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yBENUYEHHE KAapOOKCWIIBHBIX TPYNI B  COCTaBE OKCHIGILIIONO3bI.  JlanmpHelilee — yBelnueHHE
MPOJIOJDKUTENIPHOCTH BPEMEHHM OKHUCIICHHUS IICJUTFOJIO3bI HE3HAYHMTEIBHO BJIHMSIET HA KOJUYECCTBEHHOC
coJiepKaHue KapOOKCHIIBHBIX TPYII B IPOAYKTAX PEAKIUU.

KaroueBble cjioBa:  IEIUIIONIO33,  OKCHIGIUIIONO3a,  CTENEHb  OKUCICHHS,  COJEpIKaHHe
KapOOKCHIILHBIX TPYIIIT, OKHCITHTEIbHAS CMECh.

Ocobennocrn:

-IPOBEICHA PEaKIIMs OKUCICHUS 1euTr01035l cMechbio HNO3/H3PO4-NaNO»;

-MCCIIEJIOBAHO BIMSIHAE YCIOBHM peakIMii Ha BBIXOJ NMPOJYKTOB M COJEPX aHUE KapOOKCHIBHBIX
TPYII B OKCHUIIECILITIONIO3E.

J. A. Khabibullaev, Sh. A. Shomurotov, O. R. Akhmedov, A. S. Turaev

THE STUDY OF THE PROPERTIES OF CELLULOSE OXIDATION WITH A HNOs/H3POs-
NaNO, MIXTURE

Abstract. Background. One of the products of high practical value of cellulose is oxycellulose, i.e.
monocarboxylcellulose, which is widely used in medicine as a hemostatic coating that stops bleeding and as
a means of preventing tissue adhesion in surgical practice. Although oxycellulose is of great importance in
medicine, its obtaining process requires special conditions. Because the physicochemical properties of ox-
ycellulose largely depend on the conditions of extraction. Therefore, the development of new methods of
oxycellulose synthesis, determination of optimal reaction conditions is important.

Purpose. Study of the effects of the oxidation reaction of cellulose using a mixture of HNO3/H3POs-
NaNO:..

Methodology. The oxidation reaction of cellulose with a mixture of HNOs/H3;PO4-NaNO, was
studied at different ratios and time durations of the starting reagents.

Originality. The features of the oxidation reaction of cellulose using a mixture of HNO3/H3POy-
NaNO, have been scientifically substantiated.

Findings. The features of the oxidation reaction of cellulose using a mixture of HNOs/H3PO4-NaNO;
were studied. It was found that the yield of the product and the amount of -COOH groups in
monocarboxylcellulose depend on the reaction conditions, the quantitative composition of the oxidizing
mixture and the duration of the reaction. It was found that regardless of the ratio of HNOs and H3POj acids in
the reaction mixture, oxytcellulose with high yield (82-88%) and carboxyl groups content of 17.6-22.3% can
be obtain by using the reaction mixture HNO3/H3PO4-NaNO,. In addition, an increase in the duration of the
oxidation reaction from 12 h to 36 h showed a similar increase in the amount of carboxyl groups in the
oxycellulose content. The subsequent increase in the time of the cellulose oxidation reaction has almost no
effect on the change in the amount of carboxyl groups in the products.

Keywords: cellulose, oxycellulose, oxidation degree, amount of carboxyl groups, oxidizing mixture.

Highlight:

- oxidation of cellulose was conducted using a mixture of HNO3/H3PO4-NaNO»;

- The relationship between the reaction conditions and product yield, amount of carboxyl groups in
the oxycellulose was studied.
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Pedepar. Myavmmonune xeru6d uuxuwu. THSHOMMPUMUIUHIAPD — CYHTH HWUIapaa KUMECH Ba
OMONIOTHSICH KEHI YpraHwiaéTraH KOHACHCHUPJIAHTaH TETCPOIUKINK OupukManap cuHdu OYnubd, cuHTe3
YCYJAVHHUHT OCOHJIMTH, MOJJNAJapHUHT OHMOJIOTHK (DAOJLTUTK IOKOPWINTH OWIaH OMUMIIApHH Y3uTa Kaio
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3TasANTU. byryHru KyH/Ia MyXUM MacaiajiapaaH Oupu moTeHuan (aol TeTepouKiInK OnpruKManap, XycycaH
2-THOKCO-5,6-auMeTrnTHeHo[ 2,3-d |nupuMuanH-4-0HIap, YIapHUHT XOCWIaJapHHUHT 3JeKTpoduin Ba
HyKJIeo(un peareHTIap OWiIaH XOCHJI KWJITaH MaxCyJOTIapHHUHT TY3WJIUIIMHN aHHWKJAIl Ba UCTUKOOJIIH
MOJIaJIapHA MaKCa/UId CHUHTE3 KWIHII XaMja yiap acocujaa camMapand OWOoNorWK ¢aon mpenapariap
sipatumaad uoopar. Kymnagad, OUIUKIHK 2-THOKCO-5,6-muMeTniaTHEeHO[ 2,3-d [mupumMuanH-4-0HIapHIHHAT
SIHTH XOCWJIAIAPUHU 3aMOHABHH OPraHMK CHHTE3 yCyiuiapu EpAaMua OJHIL, OMOIOTHK (HaoJUIMKIAPHHU
aHHUKJIAII Ba yjap acocuaa (papmMakogoruk (haoJIMrd I0KOpH OYJraH mpemnapariap spaTuil Oyiinda HIMUR
TAIKUKOTIIAp OO OOPHUIIT MyXUM aXaMHsTTa dTa.

