPEMEHH MEXIOY BHUIMBAHMEM pESKIMOHHOM CMECM Ha Jel H
SKCTPaKIHeH 3mpom.
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IIpu mcnonp3osanum 2 Moaxb HNO3 v HOBHIICHRN TEMIECPATYPH HATPOBAHMI
mo -8...-3 °C mpopearuposas Bech XeToH, omHako B cmekrpe IIMP crmiporo
TpOAyKTa, NOJAYYEHHOro w3 He mnpomerroir pacrsopom NaHCO3 sdupmoi
BHITSCKKH, KpoMe HUTpoKeTona 11a o0mapyKeHH CHIHATH €IIe TPEX COSAMHEHIH
C HE 3aMemeHHsM [0 mnoidoxeswmio 3 ¢ypaHoBEM pmxioMm. M3 Bmx
nEeHTAMUIUPOBAHE HPOAYKT HAJbHEHINET0 HUTPOXCANETIIMPOBABAS HATPOKE-
toa — 3,5-mmmmrpocwibean (III), monyueHwmlli paHee REHCTBHEM CMECH
mevsmmer HNO3 u xomn. H2SO4 Ha 5-metrii-4-mmtpo-2-ypaHKapboHOBYIO
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KHCIOTY [§], 2 Takxe HassauHas xucaoTa, cmextp IIMP (2,75 m, 7,65 x,
J=0,44Tn, 12,11 ¢) xoropoit mpueencH B pabore [6]. Tperse coemunerne (2,76
o, 8,06 x, J = 0,44 Tm), no-BmamMOMYy, SBAKETCS HPONYKTOM HEPBHYHOTO
OKWICICHES HATPOKETOHA — S-MeTHI-4-HuTpo-2-PypanRTiimoKCHIOBOM KAUCIOTOH.
Mosmao0e coorrOomenne ITa—ITI—rmmokcuioBas xucmoTa—KkapGoHOBas KUCIOTA
40 : 13 : 6 : 2. Hassadase KueAOTH ¥ HASIIME KAPOOHOBEIE KHCIOTH, 06paso-
BaBIIHECS IPH OKUCIAMTCISHOM PACIICIUICHUA (DyPAHOBOTC HMKIA, BRMBIBAIOTCS
%3 3¢mpHOH BEITSKKM BORHEIM pactscpom NaHCO3. Berxon mmrpoxerona 18%,
muepTpocribBana I — 49, (mocnemsmii monyueH mamu ws HumTpokeToma lla
JanpHCUIM HATpoBaHHeM cMechio auiMamer HNO3 u xorn. H2S04).

Ilosoxxenme HaTporpynmel B KeToHE I1la TOATBEpXHAETCS DPAcyeToM
XEMHYECKOro capura 3-H 1o appurusHOM cxeMe ¢ UCHOIb30BAHNEM MHKPEMEHTA
I7d HUTPOTPYIIBI B rekcanekirepoanerone [7]. Pacuermoe sHauenme & nng
4-gurpozamemesnoro (7,86 M. 4.) Xopomo comIacyercs € HaOTOIaeMBIM
SKCHEPUMEHTAIBHO XAMAUSCKUM casuroM mporona 3-H (7,75 m. x.). Harpokeron
Ila mpeppamer B TtHocemukapbazon (IIr), 4-mmrpodemmmrmapason (Im u
2, 4-muamnrpodenmaruapason (Ile).
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Jly4mme pesysIbTATH IOKYyUEHE IpY HATPOBanuy okcuMa [6 u cemurapbaso-
Ha IB. '

B comocragmmerx yemosuax (1,2 moas HNOs3, -15...-5 °C, mpomomxwurennb-
HOCTH HETpOBamEd 2,5...3,0 4) u3 KeroHa Ia, ero okcmma I6 u cemmkapbazona Is
monxyueno murposamemenmeix (Ila—s) 9, 32 uw 519 coorsercreerno (s
coequuennx II6 u Il BHXOZH BKIKUAOT Y4ACTh NPOAYKTA pEAKIWM,
THAPOJM30BABIIYIOCSE OO HuTpokeroHa [la B mpomecce BheTeHUS TOCIE
BHUTMBAHWS PEAKIIMOHHOH CMECH HA JIEX O0 SKCTpaknuy shupoM). YseamueHue
xonmuecrsa HNQO3 B peaxmuoHHOM cmecH 70 1,5 MOMP HECKOJIBKO ITOBHILIAET
BHIXOOHE. B cayuae cemukap0asoHa MOBBINIEHWE TEMIEPATYDH HWUTPOBAHHS HO
5 °C wm ysemmuenne comepxamus HNO3 mo 3 Moyp pe3ko IOHWIKAET BHIXOM
HUTPOHponyKTa. Jlamspie MO HATPOBAHWIO COCAWHEHWH la—B DpuBEHCHH B
Tabm:. 1.

