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YCOBEPUIEHCTBOBAHHUE CIIOCOBA NOJYYEHUSA
5,7-1IUXJIOPO-4,6- IMHUTPOBEH30®YPOKCAHA
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Tlpusedenvr pezynomamet cnocoba noayuenus 2,4,6-mpuxioponumpoden3ona- ucxooHo2o cuipbsi Oia cunmesa 5,7-
ouxnopo-4,6-ounumpobenzodyporcana. Ycemanosneno enusnue KOHYeHMpayuu azomHoli KUCIOmbl HaA 8bIX00 U Kade-
cmeo 2,4,6-mpuxioponumpobenzona. Buisenensvl onmumanbHble Napamempbl.
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Results of a way of receiving 2,4,6- trichloronitrobenzene - initial raw materials for synthesis of 5,7-dichloro-4,6-
dinitrobenzofuroksana are given. Influence of concentration of nitric acid on an exit and quality of 2,4,6-
trikhloronitrobenzene is established. Optimum parameters are revealed.

B nwuTeparype moxasaHo, YTO psI IPOU3BOJ-
HBIX OeH30()ypoKcaHa 00JajnaroT OMOJOTMYEecKOH ak-
TUBHOCTBIO. M3BecTHa uX aHTI/l6aKTepI/IaﬂbHaﬂ U aHTHU-
rpuOKoBasi akTUBHOCTb. HekorTopble OeH30(ypOKCaHbI
3anaTeHTOBAaHbl KaK aJTUIMIbl U MHCEKTHUUABL Mme-
I0TCSI COOOLIEHUsI O MPUMEHEHNH OeH30()ypOKCaHOBBIX
COEIMHEHUI B Ka4eCTBE COCYIOpACUIMPSIONINX IIperia-
patoB [3,4,5]. OT0 maHHBIC TO3BOJISIOT pacCMaTPUBATh
UX KaK OJMH M3 IEPCIEeKTHBHBIX KJIACCOB COCAUHEHHH,
JUISL CHHTE3a OMOJIOTHYECKU aKTUBHBIX BEIIeCTB [6,7].

ABtopamu [1] ObIT MOJTydeH aKTUBHBIA CyO-
cTpar - 5,7-nuxinopo-4,6-nuHutpoben3odpypokcan. Bri-
COKasl PeaKIOHHAasl CIOCOOHOCTh AAHHOTO COSIUHEHUS
[2] B peakimy HYKIEO(DHILHOTO 3aMELICHHsI TT03BOJISIET
HaaesaThCA Ha ycnemm)li& CHHTE3 ILCJIOro psaaa HOBBIX
OMONIOTMYECKH ~ AKTHBHBIX  5,7-OM(pYHKIMOHAIBHBIX
MIPOM3BOHBIX 4,6-1TMHUTPOOEH30(ypOKCaHa.

Cunte3s  5,7-muxnopo-4,6-muHuTpobeH30(y-
pPOKCaHa OCYIIECTBISETCSA UCXOAs U3 2, 4, 6-TpUXIIOPO-
HUTPOOEH30J1a B TPH CTAHH:
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Jns  momydenust  4,6-AMHUTPO-S,7-TUXIIOP-
6enzodypokcana (1) OCHOBHBIM TPOIYKTOM SIBIISETCS
2,4,6-TpuxJI0poHUTPOOEH30a (5), TOITOMYy K HEMy
NPEABBISIOTCS 0COObIe TPEOOBAaHUS: OH JIOJDKEH OBITH
XUMHYECKH YUCTBHIM - 0e3 mpumeceid. Llempio paboTh
SIBIIICTCSI YCOBEPILICHCTBOBAHKE CIIOCO0A IMONYUYCHHS -
2,4,6-TpUXJIOPOHUTPOOCH30Ia - HMCXOTHOTO CHIPbS B
cuHTe3e S5,7-muxiopo-4,6-TuHITpoOeH30(hypOoKCcaHa.