Hwmune maxcaou. 2-anKunTuo-5,0-TAMETUITUCHONUPUMUINH-4-OHIapHA CUHTE3MHU amalra
OLIMPHII Ba YJIAPHU MpPOMapruiiiall peakuusiapuHu onud Oopuir. ONMHTaH MOJAANTAPHUHT TY3WIUIINHH
3aMOHaBUH (PU3HK TAIKUKOT yCyJUTApHIA TAXJIAI KIITHIIL.

Memooonozus. 2-anKunTHO-3-Nponaprui-S,6-1uMeTHITHCHONUPUMUANH-4-0HIap CUHTE3 KWINH/IM.
Cunre3 xwivHran wmoanamapuuar tysmwimimn -UK, 'H-SIMP, -Macc chektpan Taxawmiap OpKaiu
ucOoTIaHIu.

Hnmuii  aweunuenw.  bupmHum  Mapta  2-aJKHITHO-S,6-THMETHITHCHOTHPUMHINH-4-0HIapHA
Mponapruwam peakuusiiapy oiaub oopwian. Peakuusau GopHIIra Tabcup STYBYM OMUILIAP aHUKITAHIH.

Onunean nHamudcanrap. YOxopu yHymnap OuiaH 2-alKWITHO-3-TpONAprui-5,6-1uMeTuinTueHol2,3-
d]mupumuaun-4-onnap cuares kuamaau. Onuaran mognanapau -UK, 'H-SIMR, -Macc criekTprnapu 4yKyp
TaXJIMI KWIMHIY Ba TETUIIUIA CTPYKTypajlapra Moc SKaH!d UCOOTIaHaH.

Kanut cy3map: 2-THOKCO-5,6-IMMETUATHEHOMUPUMHUINH-4-0H, IPONApruil OPOMHU, AJKHJI rajore-
HMIIAp, IONKa KaBamiu xpomarorpapus, H'-SIMP  cmexkrpockomus, 2-METHITHO-3-IPONAaprui-3,6-
TUMETHATHEHO[ 2,3 -d [mupuMuAuH-4-0H.

XycycusiTiapm:

- 2-aNKWITHO-3-TIPOTIapTHII-5,6- TMME THII TUEHOTIMPUMHTUH-4-0HIap CHHTE3 KWJINHTaH;

- peaxiusl yHyMHra TabCUp 3TYBUH OMIUIIAp TaXJIMI KAJIMHTaH,

- mognanapuu VK, H' SIMP criekTpiiapy Taxjimiiy Ypranuiiras.

Kupum. TueHommupuMuanHiIap — CYHTH WHiuIapAa KAMECH Ba OMOJIOTHSCH KEHT YpraHuiaéTraH
KOHJICHCHUPJIAaHTaH TeTePOLMKINK OMpHKMaiap cuHpu OYnub, CHHTE3 YCYJIMHUHT OCOHJIUTH, MOJIAaJapHIUHT
OMONIOTUK (aoJIIUTH IOKOPWIMTH OWJIaH OJIMMIIAPHHU y3ura kajib stasntu [1]. AxaOuérnap TaxJIuin UIyHH
KYpCcaTauKu, OUIMKINK THEHO[2,3-d] mupuMuUIMHIap opackuaa KOH OOCHMMHUHHU TYLIUPYBYH [2], ajuieprusra
Kapmd [3], sUnTHFIaHAIITa Kapi [4], aTeponukiiepo3ra Kapmm|[ 5], 6akTepusiiapra Kapmm [6-8], capaTonra
kapmu [9] ¢aonnukka sra OynraH kymiad xopuBop Moxadanap ydpaiinu. By cund Oupuxmanapu
TETEPOIUKINK OMpUKManap KuMEcHIa ssHru 0Ymb acocad CYHru Wuyntapaa 6aradcewn ypranuia OONUTaHIH.
bu Ba Tpurmukiauk THeHO[2,3-d|mMpuMHuINH-4-0OHIAp CHHTE3W Ba KMMEBHH Xoccajapu y30eK oaumiapu
TOMOHMJAH XaM ypraHwiran 0yiau0, Oup HeuTa KUMEBUN KOHYHHUSATIAp Tomwirad Ba 150 maH opTHK sSHTH
Monaanap cuHte3 KunuHrad [10-12]. Apabuérnapaa tueno[2,3-d|nupuMuauHIap Typiuda iyniaap OunaH
CUHTE3 KWJIMHTaH OYu0, yirap opacuma HT OCOH Ba KYII yUpalauranu - Oy [ eBaimb peakiusacu MaxcyJIoTH
Oynran 2-aMHHOTHO(EH-3-KapOOH KUCIOTACH XOCHJIAIAPUHHU XalKajam iynu Oownan omumamp [13-15]. 2-
Tuokco-5,6-AMMETUATHEHOTUPUMHUIMHIAD CUHTE3H Ba MOJUPHUKALMACH XaM OJOUH YpraHwiarad. JlekuH
TaMOJIOTHK KAaTOp 2-aJKMJITHO XOCHJIATIApHU MPOMApPTHIUIAII peakuusyIapy Xalu ypranwiMmarad. buz ymoy
uiia Oup Karop 2-ajJKkuiaTHO-5,6-auMeTuntueHo|2,3-d | nupuMuant-4-oHIapHy PONapruia Opomu OuiaH
MpoNapruiam peakuuslapuHd o0 OOpraHMHU3 Ba XOCWJ OYiraH MaxCyJOTJIApHU TY3WIMIIMHU (QU3HK
TAAKUKOT YCYIJIapH €paamMuia TaxJIuil KUJITaHMH3.