Tabaumna 1

CeogHbi€ maHHble HO HUTPOBAHHIO coefuseHMi Ja—B

YcmoBusi HMTPOBaHHUA
Ucxonzoe Horrpo- Merox Baxon, %
COEIMHERNE HNO3, TIPONOIDKHATET b~ TEMIIEPATYpa TIPORYKT CHHTE32 ’
MOJIb HOCTD Deakuyy, 9 peaxiuy, °C .
Ia 1,2 2 ~15...-5 IIa A 9
2 2,5 -10...-5 a, IIX A 26, 4
16 1,2 3 -15...-§ Ifa, 116 A 6, 26
: ‘1,5 3 -16...-5 1fa, II6 A 5,33
Is 1,2 3 -15...-5 Hia, IIs A 17, 34
L5 4 -7..~1 Ma, U A 50, 3*
1.5 3 -8...-6 Ia B 59
2,0 3 ~-5..0" I B 44

*  Dxcrpakums 5bupoM uepes 3 u 110CHe BhITMBAHMS Ha JEN.
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TaGunuma 2

XapaxkTepucTaka CUHTE3HPOBAHHBIX COeJABEHHHE

Haiigeno, %
Coenm- BpyTro- BEMBGIERO, % T o Brixom, %
Herme ¢opmyITa i (meTor)
C H N
HE] C7H7NO4 49,43 4,08 8,16 80...81 9 (A),
49,71 4,17 8,28 59 (B)
E-1I6 C7HgN204 45,90 4,35 15,65 252...253 36 (A
» 45,66 4,36 15,21 {pazn.)
e CsH1oN4O4 44,47 4,54 25,03 226...228 51 (A)
44,21 4,46 24,77
Ir CsgHi10N403S 39,51 35,07 22,97 215...216 80
39,66 4,98 23,13
x Ci3H12N405 51,22 4,17 18,63 215....217 | 90
51,32 3,97 18,41
IIe Ci3H1iNs07 44,46 3,07 20,07 >300 95
44,71 3,17 20,34
I CsHaN20Os 34,67 3,17 16,01 73...74 58 (B)
34,90 3,34 16,28 [51
v C7HsN204 45.47 4,50 15,37 252...253 25
45,66 4,36 15,21 (pasi.)
v C14HgN4O10 43,02 2,20 14,01 137...139 77
42,87 2,05 14,30
Vi C7HsBraNO4 25,50 1,70 4,10 56...58 k)
25,72 1,54 4,38
ViI C7H6BrNO4 34,15 3,03 5,90 §2...84 82
‘ 33,85 2,85 5,65
VI C12HoN30Os 58,97 3,51 17,17 214...215 80
59,21 3,73 17,28
X C11HgN4O3 53,70 3,21 22,70 280 73
54,10 3,31 22,94 (pasi.)
X C10HoN304S 43,01 3,76 23,09 285...286 92
42,80 3,53 23,32

Pesynsrarhl HUTPOBAHWS MOKA3BBAIOT, YTO B PAAY S-MeTmwi-2-auetuiadypa-
Ha, KaK ¥ 2-aneTmwIdypaHa BHIXONLI HUTPOIPOAYKTOR BO3PACTAIOT B MOCIEHOBA-
TEJIBHCOCTH KEeTOH—OKCHM—CEMAKAPOA30H M IMPUMEPHO OXWHAKOBHL 1O BEJIMUKHE.

