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1 OBIIASAA XAPAKTEPUCTHUKA PABOTbI

AKTYaJIbHOCTB TeMbL JIekapCcTBeHHBIH npenapat murpazenam (1,3-
JUTHIPO-7-HUTPO-5-(pennn-2H-1,4-6en301ua3enn-2-0H) SIBIISIETCA
NCUXOTPOIHBIM IIPENapaTroM, OKa3blBaeT YCIIOKAauWBalollee [elCTBHE Ha
LEHTPaIbHYI0 HEPBHYIO CHUCTEMY, OOJIaJlaeT CHOTBOPHBIM JICHCTBHEM,
BBI3BIBACT MBIIICYHYIO pEJIaKCalMio W 00jaJaeT HpOTUBOCYIOPOKHOM
aKTMBHOCTBIO. JleKapCTBEHHBIH Npemnapar HUTpaselaM HaXOIUTCS B CIIHCKE
YKU3HEHHO HEOOXOJNMBIX M BaXKHBIX JiekapcTBeHHBIX cpencts (PKHBJIC).

TexHomorns  TOJNydYeHHWs  HHUTpasenama, paspaboTaHHas  BO
BcecorozHOM ~ Hay4YHO-HMCCIIEIOBATENBCKOM  XHMHKO-(papMaIieBTHIECKOM
nHCTHTYyTE (T.MOCKBa), SBIISUIaCh BECbMa CIIOKHOW M JOPOTOCTOSIMIEH,
OCHOBBIBAJIaCh Ha MMIIOPTHOM CBIPbE, YTO HE I03BOJIUIO YBEIHYUTH OOBEMBI
MIPOM3BOACTBA.

AKTyalpHBIM SIBJISIETCSI BONPOC O pa3paboTke HOBOro crocoda
CHHTE3a HHTpa3ernama, KOTOPbIH IMO3BOJMWI Obl NMPOU3BOAMTH Npernapar B
HEOOXOJNMBIX KOJIMYECTBax, Jeias ero ropasao 0ojiee IOCTYNHBIM, a TaKkKe
OCHOBBIBAJICSl HA OTEYECTBEHHOH CHIPHEBOI Oa3e.

Takum 00pazoM, OONBIION NPaKTUYECKUA M HAay4YHBIH HHTEpec
MIPEACTABISET IIOMCK BO3MOXHBIX 3((PEKTUBHBIX IyTEH CHHTE3a HUTpa3enama,
TIPEACTABISIONINX HHTEPEC U BHEAPEHHS B IPOM3BOACTBE.

Ilesib10 pa0OTHI SIBJIASETCH:

— TIOMCK palUOHAIBHBIX CIIOCOOOB CHHTE3a HHUTpa3enama,
9KCIIEPUMEHTAIIbHBIE MCCIEAO0BAHUS XMMHUECKUX MPOLIECCOB IJIsI Pa3pabOTKU
Hanboee ONTUMATIBHBIX METOI0B MOTy4eHHs IPOIYKTa;

— pa3paboTKka HAay4YHBIX OCHOB U OTpabOTKa paIOHAILHOIO
crioco0a 1oJry4eHus HUTpa3ernama Ha MHJI0THOH yCTaHOBKe.

Hayunasi HOBH3HA:

— pa3paboTaH panMOHAIBHBIA CHOCOO M YCTAHOBJIEHBI YCIIOBHS
oOpa3oBaHMs 2-aMHHO-5-HHTPOOCH30()CHOHA aMHUHHPOBAaHHEM  2-XJIOp-5-
HUTPOOEH30()eHOHa aMMHAaKOM B MHOTOATOMHBIX CITUPTaXx;

— pa3paboTaH palMoOHANBHBIA CIOCO0 M YCIOBHS CHHTE3a
HUTpazenama Ipyu aMAHUPOBAHUH 2-(2-XJIOpaIleTaMuIO )-5-HUTPoOeH30(heHOHA
YPOTPOIIMHOM, YCTAHOBJICH MEXaHN3M PEAKLIUH;

— YCTaHOBJICHBI YCIIOBUSI 00pa30BaHMsl OCH301Ma3EIMHOBOTO MK
MpU  B3aUMOJCHCTBUHM  2-XJIOP-5-HUTPOOEH30)€HOHA C OTHICHANAMHHOM,
000CHOBaHO BIMSHHE PACTBOPHUTEINS Ha BBIXOJ LIEJIEBOTO MPOIYKTa;

— H3y4YeHBl YCIOBHSA NPOBENEHHUs TMpolecca OKHciaeHus  2,3-
TUTrUAPO-7-HUTPO-S-heHmi- 1 H-1,4-0en3onuazenuna 10 1,3-quruapo-7-HUTpo-
5-¢pennn-2H-1,4-0eH301Ma3enun-2-oHa. BrrsiBreHsl 3aKOHOMEPHOCTH
CEJIEKTUBHOT'O OKHMCIICHUSI 110 2 TIOJIOKeHNI0 O€H301Ma3eMHOBOTO IHKJIA.

IIpakTHyeckoe 3Ha4YeHUEe PadOThl.

Pa3paboTaHHBIE METOABI CHHTE3a HHTpa3elmaMa JErTd B OCHOBY
OTIBITHO-TTPOMBIIIIJIEHHOTO TIPOM3BO/ICTBA HUTpa3emnaMa Ha buiickoM oireyMHOM
3aBOJIE.

Pa3pabotan cocod 04YMCTKH HUTpa3enama, O3BOJISIFOIIU [T0JyJYaTh
MIPOYKT BBICOKOTO Ka4eCTBa COOTBETCTBYIOIINI HE TONMbKO TpedoBanusiM OC
42-2137-98, Ho n mexxayHapoansM apmcratesim (BR, USP, PH EUR).

VYcTaHOBNIEHBI YCIIOBUSI CHHTE3a HHUTpasernama, I03BOJISIOLIHE
MOJIy4aTh MPOAYKT BBICOKOTO KauecTBa, COOTBETCTBYIOIIMHA JEWCTBYIOLIEH
HOPMAaTHBHOW IOKYMEHTalNH.

B Hacrosimee Bpems AEHCTBYIOLIEE IPOU3BOJCTBO IO3BOJISET
obecrieunTs MOTPEOHOCTh HUTpasemama B Poccuu, mpu 3TOM CTOMMOCTH
mpoaykTa cHrkeHa B 10 pas.

Ha 3amuTy BHIHOCATCS CJIEAVIONIHE MOJI0KEeHUsT:

— YCTaHOBJIEHHE B3aMMOCBSI3M IapaMETPOB IPOBEAEHHS IIpolecca
MOJYUYCHUA UCXOJHBIX MPOAYKTOB IIPU CUHTE3€ HUTPA3CIIaMa,

— MCETOAbl MOJYYCHHUS HHUTpascramMa Ipu B33HMO)1€I7[CTBI/IH 2-
aAMHHO-5-HUTPOOCH30()EHOHA C  XJIOPAUETHIXJIOPUIOM C  IOCIEAYIOIINM
aAMHHHPOBAaHUEM YPOTPOIIMHOM;

— CI0CO0 MOTyYeHUsT HUTpa3enama Ipy B3auMOJICHCTBIH 2-XJI0p-5-
HUTPOOEH30()eHOHA C OSTHICHAWAMHHOM C TOCIEAYIOIIUM OKHCICHUEM
METHJIEHOBOW TPYHITEI BO 2-OM TTOJIOKEHUH OEH30IMa3eTMHOBOTO LIHKIIA;

— pe3yIbTaThl W3Yy4YECHUs! BIMAHHUS PACTBOPUTENS HA XOJ PEAKLUH
KOHJIEHCAINH 2-XJI0PS-HUTPOOEeH30(DeHOHA C ATUIICHIUAMUHOM;

— pEe3ynbTaThl HCCIEAOBAHUS TPUYUH CENEKTHBHOTO OKHCIICHUS
METHJICHOBOM I'PYIIIIBI BO 2 TI0JIOKEHUH OCH30/IMa3eTMHOBOIO LIUKIIA;

— otpabotka 3ddekTuBHOrO0 Ccriocoba CHUHTE3a HHUTpa3emaMa Ha
IIWIOTHOM YCTaHOBKE.

Anpo0anust paGoThl.

