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CPABHUTEJIbHOE UCCJIEAOBAHUE METOAOB
XJIOPUPOBAHUA CANTMLUNTOBOU KUCNOTDI

ANA AANbHEWULLENO NOJTYYEHUA
AHTUTEJIbBMUHTHbIX JIEKAPCTBEHHDbIX BELLLECTB

B.T. Aynapes*, M. P. Kyabmunbix!, I. M. Anekceesa'

Pe3tome. C NOMOLLbIO TOHKOCSIOWMHOM 1 BbICOKO3IGHEKTUBHOM XKMAKOCTHON XpoMaTorpadum NcciefoBaHo n3MeHeHvie CoCTaBa peak-
LIV'OHHOW MacCbl B NPOLIECCe XIOPUPOBaHUA CANMLUIOBOI KUCIOTbI TPEMS METOAAMU: MOSIEKYSIAPHBIM XJIOPOM B YKCYCHOW KICNOTE,
TUMNOXIOPUTOM HATPUA B BOAHO-LUENOYHOM PAaCcTBOPE 1 OKUCINTENIbHBIM XIOPUPOBAHNEM CMECHIO NEPEKNCU BOJOPOAA U CONAHOM
KUCNOTbI B CpeAe YKCYCHOM KUcnoThl. MokasaHo, 4To Hanbonee nonHoe npespaLieHne cannuuinoBomn KUCIOThI B 3,5-UXIopcanuuy-
NOBYIO KNCNOTY HAab/IOAAETCA B peakLnyi C r’MMnoXIOPUTOM HaTPUs, @ HAMMEHee MOJHOE — B PeaKLny OKUCINTENIbHOTO XI0PUPOBAHNA.
YcTaHOBNEHO, UTO NO6OYHAA PeaKLMa UMNCo-3aMeLleHrs KapboKCMAbHOW rpynbl C 06pa3oBaHuem 2,4,6-TpuxnopdeHona B Hanbosb-
el CTeneHn NPOVCXOAUT NPU XNOPVPOBAHN CANMLMIOBO KUCIOTbI Fa3006pasHbIM XJIOPOM B Cpefe YKCYCHOW KACIOTbI U FTUMOX0-
PUTOM HaTPVA B BOAHO-LENIOYHON Cpeae. YCTaHOBIEHO, YTO NepeKpUCTanin3aunms TeXHUYeCKomn 3,5-4UXN0pCanuuyuioBoi KUCIOTbI
13 50%-ro BOAHOTO 2-nponaHona Hanbonee 3GGpeKTUBHO NO3BOAET YAANNTb NPUMECH 2,4,6-TPUXNOPPEHONA, @ B MEHbLLEN CTeNeH —
NPUMECh MOHOX/I0PCANNLMAOBBIX KNCTIOT.

KnioueBble cnoBa: 3,5—umxnopcanmumn03aﬂ KNCNOTa, aHTUTeNbMUWHTHbIE JIEKapCTBEHHbIE Cy6CTaHLlI/II/I, XJ10P, TMNOXIOPUT HaT-
puAa, nepokcna Boaopoaa, condHaa KNCNoTa.

A COMPARATIVE STUDY OF METHODS OF THE SALICYLIC ACID CHLORINATION FOR FURTHER PRODUCTION
OF ANTIHELMINTHIC DRUGS

V. G. Dudarev'¥, M. R. Kuzminykh?, G. M. Alekseeva'

Abstract. With the help of thin-layer and high-performance liquid chromatography, the change in the composition of the reaction
mass during the chlorination of salicylic acid was studied by three methods: molecular chlorine in acetic acid, sodium hypochlorite in
an aqueous alkaline solution and oxidative chlorination with a mixture of hydrogen peroxide and hydrochloric acid in an acetic acid
environment. It is shown that the most complete transformation of salicylic acid into 3,5-dichlorosalicylic acid is observed in the reaction
with sodium hypochlorite, and the least complete - in the reaction of oxidative chlorination. It was found that the adverse reaction of
the ipso-replacement of the carboxyl group with the formation of 2,4,6-trichlorophenol to the greatest extent occurs in chlorination of
salicylic acid with gaseous chlorine in the acetic acid and with sodium hypochlorite in the aqueous alkaline medium. It is established that
recrystallization technical 3,5-dichlorosalicylic acid of 50% aqueous 2-propanol to most effectively allows you to remove the admixture
of 2,4,6-trichlorophenol, and to a lesser extent, admixture chlorosalicylic acids.