Ilpm HEUTpOBaHWM COEIMHENWH Ia—B CpPefu NPOXYKTOB HE OOCHAPYXEHO
5-EWTPOCHIBBAHA — OCHOBHOTC HPOAYKTA HUTPOBaHMI S-Metmia-2-¢hypankapbo-
HOBOH kuCHOTH [8 ] m S-MeTmn-2-dypananpaernna [9 ] cMechio a30THON KUCAOTEL
W YKCYyCHOTO amrmapwaa. He oBHAapyXeHH TdKXE ¥ OPONYKTH OKUCISHUT
S-MeTwarpynnsl B (DOPMIIBHYIO, YTO YACTHUHO HMEJIO MECTO NP HWIPOBAHWHA
HNO3 s xorn. H2S04 stamoBoro s¢pupa S-MeTwi-2-¢hbypankapOoHOBOM KUCIOTH
[10]. Hocaexaee B cBere paborsl [1 ] oOpacHIETCS MEHBIIER M-OPAEHTHPYIOMENR
croco0rocThi0 KoMiutekca ¢ kuciortoi rpymmst COOC2Hs, wem rpymn CHO m
COCHs. B ycnoBmax HETpOBaEMS OKcMMa W cemmkapbasoma (I6, B) mHe
Habmonanochk obpasosanus 3,5-muumrpocmissana (I11). )

Kunguenne mmrpooxcmma 116 ¢ 99 conasoli kwcmoroir B Tewenme 4 u
mpueeno, cornacsHo crektpy I[IMP, x cmecu mmrpokeroHa Ila m mpomykra
OEKMAaHOBCKOHM NEPErpyIn#poBKYM HUTPOOKCAMA — 2-aneTaMuHO-5-MeTwiI-4-
aurpodypara (IV) — mpm momsHOM cootaomenyd 3 : 1. Crpoerme coepmucHus
IV nokasano ¢ nomompio [IMP, YO, VK u macc-coexTpos.
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IIpm momeiTke cumHaTE32 coenmHEHEWS 1V W3 HEUTPOOKCHMA HATrPEeBAHUECM
B TPEQTOPYKCYCHOR KUCIOTE (MORO0HO HMEPErPYNTMPOBKE OKCUMA alieTodheroHa
B ameramwman [11]) monyuemsl Jwimb erc CAEObl, 4 OCHOBHBIM NIPOIYKTOM
oxasajcs Z-m3oMep HuTpookcumMa (Z-116) . lponykt Z-116, BHmereHHbI METOROM
TpenapaTHEHON XpoMaTorpadmmn, OKaszaics MATOCTA0MIBHBIM ¥ X MOMEHTY
sammcy coextpa IIMP comepxan ~209% FE-m3omepa. Hepes 2 mecsma Bech
Z-A30MEp IpeBpatmwica B E-m3oMep. I{J% YTOYHEHHAS CTPOCHHS OKCHMOB
CHHTE3UPOBAHENN W3 HWTPOKETOHA OKCHM N KWngTwid B TpuhTOPYKCYCHOHK
KUCIOTE # HOCTe yRAJICHWS DAaCTBODATENS . CMECh E- m Z-u3oMepoB
aHAM3UpOBANHE ¢ moMopo caekrpos IMP “H, "°C, "°N (taba. 3, 4).

Tabnuma 3

Coextpsi IIMP CUHTE3MpPOBAHHBIX COCHHHEHMMA

Xsvivgeckne CHBATH, (5, M. O
Coegu- | PactBO-
HEHVE | PHTENH* GypaHOBETH DHEKT
W-CH JApyTHE IDyIIB:
3Hx? | scm p?
a A 7,78 2,79 2,48
it 8,08 2,76 2,45
E-TI6 A 7,09 2,69 2,12 | 11,35 (1H, ym. ¢, OB
A 7,33 2,70 2,06 11,59 (IH, ym. ¢, OH)
Z-116 I 7,64 2,76 2,16 | 11,83 (1H, ym. ¢, O
1Is pis 7,53 2,71 2,11 6,52 (2H, ym. ¢, NH2); 9,60 (1H, ym. ¢, NHD
IIr s 7,76 2,71 2,21 7,91 u 8,38 (mo 1H, ym. ¢, NH2); 10,44 (1H,
ym. ¢, NH)
jiis A 8,00 2,73 —
p1s 8,33 2,82
v A 7,46 2,56 2,42 (3H, ¢, COCH?3); 9,87 (1H, ym. ¢, NID
a 7,36 2,49 2,34 (3H, ¢, COCH»); 11,3 (1H, ym. ¢, NHD
A\’ A 8,29 2,89
8,12 2,83
p1 8,51 2,84
8,34 2,79
VI A 8,13 2,91 7,17 (1H, ¢, CHBr2)
vii A 7,95 2,87 - 4,55 (2H, ¢, CH2Br)
Vil a 7,29 2,77 Wmupazomupunun: 6,90 (1H, 1. 1, 6-H); 7,60
(2H, M, 7-H, 8-H); 8,34 (1H, ¢, 3-H); 8,58
(H, 7, 5-H), J67=6,7, Je 3= 1,2, J73 =9I
IX I 7,40 2,79 Vimynazormupymaue: 7,12 (1H, 1. 1, 6-H);
8,32 (1H, ¢, 3-H); 8,62 (1H, a. », 7-H); 9,0
(H, p. 0, 5-H), J56=6,7Tw, J57=2Tn
X H 7,12 2,74 2,16 (3H, ¢, COCH3); 7,55 (1H, ¢, 5-H THa-
sona); 12,42 (1H, ym. ¢, N