B pabote HamMm OBLT pacCMOTPEH ITyTh CHHTE3a
2,4,6-tpuxnoporutpodensona (5) u3  2,4,6-Tpuxio-
poanunuHa (6) u 2,4,6-Tpuxiiopodbensona (8) mo cxeme:
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IlepBoIil myTh cuHTE3a 2,4,6-TPUXIOPOHUTPO-
OcH30/1a COCTOMT W3 CTaiuM OKHCIeHus 2,4,6-Tpu-
XJOpaHWIuHa 10  2,4,6-TpUXJIOPHUTPO300EH30da C
JNANTbHEUIIUM €ro OKucieHuem 1o 2,4,6-TpUuxJIOpOHU-
TpoOEH30I1a TI0 CXeMe:
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Oxkucnenue a0 2,4,6-TpUXJIOPHUTPO300CH30IIA
u3 2,4,6-tpuxnopoanunuda nposogwin  30%-Hoil me-
PEKHCBIO BOIOPONa, IpH Temmepatype 35-40°C B Teue-
nue 10 uacoB. Beixox 2,4,6-TpuxiopHUTPO300€H3011a
coctaBmn 89%, Ty, 137-140°C; VK-cniextp, cM™: 1640
(6em3ompHOEe  KOJBIO),  730(C-Cl), 1568(-N=0),
640(Cypen-H);  Ha xpomarorpamme 2 nmka: HPOTYKT
peakuuu — 2,4,6-TpUXIOPOHUTPO300EH30T U UCXOTHOE
CrIpbe - 2,4,6-TpuxnopoanniuH. [1o smemeHTHOMY aHa-
nuzy Haitneno: C=34,67%, H=0,5 %, N=0,8%. Ananuz
JICK moxkazan T,,=136,94-139,25°C, Bepumua mnuka
UMEeeT «pa3MbITHIi» Xapakrep; yoburtb mMaccel mo TT'A
cocraBun 18,03% mpu 91,01°C no mpuumne pasnose-
HUS IpuMecH — 2,4,6-TpUXJIOpOaHUIIHNHA.



s ourctku 2,4,6-TpUXIOPOHUTPO300CH30I1a
OpUTa TMpOBeAEHA ABOHHAS KPUCTAJUIM3AIUS COEIHMHe-
Hus. B kauectBe pactBoputens 6pur npumenen MIIC.
ITocne ounctku T,; cocTaBmia 141-142°C, UK-cnextp,
em™: 1635(6ensomnbHoe KombIo), 732,74(C-Cl), 1570(-
N=0), 640(C,per-H); Ha xpomarorpamme 1 muk. ITo
3JIeMEeHTHOMY aHanu3y HaijeHo: C=34,2%, H=0,94%,
N=0,48%. Amamuz JCK (TTA,JTA) mnoxka3zan
Tm:140,96—141,970C, ocTpasl BEpIINHA IHKA;, YOBLIb
macchl ipu 91,99°C Ha 7,15%.

Hamnee 2,4,6-TpUXIOPOHUTPO30O0EH30JI OKHCIIH-
110 2,4,6-TpUXJIOPOHUTPOOESH30J1a a30THOM KHUCIOTOM
(94%) npu Temmeparype 60-65"C B TeueHue 2 4acos.
ITonyunnu nNpoayKT KOpUUHEBOIo LiBeTa. Boixon cocra-
1 85%. T, TXHB=67-69C; UK-cnextp, em’:
1640(6en3onpHOE K0Ib110), 730(C-Cl), 660,53(C,pen-H),
1538(NO,); Ha xpomaTorpaMme 2 1HKa, YTO CBHIETEIb-
CTBYET O HaIM4ue npuMecH. [1o aJieMeHTHOMY aHaIu3y
Berancieno: C=31,78%, H=0,88%, N=6,18%; Haiige-
vo: C=31,69%, H=0,65%, N=6,17%. Amnamuz JITA
yKazan Ha THH:67,4-70,34°C (ocTpas BepmMHA MMHKAa),
npu 124,83°C-som Harpepanmn HaGmonaercs 52,82%-
Has yOBUIH MacChl. TO TOBOPHUT O TEPMHUYECKOU HEyc-
torunBocty TXHB.

Takum obpazom 2,4,6-TpUXIOPOHUTPOOESH30T
u3 2,4,6-TpUXJIOPOAHMIMHA TIOYYaeTCsl ¢ MOOOYHBIMH
MIPOAYKTaMHU.

