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HOBBIE
6-APUJICYJIb®OHWNJI-1,2-BEH30U30THUA30JI-3(2H)-OH-1,1- THOKCHU AbI
HA OCHOBE MOHOCYJb®OHWIXJIOPUJAOB PAJA
JUOEHWICYJIb®OHA

HccnenoBanbl pa3iuyHble METOABI OKHCIEHUS 2-MeTHI-5-(heHuncynbdo-
Hu)0eH3osIcyab(amuia u ero npou3BoAHbIX. [lokasano, uto Hambonee 3 pex-
TUBHBIM SIBJICTCSL OKHMCICHHE OMXPOMAaTOM HAaTpHs B CEpHOM kuciote. M3ydeHo
BIIMSIHUE TEMIIEPATyphl, KOHIEHTPALMH, COOTHOILICHHUS PEareHTOB U NPOIOJIKH-
TENBHOCTH OKHUCICHHS Ha BBIXOJ LEJICBOTO NPOMYKTa. IIpeasnoKeHbl YCIOBUS
MOTy4YEHHs IIEIeBOr0 MPOAYKTa ¢ BBIXOZOM 10 95%. Ha ocHOBe mpoBeAeHHBIX
UCCIIeTIOBaHUH pa3paboTaH CHHTE3 Psijia HOBBIX IIPOM3BOHBIX CaXxapHHa.

KitoueBble cJI0Ba: aMUAbl S-apHICyTb(OHII-2-METHIOCH30ICYTb(HOHOBBIX
KUCIOT, 6-apuicyinbponun-1,2-6enzonzornazon-3(2H)-on-1,1-1MOKCHIBI,  OKH-
CIICHHE, CaXapHHBbI.

QOYHKIMOHAFHO 3aMelieHHble AU(EeHWICYTbQOHBI, CONEpIKaIlie TaKue
TPYONBl Kak Cynb(QOHWIXIOPHUIHAS, THOJMbHAS, aMHUHO- W JpyTrHe, HaXOIIT
IIMPOKOE TMPHUMEHEHHe B KadeCcTBE MOHOMEpOB [1-3], MCXOMHBIX COeNWHEHUI
JUIS TIOTY4YeHHs OWONIOTHYECKN aKTHUBHBIX BEIIECTB M CHHTOHOB B OpTaHU-
yeckoM cuaTese [4-5].

B mpomomxkenmne paboT B 3TOM HampaBICHWM HAMHU OCYIIECTBICH CHHTE3
HOBBIX MOHOCYIb()OHUIXJIIOPUJOB PAa3IMYHBIX 3aMEMIEHHBIX TU(GEHUICYITh-
(hOHOB, B TOM YHCIIE COJIEPKAIINX METHIBHYIO TPYIITY B OpmoO-TIONIOKEHUN K
CynbGOHUIXIOPUAHON [6]. DTH coeaMHEHUs OBUIM HCIIONB30BaHBI B JIAHHOW
paboTe IS TOMy4YeHHWS HOBBIX 3aMEIICHHBIX B ToJoXeHHe 6 1,2-0eH3om30-
trazon-3(2H)-on-1,1-arokcnaoB (aHAIOTOB caxapuHa):
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CooTBeTCTBYIONIME aMUJIbI S-apHIICYIb(HOHHUI-2-METHIIOCH30IICYTE()OHOBBIX
KHCJIOT 28—€ ObUIM mody4eHbl obpabotkoit 25 % BomueiM NH; xmopanrunpu-
JI0B cyJb(MOKUCIOT 1a—e MM WX pacTBOPOB B JIMOKCAHE Wi OEH30JIe ¢ TocIie-
IYIOIEH KpUCTaIn3alueil U3 YKCYCHON KUCIIOTHI (Ta0nuia).
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Haubonee ymoTpeOUTEN-HBIMH OKHCIUTETFHBIMA CHCTEMAaMH JUIS TONyde-
HUSl CaxapyWHOB SABIISIOTCS TEpMaHTaHAT Kalvs B BOAHO-IIEIOYHON cpene U
OmxpomaT HaTpus B cepHOU kuciore [7]. CpaBHEHHE pe3ylbTaTOB OKHCICHHS
BBISIBUJIO HEKOTOPBIE HEJOCTAaTKHU MEepBOro Merona: HeBbicokue (< 50 %) BBIXO-
IIBI TIETIEBBIX MPOAYKTOB, HU3KAs pAaCTBOPUMOCTE KaK MCXOJHBIX CYJIb(haMuIoB,
TaK M CaxapuHOB 38—€ B PEAKIIMOHHOMN CMeCH, CII0)KHOCTh BBIJICIICHHS TIOCIIE]-
Hux. [losToMy mpeamodreHue OBLTO OTIAHO OKHUCIUTENBHON CHCTeMe OMXpo-
MaTa HaTpHsl B CEpHOM KUCIIOTE.