* A — aneron-Ds, I — IMCO-Ds.

*2 J3m scus=0,44 T
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Tabaumna 4

Crexrpst IMP °C w PN E- n Z-u30MePOB
mutpooxkcuma (1I6) 8 AMCO- D¢

Coenm- XaAMydecKkue CHBYTH, 5, M. .
HeHAS
2-C 3C 4C sC SCH3 C=N W-CH; 5y

E-Ti6 149,13 104,71 135,9 156,40 14,10 145,10 10,70 -12,7
Z-116 141,20 111,73 136,46 153,23 14,08 144,0 16,84 -20,7

oo KCCB, I, Tx

HeRme By, ¢=N 5N, 2 By, 3¢ BN, w-cHs
E-XI6 3,6 10,7 2.4 1,9
Z-116 2,5 2,2 1,0 4,2

* Cuextpsi [IMP cm. Tabm. 3.

OxcrM, TONyYeHBEHY HUTPOBAHEM (HECMOTDS HA TO, UTO HUCXOMHEIA OKCHM
I6 Gbin cMmechro E- u Z- HSOMepOB) wveer E-xoHGHrypammio, Tak Kak B
coorBercTeru ¢ padoroi [12] KCCB J(15N 2-¢) = 10,7 I'y,, “J 15N, w-cu3 ) = 1,9 I'm.
Te xe revuaansasie KCCB p1s Z-u30Mepa cOOTBETCTBEHHO paBHH 2,2 u 4,2 ['m.

Qaxr, ITC TEMIEPATyPH ILIABIcHAS E-mmrpookcEMa (E-I116) u 2-aI_ICTaME-
vo-S-Metmwir-4-suTpodhypasa (IV) coOBmagamoT, HABOXWT HA MEBICAB, YTO
Harpesanue E-II0 BH3HBaeT GEKMAHOBCKYIO MEPErpyNIHPOBKY. B MmKpocKome
npzEbopa HO OHPEREHACHUI0 TEMIEPATYphl IUIABACHES OBUIO BUAHO W3MEHEHUE
bopME KpHCTAUIOB ¢ AWCKOBUAHOM HA HW3KHME MECTUTPAHHBIC TPH3MEL TPH
Harpese Baime 200 °C.

Tabauua 5

V@, UK ® Macc-CHexTphl UPOM3BOXHEIX 4-EETpodypaHa

igzgi‘ /{@mngrp é) HKCE‘S@’ ‘ Macc-cuextp, m/z  (Ioru, %)
Ila 263 (4,42) | 1685 (C=0), 169 (72, M*), 154 (93), 153 (10), 139 (17), 108
1545, 1340 (NO2) | (35), 93 (15), 81 (20), 69 (25), 60(24), 57 (38),
55 (38), 52 (50), 43 (45), 41 (50), 28 (100), 18
(83), 17 (93)
E-II6 | 26l (4,34) | 1660 (C=N), 184 (87, M*), 168 (11), 167 (41), 137 (22), 121 -
328 (3,60) | 1520, 1340 (NO2) | (19, 107 (11), 93 (13), 80 (30), 79(14), 68
(30), 67 (22), 52 (56), 51 (51), 43 (47), 42
(100, 28 (42), 18 (65)
Z-T6 | 264 (4,36) | 1520, 1338 (NO2) | 184 (3, M"), 168 (100), 155 (10), 153 (10}, 151
322 (3,86) (40), 138 (10), 121 (18), 93 (65), 80 (20), 79
(32), 70 (12), 63 (10), 53 (38), 52 (21), 43 (80),
36 (57
11 217 (4,05) | 1540, 1340 (NO2) | 172 (82, M™), 142 (11), 125 (6), 95 (22), 81
300 (3,98) | - (30), 79 (26), 52 (98), 51 (98), 43 (100), 42
: (80, 31 (89), 15 (100)
IV 256 (4,14) | 1715 (NHCO) 184 (47, M™), 168 (58), 167 (66), 137 (42), 121
1540, 1340 (NO2) | (30, 108 (65), 107 (9, 96 (90), 93 (15), 80
3300 (NH) (33), 79 (24), 68 (20, 67 (13), 52 (74), 51 (48),
43 (100), 42 (58), 28 (59), 17 (50)
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Harpokeron Ila m3 murpocemuxapbazona 116 serko moiyder Opm AeHCTBAR
209, H>S504. Iocae 2 y kungyennd wid 16 9 BHAECPXHBAHWS TIPH KOMHATHOR
TeMriepatype soupom useickawt 76...80%, awrpokeTona.

