BG 97839A

PEITYBJIMKA BbJI'APHA (19) BG 1) 97839A
(51) CO7H 15/16
3ASIBKA 3A IIATEHT co7C 47119
3A
HN30BPETEHHUE
IATEHTHO BEAOMCTBO
(21) 3asBurencku Ne 97839 (71) 3assuren(n):

(22) 3asBeno na 31.05.1993
(24) Hauano na nelicteue
Ha [1aTeHTa OT:

IIpHopHTETHH JAHHH

31) 32) (33)

(41) IlybnuxysaHa 3aj1BKa B
Grometud Ne 4| 28.04.1995

(45) OrneuvaraHo Ha

(46) I1yOnuxysaHO B GroneTun Ne
Ha

(56) UnbopMalmOHHH M3TOUHULHU:

(62) Paspenena 3asBka OT per. Ne

"BHOBET" A1, ., 4550 IIEIIEPA , VL.

"TIETHP PAKOB" 39 (BG);
(72) Uzobperaren(u):

JUMOB , Tumuo U . , 7200 Pasrpan ( BG ) ;
BACHJIEB , Xpucro [ ., 7200 Pasrpaa ( BG ) ;
AXIEPEBA , Benera C . , 7200 Pasrpax ( BG ) ;
MAHOBA , CJJABKA T ., PA3I'PAA ( BG ) ;
TOJAOPOBA , Aumurpa I . , 7200 Pasrpan ( BG )
s TPO3EBA , EJIMHA C.,PA3TPAA(BG);

(74) TIpenctaBuTe MO HHAYCTPHATHA
¢O00CTBEHOCT:

(86) Ne Ha PCT 3asBka:
(87) Ne u nara Ha PCT myGnuxanus:

(54) METO/I 3A TIOJIYYABAHE HA KITUHAAMUIIHH ITAJIMATAT

XUAPOXJIOPH

(57) MeTogbT HaMHpa NPHJIOKEHHE BbB (apMalieBTHYHATA IPOMHILIEHOCT.
K1HHAaMHIHHIAIMHTATXHAPOXJIOPHALT C€ MoJIy4yaBa oT
KJIHHARMHIHHXHIPOXIOPHAH30NIPONIAHOICOIBAT, KOATO B CPeia OT OPraHH4HH
Pa3sTBOPHTE.H ce NpeBpbia B 3,4-0-H30MPONHIHACHKIHHAAMHLHHXHAPOX JIOPHA. Caen
M30/IHPAHETO My KAaTO KPHCTaJIeH NPOAYKT Tofi ce MpeBpLIIA HA 6a3a B TO/IyosIeH pa3TBOP
H ce ALHIHPa ¢ NAIMHTORIXJIOPHA B IPHCHCTBHE HA THPHIMH NPH TemIepaTy pa ot 20 1o
300C 3a 2 g0 4 h. Be3 uzoaupane 0T peaKIIHOHHATA CMeC MPOAYKTHT €€ XHAPOJIH3HpA B
OLIETHOKHCEJIA CPeAa M NOJIYUYEHHAT KIMHIAMHIMHNAIMHTATXHIPOXIOPHA Ce
KPHCTaJIH3HPA M3 alleTOH, GUITPHPA ce, Pa3TB aps ce BbLB BOAA H ce Jauopuau3npa 10

npaxoo6pa3Ha cyOCTaHUHSA.

6 nperenuuu, 0
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AUMUO KBAHOB AUMMOB
XPUCTO AUMUATPOR BACKUAER
BEHETA CTOQHOBA AMAEPERA
CAGREA TODOPOBA MAHORA
JUMUTPA LIOHERA TOLORORA

ENMMBA COTHROBRA TPROZERA

PAXTPAN - EBbAlAPUA

METOR ZA NOAYUAPAHE HA KAUHAAMUUMH NAAMUTAT YUAROXAORUA

W30EPETEHNETO CE OTHaCca A0 METOA 3a NOAYUABRGHE Ha KANHASMULIMHE NaAMUT
LHAPOXACOPMA OT BJMBASMUUMHE IMAPOXACPUA M30NPONAHOACOABAT.

K3pecTeH & METDA 3& NOAYYaBaHE Ha EMMHASMULIMH N&AMUTaT XMAPCIACPNL ©°
EAMEASMULUME XMAPOXACPUA XMAPET (naTexHT Ha CAN 3,580,904). OCHOBHW BeAOC-

TATHUM Ha HMeTOoAd Ca CAEQHUTE :

PORAEERRTELIVE PR R INEPRSING - i WECCEACSIRSUE D5 SN
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1.ZauMTaTa Ha TPETa M YETBLPTa NOSMUMA CE USBEPWRS C SHMSANAEXMA YPE:
SUECTPONHO OTCTPAHABSHE Ha BOAATE C BEH30A, KOUTOD & TGHGMQ&H, KaHUepPOrese
M CL3A8Ba8 ONacHoOCT 38 PasoTEWMTE M 38 KadeCTBOTO HA KPaMHUA NPOAYET.

