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Cratbs OCBSIIEHA UCCIICIOBAHNIO 3aKOHOMEPHOCTEH MomydeHus (G (HeKTHBHOTO YCKOPUTENS BYIKAaHU3AIUH
cynbhenamuza 11 ¢ ucnonp3oBaHHeM MEPOKCH/IA BOAOPOJA. B KauecTBe OKMCIISIOIIETO arcHTa B HPoLecce MOmy-
YeHHs1 CyJIb(eHaMUI0B Yallle APYrUX HCIOJIb3YIOT TUIIOXIOpUT HaTpus. [Iporecc conpoBoxkaaeTcst oOpa3oBaHuEM
GOJIBIIOr0 KOIMYECTBA CTOYHBIX BOJ C BBICOKHM COJEpKaHHEM XJIOPUIOB H Inenodeil. [IpenMymmecTBoM npumeHe-
HHS IIEPOKCHA BOIOPOJA SBISACTCS CHIDKCHHUE COACPIKAHUS HEXKEIATCIbHBIX HEOPraHUYECKUX MpUMECceii B CTOU-
HBIX BOZIaX U BBICOKOE KaueCTBO LIEIEBOIO MPOAYKTA. bbUIN HcclieJoBaHbl pa3iIuyHble (aKTOPbI, BIUSIOIINE HA BbI-
XOZ ¥ Ka4eCTBO momydaemoro cynbdenHamuna 1. K rakum daxropam OTHOCSTCS MOIBHOE COOTHOIICHHE HCXOMHBIX
peareHToB (2—MepKanToOeH3THa30J1a ¥ IMKIOTeKCUIIaMUHA), TEeMIIepaTypa CHHTE3a, KOHLEHTPALMs MEPOKCHIa
Bozopoza. Ilo pesynbraram 1a00paTOPHBIX 3KCIHEPHMEHTOB OBLIM YCTAHOBJICHBI 3aKOHOMEPHOCTH, MO3BOJISIOIINE
TIOBBICUTD CENIEKTHBHOCTH IIPOIIECca U MOIydaTh IIeICBOU MIPOLYKT C BHICOKUM COAEP KaHHEM OCHOBHOT'O BEIECTBA
1 BBICOKHM TCXHOJIOTHYECKHUM BBIXOJIOM.

KuroueBrble ciioBa: cyabpenamun L, N-uukiaorekcnia-2—6eH3Tua3oamicyiibpenamu, 2—MepKanTodeH3THA301,
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DEVELOPING OF N-CYCLOHEXYL-2-BENZTHIAZOLYL SULFONAMIDE

PREPARATION METHOD BY USING HYDROGEN PEROXIDE
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e-mail: ivankin63@mail.ru

The article is devoted to the research of the regularities of obtaining an effective vulcanizing accelerator of
N-cyclohexyl-2—benzthiazolyl sulfonamide using hydrogen peroxide. Sodium hypochlorite is used most often as
an oxidation agent in the process of obtaining sulfonamids. The process is accompanied by the formation of a large
amount of wastewater with a high content of chlorides and alkalis. The advantage of using hydrogen peroxide is
the impoverishment of undesirable inorganic impurities in wastewater and the high quality of the desired reaction
product. Various factors that influence efficiency and property of N-cyclohexyl-2—benzthiazolyl sulfonamidewer
e researched. Such factors include the molecular ratio of initial reagents the fusion temperature, the concentration
of hydrogen peroxide. The regularities that let increase selectivity of the process and obtain the desired reaction
product with a high content of parent substance and a high process yield was determined based on the research

findings.

Keywords: N-cyclohexyl-2—-benzthiazolyl sulfonamide, 2-mercaptobenzothiazole, cyclohexylamine, hydrogen peroxide,
vulcanizing accelerator, 2,2’-dithio(bis)benzothiazole

Cpeny MHOTOYHMCIICHHBIX KJIACCOB ITOJIHU-
(hyHKIIMOHAITBHBIX OPTAaHUYECKUX COSTMHEHUN
WHTEPEeC NPEACTABISIOT IPOU3BOIHEIE CYIb(de-
HOBBIX KHCJIOT U 0OCOOEHHO UX aMHJIbl. DTO 00-
YCIIOBJICHO, MPEXKIE BCETO, X YHUKAIbHBIMU
CBOWCTBaMH, KOTOpBIC IMO3BOJISIIOT HCIIOJIb30-
Barh Ccy/lb(eHaMHu/Ibl B Ka4ecTBE IPPEKTUBHBIX
YCKOpHTENeH ByJIKaHM3AllNH, a TAK)KE HEOKpa-
[IMBAIOIINXCS aHTHO30HAHTOB, (DYHTHITHIOB
1 OAKTEePHUIIHIIOB.