PesynbraTsl paboTh! OBUIM NPEACTAaBICHBI HA HAYYHO-NIPAKTHYECKOH
koHpepeHimn «Hayka W TEXHOJNOTMM: PEKOHCTPYKIHS W KOHBEPCHUS
TIPEIIPUATHI (bwmiick,1999), BcecorozHoit HAYYHO-TIPAKTHYECKON
koH(pepermn «CoBpeMeHHas XuMus. Teopus, MpakTuka, 3xojorus» (bapray,
2006).

Hy6ankanuu. OCHOBHBIE TOJOXEHUS AWCCEPTAlMH HW3JIO0XKEHBI B
IBYX CTaThsIX, B JBYX Te3HMcCax AOKJIAN0B HAa KOH(EPEHIMIX M 3aIlUIICHbI
TpeMsl TaTEHTaMH Ha U300pETeHHE.

O0beM u_cTpyKTYpa padorthl. Jluccepranus uznoxeHa Ha 132
CTpaHWIAX MAIIUHOIIMCHOTO TEKCTa M COCTOMT M3 BBEICHUs, 0030pa
JIUTEpaTypbl, 0OCYKAEHUS PE3yJIbTATOB, SKCIIEPUMEHTAIBHON YacTH, BBIBOJOB
u cnucka nurtupyemoit smrteparypsl (101 HammenoBanue). PabGora conmepxut
18 Tabmu, 23 pucyHka, 33 cXeMsl.




JlOCTOBEPHOCTb  Pe3yJbTATOB IOATBEPKIAACTCS IPUMEHEHUEM
COBPEMEHHBIX XUMHUYECKHX U (DPU3UKO-XUMHUYECKUX METOJIOB HCCIIEIOBaHMUS,
BBINOJIHEHHBIX HA COBPEMEHHOM 000pYI0OBaHUU.

2 KPATKOE COJEPKAHUE PABOTBI

Bo BBeieHNH 000CHOBaHA aKTYaIbHOCTh TEMBI AUCCEPTALIHH.

B nepBoii riaaBe mnpoBeleH JMTEpaTypHBI aHaNMU3 CIOcO0OB
MOMy4YeHWs  HUTpasernama. [loka3aHbl H3BECTHBIE  CIIOCOOBI  CHHTE3a
HUTpa3enama U3 pasInuHbIX HCXOAHBIX MPOIYKTOB.

Bropas riaBa mocBsmeHa pa3paboTke S(PQPEKTHBHBIX METOI0B
CHHTE3a HUTpa3enama.

B Tperneii riaBe mpuBeAeHBI PE3yNbTaThl OTPaOOTKM Hamboiee
s¢dexTrBHOTO Criocoba cHHTE3a HUTpa3enaMa Ha IMIOTHOH yCTaHOBKe.

B uerBepTOii riaaBe NPUBOIATCS METOIBl CHHTE3a HUTpas3enama,
UCXOJIHBIX BEIIECTB, MOJIYIIPOIYKTOB U MIOOOYHBIX MPOAYKTOB CHHTE3a, a TAKKE
NPE/ICTAaBJICHBI IaHHbIE TI0 UX WHICHTU(QHUKALIH.

3 OCHOBHOE COAEPXAHHUE PABOTHI
3.1 CoBepuieHcTBOBaHHE CIIOCOO0OB CHHTE3a 2-XJI0p-5-
HUTPOOEH30HHOI KUCJIOTHI U 2-XJI0P-5-HUTPOOEeH30(heHOHA
Crioco6 moiryueHust 2-xiop-5-aHuTpoden3oiHon kucinoTel (XHBK)
3aKJIIOYAETCsl B HUITPOBAHKUH 2-XJI0pOeH30iHOo# kucioThl (XBK) cepHo-a30THO#M

cMmechio (cxema 3.1).
COOH COOH

Cl H,50, Cl
* HNO, —  » * H,0
O,N
Cxema 3.1

B mpouecce coBepuieHcTBoBaHus criocoba cuHtesa XHBK Obuin
YCTaHOBIJICHBI 3aBUCHMOCTH BBIXOJa M cTeneHM KoHBepcun XBK ot
TeMIlepaTypbl HUTPOBAaHMS W BpeMEeHH peakiuu. Taxxke Obu1 paspaboraH
a¢dextuBHbI MeTo ouncTkn XHBK-cripiia nepexpucrammszanyeil U3 BOIbI.

Takum 00pazoM, M3ydCHHE BIUSHUS DPA3IMYHBIX IApaMeTPOB Ha
Pe3yIBbTaTUBHOCTD MPOTEKAHUS MPOLIECCa HUTPOBAHMS TTO3BOJIMIIO ONPEICIUTh
ONTUMaJIbHBIE ycloBUs mpolecca noaydenuss XHBK, Bknroydaromero cuHTes u
MEPEKPUCTANIIN3ALMIO [IEJIEBOT0 MPOJYKTa. BBIXOI KOHEYHOro MPOAYKTa
coctaBmi or 88 mo 90% B pacdere Ha O-XJIOPOCH30MHYIO KHCIIOTY.
CopeprxaHre OCHOBHOTO BeliecTBa He MeHee 99%.

Cunte3 2-xjo0p-S-uutpodbenzodenona (XHBD) 3akmouaercs B
nostyyeHuu xjopanruapuna XHBD ¢ nocnenyromuM MpoOBEIEHUEM DPEAKLUU
Opunens-Kpadrea ¢ ncnonszoBanueM B kadectBe katanuzaropa AlCl; (cxema
3.2). B mpomecce wu3y4eHUs [AaHHOTO CHHTe3a OBUIO BBIICHEHO, YTO
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coBMmelenne cuaTe3a xuopanruapuaa XHBK ¢ peaknueit @punens-Kpadrea
MPUBOANT K TMONYYCHWIO TMPOAYKTa, 3arpsA3HECHHOTO  3HAYHUTEIHHBIM
KOJINYECTBOM NpuMeced. AHanu3 mpoaykra mMetogoM BOXKX mokazan, uto B
HeM coaepxutcs 18-20% mnpumecel, OCHOBHBIMHU U3 KOTOPBIX SIBJISIFOTCSI
TUPeHWICYIbMOKCHT U 2-OKCH-5-HUTpoOeH3odenoH. [yt Toro, 4YTOOBI
n3bexars 00pa3oBaHUE TAKOTO KOJIMYECTBA IpUMecel, cuHTe3 ObUI pasjeseH
Ha aBe vactu, u xuopanruapun XHBK  momyuanu ¢ BelgeneHueM B
KPUCTAJUINYECKOM BH/JIE, @ 3aTEM HAMPaBIIIN HA PEAKIUIO0 alMINPOBAHMUSL.
o

O,N COOH cn 0N cocl
66
+socl, ————> +s0, 1 +nat
80°C 2
a a
o
O,N coocl O,N I
? AlCL, ? B
+ +nalf
80°C
al a
Cxema 3.2

Peakuuto nmomyuenust xsopanruapuaa XHBK mnpoBogwiu B
NIPUCYTCTBUU KaTanutudyeckoro koaudecrsa JIM®A, 3a cuer yero yaanoch
COKpaTUTh Bpems peaknuu ¢ 16 go 6 4. Ilpemnonaraercs, 4ro oOpa3oBaHUe

xnopanruapuaa XHBK nporekaer o cienyromemy Mexann3My (cxema 3.3):
Cl

Cl
SOCl, / » ct /

(CH3),N C (CH3),N* C (CH3),N
-S0. or - \H
H 2 \H
0 cr
0\ /OH
\C
o
0,N
Y
0, COCl1
(CH3),NCH  + + HCI
cl
Cxema 3.3

Taxke OBIJIO W3Yy4EHO BIUSHHE TEMIEPATYypHBIX PEXHMOB
npoBeaeHus peakunn Opunens-Kpadrca u ycoBuii paziokeHnsT KOMILIEKCa C
AICl; na Berxop u xauectso XHBD.