Paspaboran ynpoweRabi#i METOR TIOTy YEHIS HATPOKETOHA U3 CEMAKAPOa30Ha
IB (cM. SKCIIEPMMEHTANBHYIO UACTh, METOX B): mociae HmTpoBamug ero 1,5 Moms
HNO3 npm -8...-3 °C peaxmmoHuy:0 CMeCh BEUIMBAIOT Ha JIEH W OCTABISIOT HA
16 1 npw XKOMHATHOM TeMOepaType A MOJHOTO rEApOIn3a HETPOoceMEKapbaszona
B HHATPOKETOH, KOTOPHIM m3BieKawT sdmpom (Beixox mo 59%). Harpesamme
murrpoxerosa IIa ¢ 70% HNO3 npw mEMOw@poBaHMM PEaKiuH KPHUCTALIAMHA
NaNO; npusonur x nu(5-metmwi-4-aurpo-2-dypown) dypokcany (V) ¢ BeIXOHOM
77%. D10 xe coemmHeHEHe (C BHXOmOM 69%) o0Opasyercd OpH IErkKOM
noporpesannm 2-auerun-S-merwiadypana Ia ¢ 709 HNOs.

ATl / N X
— RCOCHBr, > R
—
N

Br, VI I Z
RCOMe Vi
Tia ATIM Van
— RCOCH,Br —f———> R /k
70% HNO3 VII N/ N/
At

4 NaN02

r X
AT A
ROC COR I / )\ |

S NHAc
Vi \( 70% HNO3 X

o P N\O /N .‘__A_t— Ia
v
O,N ATl — 2-aMUHOIMPUAMH |
R= / \\ AIIM — 2-aMHHOIUDUMUIMH
Me 0 AT — N-aueTunTuoMOYeBuHa

He#icterem 1 Moms OpoMa Ha HUTPOKETOH uOXyueHsl Opomkerom VII,
B KauecTse noGounoro mpoaykra — gubpomxeron V1. M3 GpomreTona peaxuumeit
C COOTBETCTBYIOIUMH COSTHHCHVAMHU CHHTE3WPOBAHHL 2-(5-MeTwmii-4-HETPO-2-
dbypun)zamemennsie uMuEazo[1,2-q Joupunws (VIID, mvupaso(l,2-a joupuv-
e (IX) u 2-aneramumo-4- (S-mermwi-4-auTpo-2-Qypwn) tmazon (X), KOTOpHIE
HE yAaJ0Ch TOIYYHATh HHTPOBAHWEM WX HEHHTPOAHATOros — OOPA3OBHIBAIHCH
JIMIIb IOJIMMEDH!, KaK 910 noxasano [13 ] ua mpumepe 2- (5-merun-2-¢ypmr) mmm-
nazo[1,2-aq Jmapuamaa.

TIpousBonaele 3-HATPOCHIBBAHA , MMEIOT JOCKOBHAHYIO KPHCTAUTHYECKYIO
thopmy (xpome coeymuenmit IV u VII), merko cyOnmMEpyroTCd B [Al0T XpacHOe
OKpAMMBAHKE CO MEN0YaMu, OCOOCHHO MATCHCHBHOE B CIy4ae HMTPOXETOHA.