2. AUMAMPEHETO CE uaabbwsa B YUCT NUMPMAMH, KOETO CL3AEBa NPOEAEMM NPU
NOAYUABEHETO Ha CYYIa PEaKUMOHHE CPeaa, ONAcHOCT OT SaMbpCaBaHe Ha CYBCTaH
UMSITa M 3aTPVAHEHMY NpuU parenepéﬁmgTa H& Pa3TBOPUTENN.

3.NOAYHEHMAT NPU AENPOTEKUMATE AHMBANAEXMA M CEAOHHOCTTE Ha CYECTAH-
UMATE Kb OCMOANBEHE CEH303B&a NPOSAEMM NPU npmnTaﬂmaéuMﬂTa M Hajara yTad-
BaHeTo Ha CVECTAHUMATE A& MIDLPWRE B 'OAEMM CEEMUM OT TOKCAYHUS ALUETOHUT-
PUMA. AHMZEAAEXMALT MOME A& NPUABAE Ha NPOAVETE CTPAHUYEH MUPUL.

4. JOEUMBLT Ha NPOUECE & CPABHMTEJHO HUCHE. KaTo CE MMa NPejBUl, 4e Hab
ACEPMAT QOEMR OT COBET AC XMAPST (NATEHT Ha CAW 4,568,741) & 96,3 % , &
CHlUD, Y& B PAICAEMASHMA NATEHT ACSMBLT NPU SEUMTEBAHETD & 82 X, OT aHUEW-
IMAEH BAMBAGMULIME TMAPOXACPKMA AC UENEBMAT NPOAYET B 84 7 ¥ CSWMAT A0EUE
CE NoAYYapa 7,5 1,

B naTerT Ha CAW 4,845,515 & NOCOUBH METOL 38 NOAVUABAHE Ha KAMHAIMULY
3y4 - BUETCOHMA YPES MSNOASREHE Ha AMMETOKCMNPONaH. NOAVUABEHUAT B DPEIVAT
Ha PEaKLMATE METAHOA NOBMWERE PA3TROPMMOCTTA Ha USNEBMA NPOAYET, KOETO Bi
AV AC CHUMEPAHE K& ADEUBE. |

FapEvaTé Ha MB0EPETEHMETO € A& CE Ch3AaAe METOA 3@ NOAYYEBaRe Ha KAME
ASHMUUME NAAMATET XMAPOXACPUA C M3NOASBEHE H3 MAJIEM KCOAMYECTRE BPEAHM 343
3APERETO PEAKTURKM, TaAPaHTUPHN BUCOE A0DEMR M YUCTOTE.

METOALT CECASCHO MIOEBPETEHUETO CE CHCTOM B NOAYUSPAHE OT KAMHASMULIME
IMAPOXACPUA M3ONPONEHOACONBAT Ha KAMHAGMULMHE aueTOHMA IMAPOXACPUAL 4YPes
UM3NOASBAHEe K&aTO 3aWMTaPaW &reHT 1,8 - 3,5 mol AMETOKCMNPONaH, NOAYUEH
in situ OT TPUETMACPTOGOPMUET M AUETOH B NPUCHCTBME Ha KaTAAMTUYEM KO -
AMYECTBE CMAHE KMCEJMHE nNpy 30 - 50°C 3& 4 - 20 4Yaca. NOAYYEKUAT ALETOHUL
IVAPOXA0PMA CE M30AMPa B KPUCTAAEH BMA M CE NPEBPHUa B TOAYOAEH PA3TBOP K
gaza. AUMAMPE ce C 1,1 - 1,5 mol DAAMUTOMAXACPMA B CTPOrC BE3BOAHM YCAO-

Bua CNeuudruBs Ha BTOP& NO3MUMA NPM 20-30°C 3a 2-4 4acs CABA KOETD CE CHE
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3amMMTaTa YpEes XMAPCAME B CAaEC EMCEAa cpepa npu £5-80°C 33 8-20 yaca. Npo

AYETYT CE& NPOMMBE Karo TOAYONEH Pa3ITBOP WM CAEA OTCTPaHARAHE Ha PaSTBOPU-

TEAA CE EPUCTaAMIMpa B aueTod. Pa3TROPEHaTa BB BOAa YTanka Ce SUATRYDE

¥ AMOPUMAMINPA CAEBA KPUCTAEAM3AUMA npu O0-5°C 3a 2-4 4Yaca AD DPaXoospasHa

CYECTanMd.,

NpeanktCTRaTaE Ha METOLA Db?ﬂaéﬁﬁ US0EPETEHNETD Ca &

- WSNOAZRAT CEe JOCTREIHM CYROBMHU

- W3NCARBAT CE MUBMMaNHY KOAMYECTRa BREJHM & 3APapeTO PEaAnTHBU

- ACBYBLT NPY DROUeECcs HE IalMTapaHe Ha TheTs U YeTRRPTH ﬂ§3HUMﬂ & 6AK
3l A0 TeEODETHUHRAY |