Oxucnenne cynbhaMUIOB 23—€ TPOBOAWIM JOOABICHUEM TPU 3aJaHHOU
temneparype 98% H,SO, k pactBopy Ouxpomara Hatpus U cynbhamuna B 70%
H,SO, B Teyenue 20 MUH ¢ TMOCIEAYIOIINM IMEPEMEIINBAHUEM PEaKIIMOHHON
CMeECH IIpU 33JaHHOM TeMIlepaType B TeueHue 1 4.

Bnusinne pasznuuHbiX (aKTOPOB HA BBIXOJ[ CaxapuHOB 38— HM3y4alu Ha
NpUMepe OKHUCICHUS amuia 2-MeTwi-5-(benmicysbdonnt)oeH3oncyab(hoHo-
BOHM KHCIOTHI 2a (PUCYHOK). BBITIO YCTaHOBIIEHO, YTO TOBBIIIICHUE TEMIIEpPATy-
peI peakiuu Beie 55 °C u HavansHOU KoHIeHTpanuu H,SO, Beime 70 mac. %
MIPUBOJUT K CHIDKEHHUIO BBIXOJIA CaXapuHa 3a, 4TO, OYeBHIHO, CBA3AHO C THIPO-
JU30M KaK UCXOJHOTO Cynb(aMu/a, Tak U IeIEBOTO CaxapHHa.

Beixon, % Bebixoa, %

100 — 100 —

90 - a 90

~ o b

80 [ 80 |

s 70

60 — 60 -

50 50 -

] | l 1
S : 5 3 p 40 L1 1 L L L
Konu4ecTso oKUcnuTensi, MMonb 60 65 70 75 80
H,SO,, % mac.

Bebixop, %

100 —

90 |- c

80 [~

70 -

& | 3aBUCHUMOCTb BbIX0J1a 6-(peHuncyabGoHmI-1,2-

6en3onzornaszon-3(2H)-on-1,1-auokcuaa 3a 1 u
g | OT: 8 — KOJINYECTBA OKHUCIIUTENSI TPU TeMIepa-
Type 54 °C 1 Cyppqy H2SO4 70%; b — €0 H2SO4

o i L ; | ; g IPH MCTIOTb30BAHUH 2 MOJTb OKHUCITHTEINS U TEM-

40 45 50 55 60 nepartype 54 °C; C — T. peak. Ipu HCIOIb30Ba-

65
T.peak.  ygyy 2 MOIb OKHCITHTENS U Cyyy HySO4 70 %

127



JlydmvMy  yCIOBUSIME SIBIISIFOTCS  CIIEIYIONIHME: HAdalbHAs KOHIICHTPAIIHS
H,SO,4 70 mac. % , Temmnepatypa peaknuu 50-55 °C, Bpems peakiyu 80 MuH,
COOTHOIIICHWE PEareHToB 2 MMOJbh Ouxpomara HaTpusi Ha | MMOIb Cyib(]-
amMMga; IpU 3TOM BBIXOZ cocTaBisieT 95%. AHamOrMuHO OBUIM MOJIY4EHBI
caxapuusl 3b—e (Tabnuia).

B stux ycnmoBusx ObUIM Takyke MOTy4YeHBI M3BECTHBIE OMcaxapwHbBI 4 U 5 C
Jy4IIAME BBIXOaMH (TabimIia), 4eM onrcaHo panee [2]:
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B cunmy cunmpHOrO 3K30TepMHUECKOTO I(PeKTa peakiuu, OCOOCHHO MpH
3arpyskax 6omnee 10 T cynbdamuna, TpeOyeTcs HHTCHCUBHBIN TEIUIOOTBOM IS
NOJAEPKAaHUsI 3aJaHHOM TemImeparypbl. B OTHENpHBIX CilydasiX HPOHUCXOANIT
HEKOHTPOIIUPYEMBIN pa3orpeB peakunoHHON Macchl 1o 120 °C ¢ paznoxeHueM
MPOAYKTOB peakiuu. s onTuMH3aunuu mpouecca HaMu ObIJIO UCCIEI0BAHO

XapakTepUCTHKH CHHTe3MPOBAHHBIX CyJb(aMuI0B 23—€ U caxapuHoB 3a—e, 4, 5

Haiineno, %
Coenp- Bpyrro- Brruucneno, % T. ., °C Brixoz,
HEHHe thopmyna %
C H N S