Keywords: 3,5-dichlorosalicylic acid, anthelmintic drug substances, chlorine, sodium hypochlorite, hydrogen peroxide, hydrochloric
acid.
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TpafWUMOHHO 3,5-AMXN0PCanUUUIOBYO  KUC-
noty (OXCK) nonyuyatoT xnopupoBaHueM canmuu-
nosow Kncnotbl (CK) monekynsapHbIM XJI0POM, yalle
BCEro B cpefe yKcycHow kucnotbl [8]. CnepyeTt oT-
METUTb, YTO MONEKYNAPHBIA XNI0p 06/1afaeT CUsb-
HbIM KOPPOAUPYIOLWMM AeNCTBMEM Ha annapaTypy,
A00BUT 1 HeypobeH npu Jo3vpoBaHuu. Mo3atomy

BBEAEHUE

Xnop3amelléHHble  CanuMuuiIoBble  KUCIOTbl
HaWmM NpUMEHeHVe B KayecTBe MPOMEXYTOUHbIX
NPOAYKTOB MONyYeHUsA M3OUpPATENbHO OeNCTBYIO-
WMX repouumaoB, GYHrMUMAOB, KpacuTenen, KOMMo-
HEHTOB XEMONIOMUHUCLIEHTHbBIX KOMMO3ULIA, UHIW-

6UTOPOB HEPMEHTOB U NEKapCTBEHHbIX BelecTs [1,
2]. B yvacTHOCTW, HeKoTOpble aHunuAapl 3,5-Aux-
NOPCanuLMIOBO KUCNIOTbl 3apeKkoMeHAoBanu ce-
65 Kak ManioTOKCUuHble N 3PPeKTMBHbIE CpeacT-
Ba AnA NpodunakTUKM U JfieYeHna rebMUHTO30B
>KMBOTHbIX [3-7].

NpeacTaBnAlOT MHTEpPeC asibTePHATMBHbIE MeTObl
XJIOPUPOBAHNA CaNNLNIOBON KUCIOTbI, B KOTOPbIX
HenocpeACTBEHHbIV XJIOPUPYIOLWUIA areHT (MonieKy-
NAPHbIN XNOP, XNIOPHOBATUCTaA KncnoTa) obpasytoT-
€A in situ N3 XNOPUCTOro BOAoOpofa U OKUCUTENs.
TakuMU OKUCUTENAMU MOTYT BbICTYMaTb MNepokK-
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cng Bogopoda, N-xnopcykunHumng [9, 10], neprogart Hat-
pus [1] nnn xnopat HaTpusa [11, 12]. Hanbonee gocTynHbI-
MU 13 MEePEUYNCTIEHHbIX OKUCAUTENEN ABMATCA XnopaT
HaTPUA M PacTBOPbl NMepokcnaa BOAOPOAA, MOCKONbKY
OHU NPOU3BOAATCA B KPYMHbIX MacwTabax. Micnonb3osa-
Hue peareHta NaClO3/HCl ana xnopupoBaHua canuum-
NOBOW KUCMOTbl OMWCAHO B HECKOMbKKMX, B TOM YKCie CO-
BPEMEHHbIX, MybnvKkaumsax. lNpouecc xnopupoBaHuA ¢
nomouyblo peareHta H,O,/HCl ncnonb3osaH gna nonyue-
HUA 5-xnopcanuumnoBoi Kucnotbl [13], a paboTbl no no-
nyyenuto AXCK 3Tm MeTojoM OTHOCATCA K NepBON TpeTu
XX BeKa 1 npepCcTaBAatoT Wb NUCTOPUYECKUI NHTEPEC, a
CcaM MeTo[] HY>K[aeTCA B yCOBEPLUEHCTBOBAHUN.

