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XVMHSA A3ABEH3A30JIbHBIX CHCTEM

2*. METUJWPOBAHUE
2,3-FUTANPOOKCA3O0JI0[4,5-5] TTMPU AW -2-TUOHA

Hccnepopano B3auMOnEHCTBHE 2,3-FHIMAPOOKCas3ono [4,5-b] mupuauu-2-Tuona u
€10 KaJIMeBO¥ 1 HATPUEBO# CONEH ¢ PA3JIMUHBIMY METHIMPYIOMMMI ATEHTAMY B DASHBIX
YCAOBHMIX.

B npenpimymei paGore [1] MBI coofmanm o cumHETE3e W CTPYKType
2,3-marmnpooxcasono [4,5-b loapuaws-2-troEa (). JlaHHAS CraThd NOCBAIIEHA
U3YYCHUI0 MCTHIMPOBAHWS COCAMHCHUS | M ero KanweBod W HATPHEBOH COIEH
OMA30METAHOM, MOAMCTHIM METHJIOM, AMMETHICYJibhAaTOM W METH/ITOSHIATOM.
Tlpm oTOM mHpPENCTABISIOCH HMHTEPECHBIM BHIACHUTD BIASHAE IPHAPONEL
ANKWJITNPYIOMIEro areuTa U PACTBOPUTEAS HA HANPABJICHUAC PCAKIIUH.

¥YcraBoBiIeH0, UTO METWIMpOBanwe THOHA | m3bniTkom admpHOrO pacTsopa
AMa30METaHa TIPOMCXOAUT TIOUTH KOJMYECTBEHHO, OXHAKO TIpH 3ToM o0pasyercs
cmecs 2- (1) v 3-merwmposammsrx (II1) nponykTos B cooTHOmenm: 2 : 1 (110
namaeM [IMP).
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B pesynpraTe peaknmum THOHZ I ¢ HMONWCTHIM METHAOM B aANeTOHE LIpPH
KOMHATHOM TeMuepaType ¢ BeixogoM 30 % momyuaercs Tombko mpoaykT 1. Taxoe
u30MpaTeNnpHOC METWIMDOBAHWE YHAETCS TAaKXe YCIENIHO OCYIIECTBHTH
obOpaboTxol momueTeiM MeTHIoM K-cosm coenmnenns I (IV) B MeTaHoIE: B 9TOM
ciayyae nporykr II o6pasyercs ¢ BerxogoM 66 % . [losyueHHEIE pe3yIBTATE MOXKHO
OOBSICHUTE «MATKOCTHIO» BHIOPAHHOTO ANKIITAPYIOMIETO aTeHTA.
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Vabie pesynbTaThl OBUTM FOCTUTHYTHL TpDH FCHOJIB30BAHMM B KAUECTBE
METHIMPYIOIIETO areHTa JUMETIWICYIbdara, 00paboTka KOTOPEIM KaJMeBod Com
IV B Tex Xe ycroBAsSX, YTO M HOQMCTHIM METIJIOM, IPUBOAUT K CMECH IIPOXYKTOB
II' w IIT 2,5 : 1) ¢ cymmapusiM BhixomoM 00%. B ToM Xe COOTHOMEHWH
coenmuenns 11 u 111 obpasyrorcs mpu obpaborke coma IV gumermicymsharoM B
TBEPAOH daze. OXHAKO B ITOM CIyUae WX CYMMAPHHIA BHXOJX COCTABJISET TOJIBKO
36%.

* Coobmenue 1 cm. [1].
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Mermwmposaarke wMertmrrozmnatom comu IV B anetome m ocoma VOB
rexcametancdochoprpuamune (TMOTA) npumBoguT NPEAMYINECTBEHHO K
OponykKTy S-ankwnupeosanus 11 ero BBIXOmE cocraBiasmor 73 mo 607
COOTBETCTBEHHO. 11pu 3ToM B 000MX CAydasx ¢ Beixomamz 2 u 7% oOpasyercs
raxxe npoxykT N-anxwmwrmapozanus [11.

TaxkuM o6pa3oM, HampaBieHWe peaxuuy  ANKWINpoBaEmsS  2,3-mu-
IEAPOOKCa3ono [4,5-5 jnupunue-2-TroHa I 3aBUCHT OT IPUPOAN METANAPYIOMETO
are’Ta ¥ XapakTepa pacTBOPUTES.

B omrite ¢ TM®TA B peakiimOHHONA CMECH HAPAAY C HCXOIHBIM COCHMHEHNEM
I ¢ momomsio TCX 6min ofmapyxen 2,3-murmppookcaszono [4,5-5 lnupunus-2-oH
(VD) [1], gsasrormumiics, IO-BUNUMOMY, PE3YABTATOM MEAPOIN3a HCXOXHOIO THOHA
I. OTMeTHM, 9TO M3BECTHEL IPEBPATICHNS OEH3THAZOIMHTHOHOR Iy TEM ITAPOIA3a
B IMEJIOYHON cpefe B GeH3THasomHOHBL [2], 3 Takxe OEHIOKCA3ONMEHTHOHA B
Gensoxcasomunon [3 1.