Metoa Ba matepuauiap. bupukmanapuunar MK-cnexrpmapu Ilepkun-Oamep dupmacuamar WMK-
®ypre Cucrema 2000 criektpomerpuaa KBr nmu tabnerkanapaa, macc-ciektpiapu MS-30 (Kpatoc) napna,
"H SIMP - cniektpu 5ca unrau yacroracu 400MI'n 6ynran UNITY-400" (uuku crangapr IMJIC, S-ukanacu)
neiirepoxnopodopm (CDCls), aumermicynspokcnn (DMSO-ds) spurmanapuia ONMHAM, IONKA KaBaTIU
xpomarorpadpus (FOKX) «Whatman® UV-254» (I'epmaHus) IuUTacTUHKAIapUaa TEKIIUPHIAH, SJIIOCHT
cudaruma sca OeHzom:meTaHon — 3:1 mHumcbarma wmnmatwind. CHHTE3 KWIMHTAH OWpPHKMaTapHUHT
cytoknanum xapopatinapu «MEL-TEMP» (AKL) npubopuia aHUKTaHAH.

2-Meruitno-3-niponapruwi-5,6-qumetunTtieHo| 2,3 -d [mupumuua-4-o0H (6)

bup ormzmu Tyon romanox 100 mi mu kombara 1.13 r (5 MMoOIT) 2-METHIITHO-5,6-TUMETHATHEHO[ 2,3~
d]mupumunun-4-on (1), 0.50 r Kypyk motam, 0.42 mi (0.66 r, 6 mmomn, p=1.57 r/mMi) nponapruaOopoMusI Ba
40.0 mur areToH conmmHIA. Teckapu COBYITHY OpKaimu cyB Xxammommaa 55-60°C ma 6 coaT KalHATHIIIH.
Peakimon apanamma cOBYTHIIIU, HOOPTaHUK KOJIIUK (GuiabTpnad onuHau Ba GuisTpar crakagaaru 100 mi
COBYK CYB yCTUTa KyWWIIu. Xocuil Oynran uykma QuITpIaHIu, CyB OWnaH oBUIAM, KypuTtwign Ba 1.10 T
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(83%) Ttermuum wmaxcynoT (6) cHUHTE3 KWIMHAM, CYIOKIAHUII XapopaTH Teyo=134-136°C (rexcan).
Ci2H12N,0S2, Rf 0.78 . 'H SIMP (CDCl5): 2.40 (6H, ¢, 5-CH3, 6-CHs3), 2.50 (1H, T, J=2.39, N-CH>-C=CH),
2.61 (3H, c, S-CH3), 5.12 (2H, n, J=2.41, N-CH,-C=CH)

UK-crektp (KBr, v, em™): 3434 (=C-H), 3285 (C-H apun), 2924, 2851 (CH, CHs), 2118 (C=C),
1675 (C=0), 1570 (C=C), 1555 (C=N), 1241 (C-N), 775 (C-S-C).

2-DTIIITHO-3 -TIpoTaprui-5,6-nuMetunTiueHo [ 2,3 -d [mupumuauna-4-oH (7)

IOxopuna kenrupunran ycyn opkamu 1.20 T (5 mmon) 2-Oupukma, 0.50 v Kypyk motamr, 0.42 Mo
(0.66 t, 6 mmoun, p=1.57 r/mn) nponapruwidpomuan 1.12 r (81%) maxcynot (7) omuHmu. Teyo—=116-118°C
(rexcan). C13H14N>08S;, Ry 0.84. 'H SIMP (CDCls): 1.42 (3H, 1, J=7.35, S- CH,CH3), 2.27 (1H, T, J=2.49, N-
CH,-C=CH), 2.35 (3H, ¢, 6-CHz3), 2.40 (3H, c, 5-CH;), 4.90 (2H, &, J=2.48, N-CH,-C=CH), 3.27 (3H,
kBaprer, J=7.38, S-CH,CH3).