Takum 00pa3zoM B IpoILEcce COBEPIICHCTBOBAHUS criocoda CHHTE3a
XHB® ynanock moay4nTh 1IE€I€BOH NMPOAYKT ¢ BbIxogoM 80-85%, cumras Ha
XHBK, u congepxaHreM OCHOBHOTO BelllecTBa He HUxe 98,5%.
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3.2 PaszpaboTka cnmocoda cCHHTe3a 2-aMHHO-S-HUTPoOeH30()eHOHA

AMHHUpPOBaHUE MO YIIbMaHy MPOBOAMTCS CHHPTOBBIM PacTBOPOM
aMMuaka B 3anasHHOM TpyOke mpu temmeparype 160°C B Teyenue 4 4acos.
AHanu3 1aHHOTO croco0a MorydeHust 2-aMuHo-5-uutpoden3odeHona (AHBD)
BBISIBWJI PSAJ] HEJJOCTATKOB: BBICOKYIO TEMIIEpaTypy U JaBJIEHHE, HCIOIb30BaHUE
JIETKOBOCIIIaMEHsIoIIerocss pactsoputerst (cxema 3.4). Mzyuenue mporecca
amuHupoBanuss XHB® nokaszano, yro Hambosee 1enecooOpa3HO MPOBOIUTH
MPOLlECC B MHOTOATOMHBIX CIIMPTaX, TAaKUX Kak OSTwieHrmkois (OI),
TUATHIIEHTIIUKONB (J10T).

(o]
it I
| ON
O,N c Et . ¢
\Qi \© ) 2NH3 \©i \© + NHACl
160°C
cl NH,
Cxema 3.4

OTO BBI3BAHO TEM, YTO WCIIOJE30BAaHHE METAaHOJA I STaHONA B
JaHHOM peakuuu naxe npu Temneparype 130°C nNpuBOAMT K MOBBILIEHUIO
nmasiieHus 10 3 — 4 MIla 3a cyeT HU3KOH TeMIepaTypsl KUIICHUS STHX CIHPTOB,
MHOrOaToMHble ke cmupthl  kumsaT  Beime  200°C.  HMcnonbs3oBaHue
MHOT'OATOMHBIX CIHUPTOB B KAa4Y€CTBEC PACTBOPHUTCIIA TO3BOJIACT AOCTUTHYTH
CHWXKXCHHA HOaBJICHUA TIPU MNPOBCACHHUU PEAKIUU aMHUHUPOBAHUA, IMOBBLICUTH
Oe3omacHOCTh mpolecca, Tak kak OHM He sBisitoress JIBXK. Tlposenenue
mpouecca B Ol a0 HEYAOBJICTBOPUTENBHBIE pE3YJIbTaThl IO BBIXOAY
[EJIEBOro MpoAykra. JlaHHble SKCrepuMeHTOB npu Temieparype 130°C u
nasiienun 1,6 MIla npusenens! B Tabnure 3.1.

Tabmmma 3.1 — Brixog 2-aMuHO-5-HUTpPOOCH30(CHOHA MPH
TIPOBEACHUH PEAKIINH B MHOTOATOMHBIX CITUPTaxX
Kon-Bo Kon-Bo Koin-Bo Kon-Bo Konuenr- Brxon,
J0r, XHBD, oI, r aMMHU- pauust %
MJI r aka, r aMMH-
aka
B OI', %
— 13,3 117,1 10,0 7,87 66,5
— 13,0 117,1 10,5 8,22 54,0
— 13,0 117,1 12,0 9,29 55,0
130 13,0 — 10,0 7,14 74,3
130 13,0 — 9,0 6,47 93,0
130 13,0 — 10,2 7,26 86,2

HaubGonee mpennoyTUTENbHBIM M3  MHOTOAQTOMHBIX — CIIUPTOB
okazaiics J[OI', mockoiabKy B HEM BBIIIE PacTBOPUMOCTH HcxoaHoro XHBO.
Msyuenne mnponecca amunupoBanuss B JIOIT mokazano, 4YTOo aMMuaka
HEoOX0MMO pacTBOPATH OT 5 10 25%. Ha HykieoduibHOE 3aMelieHne Xjiopa
OoJibIIOE BIIMSIHME OKa3blBAaeT HAJIMYME HUTPOTPYNIBI B 5 IOJOXKEHHH
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0eH30JIbHOTO KoJbIla. KBaHTOBO-MexaHWYeckue pacdeTsl MeTtomoM PM 3 ¢
ucnoss3oBanueM nporpammbl HyperChem s¢ddexTuBHBIX 3apsgoB Ha aTome
yriaepoaa B MMOJOXKCHHUU 2 Py HAJIMYUWU HUTPOTIPYIIBI U 663 HCC COCTABJIAIOT -
0,004 u -0,04, coOoTBETCTBEHHO. DJIEKTPOHHAs TJIOTHOCTh Ha PEAKIIMOHHOM
LEHTpe CIOCOOCTBYET 3aMElIEHHI0 XJopa Ha aMuHorpymmy. Peaxums
aMUHHPOBaHUs MPOBOAUTCS mox JasieHueM 1,2+1,6 Mlla, cHmkeHue
nasnenus Hike 1,2 MIla Beaer k yBenudeHUIo BpeMeHU peakuuu. B mponecce
MIPOBEJICHUS] HKCIIEPUMEHTOB OBLIO YCTAaHOBIJICHO, YTO Hambojiee ImpHeMiieMoe
JaBJIeHUE U1 gaHHoro mporecca 1,6 MIla. MccnenoBanue TeMIiepaTypHOTO
peXUMa TIpoliecca aMUHHPOBAHMS II0Ka3ajo, YTO CHI)KEHHE TEMIIEpaTypbl
peakimn  Hmwke 120°C  pesko cHmkaer Beixoq AHB®, moBbiieHne
Temreparypsl Boiie 130°C He NPUBOAMT K YBEJIMYEHHIO BBIXOJAA IIENEBOIO
mpoaykra. Takxke OBUIO YCTAHOBJIEHO, YTO M30BITOK aMMHAaKa JOJDKEH OBITh B
4,5 — 5 pa3 Gosnble, YeM IOJI0KEHO [0 CTEXHOMETPHH, TaK KaK 4acTh aMMHaKa
HAXOJHUTCS B ra3oBoil (aze. B 3ToM ciyuae, 11 MOJIy4EeHUST MaKCHMATIbHOTO
BBIXO/Ia PEAaKIMOHHYI0 Maccy JOCTaTO4YHO pa3baBuTh Bojmod B 1,75 pa3za.
Ounctky AHB® npoBoaunu pacTBOpPOM CONSHOM KHCIOTHI MPH TeMIIEpaType
90-95°C, mst mepeBoia m0GOYHO 00Pa30BABIIUXCS B XOJI€ PEAKIIUH IIPOLYKTOB
IIEJI0YHOTO THIPOJIM3a B THAPOXIIOPUABI, KOTOPBIE XOPOLIO PacTBOPSIIOTCS B
BOJIE, a TaKKe ISl IepeBo/ia 00pa30BaBIINXCS BCJICACTBHE OOJIBIIOTO N30BITKA
ammuaka, ocHoBaHuii Illupdpa B AHBD. AHBD, BCcrmexcTBue Hamw4us
UIEKTPOOTPHULIATEIHHOTO 3aMECTUTENSI B 5 TOJIOKEHUM MMEET OYEHb HU3KYIO
OCHOBHOCTh U HE 00pa3yeT B 3TUX YCIOBHAX coib. Hanbonee pamnuoHaIbHBIM
JUIA 3TOTO OKa3ajoch wucmois3oBanue 10% BogHOTO pacTBOpa COJSHON
KHCJIOTHI . Pe3ynbraThl sKcriepuMeHTOB 0TpaboTku criocoba nonyyenuss AHbBOD
npu Temreparype 130 °C, koHUEHTpamu CONSHON Kucaotel 10% u BpeMeHu
peakiu 3 yaca NpuBeCHbI B Tabuie 3.2
Tabmuua 3.2 — Biusinne napameTpoB peakimu Ha Boixon AHBD

