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TOCYJIAPCTBEHHASI CJTY)XBA (51) CO7H 5/04 (2010.01)
WHTEJJIEKTYAJIbHO COBCTBEHHOCTH C07C 335/00 (2010.01)
KBIPT'BI3CKOI PECITYBJIMKH

a2y OIIMCAHUE U30BPETEHUSA

Kk nareHty Knipreidckoi Pecny0mku moa oTBeTcTBEHHOCTh 3asiBUTE s (BJIaJe/bLa)
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(54) Cnocod noJsiyyeHusi rIIMKO3UIMETHITHOMOYEBUH

(57) N3obpeTeHne OTHOCUTCS K IMOJIYYEHUIO HOBBIX XUMHYECKHUX COCIUHEHHH, a UMEHHO — MPOU3BOJI-
HBIX YTJIEBOZOB. 3ajadell mpeuraraeMoro n300peTeH s SBISETCS YIPOLIEHNE U YCKOPEHHUE MOTyYeHHS
TIIMKO3MIIMETHIITHOMOUYEeBHH. CyITHOCTB CIIOC00a 3aKII0YaeTcss BO B3aUMOICHCTBHN TIIMKO3HIMETHIMO -
4yeBUH C 2,4-Ouc-(m-merokcudenun)-1,3,2,4-nutnagudocderan-2,4-mucynspunom (LR) mpu coorHome-
HuM 1:1 B cpene mupuanHa, B IPUCYTCTBHU YIIIEKHCIOro ra3a. Crocod mo3BoseT yIpOCTHTh, YCKOPUTD
TEXHOJIOTHYECKHH TMPOLIECC M HCKIIOYMTH BBICOKOE JABJICHHUE, AOPOTOCTOALIYIO JBYOKHCH IIATHUHBI,
SAIOBUTBIE a3u]] HATPUS U OpoM.
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(71)(73) Institute of Chemistry and Chemical Technology of the National Academy of Sciences of the
Kyrgyz Republic (KG)

(72) Dzhamanbaev Z.A., Dermugin V.S., Bakirova A.A., Abdurashitova Yu.A., B.K. Ernazarova (KG)
(56) US Ne4086415, cl. CO7H 13/12, A61K 31/70, 31/7024, A61P 35/00, 35/02, CO7C 67/00, 239/00,
275/68, CO7H 15/12, 15/23, 13/00, 1978

(54) Method of glycosylmethylthioureas reception

(57) Invention relates to the reception of new chemical compounds, particularly — the carbohydrates de-
rivatives. The problem of the offered invention is simplification and speeding up of glycosylmethylth-
ioureas reception. The essence of the method is the interaction glycosylmethylthioureas with 2,4-bis- (p-
methoxyphenyl)-1,3,2,4-dithiadiphosphetan-2,4-disulfide (LR) at a parity 1:1 in pyridine environment,
with the carbonic gas presence. This method allows to simplify, accelerate technological process and to
exclude high pressure, expensive platinum dioxide, poisonous sodium azide and bromine application.

N306peTeHre OTHOCUTCS K TIOMYYSHHUIO HOBBIX XUMUYECKUX COSAMHEHUH, a MMEHHO — MPOU3BO]I -
HBIX yTJIEBOOB.

Knaccrmueckum crioco0oM MoTydeHHs TINKO3MIN30THONHAHATOB TI0 MeToxy . dumepa siBiseT-
Csl B3aMMOJICWCTBUE TIIFOKO3bI, WIIH TalaKTO3bl, WIIA KCUIIO3bI ¢ PochopoM U OPOMOM B Cpejie YKCYCHOTO
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aHTUIPUZIA B TIPUCYTCTBUU XJIOPHOHM KUcnoThl. OOpa3oBaBimuecs aneToOpOMIPOU3BOIHBIC YIIIEBOJIOB
00pabaTeIBAlOT THOIMAHATOM cepedpa B pacTBope abcoiroTHOro kcmyona (Zbigniev J.W. Monosaccha-
ride isothiocyanates and thiocyanates: sintesis, chemistry, and preparative applications // Advances in
Carbohydrate Chemistry and Biochemistry. — 1986. — V. 44. — P. 93-94).

[Mony4yeHHBIE TIHKO3WIN30THOLMAHATEI IOABEPraloT B3aWMOJCHCTBHIO CMEChIO METaHOJa U
aMMuaKa C ENbI0 HodydeHus riaukoswiMerwituomodeBuH (Irving Goodman Glycosyl ureides //Ad-
vances in Carbohydrate Chemistry. —1958. — V. 13. — P. 220-221, 224).