2-TIporunTuo-3-npomnaprui-5,6-numetmitueHo| 2,3-d Jrupumunua-4-oH (8)

IOxopunaru ycyn épaamuaa 0.64 r (2.5 mmon) 3-6upuxma, 0.50 r kypyk motam, 0.21 mi (0.33 1, 3
mmon, p=1,57 r/mn) mpomaprmiopomumman 0.55 1t (76%) termnmm maxcynoT (8) CHUHTE3 KWIMHJM.
Teyo=78-80°C (rekcan). C14Hi6N20S,, Ry 0.82. 'H SIMP (CDCls): 1.07 (3H, T, J=7.37, S-CH,CH,CH3), 1.80
(2H, M, S-CH,CH,CH3), 2.27 (1H, 1, J=2.35, N-CH»-C=CH), 2.35 (3H, ¢, 6-CH3), 2.45 (3H, ¢, 5-CH3), 3.25
(2H, T, J=7.23, S-CH,CH>CH3), 4.92 (2H, n, J=2.43, N-CH,-C=CH). UK-cniektp (KBr, v, cm'): 3434 (=C-
H), 3252 (C-H apwun), 2961, 2872 (CH, CHzs), 2123 (C=C), 1679 (C=0), 1554 (C=C), 1511 (C=N), 1240 (C-
N), 776 (C-S-C).

2-bytuntno-3-nponaprui-5,6-gumetunrueHo| 2,3-d jnupumuauna-4-oH (9)

IOxopuna kenrupmiran ycyn opkanu 0.67 r (2.5 mmon) 4-6upukma, 0.50 v kypyk motamr, 0.21 M
(0.33 1, 3 mmo, p=1,57 r/mn) npomaprundpomuanan 0.55 r (72%) maxcynot (9) omuuau. Teyio=118-120°C
(rexcan). CisHisN>OS,, Re 0.8. 'H SIMP (CDCls): 0.97 (3H, 1, J=7.2, S-CH,CH,CH>CH3), 1.45-1.54 (2H, m,
S-CH.CH.CH,CH3), 1.70-1.78 (2H, M, S-CH.CH,CH>CH3), 2.27 (1H, T, J=2.48, N-CH»-C=CH), 2.40 (3H,
¢, 6-CHs), 2.45 (3H, ¢, 5-CHz3), 3.27 (2H, T, J=7.2, S-CH,CH,CH,CH3), 4.91 (2H, g, J=2.49, N-CH,-C=CH).
HUK-cnektp (KBr, v, cm!): 3444 (=C-H), 3253 (C-H apun), 2956, 2870 (CH, CH3), 2123 (C=C), 1679 (C=0),
1555 (C=C), 1511 (C=N), 1244 (C-N), 777 (C-S-C).

2- AJunITHO-3-nponaprui-5,6-numetuntueHo| 2,3-d jnupumuaus-4-ou (10)

IOxopunaru ycyn épaamuaa 1.26 t (5 mmon) 5-6upukma, 0.50 r Kypyk nmoramr, 0.42 mi (0.66 T, 6
mmon, p=1.57 r/mu) npomaprunmopomunaan  1.13 1 (78%) rterumumm Maxcynot (10) cuHTE3 KWIMHIH.
Teyio=104-106°C (rekcan). C14sHisN,OS,, Ry 0.86. 'H SIMP (CDCls): 2.28 (1H, T, J=2.43, N-CH,-C=CH),
2.40 (3H, c, 6-CHs3), 2.45 (3H, c, 5-CH3), 3.93 (2H, g, J=7.02, S-CH,-CH=CH>), 4.91 (2H, n, J=2.44, N-CH>-
C=CH), 5.20 (1H, g, J=10.12, S-CH,-CH=CH, (tpanc-)), 5.37 (1H, nzn, J=17.07, J=1.29, S-CH,-CH=CH,
(uc-)), 5.94-6.04 (1H, M, S-CH,-CH=CH,). UK-cuextp (KBr, v, cm!): 3433 (=C-H), 3246 (C-H apun),
2969, 2851 (CH, CHs), 2120 (C=C), 1679 (C=0), 1553 (C=C), 1512 (C=N), 1253 (C-N), 774 (C-S-C).

HaTum:xanap Ba Myxokama. 2-THOKCO-THEHO[ 2,3-d |mupumMuauH-4-0oHIapHA CUHTE3 KWJIUITHAHAT SHT
OCOH Ba KYIT KYJIJIAHUJIAJIUTaH YCYJIH Oy TeBaIIb/I PEAKIUICH MaXCyJIOTH OyJraH 2-aMHHOTHO(MEH 3QuprapHu
THOMOYCBUHA OWIaH XamKanamaup. bu3 yduyH kepakiau OVyiraH HacTiaOKu MaxCyJoT; 2-alKWiITHO-3,6-

TUMETHATHEHO[ 2,3 -d [mupuMuArH-4-0HIapHU 2-Tuokco-5,6-qumerunTreHo| 2,3 -d | mupuMu quH-4-0HHH
TETUIILTH ATKWITAIOTSHUIAp OPKAIHN anKuiuiad onuHraH [16]:
o
H3C 1 R=CH3,
| | NH 2 R=C,Hs,
P 3 R=C;H, -n,
H;C S N S—-R 4 R=C,H, -1,