N-IHKIOTeKCHI-2—0€H3THA30IUIICYITh-
¢denamuyg (cynspenamug L, CAILl) mmpoxo
MPUMEHSIIOT B KaueCTBE YCKOPHUTENIEH ByJIKa-
HU3AlMM B IIMHHOW M PE3UHO-TEXHUYECKOU
npombiuieHHOoCTH. CALl 00BIMHO TOMyYaroT
[0 PEaKIWH OKUCIWUTEIHHON KOHICHCAINH 2—
Mepkantoden3truasona (2-MbT) u muKIoreKcH-
namuHa (LII'A). PacTBOpHTEIEM MOXKET CITY)KUTh
M30BITOK MCXOJIHOTO aMHHA. B kauecTBe OKHC-
JSIIOLIETO areHra dvaile APYTUX HCIONb3YIoT
TUNOXJIOPUT HaTpust. OCHOBHBIM HEAOCTATKOM

TEXHOJIOTUYECKHUX TPOIECCOB C MPUMEHEHUEM
YKa3aHHOTO OKUCITUTEJIS SIBISETCS 00pa3oBaHUE
O0JIbIIIMX 00BEMOB CTOYHBIX BOJI C BEICOKHM CO-
JepKaHUEeM MUHEpaIbHBIX coneit [1].

B cBA3M ¢ N30KEHHBIM, a TAKXKe C y4eTOM
[IOCTOSTHHOTO POCTa MHUPOBOTO IPOM3BOJICTBA
CyIb(pEHaAMUIOB, 0COOYI0 aKTyallbHOCTh MpPHU-
o0OpeTaeT M3BICKaHNE HOBBIX ITOIXO/IOB K CHH-
Te3y aMHUJIOB CYITb(EHOBBIX KHUCIOT C MCIIONb-
30BaHUEM HYKOJIOTHUYECKU YNCTHIX OKUCITATENCH.
3aMeHa TUIOXJIOPUTA HATPUsI HAa TIEPOKCU BO-
J0poAia TMO3BOJISIET HMCKJIIOYUTH IPUCYTCTBUE
XJIOpUJa HaTpUs B PEakMOHHOM Macce, a Tak-
xe obecrieunBaeT nonyuenue CALL ¢ BBICOKUM
cofiepKaHHEM OCHOBHOTO BEIIIECTBA.

N3BecTHO, 4TO peakiusi OKUCIUTEIHLHOU
KOHJICHCAIIMH TIPOTEKAaeT IO CIOKHOMY Me-
XaHU3MY, COCTOAIMIEMY W3 OOJBIIOTO YHCIa
sJeMEHTapHbIX mnpespauienuit [2,3]. B ne-
JIOM OCHOBHAs peaKIHs MOXXET OBITh OIHuca-
Ha CXEMO:
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OnnospemenHo ¢ nonyyeaneM CAL moryT npotekats peakuus aumepusanun 2-MBT ¢ 06-
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Takxe B ycnoBusix npouecca uaet okucinenne 2-MBT no 1,3—6en3tnazon-2—cynbdoHoBoit

KHUCJIOTHI:

(0

[Iporexanue peaknuii (2) u (3) cHuxaer
CEJIEKTHBHOCTH IpoIiecca, YXyAlIaeT Ka4yecTBO
Y CHW)KAET TEXHOJIOTMYECKHH BBIXO]] IIETIEBOTO
IPOJYKTA.

dakropamu, BIUSIONMMHA Ha MPOTEKAHUE
OCHOBHOW M TTOOOYHBIX PEAKIINH, SBIISIOTCS
MOJTFHOE COOTHOIIICHHE MCXOIHBIX PEeareHTOB
(2-MBT u LII'A), Temneparypa cuHTE3a, KOIIU-
YeCTBO BO/IbI B PEAKIIMOHHON Macce M HEKOTO-
peie npyrue [4,5,6].