HenmocrarkoM IaHHBIX CIIOCOOOB SBIISIETCS MHOTOCTAAMHHOCTH ITOJNyYSHHS TIIMKO3MIMETHI -
THOMOYEBHH, UCTIOB30BaHKE JJOPOTOCTOSIIECTO THOI[MAaHATa cepedpa, SUIOBUTHIX OpoMa M METaHOJIA.

BrmkaifliiiM MPOTOTUIIOM SIBISIETCS CIIOCO0 MONYUYESHHUS TIIMKO3MIMETHITHOMOYEBUH MyTEM B3a-
UMOJICUCTBHSI TJIFOKO3bI, WJIM TallaKTO3bl, WJIH KCHIO3BI ¢ (GochopoM U OpOMOM B MPHUCYTCTBHH YK-
CYCHOTO aHTHIpHIa B KUCIoW cpene. OOpa3oBaBiimecs anerodOpomcaxapa o0padaThiBAIOT a3U0M Ha-
TpHUS C BBIJCJICHHEM TIMKO3UIAa3HI0B, KOTOPBIE THAPUPYIOT Npu 3,1 aTM. B IPUCYTCTBHU JBYOKHCH ILjIa -
THHBL.

[Mony4eHHbIe aneTaThl TIIMKO3WIAMHUHOB B3aUMOJCHUCTBYIOT C alJKHJIM30THOIMAHATAMH B Tede-
HUe 16 yacoB ¢ 0Opa3oBaHHEM alleTHIITIUKO3HITHOMOYEBHH, JI€3alleTHINPOBAHIE KOTOPHIX B IIETOYHOM
cpene mpuBOANT K TeneBbIM npoaykram. (US Ned086415, k. CO7H 13/12, A61K 31/70, 31/7024, A61P
35/00, 35/02, CO7C 67/00, 239/00, 275/68, CO7H 15/12, 15/23, 13/00, 1978).

Hemocratkom mpoTOTHIIA SIBIAETCS TAKKE MHOTOCTAMUHOCTD CIIOCO0A MOMYUYCHHS, HCTIONb30Ba -
HHUE JIOPOTOCTOSAIIETO KaTamu3aropa (IByOKUCH TUIATHHBI), SIOBUTHIX PEarcHTOB (a3uaa HaTpus, Opoma),
JeQUIUTHOTO MPOU3BOJHOTO U30THOLIMAHATA, IPOBEJCHUE PEaKIMK MPH BHICOKOM JIABJICHUH, B TCUCHHUE
JUTUTENTHHOTO BPEMEHH.

3ajaueil mpeIaraeMoro M300pETeHUsl SIBIISICTCS YIPOIICHUE W YCKOPEHWE ITOyYeHHS TIIUKO-
3UIMETHITHOMOYCBHH.

CyIIHOCTh TPEaIaraeMoro M300peTeHHsI 3aKITI0YaeTCsl BO B3aMMOJICHCTBUU TIIMKO3MIMETHIIMO -
yeBuH ¢ 2,4-0uc-(m-merokcudenmn)-1,3,2,4-murnanudocheran-2,4-mucynbhuaom (LR) npu cooTHOMIE-
Huu 1:1 B cpeie MUpUANHA, B IPUCYTCTBUH YTJICKHUCIOTO Ta3a.

R-NH-CO-NH-CH; + LR — R-NH-CS-NH-CH;
rae R=D — rmoko3a, unu D — ramakrosa, uiad D — kcumo3a.

Mpumep 1. [Monyuenne N’ -metin-N(B-D-riitokonupano3uil) THOMOYEBUHBI.

Cmecy 0,05 t (0,2 Mmonp) rmrokosmmMerwiamoueBunbl, 0,08 1T (0,2 mmons) 2,4-6mc-(1I-
metokcudennn)-1,3,2,4-mutnagudocheran-2,4-aqucynbdruaa u 3 M abCOMIOTHOTO MUPUANHA B TIPUCYT -
CTBHMHM YTJIEKHUCIIOTO ra3a KHIATAT B TeueHue 45 munyT. PactBop ynapusatot. K octatky n06aBistior 3 M
JUCTWIIMPOBAHHON BOABI, KMIIATAT U OTQUIBTPOBHIBAIOT. PUIBTPAT YHAPHBAIOT, OCTATOK IEPEKPUCTA -
JIM30BBIBAIOT U3 BOJHOTO CIUPTA.

Beixon 0,03 1 (58,4 %). Tuw= 165-167°C.

Rf = 0,6 cucrema: ameronutpmi: >TwioBeiid cnupT (2:1) (Rf ompenensimu meTrogomM TOHKO-
CIIOIHOM Xpomartorpadumn).

Haiineno %: C-39,01; H-6,40; N-11,25; S-11,08.

Breruucneno %: C-38,09; H-6,39; N-11,10; S-12,71.