Kon-Bo Kon-Bo Kon-Bo Kom. Kon-Bo Brixon JlaBne-

XHB®D, JIC) Ny NH;, r NH; BO/IBI rmociie HUE B

r B 10T, st OYMCT-KH, aBTO-

% pazbas- % KIIaBe,

JICHUS, MIla

r

32 161,6 8,5 5,00 350 58,0 1,6
32 161,5 53,9 25,00 350 70,4 1,6
17 161,5 8,5 5,00 350 64,3 1,6
32 161,5 18,5 10,28 350 85,0 1,6
32 161,5 18,5 10,28 350 83,5 1,2
32 161,5 20,0 11,01 350 82,4 1,6
32 161,5 20,0 11,01 350 64,3 1,6
32 161,5 18,5 10,28 350 75,4 1,6
32 161,5 18,5 10,28 350 84,5 1,6
32 161,5 18,5 10,28 200 83,0 1,6
32 161,5 20,0 11,01 300 70,4 1,6




Meronom BOXX onpenenenst mpumecun — XHb®, XHBK. Takum
o0pa3zoM, B pe3ylbTare IPOBEACHHBIX  HCCIEAOBAHUA  YCTaHOBJICHBI
OINITHMAJIbHBIE ITapaMeTphl MPOBEACHHS IPOLecCa aMHHUPOBAHUS 2-XJIOp-5-
HUTPOOEH30()eHOHA. Y CTAaHOBIIEHO, YTO PEaKlusl 3aKaHUYUBAETCSI B TeueHHe 3
uacoB mpu nasieHud 1,6 MIla u temmneparype 130°C. Ilocne ouncrku 2-
aAMHHO-5-HUTPOOCH30()EHOHA COJITHOKUCIIBIM THAPOJIN30M, LEJIEBOI MPOAYKT
MOJTy4YeH ¢ BBIXOA0M 83-85%, cumrtas Ha 2-XJI0p-5-HUTPOOCH30(CHOH.

3.3 ITonyueHnue 2-(2-xJi0paneTaMmu/10)-5-HuTpodeH30(peHOHA

[Momyuenne 2-(2-xmopaneraMuI0)-5-HUTpoOeH30(peHOHA (2-
XAHB®) ocymectBusaioT B3anmogeiicteueM AHB® xiopanermixiopuaomMm
(XAX) B Ge3BomHOM pacTBOpHuTeNe. B kadecTBe pacTBOPHUTENS HCIIONB3YIOT
6eH3011, Toyod, Kewion (cxema 3.5).

o H O
! |
O,N C
) /o C,H,CH, N—C—CH,—clI
* cl-cH,-C ~
NI cl o 110°C + HCl A
2
O,N C —o0
Cxema 3.5

JanHas peakuus U3ydeHa Ha IpUMEpPEe  B3aUMOJACUCTBHUS
6eH30()eHOHOB ¢ pa3IMYHBIMH 3aMECTHUTEISIMH, KaK B 7 TIOJIOKECHUH, TaK U B 5
nojoxkeHnn kKak ¢ XAX, Tak u ¢ OpomarerwnopomunoM. Tak, KuIsiueHue
HCXOJHBIX PEareHTOB B TOJyoJI€ B T€YEHUE O 4acOB MPUBOJUT K BBIXOAY 2-
XAHB® c Bexomom 75-78%, a mpw 3aMeHEe TONyoja Ha KCHJION  BBIXOJ
coctaBml 87-93%. Pe3ynpTaThl 3KCHEPUMEHTOB IIPHU TEMIIEPAType PEaKIHH
140°C npuBenenst B Tabmune 3.3. TakuM 06pa3oM, YHanochk MOIHATH BBIXOJ
2-XAHB®c 75-78% no 87-93%.

Tabmmua 3.3 — Boustaue ycnoBuil mpoBeIeHNs CHHTE3a Ha BBIXOT 2-

XAHB®D
Kon-Bo Komn-Bo Kon-Bo Brixon npoaykra,
AHBO,r XJIOpaleTu- KCHUJI0Ja, r %
XJIOpUAA, T M
12,1 12 100 13,8 86,6
15,5 9 120 16,3 79,9
39,7 23 300 48,7 93,2
41,5 25 300 47,5 86,8
80,5 48 500 83,2 78,5

3.4 Pazpa0doTka MeTO/la CHHTE3a HUTpAa3enama ¢
HCNOJIb30BAHHEM YPOTPONIMHA B KauecTBe AMHHUPYIOIEr0 areHTa

o o
NH—C—CH,—c1 NH—C—cn,—J
O,N C—0 + NalJ O,N c—o + NaCl
Cxema 3.6

3amena xinopa B 2-XAHB® amMmuakoM B AOCTYHHBIX cpegax He
UJeT, 3aMellaeTcsl TOJbKO OpoM u mon (cxema 3.6). Takum oOpa3zom, Ha
TIepBOHAYAILHOM 3Talle MCCieOBaHMi OblIa NpoBeJeHa 3aMeHa XJjopa B 2-
XAHB® Ha mon mo peakuun PuibKeHIITeHa. BbIXxoa 1eneBoro mpoaykra
cocraBigeT 96-98%. AMUHHpOBaHME MOITY4YEHHOIO NPOAYKTa MOBOAUIM B
pactBope 1,4-nrokcaHa Mpw KOMHATHOH Temriepatype 0apOoTakeM aMMHaKa,
BEIXO HHTpa3zemama cocTaBmi 85-90%, cumras Ha 2-(2-momamerammnio)-5-
HUTpoOeH30peHoH. HecMOTpst Ha XOpoImire BBIXOIBI IO CTAIMsIM CHHTE3a, 110
maaaeiM TCX u BOXX, HHTpasenam cojepikan 3HAYUTENbHOE KOJUYECTBO
MpUMECEH, OCHOBHBIMHU M3 KOTOPBIX ObuH 3-aMuHO-6-HUTpO-4-pernn-2(1H)-
XHHOJIOH ¢ cofiepxanneM 6onee 1% u mprMech He yCTaHOBICHHOHN CTPYKTYPHI,
conepxkanue kotopoil gocrurano 10-15%. Ilockonpky peakiiuss aMUHUPOBAHUS
NPOBOJUTCS NPH TEMIEpaTrype KUIEHHs, (aKTUUECKH B OTHX XK€ YCIIOBHSIX
HNPOUCXOIUT ¥ TMOCIEAYyIoasi LUKIN3auus ¢ o0pa30oBaHMEM HHUTpasernama.
BaxHo OBIIO yCTaHOBHTh Ha KakoHW W3 CTaguil oOpaszyercst 3Ta HpPUMECh.
Wzyuenne craguii aMHHUPOBAaHMS M LUKIW3alUU C pa3feleHHEM BCeX
o0pa3yromuxcst MPOAYKTOB MOKa3alo, YTO HEU3BECTHas IPHMECh oOpasyercs
HA CTagu¥ aMUHHUpOBaHWsA. JlaHHAs mprMech ObLIa BBHIEICHA B YUCTOM BHJE.
Ha ocHoBanuum paHHbIX SIMP-CHEKTpPOCKONMM CTPYKTypa COEIUHEHUS
MpeCTaBIsieT co00i Aumep cienyroiieii Gopmyibi:

H o H (0] H
S,
[ N—C—CH,—N—CH,—C—N s .
/EEI 2 3 3 ;@\ IlonGop  pacTBOpHTENEd s
: A\5 5
ax I, o’ 7 o, oqncnmu HUTpa3zernama oT
MpUMeceil IMoKa3all, YTO JIy4IIHe
¢ ¥ ¢ P pe3yimpTaThl  JaeT  IepPEeKpHUC-
5 ¥ 5 ¥ Tayum3anus B 1,4-1u0KcaHe.