- [PW AUMAMDAHETD © NEAMUTOMAXACPUA KaTo SEUSNTOP Ha XApoBoAcpOfd A

rOAHMG CTEHGH CEe UIN0OAZRS S33VMUHATA TRYNS HA Caduda BAMHASMMLMNE U KOAW
HECTROTO HE HEOBXCAMMMA NUPUMAMHE € MHOCO Maixso
- DNPK AenpoTerimarTs o NOAYYERd ﬁﬁTO‘CTPﬁMMQBH NPOAYET NPanTUYERKRY BB
BPReIRua AueTon
-~ OTHOCHUTEIHO NO-BUCOKATE CTESUAHOCT Ha MIMNPONMAMIAEHORGTS IadMTa Dpe
ARMAMAVABHORETE WIKNOUYBRS OEPA3ZYRAaHseTO He 5- M 4- NAAMUTOUAMDARA DROAY
™
~ OPOMUBAERETO HES TOAYONHKG RDasteol C Bﬁia OTCTRaHARa CﬂéﬂMTE o nURED
W EREHTVEAHD HAAMYHUEG CBOBOAEH KAMHA&MULNH
~- NPORERAABETO HA AMUOIMAMIELMA NOIPOAMBE NOAYYABRGHETO HA HMLTE 0T MEX
HUURY NPUMECH U ACPU CTEPUARE CYECTarIuMd
HIOEPeTEHUETO CE& WARCTPHPAa CbC CAEAHATE NPHU4EpH

APUMER 1
2,4 -~ 0 - MIONPONUMANABRFJIMHAGMUUNE XMAROY AODUA

Kty OXABAEHE CMEC OT JUETOH, AUMMETAAGOPMaMUA M TPUETUACRTOPOPMMET

CE NPUEERAT B84 g (161 mmol) KAVMHASMUUME XNAPOXACPMA Na3ONPONSHOACOABRAET.

CAEA Pa3ELPEPAKE NPU 0°C 20 MMHYTH, NPM 25°C €0 MUHYTU M npu 432 °C

6 4Yaca CMECTa CE OXNaMfia M CE& NPUEaPAT 5 g C¥YX NOJMBMEMANMPUAMHE. Pas-

SrpERE C& NPKM 0°C 1 Yat, CYCNEHIVATaE Ce PUATPYBA M NPOAYET®T CE CYWM BDE
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BaryyM npu 30°C. NoayyapaT Ce B4,7 g, OT KOUTC UEAEBUAT NPOAYET Ca 73,7 -
(159 mmol, 98,7 %> 3,4 - 0 - msonponwnunennnmagammumakxmgpaxnopmn,
NPUMER 2

KAMHABMMLIME - 2 - NaAMWUTaET YUADOLACDUA

B 500 ml TONYON CE PA3TREPAT 74,6 g 3,4 - 0 - U3CNPONMANAEHEAMHELAMUALL
YUADOXNOPUA (NPUMED 1) (140 mmald) U cMecTa ce ANKEANIVPE C TPUETUAZIMUE.
JTAMKATE CE OTCTPEHABE YPES $UATDYBAKE M PA3TROPE CE KOHUEHTPUDRE BYE pam
A 230 ml. DpmesmaT & 10 ml NMPMAMKE Y NPM ELPEEHE Ha NEAEHa 63K Ce npu-
RaneaT 55 ml NaAMUTOMAXACPUMA B S5 ml TOAYOA. CAEA ELPKase npmk0°c 20 MK
HYTU U NPU CTanMHa TéMnepaTypa 2 Yaca PasTROPET CE M3NapPBa BYR BAEVYM A0
HacAo. NpueabaT ce 250 ml 85 % CUETHa EUCEAMHE M PASTEOPLT NDECTOHBE NDU

75°C 3a 10 4yaca. OTCTPAHABRE Ce CUETHaTH KMUCEAMHE Boh BIKYYM U DPOAVETLT -

oL oHEL., BASMBUAT BAMBASMMIIME Man
MUTET XMAPCLACPMA CE PAE3TREPa B S00 ml BOAa M PasTROPLT Ce ﬂMO@MﬂMSHpag
NoavyaearT c& 82,2 g BEAVMHAGMMALIMK NaAMUTET XMAPOLAOPVA O BKTUBHOCT S80 MED.