C nenbl0 YCTAaHOBIIGHUS BIMAHUSA pas3-
JWYHBIX (AKTOPOB HA KaYE€CTBO M BBIXOJ| MO-
mygaemoro CALl B maGoparopum OBLIH TIPO-
BEJICHbl €ro CHUHTE3bl oOKuciaeHuem 2-MBT
n HI'A mepoxcumom Bomopona. Heobxommmo
OBUIO OMNpENeNUTh TE YCIOBHS IIPOBEICHUS
peaKyy MpH KOTOPBIX COKPALIAETCs AOJIS MMO-
0ounbix peakuuii (2) u (3). Peakuus (2), nuny-
mas ¢ oOpa3oBaHueM au-(2—OEH3THA30JINII)-
mcynbduaa, BeAeT K CHIKEHHIO KadecTBa
nesieBoro npojaykra. CoxepaHue 3TOW MpH-
MECH perTaMEeHTHPYETCS B TEXHHYECKOH [0-
KyMEHTAallMd ¥ HEe JIOJDKHO TpeBbimarh 2 %.
B peaknuu (3) obpasyercs 1,3—0en3ruazon-2—
Cynb(OHOBaAsE KHCIOTa, KOTOpasi XOPOUIO pac-
TBOpSIETCSL B BOJIE M HE 3arps3HSACT IENeBON
OPOJYKT, HO TPH 3TOM HAYT O€3BO3BpATHHIC
norepu ucxoanoro 2-MBT.

3KCHepI/IMeHTaJII>HaH qacThb

B Tpexropmerii  peaktop o0bemom 250
MJI, CHaOXEHHBI TEPMOMETPOM, OOpaTHBIM
XOJIOMWJIBHUKOM, MELIAJIKOW, YCTPONCTBOM
JUTS TIpUa9y IEPEeKUCH BOJIOPOJIa, 3arpysKaroT
pacuetHoe konmumuecTBO LII'A. Bximrowgaror me-
IAJIKy ¥ HEOOJIBIIMMHU TOPIHUAMHA 3arpy’KaloT

N

C-S—0—H (3)
S

0

pacuetHoe konuuectBo 2—-MBT. Maccy mepe-
MEIIMBAIOT JI0 MOJHOro pactBopeHus 2—MBbBT,
pU HEOOXOAMMOCTH TIOIOTPEBasi €e 10 TeM-
neparypsl 60—70°C.3areM MOMYyYCHHYIO IIH-
KJIOTeKCHJIAMUHHYIO coib 2—MbBT oxmaxkmaror
o Temmeparypbl 20-25°C u ipu miepeMenIn-
BAHUU JIO3UPYIOT PACTBOP IMEPOKCHIA BOO-
pona. CKopoCTh mpUaayu MEPOKCUIA BOAOPOIA
PETYIHPYIOT B 3aBHCUMOCTH OT TEMIIEpaTypbl
peakuuoHHOM Macchl. CycrieH3Hio CyhbdeHa-
MU (QUIIBTPYIOT, MPOMBIBAIOT BOIOW M CyIIaT
710 TTIOCTOsTHHOM Maccwl pu 60°C. AHanu3 roto-
BOTO MPOAYKTA MMPOBOJAT B COOTBETCTBUH C TPE-
6oBarmsamu TY 113-00-05761637-02-95.

O0cyxneHue pe3yJbTaTOB

st onpeneneHusl ONTUMATIBHBIX YCIOBHUI
rpoiiecca ObUIO U3YyUCHO BIUSHUE CICTYIOIINX
(bakTopoB Ha BeIxon U KadecTBO CAILL:

— momnbHOE cooTHomeHue 2—MBT u LI'A;

— KOHIICHTpAIHs TEPOKCHIA BOIOPOIA;

— TeMIieparypa OKHUCICHHUS.