2a Ci13H13NO4S; 50.09 4.22 4.00 20.49 137-140 83
50.15 421 4.05 20.60

2b C13H12CINO,S; 45.18 3.58 3.99 18.51 154-156 79
45.15 3.50 4.05 18.54

2c Ci13H12BrNO4S; M ﬂ m M 188-190 81
40.01 3.10 3.59 16.43

2d Ci13H12N206S, 45.84 3.12 7.85 17.93 249-252 74
43.94 3.12 7.88 18.05

2e Ci13H11N308S, 38.97 2.75 10.41 16.01 206-209 77
38.90 2.76 10.47 15.98

3a Ci13H9NOsS; w m ﬁ ].QJ 211-214 95
48.29 2.81 4.33 19.83

3b C13HsCINOsS; 43.97 2.24 3.88 17.84 250-253 73
43.64 2.25 3.91 17.92

3c Ci13HsBrNOsS; M M 3& % 275-276 78
38.82 2.00 3.48 15.94

3d Ci13HsN207S; 42.31 2.20 7.60 17.45 259-260 72
42.39 2.19 7.61 17.41

3e C13H7N306S; 37.84 1.73 10.23 15.48 278-280 75
37.78 1.71 10.17 15.52

4* CgHiN206S2 33.36 137 9.66 22.35 405 95
33.33 1.40 9.72 22.25

5** C14HgN20gS3 39.31 1.91 6.51 22.63 326-328 90
39.25 1.88 6.54 22.45

* Tlo mauusmM [2]: 1. . 405 °C, Beixox 89%.
** Tlo mauubM [2]: T. . 329-330 °C, Beixon 84%.
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BIMSHUE W3MEHEHMs 3arpy3KH COeIuHEHuil B peakrop. Ilpu mopumoHHOM
BBeJICHUU cynbdamuna B pactBop Ouxpomara Hatpus B 87 % H,SO, peakius
poTekaeT Oosee yNpaBiseMO, a HWHTCHCHUBHOCTb IPOLIECCA PETYIUPYETCs
KOJINYECTBOM [100aBIsgeMoro cyib(amuna, OIHAKO BBIXOJ CaxapuHOB CHHU-
xaetcs Ha 5—-15 %.

HauOonee ynoOHBIM METOJOM OUYMCTKH CaxapHHOB SBISETCS IIEPEOCa-
nenre ux u3 BogHoro pacrBopa NaHCOs;. Ilpu moOaBieHHM peaKIIMOHHOMN
Macchl kK BogHOMY pactBopy NaHCOj; o6pa3syetcst BojopacTBopuMasi HaTpueBast
cojJb caxapuHa. Bo3MOKHBIE NPUMECH M HENpOpearupoBaBLIMK CyJbhaMuL
OCTaIOTCS HEPaCTBOPEHHBIMH U OTHEIISAIOTCS (unbTpanuein. [Ipu nogkucnenun
MAaTOYHOT'O PACTBOPA COJISTHOM KUCIOTOH 10 PH 4 BEImagaeT meneBoit caxapuH ¢
grcToTo# 10 99 %.

CTpyKTypa CHHTE3UPOBAaHHBIX COCAMHEHHUH OblIa MOATBEPIKICHA METOIAMH
crrexktpockormu SIMP 'H u UK.

B UK cnekrtpax cycneH3uii coeamHeHnii 3-5 B olOmactu KoieOaHwmiA
KapOOHMJIBHOM IpymnIibl HAOIIOAATNCH, KaK IPABUIIO, BE ITOJIOCH] ITOTTIOIEHHS:
onHa B o6nactu 1740-1725 cM * 1 apyras B o6nactu 1715-1690 cm *, koTopbie
MO>KHO OTHECTH K KapOOHMJIBHBIM IPYIIaM, CBOOOAHBIM M aCCOLMHUPOBAaHHBIM
3a cueT BOJOpOAHBIX cBsizeil. B cmekTpax xe pactBopoB B IMCO Bceraa
MPUCYTCTBOBAJIA TOJIKO OJIHA MOJOCAa MOIJIOLICHHS KapOOHWIBHOM IpYIIBI B
o6macti 17401730 cm *. DTOT haKT CBUAETEIBCTBYET O TOM, YTO B PACTBOPE
JIMCO mpoucxoauT pa3pblB BOJOPOIHBIX CBS3eH M OOPa3yIOTCS acCOIHATHI
amun—IMCO (=NH0=S-), koTopble SBIAIOTCS O0JIee MPOIHBEIMH 00pa3oBa-
HUSIMH; KapOOHMIIBHBIE TPYIIBI IPH 3TOM OCTarOTcs cBOOOAHBIMU. CyIIecTBO-
BaHHe accounaroB B pacTtBopax IMCO moka3zaHO U METOIOM CHEKTPOCKOIUHU
SMP 'H: ¢ yBenmueHHEM TeMIepaTypbl CHIHaI mpoToHa rpymmsl NH cMenta-
€Tcs B CHIIBHOE I10JI€.