TakKe M3BECTEH CMOCOO XIOPUPOBaAHUA CanuLm-
NTOBOW KUCNOTbl TMMOXJIOPUTOM HaTpusa [2], ogHako OH
Mano U3yyeH C TeXHONIOrMyeckon Touku 3peHua. K po-
CTOMHCTBaM TFUMOX/IOPUTa HATPMA MOXKHO OTHECTU ero
LUMPOKOEe MCMOosb30BaHMe And obe33apakMBaHUs BOAbI
1 oT6envBaHMA TKaHel, CpaBHUTENIbHO HeboNbLUYyio CTO-
MMOCTb U JOCTYMHOCTb, K HeloCTaTkaM — NPOU3BOACTBO
B BUJ€ PAaCTBOPOB Masol KOHLEHTPaLUN U KX HECTabUb-
HOCTb MPY XPaHEHUN.

M3BecTHO, uTO peakuua xnopuporaHua CK npoTteka-
€T CTYNneHYaTo C 0bpa3oBaHMeM BHavane 3- 1 5-xjopca-
nnumnosbix KNcnoT (3-XCK n 5-XCK), 3atem AXCK.

™~ C‘w”’"‘d L1

CywecTBeHHbIM HeJoCTaTKOM MpoLlecca ABnAeTcA
noboyHaa peakuma UMNCo-3aMeLleHna KapOOKCUITbHOM
rpynnbl aToMoM xnopa ¢ obpasoBaHuem 2,4,6-TpuUxsop-
deHona (TXD). [To3ToMy HeOUNLLEHHbIV LieNieBOM NPOAYKT
(AXCK) moxkeT copepxatb npumecy Kak 3-XCK n 5-XCK, He
NOSIHOCTbIO BCTYNUBLLMX B PEaKLMI0 XTOPUPOBaHMUA, Tak
1 TX®, 4TO MOXKET NOBNATb HAa 0COOEHHOCTM OUMCTKMN.

KonunuecteeHHasa nHbopmauus o npespatteHnax CK
B NPOAYKTbI XJIOPMPOBAHMA HaMu 6blnia HalaeHa B NnTe-
paType TONbKO ANA peakLuunii C XJIOPOM U FMNOXSI0PUTOM
HaTpWA B BOAHbIX pacTBopax [14-16]. OgHako n 3Tn JaH-
Hble UMEeIT Manblil NPaKTUUYECKUA NHTepeC ANsA HacTos-
LLlero NCCnefoBaHnsA B CUTy HeJOCTaTOUYHOW CTemneHn KOH-
Bepcun CK, a nHpopmauns 06 3¢peKTBHOCTU OUNCTKM
JXCK Hamu He 6bina HaligeHa.

Mo3Tomy Uenbto paboTbl 6bIIM MOMCK METOAA XJ1I0pW-
poBaHuA CK, obecneumBalolero MakcmmasbHyo cenek-
TMBHOCTb €€ npeBpatweHnsa B OXCK npn MUHUManbHOM
06pa3oBaHNM MOHOYHBIX MPOAYKTOB, B YacTHOCTM TXD, a
TaKXKe oueHKa 3PpPeKTUBHOCTM OUUCTKU LieNneBoro npo-
AYKTa KpucTannmsaumen.
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MATEPUAJIbl U METO/LbI