THRLCY €119 mmol, 85 X). DEWMAT ACSME Ha CHHTESa & B3,

Xl
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AB TOPCKi& NPETEHLUUYK

1.METOA 3& NOAYYABAHE Ha KAMHAGMUUMH N&AMUTAT XMAPOXACDUA, YapakTep:
SMPEW, CE © TOBE, Y& NPU BIGUMOAENCTBMETO Ha KAMHASMALME IMADOYACDMA M:
NPONEHOACOABAT € 1,8-3,5 mol AMETOECUNPONER NOAYYEH in situ OT SUETOH ¥
TPUETUACPTOSOPMMAT, NP 20-S0°C 3@ 4-20 YIC& B NPUCLCTBUE HE KaTaIMTUYE
KOAMUECTRO CUAKE EUCEMMHE CE NOAYHEBA 3,4 -0-M300DCNMANLEHEMBELAMALIH
IMAPCYACPUA, EOUTGC ce CTABMAMEUPE YPES ACEABAHE Ha SKUENTOP Ha KUCEIMHY
W NPEREPHAT HA €538 B OPMCLCTEME HE MAJIK0 NUPMAME B TOAYDJEH PASTBOP Cf
UMAMPE © 1,1-1,5 mol NEAMUTOMAXACPUA NPW 20-30°C 38 2-4 YaCE M CAEA AE

OpOTIKUMEG CASE0 BUCELS Lpenga npu Gﬁmgﬂoﬁ 58 B-20 UISCA CE NPERPLUE B KAR
ASMHMUUE DaaMuTaT KMAP DY ROPMR, KOWTD, CAER HpDHME&HEIE ﬁﬁﬂa‘B TDA?DH?Huﬁﬂ
TBOP, Ce NPpeuyunyuTHPR: 2 aueToR, a NPeMMMTETET KaTo BOAEH PasTBROPR CAB[

EPUCTIAMEALME NPy 0-5°0 28 2-4 yaca ce JUOSNAMEHPRS 4o HP&XGDﬁPaSBH—KﬁMF

ICYAL .
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LFH Y MADOE ORI uitnponadoeacoapaT ¢ 2,8 moel amero
L 0T BUETON ¥ TRMETHAODTORODMKUAT B ﬂPMC%CTBMﬁ .

FURHD BOMMUENTRO CHAHS KMCEAMHES Ce Noavyaes 3,9
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CHSOOPONAMAAEHEAMEASMIUME X RARCY A0, KOWUTO Ce CTASWJIMEVPE CPRemy Imipo

¢ A0BEBERRa Ha DOANBUEMANMPUIAMH.

FMETOA, CRCAACHD NPETHEHIMYE 1, TapanTepruanpall oe © ToRa, we I,4 - ¢
MICOPOOMAMAEHE MMHAGHAUVH IMAPCOX AOPKMA CF NRedphms 5 2,4 - 0 -~ y3nnponnses
QEE%EMH&&MMQHH SAIH BOTRAVONGH PEITEND UPEs ANDEABROHE MA TDUETHAHMUE WM ©
PUATEYBEHE, aUeOTPONHED OTOTRAHARAHE Ha BOATAE VM MAJKs A0BaRKa HA nyupPnay
te aupavpa ¢ 1,29 mol QAAHATOMAXACPUA NpKr 20°C 3a 2 4Yaca 40 4 - 0O - M
DRONUMAMAECHEAMHASGMULIME - 2 -~ DAAMUATAaT IMAROLACDWA.

4, METOA, CBWCAACHD NPETEHUMM 1 U 3, xapaHTepmampam ce C TOpa, 4g 4pe:
npecToqeaHe B 83 % OUETHa KMCEAMHa NPM 7S°C 33 10 4Yacs 3,4 ~0~U3ONPONUAK,
EAMHASMULUMH - 2 - N&AMUMTIT XUAPOXACPUALT CE NPEePPBUa B EANHASMALME - 2 -

NanMuTaT XUAPOY.A0pUua.
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S.METOA, CErAACHO NPETEHUMA 1, XaPaKTEPUSUPAW, CE C TOBa,Ye MACACDOE-
PaZHMAT EAMHASMULIMH NaAMUTAT YMAPCXACDMA CE NPEUMNMTHAPE B AUETOH, 38 A& CF
NOAYYM $UATPYBAWE CE YTamKa.

6.MeTOA, CRCABCHO NPETERLUMMA | M 5, FapasTepusupal, Ce C TOBE,Ye VTAAKAT
OT KAMBAGMALMH NaAMUTET YUADOXNODUA C& pasTRapsa BB pOAE, $UATPYRE CE U,
CAEA KPUCTAAMIEUMA NPKU 2 °C 3@ 3 uwaca ce MMOSUAMEMPE, 38 Aa CE NOAYYA NPALC

OEPE3EH KAMHAAMULIME DEAMWUTET ¥ HARpoYaopua.
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