SKCHEPUMEHTAJIBHAS YACTb

UK cnektpsl coequHennii caumanu Ha VK cniektpodoromerpe Shimadzu IR-435 B obnactu
4000-400 cM ™ B Buze cycreHsun B BaszeqmHOBOM Macie. MK crexTpsl pactBopos B JAMCO
3amuchiBa B KiooBeTtax KBr ¢ Tommuno# mormormatoriero ciost 0.035 u 0.058 MM (B kroBeTy
cpaBHeHus nomemmanu yuctelit JIMCO). KoHTponb 3a X010M peakiuy ¥ YUCTOTON MOIy4eHHbIX
coequHeHuit ocymmecTsisu MetogoM TCX na CopOton nuon Y®-254 (stunanerar—renta, 1:3).
XIOpaHTUAPUABL  S5-apuiCyNTb(MOHMI-2-MeTHIIOEH30JICYIbGOHOBBIX ~ KHCIOT —MONy4ald, Kak
onucaHo [6].

Avug 2-MeTHJI-5-(peHniacyaboHnT)0eH30J1cyab(POHOBOI KHCJIOTHI (2a). B Tpexropiyro
KoJIOy, CHaOXXEHHYI0 MEIIAJKOH, TepMOMETPOM W OOpaTHBIM XOJOJWIBHHKOM, MOMEIIAIoT
pactBop 5 T (15 Mmone) cynbdonmxiopuna 1a B 10 M qrokcaHa U MPH NEPEMEIINBAHUN TIPH
20 °C o6pictpo mobasmsitoT 2 mia (30 mmonb) 25 % BomHoro NHs;. PeakimonHyroo cMech BbIIEp-
xwuBatoT npu 40-60 °C B Teuenue 1 4. [lo OkOHUaHUU peakIMU CMECh BBUIMBAIOT B BOJLY, BBIIIAB-
Ui 0CafoK OTGUILTPOBBIBAIOT, IPOMBIBAIOT BOJIOM, BBICYIIMBAIOT ¥ MEPEKPHCTAIIN30BBIBAIOT
U3 YKCYCHOI KUCIIOTBI.

CoexmHenus 2b—e momy4yaroT aHAIOTHYHO.

Oxucinenue cyiabpamuaa 2a no 6-pennacynsponni-1,2-6enszonzornazon-3(2H)-on-1,1-
auokcuga (3a). B yeteipexropnyio konly, CHaOXKEHHYIO MELIaJIKOH, TEPMOMETPOM, KameabHOU
BOPOHKO# M 00paTHBIM XOJ0AMIbHUKOM, TomemmaoT 0.42 r (23 mmons) H,0, 1.1 1 (15 Mmoib)
98% H,SO, u 1.68 r (6.4 mmonn) Na,Cr,O; u HarpesatoT 10 55 °C. IIpu 3To0it Temnepartype npu
HepeMEeLIMBaHUH MOPUMOHHO 100aBisiioT 1 1 (3.2 MMonb) cynbdamuga 2a. 3aTeM B peaKkIHOH-
HYIO CMECh MEJICHHO NpHU MHTEHCHBHOM mepemerunBanuu BBoAAT 1 r (10 mmons) 98% H,SO,,
nojsiepxuBas TeMneparypy B koide 55 °C. LiBer pacTBopa M3MEHsSETCS ¢ KPpaCHO-KOPHYHEBOIO
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no 3eneHoro. IlepemammBaioT 1 4, 3aTeM pEakIMOHHYIO CMeCh BBUIMBAIOT Ha S50 T Jbja.
Bemapmuii mpoykT oTQUIBTPOBBIBAIOT U MPOMBIBAIOT BoAOH. [IpoaykT nepeocaxaaror u3 20 %
BogHoro pactBopa NaHCO;. Beixox 0.99 r (95%).

AHaJIOTHYHO TONy4aroT coequHeHns 3b—€, a takke coenunenus 4 u 5, Mpu CHHTE3¢ KOTOPBIX
HCIIOJIB3YIOT MOJIOBHHHBIC 3arPy3KH UCXOIHBIX CyTb()aMHI0B, CHHTE3HPOBAHHBIX 10 MeTOxy [2].
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