B paboTe ncnonb3oBany pacTBOP TEXHUYECKOTO -
noxnoputa HaTpusi Mapkn A («JTleHPeaKTuB», KOHLEHTpa-
umMa akTUBHOro xnopa 100 r/am3, onpegeneHre TOUHOW
KoHLUeHTpaumn nposogunn no FNOCT 11086-76), pacTBop
nepekncn Bogopopa meanumnHckon («JleHPeaktney, 40%,
onpegeneHve TOYHOM KOHLEHTpaumm NpoBOAWAN MO
FOCT 177-88), canuuunosyl Kucnoty («HesaPeakTunBy,
>99%), canuuunaT HaTpus (<HesaPeaktus», >99,5%), ne-
OAHYI0 YKCYCHYIO KMUCNOTy («BeKToH», >99,8%), conaHyto
Kucnoty («BektoH», 35-38%), nepmaHraHaT Kanua («Bek-
TOH», >99%). 3-XxNOopPCanUUUIIOBYIO KUCNOTY, 5-xnopca-
NNLMIOBYIO  KUCNOTY, 3,5-AMXNIOPCaNULMNIOBYIO  KUC-
noty n 2,4,6-tpuxnopdeHon nosnyyanu Mo U3BECTHbIM
METOAMKaM.

XnopuposaHne CK npoBogunu Tpemsa MeTojamu:
MONEKYNAPHbIM XJI0POM B Cpefle YKCYCHOW KUCOThI,
OKNC/INTENbHBIM XJIOPUPOBaHNEM CMeCbIO NepeKkncu Bo-
[opofa 1 CONAHON KUCOTbI U TUMOXI0PUTOM HaTpuA B
BOAHO-LenoyHoMm pacteope. OnbiTbl MO XJIOPMPOBAHMIO
nposoaunu no 3 pasa.

1. Xnopuposarue canuyuiosoli KUC/iomsl 2a3006pas-
HbIM X/T0pOM 8 cpede YKCycHOU KUC/IoMbl.

CuHTes OCyLLeCTBIANN MO CXeMe:

HO o HO o

VECYCIESE KICT0Ta cl
] O
(35._40) °C

o+ IO 2HC

|

Xnop nonyuanu, npukanbiBasa 87 mn (1,0 monb)
KOHUEHTPUPOBAHHOM conAHOM Kucnotbl K 158 1
(0,1 monb) nepmaHraHaTa KanuMa NO YypPaBHEHWUIO
16HCI+2KMnO4=5Cl,+2MnCl,+8H,0, nponyckanu ye-
pe3 CKNAHKN C BOAOW N KOHLEHTPUPOBAHHOW CEePHOM
Kncnoton. Metop xnopupoBaHua [8] ncnonbsoBanu ¢
HeKoTopbIMU MoAMbUKaUUAMUN (YMEHbLUEHO KonuyecT-
BO pacTBopuTens). B Tpéxropnon KpyrnogoHHom Kosnbe
06bEéMom 100 mn cycneHgupoanu 13,8 r (0,1 monb) CK
B 60 Mn negAHON YKCYCHOWN KMCNOTbl 1 NPONyCKanu ra-
3006pa3HbIf XJIOp B TeueHure 5 U, noagepxusas temne-
paTypy B peakLMOHHON Macce B UHTepBane 35-40 °C.
Mocne oKoHYaHUA 6ap6OTMPOBaAHUA XNOPa BbIAEPKKY
nNpoAonXanu Npu ykasaHHoON Temnepartype eLé B Teye-
Hue 3 u.

[na onpepenexnsa cteneHn npespateHnsa CK B npo-
OYKTbl XJIOPMPOBAHNA aHaNM3UPOBany o0bpasubl peakum-
OHHOW Maccbl ¢ nomMolbto TCX n BIXKX. Otomnpanv npobsl
06bémom 1 mn Yepes 2 u 5 y nocne Havana 6apboTUpo-
BaHMA XJIOPa, a Takke cnycTa 1 1 3 4 nocne ero oKoHua-
Hus. K npobam npubasnanu pacteop 0,38 r (0,002 mornb)
MeTabucynbduTa HaTpUs B 5 Mi BOAbI AN1A yAAneHUs n3-
OblTKa XJIOpPa U OCTAHOBKM peakuuu XJ0pupoBaHus, 3a-
TeM pacTBOPUTENY YAANANN MO BaKYyMOM MPU KOMHaT-
HOW TemnepaType.
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Ocafok LeneBoro NpoayKTa, NoayyYeHHbI B pe3yrib-
TaTe XJIOPMPOBaHWA CaMLUIIOBOI KUCNOTbI, OTGUIBTPO-
BblBanu, NnpombiBanv 20 Ma nefAaAHON YKCYCHON KNCOTbI,
3aTem 100 M AUCTUANMPOBAHHOWM BOAbI, BbICYLUMBANU
npn 100 °C gO NOCTOAHHOM MacChbl N NepeKkpUcTanan3o-
BbIBaNu 13 Kunswero 50%-ro BogHoro 2-nponaxHona (5 mn
Ha 1 r ocagka). lpoBoaunm aHanu3 06pasLoB NoyyYeHHo-
ro ocagka metogamu TCX n B2XKX go n nocne nepekpuc-
TanaM3aumm 1 paccynTbIBaNM MacCOBYIO [OMI0 OCHOBHbIX
KOMMOHEHTOB.