4 &4
Ho BrIcOKOE conepikanue npumeceii, 0cOOEHHO 3-aMHUHO-0-HUTPO-4-
¢enmn-2(1H)-xuHOIOHAa IPUBOIUT K HECKOJIBKUM MEPEKPUCTALTH3AMAM, TPU
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9TOM HHBEIMPYETCS BBICOKMH BBIXOJ Ha CTaausax cuHTe3a. Jlaxe mocie 3-x
NEePEKPUCTANIN3ALUHA HE YAAeTCs OIyYUTh HUTpa3ernaM Tpe0yeMoil YHCTOTHI.
[IpoBeneHne aMMHUPOBAHMS C MOMOILBIO YPOTPONHMHA MPHUBJIEKAET
TeM, 4YTo He TpeOyeT 3aMeHbl rajouna B 2-TajoreHaneTamuio-5-
HUTpOoOeH30(peHoHe. OHAKO MHOXKECTBO MHEHHUH O XOJle PEaKLUH MO3BOJIHIO
MIPEANONIOKNUTh yJacTHe B HeW HE TOJNBKO MCXOIHBIX PEareHToB, HO |
MIPUMEHSEMOTO pacTBOpHTelsl. VI3ydyeHHe NpOBENCHUS JAaHHOW pEakUuH B
CpeJie STHIIOBOTO CITUPTa MOKa3aJlo, YTO B IPUCYTCTBHH XJIOPHUCTOIO aMMOHHS
MPOUCXOAUT Pacrajg MOJIEKYJbl YPOTPOIIMHA, HPHBOLIMA K 0Opa3oBaHHUIO
HYKJICODHIBHON YacTUIIB, KOTOpas, B OTIMYUE OT aMMHaKa, aKTUBHO aTaKyeT
YXOIAUIYIo Tpyminy. IIpeanonoxXuTeapbHO, MEXaHM3M PEakLHd HpeCcTaBIsieT
cOo0OW BHYTPHUMOJCKYJLIPHYIO HYKICO(QIIBHYIO aTaKy Ha KapOOHWIBHYIO
rpynmy. [Ipeamonaraercs, 4To 3Ta rpyIia sSBISETCS CHIBHBIM HYKICO(HIOM B
aToit peakiuu. OOpa3zoBaHHEe HHTpasenamMa MOXET OBITh OOBICHEHO
CllelyolMM MexaHu3MoM (cxema 3.7). Pasnuunble (hparMeHTHl pacraBiierocs
ypOTpOIIMHA MOTYT OBITh TNPEIUIOKEHbl KaK OCHOBHBIA KaTalu3arop, T.e.
aMMMaK WIM METHJIEHHUMHH, HO BHyTpuUMoJeKyisipHas C-3 nenpoTOHHU3aIMs
BTOPUYHOM aMHHOTPYINIIBI BHYTPUM YacTUYHO pacHaBIIErocsi YpOTPOIHHA,
BITOJIHE BO3MOXHA, U TIPUBOUT K 00pa30BaHHUIO0 METHIICHIMATHIIOBOTO 3¢upa.

O,N ON

H O H 0
*‘{/'%‘QN C,H;0H @ "“l/ﬂQN
Ot o oo/ (3
A J
o ©

N‘&H N—c? LOC;Hs
— I CH + NH,CI* HyC
& H ! “0C,Hs

Cxema 3.7
OTUIOBBI CIUPT, B HAIleM Clly4ae, HE SBISIETCS «UHEPTHBIM
pacTBOpUTEIEM», TaK Kak OKOJIO 2/3 ero KOJWYeCcTBa IOABEPraeTcs
MPEBPAILCHHIO B ITPOIECCE PEAKIUK, CBA3bIBAs METHJICHOBBIC ()ParMEHTHI IPU
pacnajzie MOJIEKYJIbl YPOTPOIMHA M BBIBOJS MX W3 Cdepbl peakiuu, odpasys
METHJICHIUITWIOBBIA 3(GHUpP, TEM CaMbIM, CMEIas PAaBHOBECHE B CTOPOHY
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00pa3oBaHMs IENEBOr0 MPOAyKTa. KOHIIEHTpaIMs 3THIOBOTO CIIMPTa IJOJDKHA
ObITh He HIDKE 95%, yBeIn4ueHne cofep kaHusl B HeM BOIBI Ooiee 5% ImpuBOIUT
K pPe3KOMy IMaJeHMIO BbIX0Ja, Tak Kak 2-XAHB® Beimamaer B ocajok u3-3a
IUIOXOW pPacTBOPHMMOCTH B OOBOJHECHHBIX cpenax. Konm4ecTBO ATHIOBOTO
ciupta 16,0-54,0 Mosb Ha 1 MOJIb HCXOIHOTO COCTUHEHHUS OOYCIIOBJICHO TEM
(akTOM, YTO OH SBJISICTCA HE TOIBKO PACTBOPUTEIEM, HO U YYacTBYET B
peakyy MUKIH3aNUN. YBEIHYCHUE €r0 KOJMYECTBAa MPUBOAUT K CHIKCHUIO
BEIXOJIa HHTpa3elmamMa, a YMCHBIICHHWE, W3-32 BO3PACTaHUS BS3KOCTH
PEeaKIoOHHONH Macchl (YacTh HUTpaselama BHINMAaeT B OCAIOK), YCIOXKHSIET
TIpOIeCC BBIICTICHUST KOHEYHOTO MpoaykTa. HeoxkxnmaHHBIM OKa3aics TOoT (akr,
YTO 3aMEHA 3THJIOBOTO CIIHPTa Ha APYTHE CHOHUPTH (M30MPONMIOBBIA, TPET-
OyTHJIOBBIIT), a TAK)KE APYTHE OPraHUIECKHUE PACTBOPUTENH (AlleTOHUTPHI, 1,4-
JIMOKCaH) MPUBOIAT K 00pa30BaHKI0 4-UMHIO30JMIMHOHA, a HE HUTpa3enama,
TaKk Kak, BEPOSTHO, 3TH PACTBOPUTENH B JAHHBIX YCIOBHISIX HE 00Opa3yioT
JUaneTany.

PaCTBOpl/IMOCT]: aMMHaKa C YBCJIMUYCHUCM TEMIICPATYPhI MMaJgacT, OH
BBIJICITSIETCSI U3 PEaKUUMOHHOM Macchl. Jlnst mojnepkaHus OanaHca amMuakxa,
HEOOXOAMMOTO ISl PEaKIMH IMKIU3aI[Ui, B PEaKIHI BBOIHUTCS H30BITOK
XJIOPUCTOTO aMMOHHUSI B kojudectBe 1,5-3 Monst Ha 1 MOJIb HCXOIHOTO
COCIIMHEHUS. 3aBUCUMOCTh BBIXOJ]a HUTpa3enaMa OT MOJIBHOTO COOTHOIICHUS
XJIOPUCTOTO aMMOHUS TIPUBEICHBI Ha pUCYHKe 3.1.

BaxHyto pomp wurpaeT MOJIBHOE COOTHONICHHWE YPOTPONMHA |
HCXOAHOTO TpoaykTa. CHIKEHHE KOJIMYECTBA yPOTPONMMHA MEHBIIE 1,5 Mo
CHIDKAeT BBIXOJ HHUTpaszenama, MOBHIIMIEHHE - HE MMEET CMBICIAa H3-3a €ro
HU3KOW pactBopuMOcTH B criupTe (12 T B 100 mMa crupra). OH ocTaercs B
ocaJKke M He BCTyHaeT B pPEakKLHI0. 3aBUCHUMOCTb BBIXOJa HHUTpa3ernama OT
MOJIBHOTO COOTHOIIeHHUs! yporponnHa u 2-XAHB® mnpuBeneHsl Ha pHUCYHKe
3.2.

0,100 w
0 %2
60 g %0
40 : 8
o
86
20
84 T T T 1
! J ! ! ! ! ! ! 55 65 75 85 95
0 05 1 15 2 25 3 35 4
Mo NHCI pactBopuTenb, Monb/Monb
Pucynox 3.1 — 3aBucmMocTb Pucynox 3.2 -  3aBucmMoCTb

BBIXOZIa HHMTpasernamMa OT MOJBHOTO BBIXOJAa HHUTpa3enaMa OT MOJIBHOTO
COOTHOIIEHHS XJOPUA aMMOHHUS K 2- COOTHOLIGHUS ypPOTpONMHA K  2-
XAHB®. XAHBO®.