Bropoii nyTh cHHTE3a 3aKJII0YAeTCs B IOJIyde-
HUH 2,4,6-TpUXJIOpOHUTPOOEH301a U3 2,4,6-TpUXJIOpO-
OeH301a 1o cxeMe:
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Cl Cl a cl
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2,4,6-TpuxiopoOeH307T HUTPOBAITH B KOHIICH-
TPUPOBAHHOW A30THOW KHCIOTE TpH Temmeparype 60-
65°C, B Teuenne 30 muHyT. [TOMyYnIId pacCHITIATHIH
MOPOILIOK Oeno-KpeMoBoro 1sera. VccnenoBanue moy-
YEeHHOTO MPOAYKTA MoKa3ayio, 9To oOpa3oBaHHe M0O0Y-
HBIX MPOAYKTOB He HaOoaaeTcs. B kauecTBe npumecu
meronoM TCX ObLT MAEHTU(GUINPOBAH HEJOHUTPOBAH-
HBIA HCXOIHBIN 2,4,6-Tpuxiopoben3on. Bwixox 2,4,6-
TPUXJIOPOHUTPOOCH30JIa cocTaBui 56%. Tm=73-75°C;
UK-criektp, cm': 1620 (GeH30mbHOE — KOINbIO),
729,44(C-Cl), 630(Cypen-H), XxapakTepHbIM sBISETCS
MOSIBJICHUE TIMKA HUTPOTPYIIIBI, KOTOPHIH OTCYTCTBYET
B UK-criektpe 2,4,6-tpuxiopobensona - 1531(NO,); Ha
XpoMaTorpaMmme 2 1HKa, OJJMH U3 KOTOPBIX ONPEIeITUIN
KaK HEIOHHUTPOBaHHEIN 2.,4,6-Tpuxiopoden3on. I[lo
3JIEMEHTHOMY  aHanu3y  Bbramcieno:  C=31,78%,
H=0,88%, N=6,18%; mnaiineno: C=31,78%, H=1%,
N=6,13%. Amnammz JCK-TTA— T,,=73,03-75,93°C,
«pa3sMbITas» BEpIIMHA NMHKA, YOBUIL MAcChl COCTaBHJIA
48,48% nipn Harpesanun B 128,82°C.

[Mocme onTHUMHU3AIUM pEaKIH HUTPOBAHUS
ObUT oNyueH 2,4,6-TpuxiopoHuTpoderson: T, = 69,5-
70,5°C; UK-cnektp, em: 1635 (OeH301pHOE KOJIBIIO),
733,71(C-Cl), 640(C,per-H), 1530(NO,); HAa xpomaro-
rpamme 1 k. Berxox 91%. DimeMeHTHBIN aHATU3 TIOKA-
3an cogepxkanne C=31,77%, H=0,89%, N=6,2%. AHa-
m3 JICK-TT'A  BbisBUII Tnn=69,81-69,960C, octpas
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BepIIMHA THKa, yOetb Maccel Ha 48,17%
128,53°C-HoM HArpeBaHHH.

Takum 00pa3oMm, cpaBHHMBasi 2 IyTH CHUHTE3a
2,4,6-TpUXJIOPOHUTPOOEH30JIa C UCIIOIB30BaHHUE B Kaye-
CTBE HCXOAHOTO TMpoaykTa 2,4,6-TpUXJIOpOaHMINHA
BeZIeT K 00pa3oBaHUIO NMpHUMecel U MTOOOYHBIX IPOAYK-
TOB B Xo/i¢ peakuuii. JlaHHBIE MOOOYHBIE MPOAYKTHI U
MIpUMeCH HEen30eKHO MPUBOAAT K N3MEHEHHIO CBOWCTB
1 K HA3KOMY BBIXOZY KOHEYHOTO IIEJIEBOTO IMPOTYKTa-
5,7-muxnopo-4,6-mnHATPOOCH30(ypOKCaHa, HYero He
HAOIOAAaeTCs TIPH UCTIONB30BaHuA 2,4,6-TpUXIOPOOEH-
30J1a - KaK UCXOAHOTO coeanHeHusi. Kpome Toro cuntes
5,7-nuxnopo-4,6-nuautpodeHsopypokcana u3  2,4,6-
TpUXJIOpOoOEH30Ia Ha OJJHY CTaJMI0 KOpPOYEe, 4YTO TOXKE
SIBJISIETCSI HEMAJIOBAXXKHBIM B XHMHUYECKOM IMPOMBIIJICH-
HOCTH.

npu

SkcnepuMeHTanbHasa YacTb
CwuHTes 2,4,6-TpuxnopoHMTpo3obeH3ona

B peaknmoHHyI0 KOJIOY, CHA0KEHHYIO MEIIai-
KOH, TEPMOMETPOM M OOPATHBIM XOJOIMIEHUKOM, IIO-
cienoBatenbHO npumBany 100 MiI YKCYCHOM KHCIIOTHI,
30 mu 30%-HOi epeKknucH BOAOPOAa, 5 MII CEpHON KH-
CJIOTHI IIpU TEMIIepaType 20°C. 3atem npuceinanu 10 r
(0,05M) TXA. PeakiimoHHYI0 Maccy IpH IepeMelInBa-
HUW HarpeBaju J0 35-40°C n IIpU ATOI TeMIiepaType
BblAEpKUBaIK B TeueHuu 10 yacoB. BrimaBmmii ocagok
OT(MIBTPOBEIBAIN U IPOMBIBAIIU BOJIOM.