2. XnopuposgaHue canuyusaama Hampusa 2unoxsaopu-
mom Hampus 8 800HO-Uje/TI04HOL cpede.

I'Ipou,ecc npoBoaunn No Cxeme:

HL 0¥ HO i
B cl
S OMa + 2 NaCl ——= i ONa + 2 NaOH
(20-28) *C |
= e
il

HY o HOY o

L& i (-I\-'JH 1

a . MOl —_— |
| P
u] o

NaCl

K pactBopy 16,1 r (0,1 monb) canuumnaTta HaTpuA B
50 mn BoAbl, NOMELEHHOMY B CTaKaH, B TeueHue 2 4 npu
nepemewnBaHun npunmnsanu 178 mn (0,25 monb) BOgHOTo
pacTBOpa rmnoxsopuTa HaTpus, NOAEPKMBaA TeMmnepa-
TYpy peakLMOHHON Maccbl B UHTepBane 20-25 °C. MNocne
CnmBa Bcero o6bEma pacTBopa rmMnoxsiopuTa HaTpmA Bbl-
LepXKy npofomkanu ewé 6 u. OT6op Npob peakLMoOHHON
Maccbl 06bEMOM 1 MmN ocylecTBaanca yepe3 1 u nocne
Hayana cMHTe3a (CNMB NONOBMHbLI 0OO6beMa pacTBopa ru-
NoXsopuTa), Yepes 2 4 nocsie Havyana cuHTesa (OKoH4YaHune
CNvMBa pacTBOpa rMnoxnopuTa), yepes 3 4 nocse Havana
CMHTe3a (YacoBas BblAep»Ka), uepes 6 1 8 U nocse Havana
CMHTe3a (4- n 6-yacoBasn BblaepKa). [pobbl obpabaTbiBa-
NN MeTaburcynbGUTOM HaTpUs, Kak yKkasaHo B M. 1, NoaKuc-
nann go pH 0,5 conAHoM KMCNOTOW, 3aTeM BOAY YAANANU
nog Bakyymom.

PeaKLMOHHY0 Maccy, NolyYeHHYo B pe3ysbTaTe XJ10-
pvpoBaHua, nogkucnanu go pH 0,5 conaHon KucnoTton,
0CafoK OTOUNBLTPOBANM U TLWATENLHO MPOMbIBANN AUC-
TUANIMPOBAHHOW BOAOMN, 3aTeM Bbicywmsanu npu 100 °C.
MepeKpucTannsaumio TEXHUYECKOTro NpoayKTa 1 oToop
npo6 ana aHanusa metogamu TCX n BXKX ocywectsnanuy,
Kak ykasaHo B . 1.

3. OKuc/iumernsHoe x0puposaHue canuyunosol Kuc-
JI0Mbl CMeCbio hepeKkucb 8000po0d / CONAHAA Kucioma 8
cpede yKcycHoU Kucsiomel.