1. BausHue  MOJBHOTO
2-MBT u UT'A na Beixon CALL

B 1abopaTopHBIX YCIOBUSX MpPOJICIaHbI
cuate3bl CAIl ¢ MOJBHBIM COOTHOIIICHHUEM
2MBT:LI'A paBnoe 1:1,2, 1:2, 1:4, 1:6. beuio
YCTaHOBJICHO, YTO OINTHMAaJbHOE COOTHOIIIC-
are 2MbBT:1{I'A=1:4. ITpu sToM HaOMIOMACTCS
HauOONBIINI BBIXOJ] IIETIEBOTO TPOTYKTa, KO-
Topelid coctaBigeT 80%. DTO CBSI3aHO C TeM,
YTO MNPU CHIKCHUU MOJBHOTO COOTHOLICHUS
mo 1:1,2; 1:2 Bo-mepBBIX, BO3pacTaeT IO
MOOOYHBIX PEAKIM BEIyMHUX K CHUKCHHUIO
BBIXO/Ia, BO-BTOPBIX, ITUKIOTEKCUJIAMUHHAS
comb 2-MBT He MOTHOCTBIO pPacTBOPSETCS

COOTHOIICHUA
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MPU COOTHOIIEHUSAX MEHBIINX 4yeM 1:4, 9To
TaK XK€ BEJET K YBEJIMYCHUIO JIOJU TOOOYHOMN
peakuuu, uayuied ¢ oOpasoBaHueM gu-(2—
OCH3THA30III )-TUCYIhhUIA.

2. BnusHue KOHUEHTPAIMH MTEPOKCHUIa BO-
nopona Ha Beixoq CAILL

B maGoparopuu mnpoBenu CUHTE3BI C KOH-
LeHTpanueil nepokcuaa sogopona 8%, 13 %,
34%. bbUIO yCTaHOBIEHO, YTO MAKCUMAJIbHBII
Bbixox CALL (80%)0b11 TOCTUTHYT TIpU KOH-
[IEHTpaIUU pacTBopa okucautTesst 13 %.

Cumxenne Beixona CALl 1o 58 % mpu nc-
TOJTE30BaHHUH TTEPOKCHIA BOIOPOJIAa C KOHIICH-
Tpauueil 34 % CBsI3aHO C YBEIUYECHHUEM [OJIU
MOOOYHBIX pEeaKIMid, HAYHMX ¢ 00pa3oBa-
HueMm 1,3—0eH3Tnazon-2—Ccynb(hoHOBOM KHC-
JNOTBI U JU-(2—0€H3THA30IIMI )-AUCYIbPUIA.
1,3—0en3THa3051-2—Cynb(pOoHOBAS KHCJIOTa
XOPOIIIO PAacTBOPSIETCS B BOJAE M OTACIACTCS
or CAILl nipu GuIBTpalii U MPOMBIBKE, ITH-
(2—6en3THazoMMIT)-TUCYTb(UT IPA ITOM OCTa-
ercs B ocanke u cHmkaet kadectBo CALL. Co-
nepxkanue Ju-(2—OeH3THA30IIII)-TUCYITb(OUT
B KOHEYHOM TMPOJYKTE NPU KOHIEHTPAIUU
nepokcuna Bogopona 34% cocrasmsier 4 %,
a ipu koHIeHTpammu 13 % — 0,7 %.

3. Temneparypa OKHUCICHHS

IIpoBenennrie cuuTe3sl CALL B mHTEpBae
temreparyp 15-450C mnokaszanu, 4TO ONTHU-

ManpHas Temneparypa 20-25°C, 1. K. Ipu 3ToM
HaOII0MaeTCss HAaUOOIBIINNA TEXHOIOTUUECKUM
BBIX0J], KOTOpBIH cocTaBisieT 80 %. [Ipu tem-
rieparype Oombiie 25°C BBIXOA CHIIKACTCS
no 67% T.K. yBeJIMUUBACTCS JONS MTOOOYHBIX
peaKiuii.

Takum o00pa3oM MO pe3yabTaTaM 3KC-
MePUMEHTOB OBLIO YCTAaHOBJICHO, 4YTO OIl-
TuMalibHoe cooTHomenue 2-MBT:II'A co-
craBisier 1:4, omTuManbHas KOHIECHTpPAIIH
nepokcuga Bomopoxa 13 %,remmeparypa
cuaTeza 20-25°C. B 3THUX YCIOBHUAX Ha-
OmrogaeTcss HauOONBIIMH TEXHOIOTHYECKUU
BbIXON, KOTOpbl coctaBngeT 80%. Conep-
xaHne CALl nmo pesynpTaTaM aHanu3a co-
craBiseT 98 %.
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