Crpoerue coemuaenws 11 u [ mogreepxaeno mauasmvu [IMP, YO coexrpos,
a TAKXKE Pe3yAbTATAMM SAEMEHTHOrO ananu3a. Tak, YO cuexTp METHIOKCA30I0-
NUpEAMHTAOHA 11! COBMANAET CO CHEKTPOM HCXONHOro THOHA I: oba BEMEoT
MAKCHMYM IIOIJIOMEHMs npu 315 HM; B Cryuac METHITHOOKCasogomupunmHa 11
MakcuMyM Habmomaercs mpu 290 mm. Crmextpsi [IMP obomx coemmeenwit
CONEpXAT CHUTHAJNBL MPOTCHOB IHMPWIWHOBOIO IIHKJIA, KOHJEHCHPOBAHHOTO C
OXCA30JI0M, B BHAC TpeX OXHONPOTOHHEIX nyGreros B obnacrz 7,50...8,3% m. 1. B
KaXa0M CHeKTPE WMEEeTCs TAKXe TPEXIPOTOHHBIN CHHIVIET METHILHOM IPYUITH
mpn 2,74 wma 3,70 m. x. (mrs cocmmuemm# I u III cooTsercrsenHo). Ilo
COOTHOIIEEHIO HHTETPATbHBIX HHTCHCHBHOCTEH YKA3aHHEIX CHIHAIOE METHIBHEIX
TPYIII OIEEUBAN0CH cooTHOomerne nponykTos 1l i 11 B peakimoHHbIX CMECHX.

SKCHOEPUMEHTAJIBHAS YACTB

Y@ criextper casiTh! Ha criextpomerpe EPS-3T (Hitachi) s stanone, cnextpst IIMP — Tesla BS-5 67
B Aeiirepomeranoe. Patouas sacrora 100 MI'u, sHyTpenuuit CTAaHAAPT ™™MIOC.

KOHTPOI, 32 XONOM PEAKIVM U MHAMBHAYAJIBHOCTBIO CMHTE3UPOBAHHBIX COSRMHEHHI, 3 TAKXKE
OIIpeNENie e BeIMuuHbl Rf OCyIecTssum Ha mractuakax Silufol UV-254 B cucteme pacTeopureneit
Genson—meranor, 10 : 1, npossutens: 0,5 r KMnOs— 2 mur xonul. H2S04—48 1 H20.

Mermmposange 2,3-Hruapookcasonol4,5-bjuupunun-2-tuona (. Anaso meramom. Iipu
sEeprranomM nepememusanuy K 0,2 r (1,3 MMomp) TmMOHA I me6oNpIIMMY TOPOUSMM NO0aBASIOT
3GVpHBI PACTEOD AMA30MCTaHa (B0 MPEXPAINEHUS BbIIEsen s a30Ta) . [loene MCUe3HOBERUS KEJITOM
OKpACKM PEAKITMOHHYI0 CMech obpabarsmaior 2% sommemM pactsopoM NaOH, oprasmurdeckmii Cion
cywar sax CaCl. Pacteopurens ynapusator, noxyuasor 0,21 r (~100%) cvecu npoxykros I u I B
cooTHomeEuu 2 : 1 (auasie IIMP).

Homucteim MeTuxom. Kpacteopy 0,152 1 (1 Mmomb) TroHa I B S MIT 2LETOHA DY SHEPIHAIHOM
nepemenmsanyy 106aensior 0,2 r (1,4 MMOsIb) HOAMCTOrO MeTHia. IlepeMelnBaHye Py KOMBATHOM
TEMIEPATYPE IPOROIDKAIOT 6 U, 3aTEM PACTBOPUTEND YIIAPUBAIOT, OCTATOK 00pabaTeBaior 2%, BOXHBIM
pacrsopom NaOH. IToayueHHYIO MACcCy TPYIKABI SKCTParupyioT fensosiom, sxcrpakr cymar CaCla.
OCTaTOK NOCe ynapusanus GeH30a IPY CTOSHUM KPUCTAJUTM3YETCS, €T0 HAHOCAT Ha HOPUCTYIO Iiia-
crusky. Ionyyarot 0,05 r (30%) 2-MeTunrrookcasono [4,5-b] mpumuna (1) . Ry 0,50. Tnn 56...58 °C.
Haiinero, %: N 17,05; S 19,60. C7HgN20S. Beraucneno, %: N 16,76; S 19,16.

Meranuposanue K-comm Tuona I (V). Mogmceram MeTun oM K xamesoi com IV,
moayuenHo#t uz 0,76 T (5 mmons) tuora I u 0,28 r (5 mmons) KOH B 10 ma CH30H, npu
nepemenusanuy fobassnor 0,71 T (5 MMOIE) HOFMCTOTO METIUIA. PeaxMOHHYI0 CMECh IIEPEMETINBAIOT
30 MHMH HA KU BORAHO 6ane u 1 ¢yT IpM KOMHATHOM TeMieparype. YuapusaroT ~5 M METAHOJA,
K ocratky goGasmsmor 7 M H20 u1 nonyueHHy0 Maccy 06pabaTsisaior, Kax omwcano seie. Iloaygasor
0,55 r (66%) opoxyxra. Tmux 57...58 °C. Rr0,50.