UK-cnextp (KBr, v, cm '): 926, 1024, 1108 (yrnesomnoe xomblo); 1256, 1461, 1500, 1594
(C=S); 2837, 2940 (CHs3); 3403 (N-H).

Hpumep 2. [Monyuenue N’-metun-N(B-D-ranakronupaHo3nin) THOMOYEBHUHBL.

Cwmecp 0,05 T (0,2 mmomnb) ramakrozunmeTuiamoueBuHsl, 0,08 r (0,2 mmons) 2,4-6uc-(m-me-
tokcupenun)-1,3,2,4-nutnagudocderan-2,4-qucynbpuna 1 3 miu abCOTIOTHOTO MHUPHIMHA B MPUCYT-
CTBHH YTJIEKHCIIOTO ra3a KHUIATAT B TeueHue | yaca. PactBop ynapuBaror. K ocraTky mobamnstor 3 mu
JUCTWIIAPOBAHHOW BOJIBI, KHITATAT W OTQHUIBTPOBBIBAIOT. DUIBTPAT yIAPHBAIOT, OCTATOK MEPEKPUCTAI -
JIM30BBIBAIOT U3 BOJHOIO CIMPTA.

Beixon 0,02 r (48,8 %). Tu=168-170°C.

Rf= 0,8 cucrema: arleTOHUTPUIL: STUIOBKIH criupT (2:1).

Haiipeno %: C-40,02; H-6,15; N-11,29; S-11,15.

Beruucaeno %: C-38,09; H-6,39; N-11,10; S-12,71.
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UK-cnextp (KBr, v, cm™): 949, 1030, 1074, 1144 (yrneBomuoe kombwo); 1257, 1290, 1453,
1508, 1602 (C=S); 2837, 2959, 3046 (CHs); 3288 (N-H).

Hpumep 3. [Nomyuenne N’-metnin-N(B-D-kcnnonupaHo3nin) THOMOYEBHHEI.

Cwmecs 0,05 T (0,2 MMounb) kernozmwnmeTmimoueBUHBL, 0,1 T (0,2 MMons) 2,4-0uc-(m-meTokcude -
Hw)-1,3,2,4-qutnagudocderan-2,4-mucynbhuaa 1 3 mi abCOIIOTHOTO MUPUANHA B IPUCYTCTBUH YTIIE -
KHCJIOTO Ta3a KUMATAT B TeueHue 45 munyT. PactBop ymapusatoT. K octatky 100aBistoT 3 M1 AUCTHII -
JMPOBAHHOW BOJBI, KUIISATST U OTQMIBTPOBBIBAIOT. PUIIBTPAT YHAPUBAIOT, OCTATOK MEPEKPUCTAIII30BbI -
BAIOT M3 CMECH ITHIJIOBOTO criupTa u O6enzona (1:2).

Beixox 0,03 r (53,0 %). T, = 122-125°C.

Rf=0,2 cucrema: anieTOHUTPIIT:3THIIOBEIH cupT (2:1).

Haiineno %: C-40,10; H-5,77; N-13,20; S-13,51.

Beruucneno %: C-38,00; H-5,92; N-12,66; S-14,49.

UK-cnexrp (KBr, v, cm™): 955, 1029, 1145 (yrmeBoanoe Koibio);1257, 1453, 1508, 1603
(C=S); 3047 (CHs); 3288 (N-H).

[Mpenmy1iecTBaMu 3asBIIIEMOTO CIIOCO0a SBIISIOTCSL:

. yIIpoIIeHue mporiecca (B IPOTOTHIIE S CTaMi, B 3asBISIEMOM cItocode — 1ctammsi);
. YCKOpEHHeE mpoIiecca (B MPOTOTUIIE 16 JacoB, B 3asBISIEMOM cItocode — 1 gac);
. HCKJTIOYCHUE U3 TEXHOJIOTUIECKOTO MPOIecca BLICOKOTO JAaBICHUS, JOPOTrOCTOSIICH JBY -

OKHCH IINIATUHBI, AA0OBUTBIX asuaa HaTPUA U 6p0Ma.

®opmyJa uzodpereHust
Crioco6 nomy4eHus MMKO3UIMETHITHOMOUYEBHH Ha OCHOBE MOHOCAXapuOB, O TIM YA MUK C A
TEM, YTO TJIMKO3WJIMETHIMOUYEBUHBI 00padaTheiBatoT 2,4-0uc-(n-merokcudenmn)-1,3,2,4-nurnaaudocde-
TaH-2,4-aucynbduaoM npu cooTHomenuu 1:1 B cpene nupuanHa, B MPUCYTCTBHH YTIEKUCIIOTO Ta3a.

BBIHyH_IeHO OTACJIOM NOATIOTOBKH MaT€praioB
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