Briaenenue u 04MCTKy HUTpa3enaMa IpOBOAWIM Yepe3 00pa3oBaHue
CEpHOKHUCIION  COoJIM  HMTpaszenmama. TakuM  o0pa3oM, IpPOBE/CHHBIE
HCCIICJOBaHUA OOKa3bIBAIOT, YTO CTaAusd aMUHUPOBAHHA W HUKIW3ALUN 2-
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XAHB® npu mombHBIX cooTHOmeHMsIX 2-XAHB® : yporpommu : 3TaHON :
XJIOPUCTBI aMMOHWUH : cepHas kuciora — 1 : 2,3 : 54,3 : 3,0 : 10,0 mpuBoaut,
BEPOSTHO, K MPOXOXKICHUIO IMpoIllecca MO IPYyroMy MeXaHHU3My, B 00X0
00pa3oBaHUs BBILICTIPUBEICHHBIX CTPYKTYD, U, KaK CJIEJICTBHE, K 00pa30BaHHIO
KOHEYHOr0 MpOAyKTa ¢ BhIXOZAOM 86-90% 06e3 o0pa3oBaHUs MOOOYHBIX
MIPOIYKTOB.
3.5 Pa3padoTka 3¢)¢eKTHBHOIr0 cocoda CHHTEe3a HUTPa3enama
U3 2-XJI0p-5-HuTpoOeH30eHOHA

Cunres HUTpa3enama 3 2-xJ10p-5-HUTPOOCH30(heHOHA
ocymecTBisieTcs mo cxeme (3.8):

JanaHbli cnoco0 mpexamonmaraeT HM3y4YeHHWE IBYX CTaguid —
B3aumoeiicteue XHb® ¢ stunenanamuuom (D/1) m okucnenue 2,3-Turuapo-
7-autpo-5-henmi-1H-1,4-6en3onnazenuna (2,3-IH®B) no Hurpasenama.

o
cl NH NH
HN on
+ - -
—o0 HN ON c=—nN ON c=—N

O,N [

Cxema 3.8
3.5.1 Pa3pa6oTka crioco6a u ycJa0BMii mojydyeHus 2,3-Auruapo-7-
HUTPO-5-pennn-1H-1,4-6en30nnazennna
[onmyuyanu mamHOe coenmHeHue B3amMmoneiictBueM XHB® u D] B
cpeae nupuauHa. HarpeBanue peaklMOHHONW cMecH B TEYEHHME S5 YacoB
MPUBOANT K HYKICOQHILHOMY 3aMemeHuio atomMa xjopa B XHBD wu
OUKIA3aIdNd MCXOTHBIX IPOAYKTOB B IENIEBOM MPOAYKT € BEIXogoM 60%
(cxema 3.9).
cl N

CoHoN NH
* —_— + HCl + H,0
115-1170C
O,N HN O,N c=—N

cC—o0

Cxema 3.9

[IpoBeneHne peakuu LHUKIA3AUUN B MUPUIMHE IPHBOIHUT K TOMY,
YTO B PEaKIMOHHOW Macce oOpa3yrorcst ocHoBaHU Lllndda He BEIIEICHHBIC B
KpUCTAJUIMYECKOM  BHIE, W  oOOpasymomue Tpu  ruapoimse  2-(2-
aAMUHOSTHJIAMHHO )-5-HUTPOOSH30()eHOH, KOTOpBIe, B CBOIO O4Yepenb, IIOcie
LUKIM3AlMA B NUPHUANHE 00pa3yloT LeJIeBOH MPOLYKT, YTO U 00YCIIOBIMBACT
JIOTOJHUATENIHLHOE MOBLIIIIEHKE Bbixoaa Ha 30%.

Takum ob6pasom, cunte3 2,3-JJHOB TpeboBan pa3paboTKHd Takoro
npoiiecca MOJMYYCHHUs,, KOTOPhIA OTIUYAICS Obl OCTYIHBIM CHIPHEM H HMEJ
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XOpOIIMKA BBIXOA IIEJICBOTO TPOAyKTa. l3ydeHwWe BIMSHUS TPUPOIBI
pacTtBopuTens Ha mporecc nomyderns 2,3-JJHOb mokasano, uro mpu 3TOM
U3MEHSETCSl HE TOJIBKO BBIXOJI LIEJIEBOTO MPOJYKTa, HO M CTPYKTypa NOOOUHBIX
npoaykToB. IlpoBenenue peakuuu B3auMmopeictBust XHB® ¢ 31 B
anpOTOHHOM  NHUPHUJIWHE TNPUBOAWIO K 00pa3oBaHUIO 3HAYUTEIBHOTO
KOJIM4€eCTBa 2,2/-3THneHz{HaMI/IH06I/Ic—(5-HI/ITp06eH30(1)eHOHa), a TpOBeACHUE
peakuuy B aleToHe MPUBOANT K oOpasoBannio ocHoBanus Llludda. Hanbonee
MOJIXOJSIIIMM JUISL TIPOBENCHMSI JTOW pEeakIMW OKa3aloch IPHMEHEHHUE
MPOTOHHOTO PAcTBOPHUTENS, a WMEHHO, wm3omnpomnmioBoro crupta(IIC),
KOTOpBI obOecredmBall HE TOJBKO XOPOIIYIO pPacTBOPUMOCTE B HEM
pearupyromux BEemecTB, HO U TPOTEKaHWE PEaKINH IUKIU3AINA B HYKHOM
HAIPaBICHUH C BBIIEICHHEM KOHEYHOTO NPOAYKTa C BBICOKMM BBIXOIOM
HEIOCPEICTBEHHO U3 PEaKIMOHHON Macchl. ONpeensiomyM BbIX0 U HAJTHINe
mo0oYHBIX TpoaykToB npu nukimm3ammu B WIIC sBisiercs cooTHOIIEHHE
peareHTOB. Peakiyss LUKIW3AlMUA TPOBOJUTCS TPHU CIECAYIOMIEM MOJILHOM
cootHomennn XHb® : 3J1 : UIIC : Boma — 1 : 3,9 : 13,7 : 116; BwIXOA 2,3-
JH®b cocraBnser 98%. Ilpu HemoctaTouyHOM KosmdectBe D]l MpOMCXOIUT
MIPEUMYILECTBEHHOE oOpazoBaHue 2,2/ -sTunenmmamusoGHC-(5-
Hutpobensodenona). Ilpu u30eiTke 3J] maer oOpazoBaHWE 3HAYUTEIHHOTO
kosnmaectBa ocHoBanust llludda. Himwke Ha pucynke 3.3 mnpencraBieHa
3aBHCHMOCTh KOHBEPCHH HCXOTHOTO MPOAYKTa, OOpa30BaHUS ITONYIPOIYKTOB
Y KOHEYHOTO MPOJYKTa OT BPEMEHH PEaKIINH.

Takum o6pa3zom pazpaboran ciocod cuuTesa 2,3-/IHOb B3anMopeiictBueM
XHB®D ¢ 5/ B cpene UIIC c Beixogom 98% cuutas Ha XHBD

120
100
80
60
40

-20 2 4 6

‘—o—an —m— Pag2 —a— Pan3 —x— Papé

PucyHok 3.3— 3aBHCHMOCTb KOHBEPCHH UCXOJHOTO MPOAYKTa, 00pa3oBaHus
MOJIYIPOAYKTOB M KOHEYHOTO MPOAYKTA OT BPEMEHH PEeaKIHu
1- 2,3-guruapo-7-autpo-5-penunn-2H-1,4-0eH3o1ua3enuy;
2 — 2-x710p-5-HUTPOOCH30(hEHOH;
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3 — 2-(2-aMHHOATHJIAMHUHO )-5-HUTPOOESH30(DCHOH;
4 — ocuosanue Iudda Mexay stuneHmaMuHOM U 2-(2-aMUHOITHIIAMUHO)-5-
HUTPOOEH30(EHOHOM.

3.5.2 Pa3pa6oTka 3(peKTHBHOIrO criocofa CHHTE3a HUTpa3enama
oKucJIeHueM 2,3-Turuapo-7-uutpo-5-penns-1H-1,4-6en3onuazennna
XPOMOBBIMHU CMeCAMHU

B xadecTBe OKHCIUTENCH WCIONB30BAINCH IEPMAHTAaHAT Kaus,
JUOKCHJ MarHus, JUaleTaT PTYTH, TPEXOKHUCh XpoMa B JICASTHON YKCYCHOU
KHCJIOTE ¥ aleToHe. BBIXom meneBoro mpomykTa He mpeBbiman 24%.
OTMeUYeHO, YTO TpPU NPOBEIACHWU PEAKIMH OKUCICHHUS B aleTOHE HapsLy C
HUTPA3ENMaMOM BBIJEIIEHO OOJBIIOE KOJIHYECTBO WCXOJHOTO BEIIECTBa, HE
BCTYNHMBIIETO B peakiuio. V3ydeHme mporecca OKHUCICHUS COeIUHEHUSIMHU
IECTUBAJIEHTHOTO XpOMa B CEpHOHW KHCIOTE M Cpede OpraHWIeCcKOTro
pacTBOpUTENS IMOKa3ajlo, YTO Jy4IIWe pe3yibTaThl IONydaroTcs IIpH
HUCIIOJIb30BAHHMU B KaA4Y€CTBE OKUCIUTCIIA HaC])I]_HeHHI)Il‘/II BO)IHblﬁ pacTBOp
Ouxpomara HaTpus, KOHIeHTpupoBaHHoW H,SO, B cpeme aimeroHa WM
areToHuTpHIIa rpu temmneparype 18-20°C (cxema 3.10).