Huwmeruncynrsdartom K pacreopy K-comu, nomyuennoi u3 0,76 v (5 mmoms) Tvona I u
0,28 r (5 mmoms) KOH B 8 mur CH30H, rmipu nepememmBanmy no6asistot 0,55 r (4,4 MMOIIB) TUMETHI-
cymbdara B 2 Ma CH3OH. PeaknuoRHy0 CMECh BHIREPKUBAIOT HA KUISmeH BOsHOM 6ane 2 1, najee
— 16 9 IpM KOMHATHOM TeMTIepaType. Bemasmuii BeGOIBIIOH 0CAN0K OTQUITBTPOBBIBAIOT, (PUIBTDPAT

88



obpabarsisazor 15 mn 2%, somsoro pactsopa KOH M TPYOKIs! 3KCTPATMPYIOT 6eH30I0M. DKCTPAKT CyTIAT
nay CaClz, 6enzon ynapusaoT. [1eperonkoii ocratka s sakyyme Boigensor 0,49 r (66%) cmecu (2,5 :
1, mauneie ITMP) npoxyxros II u III.

MetunrosunartoM. Kpacreopy 10 mmons K-comm IV, monyuennomy obpaborkoit 1,52 ¢
(10 Mmons) coepurenms I 2%, somubiM pacteopom KOH, nobasnsgior pacteop 1,72 r (9 MmoJb) METUI-
To3unara B S MuaneroHa. IloryueHHyIo Maccy BHIGEPKUBAIOT 4 1 Ha KUIISIIEH BOASHOM Gane, janee 164
— [py KOMHATHOM TeMOepartype. Peaxumonnyo cMech 0bpabartsisaor 2%, somubiM pactsopoM KOH,
TPYOKIBI 9KCTPATHPYIOT 6eH30710M, SKeTpakT cywat Hax CaCly. 3aTeM yHAISiOT PACTEOPUTED, OCTATOK
TIePEeKPUCTALIM3OBBIBAIOT M3 TeKkcana, norywaioT 1,1 r( 73%) nponykra 1. Tux 56...57 °C, Rf 0,50.
MaTousbI# pACTBOP OCTE Bhe enus coexuuenus I yrapusaoT, 0CTaToK 06pabaThiBaoT HEGOIBIIAM
KOIMYEeCTBOM aneroHa u ordunsTpoBsBaior 0,03 r (2%) 3-merwr-1,3-gurmzpooxkcaszonol4,5-
b] mupupuu-2-taona (). Tux 135...137 °C, Rf 0,78. Haimmeno, %: N 17,11; S 19,66. C7HsN20S.
Borumcieno, %: N 16,76; S 19,16.

Hqumeruncynasdatom Breeproit ¢ ase. PagHOMEpHO HACHIIAHHbIE HA CTEKIISHEBIN
Gmwstp 9,5 r (50 MMOIB) CyX0it KaNMEBOH conu IV BBINEPKMBAIOT 7 CYT B BAKYYM-IKCUKATOPE HAT
1,26 r (10 mmons) mumeruncyibdarta. 3aTeM peakiMOHHYIO Maccy mpomsisaior 10 mn HaO,
3KCTParupyoT fensonom, sxcrpaxt cymat uag CaCla. o panusim TCX ucnextpa [IMP, ocrartox (0,3 )
nocsie ynanesus 6enszona conepxxut npoxykrst IT (Rr0,50) u Il (Rr0,78) B coorromenum 2,5 : 1. Baxox
36Y%,. Ilpu nopxucnenmy BOFHOTO pacreopa 15 % HCI nonywaror 0,3 r tmona 1.

Metmauporanue Na-coau (V) tHoHa 1. [Ipy MmeTumuposanuu 10 mvons Na-comm V, moIydeHHoM
u3 1,52 r (10 mmoms) coepunenus I 10,24 r (10 mmons) NaH geficteuem 1,72 r (9 MMOIB) METHIITO3HM-
nata B 10 Mx TM®TA 1o onmcarHOM BhInie st com IV Metomuke, monyaaror 0,98 r (66% ) nmpogykra
IT u 0,1 r (7%) npoxyxra III. U3 soxsoro cnos nocie noakucnenws 15% HCI skerpaknueir 6ersonom
eoimessioT 0,2 r cmecu mByx Bemects (TCX), vpeHTHOUIMPOBAHHEBIX C UCIOAB30BAHMEM 3aBENOMBIX
obpasuos kak ucxopmoe coepuuenvie I (Ry 0,32) u 1,3-gurmppo(l,3] okcazono[4,5-5b] nuprmus-2-08
(VD (Rr0,21).
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