CwuHTes 2,4,6-TpmxnopoHnTpobeH3ona

B peakiponHyo Koyi0y ¢ OOpaTHBIM XOJIO-
JUJIBHUKOM, MEIIaJIKOH U TEPMOMETPOM 3aIMBAIN 7 MII
KOHLIEHTPHPOBAHHYIO0 a30THYIO0 Kuciory (94%), mpu
OXJIOKICHUM W MEepeMElMBaHUM po0aBmsmi 7 T
(0,03M) TpHUXIIOPHUTPO300EH30JIAa C TaKOH CKOPOCTHIO,
uTOGBI Temmeparypa He mnpesbimana 25-30°C. Iocie
OKOHYaHMS JO3UPOBKHM TEMIIEPATypy pEaKIMOHHOH
Macesl mogarMaii 10 60-70°C u mpu 1ol TeMmeparTy-
pe Belaep)kuBany 2 yaca. [IpoayKT peakiuy BBIACISIIH
BBIC2)KMBAHHWEM B BOMy. BBIMaBIIniA 0CagoK OTHHILT-
POBBIBAJIA U IIPOMBIBAJIA BOAOM A0 HEUTPAIbHOU peax-
LHH.

CwuHTes 2,4,6-TpmxnopoHnTpobeH3ona
n3 2,4,6-TpuxnopobeHsona

B peakumonHyto konOy 3anuBain 8§ MJ KOH-
LIEHTPUPOBAHHON a30THOM KHUCJIOTHI, IPU OXJIAXKIACHUU
U TIepeMEIIUBaHIK JO0aBILIH ST 2,4,6-TpUXIOPOOCH-
3os1a (0,03M). ITocne okoH4YaHUM TO3UPOBKH TEMIIEpa-
TYpy PeaKkMOHHON Macchl mojHuMamu a0 60-65°C u
npu 3TOM Temneparype BbiaepxkuBaid 30 munyT. Ilpo-
JOYKT PEaKkIyH BBIACISIIN BBICA)KUBAEM B TOJYEHBII JIe.
BemmaBmmii ocagok OTGMIBTPOBBIBAIN M IPOMBIBAIIH
Bomoil. Ilomyumnm paccelmyatslii TOPOIIOK — 6ero-
KpPEMOBOTO I[BETA.

HUK-ciektper  peructpupoBanu  Ha  MK-
cnextpomerpe UR-20 (I'epmanust) B unrteppaie 400 —
4000 cv™' ipu KoMHaTHO# TemmepaType. Kpucrammmuye-
CKHe 00pasIipl UCCIEJOBAINCH B BHIE TAOJIETKH C TO-
pomikom KBr. XXKunkoctHyto xpomatorpaduio mposo-
JMJIM Ha XpoMartorpage ¢ HacOCOM BBICOKOT'O JaBJICHUS
High pressure pump 5001 (HPP 5001) (Yexwus). Pabo-
yee IaBlieHHE Hacoca coctaBmio 8,5 MIla, remmnepaty-



pa tepmocrara +20°C, ynpTpahHONETOBbI IETEKTOp B
254 HM JUIMHBI BOJIHBI, THN KOJIOHKH — cenapoH GXC,
7MKM., HATIOJIHUTEJIb — CHUJIMKArelib; MOIBMKHAs (a3a —
UIIC. JIns 31eMEHTHOrO aHAJIM3a MPUMEHSIICS pUOop
aneMeHTHBIH aHanmu3atop EuroVector EA3000 (Mra-
nust). Temneparypa cxuranns 1100°C, ras-Hocurens —
remuii. Ananmus JICK (TT'A-JITA) npoBoawnu Ha cuc-
teme Ttepmuueckoro aHamuza METTLER TOLEDO
(ILIBeitriapust) B mHTEpBase Temmeparyp ot 25 o 150°C
B aTMocdepe BO3IyXa, CKOPOCTh IMPOTEKABIIETO BO3MIY-
xa gepe3 npubop coctaBua 15 cm’/mun. CKOPOCTH Ha-
rpesa — 10°/mum. Temmeparypy miIaBIE€HUS IPOILYKTOB
peaknuii OTMEPSIIN Ha CEPHOKHUCIOTHOM OJtoke. [TosHo-
Ty MNPOTCKAHHS PEAKIUl KOHTPOJIHPOBAIH METOIOM

TCX na mnactunkax Sorbfil (Poccus) B cpeme rekca-
xjopodopm (8:2).
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