NH CO(GHy),; CH,CN
3 * 2Na,Cr,0, * 11H,S0,
ON c=—N

o
NH
E—— 3/@1 H,S0, * 2Na,S0, * 2Cry(SO,); * 11H,0
oN C=—N

Cxema 3.10

Buxpomar Harpus 11 NaHHOW peakiuM ObUl BBIOpaH BCIIEACTBHE
TOr0, YTO OH UMEET OUEHb XOPOLIYI0 PACTBOPUMOCTb B BOJE MPU KOMHATHOMN
Temneparype. McxonHslil IPOAYKT OYEHb XOPOLIO PACTBOPSETCA B alleTOHE U
arleToHuTpwie mpu Temnepatype 18-20°C. Dtu mBa (akta TO3BOJAIOT
MPOBOIUTH OKUCIIEHHWE B TOMOTEHHOH cpeme. Hawmmydmme pesymbTaTel
MONTyYeHBI B Cy4ae MapaJuielbHON TO3MPOBKH BOJHOTO PacTBOpa OmMxpomara
Hatpus ¥ ucxognoro 2,3-JIH®B B cMech arieToHa WM alleTOHUTPUIIA C CEPHOM
KHUCJIOTOH.

Ilonyyaemass mo 3TOH peakLUMM CEPHOKMCIHAs COJIb HUTpasenama
CyCIICH3UpYyeTCsl B BojJe W Hewrpamusyercs mo pH 3-3,5. Ilpu atom cyibdats
XpoMa M HATpUs NEPEeXOJsIT B PAacCTBOP, a HUTpa3elnaM BhINAJaeT B OCAIOK.
IMocne ¢unbTpanuu W Cymkd BbIXOa coctaBisier 90-95% mpu comepkaHuu
OCHOBHOTO BeiecTBa He Hike 99,3-99,5%. Biusinne cooTHOmEHNs: OMxpomara
Hatpus u 2,3-/IHOB Ha BBIXOA M KauecTBO HUTpa3enama MpeICTaBICHO Ha
pucyske 3.4.
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BbXOA, %
28I BB828BR
BBIXOAL, 70

55 65 75 85 95 6 6,5 7 75 8 8,5 9 9,5

pacTtBopuTens, Monk/Mons cepHasl KMCJIOTa, MOJTh

Pucynox 3.4— 3aBucumocTs Pucynok 3.5— 3aBuCUMOCTH
BBIXOJIJa HHUTpa3ernamMa OT MOJILHOTO BBIXOJla HHUTpa3ernamMa OT MOJIBHOTO
COOTHOIIEHHs OMXpoMara HaTpusi K COOTHOLICHUS CEPHOM KHCIOTHI K 2,3-
2,3-IH®b JIH®b
YMeHbIIIeHHE KOJIMYECTBA OKHCITUTEIS — COSIMHCHUN XpOMa U CepHOI
KHCJIOTHl — IPUBOJIUT K HAKOIUICHHUIO B TPOJMYKTAaX PEAKIMHA MCXOTHOTO 2,3-
JHO®Ob wu3-3a €ro HENOJHOTO OKHUCJICHUS, a YBEIWYEHHE NPUBOIUT K
00pa3oBaHNIO KOMIUIEKca HCXOmHOTO 1,4-OeH30qMa3ennHa W XPOMOBOM
KHCJIOTHI, BBHIMAJAIONIETO B OCAJOK, YTO TaKXKEe MPHUBOAUT K HAKOIUICHHUIO B
MPOAYKTaX pEaKIuh HMCXOTHOTO  MPOIYKTa. 3aBHCHMOCTH  BBHIXOJa
HUTpa3enamMa OT MOJIBHOTO COOTHOIIEHHUS cepHOW kuciaotel u 2,3-JIHOb
MIPUBECHBI Ha PUCYHKE 3.5.

Pucynok 3.6— 3aBucuMocts
BBIXO/Ia HUTpa3erama oT
| ‘ ‘ ‘ ‘ MOJIBHOTO COOTHOILCHHUS
55 & 7 & % pactBoputens u 2,3-JJHOb

pacTBopuTens, Monb/Monb

BbixoA, %
8 88 8 K

[TpoBeneHue peakuny OKHUCICHUS B CpeJie alleTOHa WM alleTOHUTPHIIa
00YyCIIOBIICHO TEM, YTO OHH XOPOILIO CMEIINBAIOTCS ¢ BOJOIL, 6iaronaps 3Tomy,
oOpasyroumecs Ipy peakiiii HEOPraHUUECKHE COJIM TEPEXOAsiT B MATOYHHK, a
cyJb(aT HUTpa3enama Bbllagaer B ocagok. Ilepexon cynbdara HUTpa3enama B
rerepodasy crocoOCTBYeT CABHI'Y PEakLUH B CTOPOHY KOHEYHOTO IMPOIYKTa.
3aBHCHMOCTh BBIXOZIa HATpa3ernamMa OT MOJIBHOTO COOTHOILIECHHUS! PaCTBOPUTEIS
u 2,3-IH®b npuseneHsl Ha pucyHke 3.6.

VYMeHbLICHHE KOJMYECTBA PACTBOPHUTENS MPUBOAUT K YBEIUYCHHUIO
BSI3KOCTH PEaKLMOHHOH Macchl, TEM CaMbIM K 0Opa30BaHMIO 3aCTOWHBIX 30H,
YTO NPHUBOIUT K 3arpsI3HEHHUI0 KOHEYHOTO IMPOLYKTa MCXOIHBIM BELIECTBOM.
YBennueHne KOIMYecTBa pacTBOPHUTENS SKOHOMUYECKH HELleNecoo0pasHo.

16



OOpamaer Ha ce0s BHHUMaHHE CHEUU(UYIHOCTE  OKHCIICHHS
JMa3eMMHOBOTO IMKJA 0 TIOJIOKEHUIO 2, XOTSI MOKHO OBUIO MPEIIIOJIOKHTH,
YTO HapsLy C ATUM OyAET OKHCIATHCS HosokeHue 3. Jis BhISICHEHHS PHYMH
creuu(pUIHOCTH TpOIecca MBI BBINOJHHIM KBaHTOBO-XMMHYECKUE PacyeThl
2.3-nmuruapo-7-uutpo-S-penumn-1H-1,4-6en3oauazenuaa  merogom PM 3 ¢
ucrions3zoBanueM nporpammel HyperChem. DddexTuBHBIE 3apsabl Ha aTOMax
yraepoja B nonoxxeHuu 2 u 3 coctaBistoT -0,047 u -0,112 coOTBETCTBEHHO,
T.€. DJIEKTPOHHAs IUIOTHOCTh HAa PEAKUMOHHBIX IIEHTpPaX, HAIPOTUB, JOJDKHA
CIIOCOOCTBOBAaTh IPENNOYTUTEIEHOMY B3aMMOJCHCTBHIO OKHCIUTENS IO
nonoxxeHnto 3. Pacuer Temnor 00pa3oBaHUS IBYX pa3IMYHBIX IPOIYKTOB
OKHCIeHus mpuBen K 3HaueHusM AH; © = 207 kJbx/mons m AH; ° = 250
KJI>K/MOJTB TS COEqUHEHNI 2.3-nuruapo-7-aurpo-5-permn-1H-1,4-
OeH30/1Ma3enuH-2-0Ha u 2.3-muruapo-7-autpo-5S-henui- 1H-1,4-
OeH30/1Ma3enuH-3-0Ha, COOTBETCTBEHHO. Clie10BaTeNbHO, TEPMOTUHAMUYCCKHE
XapaKTEePUCTUKU TPOJYKTOB OJAronpUsITCTBYIOT 0Opa30BaHMIO HHUTpa3enama.
Boiee Toro, aHanu3 JioKaaM3alUK BBICIICH 3aHATOW MOJIEKYJISIpHOIM opOHTamu
(B3MO) mnoka3pIBaeT, 4YTO COOTBETCTBYIOLIAasl €Il 3JIEKTpOHHAs IJIOTHOCTb
OJM3Ka K HYJIIO BOJIM3M IOJIOXKEHHS 3 W BechbMa 3HAYMTEIbHA B ITOJIOXKEHUH 2
(puc. 3.7). ITockosbKy OKHCIUTENH B3aUMOJEHCTBYeT npexze Bcero ¢ B3MO,
To HaOmojaemMas crneun(HUYHOCTH IIpoliecca CBs3aHAa C OpPOUTAIBHBIM U
TEPMOJMHAMHIECKUM KOHTPOJIEM PEAKIIMOHHONW CIIOCOOHOCTH.