5 R:CHch:CHz 5
1-5

MabiayMKy, OpraHMK MOJIEKyJara amneTwieH (QparMeHTHHH KHUPHUTUII MOJCKYTaHHHI CHHTETHK
NOTCHIMAIMHY OIUUpaay, SBHU YHHUHT mepMunan ankuuaapea (A) Xoc Typau MOIU(PHKAIMAIAPHHH
(TmaporeHnanl, TajJoreHianl, THAPOraJoreHIall, KpOCC-OMPHUKHIN ) TaJAKHUK ATHIITa KaTTa HIMKOHHAT Oepau:

R—C=CH
A

Xycycan, CoHorammpa peakusacuia, SbHA BUHWI- Ba apWITaJOre€HHUIAPHIHT TePMHUHAI QJIKUHIIAp
(A) 6unan mamnaauii (Pd) Ba muc (Cu) katannzaTopauruaa Kpocc-OMPHKHII peakiusiiapu €pramMuia ssHrH
C-C OofmapuHH XOCWJI KWIMII peakuusuiapd AyHE KUMErapiapd TOMOHWAAH KEHT KYJUTaHWIMOKAa, Oy
MabIyMOTIap MasKyp Mmapxjau Makonaiapma Oatadcun éputwnran [18-20]. By peakiusHuHT X03Upru
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MmaTaa 3aMOHaBU OMp OOCKMYIN CHMMETPHUK Ba HOCUMMETPHK JHApWIAICTHIICHIAp, TaOUHiA OMpuKMatap
cuHTe3nna MyBadPakuITIvN KYJUTAHWINIIY, ITYHUHTJEK TYPJId HUpUK (parMeHTIApHU ¥3ap0 OUPUKTHPHII
MYMKUHIIUTH Oy YCYJTHU KyJa MyXUM SKaHJIUTHHHA OWITTUPAITIH.

TaxpubanapumMuzaa, TUPUMUANH XATKACHHUHT 2-XOJIaTHAA TYPJIU allKWil TYypyXJapH cakjaral 2-
AITKWITHO-5,6-muMeTunTrueHo| 2,3-d[mupumuaun-4-onnapau  (1-5) mpomapruin OpoMun OWjaH aTKHJUIAIT
(mpomapruyuiani) peakuusslapuHu o0 Oopaumk. ByHImaH Makcan 2-alKHATHO- TYPYXHHHT peakiusiap
OopuImmra TabCHUPWHU aHWKJIAIl Ba TOTCHIMAT OWOJIOTHK (paoid Mommanap CHHTE3 KWIHIIIAH HOOparT.
Taxpubanap mIyHH KYpCaTAUKH, pPEAKIUsIap OOpUIMUTa amkKWwi TYPYXUHUHT KaTTaiamuo Oopwin
ce3mIapian TabCUp dTMaIH (2-KaaBan).

[Iponaprunam peakuusiiapu peareHtaap- 1-S:mpomaprun Opomun — 1.0:1.2 HucOGaTmapmaru
apaJlalmMacuHu KypyK ITOTall HINTHPOKUAa abcomoT areTorna 55-60°C (cyB xammoMua) 6 coat KaiHATHO
o6 Gopuau:

o 0
H3C H3C
| | j\f{ HC=CCH,Br | | N-CH,C=CH
=~ —
H;C™ "8 'N” "SR P H,C” >s7 N7 TSR
1-5 6-10

1,6 R= CH;, 2,7 R=C,Hs 3,8 R=C;H;, 4,9 R=C4H,, 5,10 R= CH,CHCH,
Hatmwxana  roxopu  ynymmap  Omman  (72-83%)  2-anxwn(aymmmn)THO-3-mponaprui-S,6-
muMmetunTreHo| 2,3 -d mupumuana-4-onnap (6-10) cunTe3 kunmuaan. Peaknusnap HaTHKacuaa OJUMHTAH SHTH
MaxCyJIOTIAPHUHT PUUK-KUMEBUHN KaTTATUKIapH 2.3-KaaBajiaa KeITHPUIITaH.

2-)Kaosan. Cunmes uiunean 2- arkui(ainum)muo-3-nponapeun-3,6-oumemuimuenof2, 3-
d]nupumuoun-4-ounapnune (6-10) 6awv3u Gu3UK-KUMESUT KAMMATUKADU

No Bpytro-popmyrna Rt (Oenzon : metanon — 3:1) Cytok. xap., °C Yuym, %
6 C12H2N>0S; 0.78 134-136 83
7 Ci3H14N,0S, 0.84 116-118 81
8 Ci4sH16N,0S, 0.82 78-80 76
9 Ci15sHisN,OS» 0.80 118-120 72
10 Ci1sH14N,0S, 0.86 104-106 78

Cunre3 KwnHraH ompukManapHuar (6-10) ty3wmmnapu UK- Ba [IMP-ciekTpockonust ycyimiapu
€pmammna Yprawiau. Ymapauar MK-cnextpuma (2.4-xamBan) y40of TyTraH yriaepon aroMuHuHT =C-H
OOFUra TETMILIA IOTUIMII YacToTanapu 3433-3444 cm! coxama, C-Hapun Gornmapu — 3243-3285 cm! na,
C=C yuboru 5ca - 2118 -2123 cm™! ga, kapGoumn rypyxiapu (C=0) sca 1675-1679 cm™! coxana aHUKIaHamN.