IKCIIEPUMEHTAJIbHAL 9ACTD

KOHTpPOJIb 32 XOIOM DEAKIIMi ¥ YUCTOTON HPOAYKTOB ocymmecrsisumm metogoM TCX ma muacTuHkax
Silufol UV~-254 B cucreMax 6eH30I—9TUIANETAT, 3 : 1; 6engon—reTparunpodypaH—yxCyCHast KMCHIO-
Ta, 48 : 6: 1, a TaxKe ¢ NOMOHIBI0 ciekTpos TIMP. TIpenaparusroe xpoMarorpaduueckoe pasgesese
cMecei BBITOJIHEHO Ha ruractuakax Kieselgel 60 UV-254 (20x20 oM, Tonmusa 2 MM ) B TEX JKe CUCTeMax.
Cnexrtpsi IIMP g, Be, PN perucTpupoBasv Ha nputope Bruker WH-90/DS B pacropax JIMCO-Ds u
anerona-D¢ (BHyTpennuit craugapr TMC), VO® crexrpsr — Ha cnekrpoMerpe Specord UV-vis B pac-
TBOpE AUOKCaHa (KOHUCHTpAIrus 5x10° M, Tommusa ciosg 1 cm), UK coexrpst — Perkin-Elmer 580B
B BA3CIMHOBOM MACJE, MAacC-CIEKTpsl — Ha mpubope MS-50 (70 3B) ¢ ﬁpmm BBOOM 00pasua.
Temueparypsl IIABJIEHHUS ONPEfieIeHb Ha CTOMMKE THIA Boetius v He KOPPEXTUPOBAHBI.

XapakTePUCTHUKY U CIEKTPAIbHbIE JAHHBIE NONYYESHHbIX COSTMHEHMI IPHUBEIeHs! B Tabn. 1—35.
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OxcymM 2-anerii-5-metandypana (I6) nonyduen no metoxy pabotsr [14] s E-uzomepa, OFHAKO
1o cmexrpy IIMP B anerome-Dé cOCTOSI, B COOTBETCTBHMM ¢ mammbiME paborsr [12], m3 85...90%
E-u10...15% Z-usomepa.

Ofniag METOAHKA HUTPOBAHUA COeJUHEHN Ia—B. A. PacTBODPSIOT IPH OXJNAXKICHUY ¥ MHTEHCUB-
HoM nepementusanuu 0,1 Mos coenmuenys la—s B 100 mur xorn,. H2S04, 3aTem B reuerme 45...60 Mun
20GABIIIOT, CHEAL 32 TEMIIEparypoit, 0,12...0,15 moms 70% HNO3 B asoitnoM obseme xorm. H2S04,
MPOAIOJDKAOT MEePEMENIUBAKIE NIPY TOH Ke Temmeparype 1.2 4, HOCie 4ero peakiMOHHYH0 CMECh
BRUTMBaIOT Ha 500 r mpaa ¢ Bopoi. HalmopaeTcs CUIbHOE BBILEASHUE Ta308, B TOM UMCIIE HUTPOSHBIX.
BCILIBIBIIMI IPORYKT [la—B OT(UIETPOBRIBAIOT, IPOMBIBAEOT BOAOH, DHIBTPAT SKCTPATHPYIOT 3hupoM.
Dxcrpakt (~400 M) npoOMBIBAIOT BOKO#, BogHbM pacreopom NaHCO3, cHOBa BONOH, CymaT MgS0s4.
Tloce OTrOHKY PACTBOPUTEIIS IOy UAIOT AOIOIHUTEILHO HUTPOPOAYKTsL [la—B B cMecu ¢ Hempopea-
FHPOBABIIMME UCXOHbIMU COETMHEHUSIMU, 4 B CIyIa€ HUTPOBAHYS OKCHMA U ceMHuRap6asoHa — TaKXKe
€ TIPORYXTAMY MX TWAPOIM3a — KeroHamH la u ITa. BoIXOR MPOXYKTOB TMAPOIM32 BO3PACTACT C YBEIU-
TEHMEM BPEMEHM MEXY BbUIMBAHUEM Ha JIefl ¥ 9KCTParupoBarmeM 3GupoM. HUTPOKETOH OTAEISIFOT OT
xeToHa Ia, pacTupas Ux CMech ¢ HeGOMBIIMM KOIUUIECTBOM STaHoNa. MomsHoe cootromenue HNO3:
KETOH, TEMIIEPATY P! U IPOZOIKMTEILHOCTD PEaKIUM, COCTAB ¥ BHIXO/bI IPONYKTOE HUTPOBAHMS IPK-
BejIeHsl B Ta0. 1.