R e —
& —

Pucynox 3.7 — 3anonHeHne BEpXHIX MOJICKYISIPHBIX OpOHUTaNei B
2,3-muruapo-7-auTpo-5-penunn-1H-1,4-6en3onnazeniae

KBaHTOBO-MEXaHHYECKHE PaCUETHl U PACUYETH TEIUIOTH 00pa30BaHUs
MTOTBEPKAAIOTCS PE3yIbTaTaMH aHAIM3a IIOJIYYEHHOTO IMPOAYKTa METOIOM
SAMP-cniekTpocKkonuu.

Takum 06pa3oM, U3 paCCMOTPEHHBIX BHIIIE ABYX CIIOCOOOB CHHTE3a
HHUTpa3enama, Haubosee 3¢ GeKTUBHBIM sBIsieTcs: cuHTe3 13 XHb®, Ho cuHTe3
1,4-0eH30/1Ma3eNMH-2-0OHOB C HKCIOJb30BAHMEM YPOTPOIHMHA IO3BOJISIET
TIOJTy4aTh MPOJIYKTHI C MIPAKTHYECKHU JIFOOBIMU 3aMECTUTEISIMH B 7 TTOJIOKEHHH.
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3.6 Pa3paborka cnoco0a 0YMCTKH HUTpa3enama

HecMoTps Ha TO, 4TO HHMTpa3emaM IOJy4aeTcs BBICOKOTO KadecTBa
1O TeMIepaType IUIaBICHUs M COAEP)KaHWI0 OCHOBHOTO BELIECTBA, OH HE
COOTBETCTBYET TpeOoBaHusIM (apmakoneiiHoit cratbu OC 42-2137-98 o psny
nokasaresell. B cBsi3u ¢ atum ObL1 pazpaboTaH 3(PPEKTUBHBIA METOA OUYUCTKU
HUTpa3ernama 4yepe3 oOpa3oBaHME THAPOXJIOpPHIAa HHUTpaszenaMa B ameToHe C
nocieayrolei HedTpanu3anueil B JUCTUIINPOBAHHON BOJE.

Takum 00pazom, B IpolLEcce MCCIIENO0BAHUS U OTPAOOTKH criocoda
cuaTe3a HuTpasemama w3 XHB® Obur pa3paboTaH MOCTATOYHO IEMIEBBIA
MIEPCIIEKTUBHBIN CrOC00, MO3BOJSIOIINN WMETh BBICOKHE BBIXOIBI HAa KKIOH
13 CTaAuil W BHICOKOE Ka4deCTBO IIOJy4aeMOro IMpoayKTa. BeIXom meneBoro
mpoaykra cocrapisier 88-90% cumras ma XHB®. CunTe3 HuTpaszemama He
TpeOyeT BBICOKHX TEMIIEPaTyp, B HEM HCIIOJIb3YETCsI JOCTYITHOE U JOCTATOYHO
JIEIIIEBOE ChIPhE M PACTBOPHUTEIIH, YTO MO3BOIAET PEAN30BaTh JAHHBIA CIIOCO0
B IIPOMBIIIIEHHOM Macuitaoe.

BbIBO/IbI
1. Pa3zpaboranbl 3¢ G eKTUBHBIE CIOCOOBI CUHTE3a HUTpa3zenama,
3aKJTFOYArOLIHECs B aMMHUPOBAaHUN 2-(2-xy0paneTamuio)-5-
HUTpOoOeH30(eHOHA YPOTpPOIIMHOM, KOHJICHCAIINU 2-x710p-5-
HUTPOOEH30()eHOHA C STHICHIUAMHHOM C TIIOCJIEIYIOIINM OKHCIEHHEM
MTOJTyYCHHOTO 2,3-muruapo-7-autpo-S-dpenun-1H-1,4-6en3onnazenmaa

OmxpomMaToM HATpUsl B CEPHOW KHCIOTe JO HHTpa3ernama. Beixon
HUTpa3enama cocTaBmiI He MeHee 93%.

2.Iloka3aHo, YTO ONMPENENSIONIYI0 PONb B 00pa30BaHWU HUTpa3enama HrpaeT
COCTaB PEaKIMOHHOW CMECH TP aMUHHUPOBAHUM 2-(2-XJoparneTamumo)-5-
HUTPOOEH30(heHOHA YPOTPONHMHOM. 3MeHeHre HalJIeHHOTO ONTHMAaIbHOTO
COOTHOUICHHMSI PEareHTOB MOXKET HAlpaBUTh pEAKLUI0 B  CTOPOHY
00pa3zoBaHust MOOOYHBIX POYKTOB.

3.Pazpaboran  meroxm  cuHTe3a  2,3-muruapo-7-Hutpo-S-¢enmn-1H-1,4-
OeH3oMa3enHa KOH/IeHCaluen 2-x110p-5-HUTpoOeH30(eHOHA c
STHJICHANAMHMHOM B HM3OIPOIMIOBOM CIIUPTE € Tociexyromel oopaboTkon
peaKkLMOHHON Macchl ropsayeil Bojgo. MccnenoBanue peakuuy KOHACHCALUU
MOKA3aJl0 BO3MOKHOCTH OOpa30BaHHS psila TMOOOYHBIX MPOIYKTOB MpPH
W3MEHEHHH COCTaBa pEareéHTOB M  CpeIbl TPOBEICHUS  PEaKIIHH.
OntuManbHOE  COOTHOIIEHHE  PEareéHTOB  COCTABJISIET: 2-x70p-5-
HUTPOOEH30()eHOHA: ATHIICHANAMHH : N30-TIPOIMIOBBINA criupT : Boga — 1 : 4 :
13,7 : 116.

4.BnepBble  YCTaHOBJEHBI IPOAYKTHl peakUWH aMuHUpoBaHus  2-(2-
XJIOpAIeTaMHUJIO0 )-S-HUTPOOCH30(DEHOHOM ~ YPOTPOIIMHOM, B  YaCTHOCTH,
METWJICHIMITUIIOBBIH 3(Hp, YTO IOKAa3ajJ0 y4yacTHe STHIOBOIO CIIMpTa B
peaximu aMHHUPOBaHUS 2(2-xnopaneraMuIo)-5-HuTpoOeH30(eHOHA
YPOTPOIIHHOM.
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5. Pa3paboransl MeToabl 3G (QEKTHBHOTO BBIAECICHHS W OYHCTKU HHTpaserama,
3aKIIIOYAIOIIUECS B IIEPEBOJIC HUTPa3enaMa B TUIAPOXIOPHUL C MOCIEAYFOLIIM
€ro MepeBOJOM B OCHOBaHHE, 4YTO IO3BOJIMJIO IPEIOXKUTH CHOCOO
NOJy4eHHs] HUTpa3ernama Juisi OTpabOTKM Ha MUJIOTHOW YCTaHOBKE.

6.Metonom opOutanbHoro koHtponsi (B3MO) nokazaHa CeneKTHBHOCTB
okucienus 1,2-puruapo-7-autpo-5-penun-1H-1,4-6en3oquazenuna Bo 2
MOJIOKEHHUE.

7.Pe3ymprarel  paboOTBl  JIETTIM B OCHOBY  OIIBITHO-IIPOMBIIUICHHOTO
MIPOU3BOJICTBA HUTpasenama MomHocThio 1000kr/ron Ha buiickoM oneymMmHOM
3aBOJI€.
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