3 —Kaodsan. 2-Ankun(annun)muo-3-nponapeun-3,6-oumemuimuerno|2. 3-d] nupumudun-4-oniaprune
(6-10) UK-cnexmprapu (v, cm™)

Ne =C-H C-Hapun CH Cc=C C=0 Cc=C C=N C-N C-S-C

6 3434 3285 2924, 2118 1675 1570 1555 1241 775
2851

7 3433 3243 2920, 2122 1677 1555 1512 1271 775
2851

8 3434 3252 2961, 2123 1679 1554 1511 1240 776
2872

9 3444 3253 2956, 2123 1679 1555 1511 1244 777
2870

10 3433 3246 2969, 2120 1679 1553 1512 1253 774
2851
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lynuaraex, C=C 6ormapu — 1553-1570 cm! coxama, C=N Gorm — 1511-1555 cm! ma, C-N Gormapu
— 1241-1271 cm! nma, C-S-C ¢parmenrtura teruiwma 6ornap — 774-777 cm!' coxama HaMOEH OYnumm
OupHKManap Ty3WIHMIIHHE HCOOTIaiIu.

4-)Kaoean. Onunean 6upuxmanapuune (6-10) 'H AMP-cnekmprapudazu me2uuinu npomoHiapHune
Myrvmuniemiueu (0, m.y.)

Ne 5-CH; 6-CH; =CH S-ankun (S-ammmn) N-CH;

6 2.40 (6H, c) 2.28 (1H, T, | 2.61 (3H, ¢, S-CH3) 492 (2H, n,
J=2.45) J=2.46)

7 240 (3H, | 2.35 (3H, | 2.27 (1H, 1, | 1.42 (3H, Tn, J=7.35, S- CH,CH3); 3.27 | 490 (2H, n,
c) c) J=2.49) (2H, xBapreT, J=7.38, S-CH,CH3) J=2.48)

8 245 (3H, | 2.35 (3H, | 2.27 (1H, T, | 1.07 (3H, T, J=7.37, S-CH,CH,CH3); 1.80 | 492 (2H, n,
c) c) J=2.35) (2H, M, S-CH.CH,CHs); 3.25 (2H, T, | J=2.43)

J=7.23, S-CH,CH,CH3)
9 2.45 (3H, | 2.40 (3H, | 2.27 (IH, T, | 0.97 (3H, T, J=7.2, S-CH,CH,CH,CH3); | 491 (2H, n,
c) c) J=2.48) 1.45-1.54 (2H, ™, S-CH»>CH,CH,CHj); | J=2.49)
1.70-1.78 (2H, m, S-CH,CH,CH,CH3); 3.27
(2H, T, J=7.2, S-CH,CH,CH,CH3)

10 2.45 (3H, | 2.40 3H, | 2.28 (1H, T, | 3.93 (2H, &, J=7.02, S-CH,-CH=CH>»); 5.20 | 491 (2H, &,
c) c) J=2.43) (1H, n, J=10.12, S-CH»-CH=CH, (uuc-)), | J=2.44)

5.37 (1H, nmm, J=17.07, J=1.29, S-CH»-
CH=CH, (tpanc-)), 5.94-6.04 (1H, ™M, S-
CH,-CH=CH))

'H SIMP-cniekTpiiapvHy TaxJIM/IX ITyHU KypcaTaguky, OMpuKManapaa THopeH XalKaCHHUHT 5- Ba 6-
XoJatiapuia xoinamran Metun rypyxaapu (5-CHsz Ba 6-CH3z) moc xonga 2.40-2.45 m.y. Ba 2.35-2.40 m.y.
coxanapaa y4 npotoniu curiet (3H, ¢) xonuna Hamoén Oynaau. lllyHunraex, OupuKManapHUHT TepMHUHAT
anerwieH (Metun) npotoru (*N-CH,-C=CH) 2.27-2.28 m.y. napza 6Mp IPOTOHJIM TPUINIET KYPHHUIIKMIA Ba
ciuH-ciiH ~ Tabcupnamuit  kKoHcTantacn (CCTK) 2.35-2.49 I'm HM TamkWia 3Tamd, IPOIAPTHI
¢parmenTHHUHT MeTwieH Typyxu npotownapuiudr ((N-CH,-C=CH) kumésnii cwmkunm 4.90-4.92 m.y.
tamkmn Kwiaqd Ba CCTK 2.43-2.49 I'm ra tenr. UkkuH49M XojaTma - aaMamuHran S-ankmn — (7-9)
(parMeHTIApUHAHT aNKWI TypyXJIapura XOC JHI' MyXHM CHTHAJJIap — TEPMHHAN AIKWI TypyXJapu
CHEKTPHHUHT SHT Kywin coxamapuza (1.42 m.y., 1.07 m.y., 0.97 m.y.) yu mportonnu tpumier (3H, T)
LIaKJIMAArd cCUrHajuiapra sra, gakar 8-Oupukma crnekrpuga metuia rypyxu (S-CHsz) kydcuspok maiinonaa -
2.61 m.y. na yu nporonnu cunrieT (3H, ¢) curHamuau HamMo€H 3TaaM, rerepoarom (S) OwiiaH OOFJIaHTaH
METHJICH TYpyXJapH 3ca HucOataH Kydcus maiponnapzaa: 3.27 (2H, keaprer) (7), 3.25 (2H, tpumier) (8),
3.27 (2H, tpumuet) (9) KuUMEBMH CcWIDKMILIapra oSranuruHu kypamu3. lllyawmnrnmek, S-ammun- (10)
dbparmerTuaEHT TepMmuHan MeTwieH S-CH,-CH=CH, rypyxununar nuc- (5.20 m.y.) Ba tpanc- (5.37 m.y.)
XOJIaTaard MPOTOHJIAPUHHUHT aJloXpla KYpHHHMIIAarw Oup mpoTomnum ayoner (1H, @) Ba Oup mpoToHIn
nyonetnap nyoneru (1H, nn) curnamnapunu, onedun (S-CH,-CH=CH>) nporoHuHuHT 3ca - 5.94-6.04 m.y.
coxaaa oup mpotonau myibtuivieTuru (1H, m), 3.93 m.y. na metuiex (S-CH,-CH=CH,) rypyxura Terumuiu
MKKH MPOTOHIU ay0seT (2H, 1) cUrHanuHy aHUKJIAIIMMA3 MyMKUH:

2.8
2.45 1o (14, 7)
3H,

\ C) (2H n) H

3. 93 H 5.37 (1H, a, (tpanc-))

(2H Zl)
H 5.20 (1H, 1, (uue-))

5.94-6.04
(1H, m)

2. 40
(3H, ¢) 10

Ymly HaTmxamap CHHTE3 KWIMHTaH OMPUKMaJIapHUHT TY3WINIINHU TaCTUKIaNIu.
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XyJoca. 2-THOKCO-5,6-muMeTunTueHO[2,3-d|[mupuMuanH-4-OHHA ~ajdKWiI TajJoreHuyiap OwiiaH
anKmIad TETUIUU 2-alKUATHO-S5,6-1uMeTinTieHo| 2,3-d jnupumMuanH-4-0H XOcwiianapyu CHUHTE3 KIIUHJIU.
OnuHra" MoIJajlapHU MPOMApTrHiIOpOMuU OWJIaH Mponapriiiiail peakusuiapu onud Ocopwian. Hatmxkana
ankud (mpomapruia) (GparMeHTH cakjaraH Oupukmanap — 2-aJKui(aJiIni)THO-3-Tpomaprui-5,6-
auMeTHITHEeHO[ 2,3 -d Jmupumuana-4-oxnap (6-10) cuHTe3n aManra OMHMPUIAN Ba yIIOy Moamanap KeHHHTH
Moau(UKaNUsIap YIyH MYXUM CHHTOH OVIMO XU3MaT KWK MyMKUH. OJIMHTaH MOJIAJIAPHH TY3HIIUIIN
3aMoHaBHui pu3uk TaakukoT ycyuiapu (UK, IIMP, Macc) éprnaMuaa TacaUKIaHIH.
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. C. Optuxos, A. V. bepnues, U. A. Abayradypos, b. XK. Dnmypanos

CHHTE3 2-AJIKMJITHO-5,6-AUMETUWJIITUEHO(2,3-DIITMPUMU/IH-4-OHOB 1 X
IMTPOITAPTMJIMPOBAHUE

Pedepar. [lpeonocviiku npobdremsl. AKTyanpHOM MPOOJIEMON SBISCTCS OMPEICICHUE CTPYKTYPhI
IIPOAYKTOB IIOTEHIMAJIbHO AKTUBHBIX TETEPOLMKINYECKUX COEIMHEHUH, B YaCTHOCTH 2-THOKCO-5,6-
JUMETHITHEHO [2,3-d] mupuMuInH-4-0HOB, OTIpEIEICHUE CTPYKTYPhl COCAMHEHUH UX MTPOU3BOJHBIX C DJIEK-
TPOQUIEHBIMU U HYKJICO(UIBHBIMU pEareHTaMH, a TaK)Ke HalpaBJICHHBIN CHHTE3 MEPCIEKTHUBHBIX BEIIECTB
u co3nanne 3(P(HeKTUBHBIX OMOJOTMYECKH aKTHBHBIX IIPENapaToB Ha WX OCHOBE. B wacTHOCTH, momydyeHHe
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HOBBIX TPOU3BOJHBIX OUIMKIMYECKHX 2-THOKCO-5,6-TuMeTHIITHEHO [2,3-d] mupuMuInH-4-0HOB C WCITOJIb-
30BaHUEM COBPEMEHHBIX METOJIOB OPTaHUYECKOT'O CHHTE3a, OMPECIICHUS UX OMOJIOTHYSCKON aKTUBHOCTH U
MIPOBEJICHYSI HCCIICIOBAHUI 110 pa3pa00TKE MPEapaToB ¢ BHICOKOH (papMaKOIOTHYECKOW aKTUBHOCTHIO UME-
€T OYEeHb B)KHOE 3HAYCHUE.