2-Anerni-5-meran-4-aurpodypan (Ifa). b. Pacrsopszor 12,7 r (70 Mm0ms) cemurapbasona Ie
B 70 M xoum. H2S804 mpu ~10...-6°C, BEOCS 0pH IepeMEINMBaHKMY HEGOBITMMU OPIMSMH, 3ATEM IIPY
—8...~6°C B Teaerue 40 My IpPETHBAIOT cMeCh 6,6 M1 (105 Mmons) 70% HNO3 B 15 M xomm. HaSO4 u
nepememuBaioT ewe 2 9 upu —8...-3 °C. PeaxumoHHy0 CMECh BbUIMBAIOT Ha 500 r 1paa ¢ BOHOU U
OCTABJIMIOT HA HOUb (~16 u) mpu KOMHATHOM Temmepatype. OCamok OTUILTPOBBIBAIOT, TIPOMBIBAIOT
sopoit. Moayuqaror 1,8 r auTpoxerona Ila, Tmr 76...79 °C. OuasTpar SxCTPArupyoT 9QUpOM, IKCTPAKT
(~400 M) IpOMBIBAIOT BOOMH, pacteopom NaHCO3, sonoit u cymar MgSO4. ITocine OTroHKY pacTBOpy-
TEJIST OLIOAHUTEBHO IOAYYatoT 5,2 r aurpokerona. Q6w serxon 7,0 .

B. 3,5-Jmawrrpocransan (IID). B cmecs, coctosmtyro s 1 mir (22 mmoms) 949, HNOs u 20 M 949
H2S04, Dpy OXIAXICHNAM JHI0M U HEPEMEIIMBAHMY BHOCIT 110 9actsiM 1,69 v (10 MMOmb) HUTPOKETOHA
Tia, mepeMenmusatoT eme 1 4, spumBaioT Ha jen. Sdupom ussnexaror 1,04 rcoeppuerus 1. Hepexpu-
CTAJUMB0BBIBAIOT U3 ITAHOJA.

Amanoruunoe Boszeiictere Ha 0,92 r (5 MMoms) HuTpookcHMa 116 COIPOBOXAAETCH BHIIEIEHUEM
BUTPO3HBIX ra308. Bexon muaurpocuibeasa I 0,19r.

2-Anetii-5-Mermi-4-aarpodypas (1a) u 2-aneraMuso-5-verna-4-rarpodypan (IV). Kunsrsar
4,82 1 (26 MMOTB) HuTpOOKCHMA 116 ¢ 120 Mt 9% comsmoit kucnotst 3 1, sxcTpaxnumett 300 mu sdupa
M3BJIEKAIOT 3,3 TKPUCTAILIMYECKOrO IPOAYKTa — CMECH COEMHEHUN TauTIV (B MOJBHBIX COOTHOIICHMIX
3:1, mo criextpy TIMP) . Beraucrennsiil Berxon coepmuenus lla 599, IV — 18%.

Harpesator 0,7 r cMecu Ifa u IV ¢ 7 M 5T2HORE, 0O OXJNAKAEHUY OTQUILTPOBBIBAIOT 0,16 r
coemuenwst 1V. Hurpoketos 1la U3 CMECK BHIZENTIOT BAKYYM-CyOuManviets Ipy HarpeBaHUy Ha BOLs-
HOH Gane.

Z-OKCHM 2-aueTuia-5-MeTiaI-4-sarpodypana (Z-110). Kunsrar 3 1,84 r (10 mmoms) E-oxcuMa
(E-II6) B 10 M1 TpudbTOPYKCYCHOM KMCIOTH, PACTBOPHUTENS OTTOHRMIOT. [lomyuaror cmech E-u Z-usome-
poB, B cooTHOweHwH 1 : 1, co cnepamu coequnerus IV (o crextpy TIMP 1 TCX) . TIpofyKThl pasfeisior
npemapatmBHO xpomatorpadueil na mmactuakax Kieselgel 60 UV-254 (20x20 oM, TommimHa Cios
2 MM), 2I0eHT — Genson—rerparuapodypaH—yKCyCHas KUCTIOTa, 48 @ 6 : 1. ITocne amouposanus
COEAMHEHMS! BBIIEIAIOT SKCTparuposanueM sbupom. Bepxuss 30ua — Z-oxeuM € Trn ~200 °C, minxe —
E-oxcuM, elle HIIKE y3Kas 30Ha —— BOSMOXKHBIA NPOXYKT GEXKMaHOBCKOH EPErpyIMPOBKY Z-0KCUMa
[2,73 (3H, 11, J=0,44 T, 5-CH3); 2,90 (3H, 1, NHCH3); 7,96 (1H, x,/=0,44 1, 3-H); 11,43 ™. 1.1,
HIDKHIS 30Ha — coepuHenue 1V.