Iens. CunTe3 2-aKMITHO-S5,0-TUMETIITUCHOTUPUMHUINH-4-0HOB M TIPOBEIICHUE PEAKITUH IIpo-
MaprUINPOBaHUs. AHAIU3 CTPYKTYPHI MOJIyYCHHBIX BEIIECTB COBPEMEHHBIMU (DPU3NUCCKHUMH METOJIaMU HC-
CIIETOBAHMS.

Memooonoeus. CHHTE3UPOBAHBI 2-aTKWITHO-3-TIPOTIAPTHII-5,6- TMME THITHEHOTTUPUMHTUH-4-0HBI.
CTpoeHHe CHHTE3UPOBAHHBIX BelecTB noaTsepxkaeHsl UK-, 'H-SIMP, Macc-ClieKTpalbHBIMU aHATM3aMHU.

Hayunas Hosusna. BriepBble OBUIM TIPOBENCHBI PEAKIMHM MPONAPTIIIMPOBAHUS 2-aKUITHO-S5,0-
JTVMETHIITHSHOTIPUMUINH-4-0HOB. OnpesienieHbl GakTophl, BIUSIONINE HA X0 PEAKITHH.

Tlonyuennvie dannvle. C BBICOKUMU BBIXOJaMH ObLTA CHHTE3UPOBAHBI 2-aIKHIITHO-3-ITPONapruii-5,6-
numetitueno [2,3-d] mupumuaun-4-on. UK-, 'H-SIMP, Macc-CrieKTphl MOTy4EHHbBIX BEIIECTB ObLIH TI1y6O-
KO TIPOaHaTU3NPOBAHBI U OKA3AJIMCh COOTBETCTBYIOIIMMU JJISi COOTBETCTBYIOIINX CTPYKTYP.

Kiawu4eBble ¢j10Ba: 2-THOKCO-5,0-TUMETHITHCHOTUPUMHIINH-4-0H, TIPOTAPTHII OpOMU, aJIKWII Ta-
JIOTEHU/IBI, TOHKOCJOWHas  xpomarorpapus, H'-SIMP crexrpockomus, 2-MeTHITHO-3-IPONaprui-3,6-
TUMeTHNTHEeHO[ 2,3 -d [mupuMu gnH-4-0H.

OcobenHocru:

- CHHTE€3UPOBAH 2-aJIKIMITUO-3-IIPONAPTUiI-S,6-TMMETUITUECHOMUPUMUTUH-4-0H;

- ompe/IeNieHbl (PAKTOPHI, BIUSIONINE HA BBIXO]] PEAKIIUH;

- u3yueHbl ¥ npoananusupoBanbl K-, [IMP- ciekTpsl.

L. S. Ortikov, A. U. Berdiev, I. A. Abdugafurov, B. Zh. Elmuradov

SYNTHESIS OF 2-ALKYLTHIO-5,6-DIMETHYLTHIENO [2,3-D] PYRIMIDINE-4-ONES AND
THEIR PROPARGYLATION

Abstract. Background. An important problems is the determination of the structure of the products
of potentially active heterocyclic compounds, in particular 2-thioxo-5,6-dimethylthieno [2,3-d] pyrimidin-4-
ones, the determination of the structure of the compounds of their derivatives with electrophilic and
nucleophilic reagents, and also directed synthesis of promising substances and the creation of effective
biologically active drugs based on them. In particular, the preparation of new derivatives of bicyclic 2-
thioxo-5,6-dimethylthieno [2,3-d] pyrimidin-4-ones using modern methods of organic synthesis, determining
their biological activity and conducting studies on the development of drugs with high pharmacological
activity has very important.

Purpose. Synthesis of 2-alkylthio-5,6-dimethylthienopyrimidin-4-on and the conduct of
propargylation reactions. Analysis of the structure of the obtained substances by modern physical research
methods.

Methodology. 2-alkylthio-3-propargyl-5,6-dimethylthienopyrimidin-4-on are synthesized. The
structure of the synthesized substances was confirmed by -IR, lH-NMR, -Mass spectral analyzes.

Originality. The propargylation of 2-alkylthio-5,6-dimethylthienopyrimidin-4-on was carried out for
the first time. The factors affecting the course of the reaction are determined.

Findings. In high yields, 2-alkylthio-3-propargyl-5,6-dimethylthieno [2,3-d] pyrimidin-4 were
synthesized. -he. IR, IH-NMR, Mass spectra of the obtained substances were deeply analyzed and turned out
to be appropriate for the corresponding structures.

Key words: 2-thioxo-5,6-dimethylthienopyrimidin-4-on, propargyl bromide, alkyl halides, thin layer
chromatography, H1-NMR spectroscopy, 2-methylthio-3-propargyl-5.6-dimethylthieno [2,3-d] pyrimidin-4-
one.

Highlights:

- 2-alkylthio-3-propargyl-5.6-dimethylthienopyrimidin-4-on is synthesized;

- identified factors affecting the yield of the reaction;

- IR, PMR spectra were studied and analyzed.
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