M (5-MeTnia-4-aarpo-2-Gypomwn) gypokca (V). A. Pacteopsior 1,69 v (10 MMO5Ib) HUTPOKETOHA
Ta & 15 v 709, HNO3, meputenno marpesatot 10 50 °C u 6pocaror kpucrammk NaNO2 ans uawmuupo-
panua peakuyy. C Haganom 6yPHOTO BRINENEHMS HUTPOSHbIX ra30B oborpes npexpaurazor. Yepes 30 mun
0canox OTHIbTPOBLIBAIOT, TIPOMBIBAIOT BOJOH ¥ pasbaBIeHHBIM STanonoM. Brxon 1,51 r. Ilepexpu-
CTAJUTM3OBBIBAIOT M3 METAHONA.

B. Toxywasor u3 3,72 v (30 mmop) Xerona Ia xak OmMCaHD Bhime. Peaxuus HAUMHASTCS NP
marpesanuu 1o 50 °C 6es nobasnenns NaNO2. Bexon 0,36 1.

2-BpoManeTui-5-Meria-4-uurpodyypar (VID u 2-pubpoManeTdi-5-veTui-4-uatpodypas
(VD). K 5,08 r (30 mmoss) smrpoxeTona Ia 8 30 Mu nensso# yxcycroit kucnors: npu 60 °C 1 nepeme-
MUBAHUK B Teuenue 15 MuH K06aBIsIoT o KammsM pacteop 1,52 v (30 mmons) Br2 B 5§ i JensHoR
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YKCYCHOP KUCTIOTHI, IEPEMEIUBAIOT erme | 4, BBUIMBAIOT Ha JIeT, OTOUIBTPOBBIBAIOT OCAOK, IPOMBIBA-
10T BOxOii. Ionyuaror 6,1 r ceIporo 6pOMKETOHA; OUMINAKOT KPUCTAILIH3ATIHeH U3 BORHOro STasona. Vi3
dbumsTpaTa 5GUPOM FOMOMHUTENBHO U3BIexaoT 0,94 r cMecu GpoMreTona ¥ AuOPOMKETOHa (MOIBHOE
coorHomenwue 6:4 o cnextpy IIMP) . Paziuuue hopm kpuctaiuios (BpoMKeToH — KyOuuecKue KPUCTaI-
JIBL, TUOPOMKETOH — HOCKOBUMHbIE) MIO3BOJISIHOT PASHENUTE CMECh.

2-(5-Merui-4-uaurpo-2-hypunyumunazof 1,2-q] muprmms (VII). Kunsrar 59 1,24 r (5 MmMons)
Gpomkerona VII u 0,47 r (5 mMons) 2-aMubonupuapsa B 10 M 9TaHOIa, Pa30aBiastoT BOXOH, OCANOK
ordbureTpoEsBAIOT. Bexox 1,02 r. IlepexprcTaUIM30BBIBAI0T U3 YKCYCHOM KUCTOTHI.

2-(5-Merun-4-aurpo-2-dypum) mvMunaso|1,2-ajmapuvugmr (IX). IToxywaroT aHamOTMYHO U3
1,24 r 6pomxeTona VI 1 0,48 r (5 Mmomp) 2-amunonupumunuaa. Beixon 0,88 r. Ilepexpucraumzossl-
BaroT u3 Boguoro JAMMA.

2-AneraMuHO0-4- (5-MeTHI-4-BATpo-2-(hypru) Taazon (X). Kemsrar 2 1 1,24 r (5 Mmons) 6pom-
xeroHa VIIu 0,6 r (5 MMoms) N-amerunruoMoueBuHs! B 10 Mt sTanona, pasdaBisioT BOMoM, oTdhmibsT-
poBesaroT ocafok (1,19 r), nepexpUCcTanIM3OBBIBAIOT U3 YKCYCHOM KMCIOTEL.
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