I'Ipou,ecc npoBoAWIIN MO YPaBHEHUIO:

HEY V
HO (¥ 1

VRO KT Cl Gl
-

e

-, 5 e ] 2 H 0
O+ 2H,0, v 210 ¥
s (1540} *C

B Tpéxropnyto KpyrnogoHHyl Koniby O6bEMOM
250 M7, CHAaGXEHHYI0O MeXaHMYeCcKol MeLlasikon, 3arpy-
»ann 13,8 1 (0,1 mMonb) canuuUUNOBON KUCIOTbI, 43 M
(0,5 mMonb) KOHLEHTPMPOBAHHOW COMAHOWN KUCNOTbl U
60 MN YKCYCHOW KMCAIOTbI 1 MPY NepemMeLllnBaHnn B Teye-
Hue 6 4 npukanbiann 18,4 mn 40%-ro pactTBopa nepeku-
cn Bogopogaa (0,25 monb), nogaep»measa TemnepaTypy pe-
aKLMOHHOM Macchbl B npegenax 35-40 °C. [To okoHYaHun
cnmBa pactsopa H,0, BbigepKKy NpoaosKanm B Tex xe
YCII0BUAX eLLé 2 u.

OTt60p Npob6 ob6bEMOM 1 Mn OCYyLEeCTBAANCA He-
CKOJIbKO pa3: uepes 2 Y nocsie Hayana cMHTesa (CnmB oKo-
no 2/3 obbema nepokcmaa Bofopoaa), Yepes 6 y nocne
Hayana cMHTe3a (OKOHYaHVe CMBa pacTBOpa NepPoKCMAa),
yepes 11 2 4y nocrne OKOHYaHMA ciMBa nepokcuga. Mpoboi
peaKLMOHHOW Maccbl o6pabaTbiBany, Kak ykasaHo B . 1.,
1 nogBepranu aHanmsy metogamm TCX n BIXKX.

BblgenvBLimnincsa B pesynbrate peakLumn Xi1opupoBa-
HMA ocaflok oTGUNBLTPOBbIBaNYW, NpomMbiBanu 150 mn auc-
TUNMPOBaHHOM BoAbl 1 Bbicywmsanu npu 100 °C. Mepe-
KpucTannmsaumio TeXHNYeCcKkoro NnpoaykTa n otbop npob
anAa aHanmsa metogamu TCX n BIXKX ocyuwlectBnanm, Kak
yKasaHo B 1. 1.

Xpomamoepaguyeckuli aHanau3 npodykmos peak-
Yuu X/I0pupOBAHUA CaauyuIo8ol Kuciomel. TOHKOCNON-
Hyt0 XpomaTorpaduio NOAroToBIEHHbIX 06Pa3LOB peak-
LMOHHOWM Macchl, a TakXe BbliaeneHHon OXCK no 1 nocne
nepekpucTanansaumm nposoannn Ha nnactuHax Merck
TLC Silicagel 60 F, 5, (TfepmaHuns) B cmecax pacTeoputenei
STunaueTar : MypaBbuHaa KucnoTa (100:1) n Tonyon : yk-
cycHasa kucnorta (100:1) ¢ nposaskon B YD-cBeTe npu AnviHe
BOJIHbI 254 HM. [Tpo6bI pacTBOPANY B CMeC/ BOAbI U 3TU-
nauertaTta M HAHOCUJIN Ha NIACTUHbI STUALETaTHbIA CNON.
[nAa xpomaTtorpadum ncnonb3oBanav pacTBOpbl CTaHAAPT-
HbIX 06pa3LoB LeneBoro npogykrta (AXCK) n BO3MOXHbIX
npumeceit: CK, 3-XCK, 5-XCK n TX®. CtaHgapTHble obpas-
Lbl monyyanu nepekpuctanivMsalmnen ToBapHbIX BELeCTB
13 50%-ro BOAHOro 2-nponaHosna Ao nosyyeHusa xpoma-
Torpapuueck OfHOPOAHbIX NPOAYKTOB.

AHanusy metogom BXKX nopsepranu Te e o6bek-
Tbl, yTO U MeTogom TCX. [inA npuroToBReHNA aHanm3un-
pyemoi npobbl TOYHYIO HaBecKy obpasua Maccoll oKono
50 Mr nomeLLanu B MepHyto Konby o6bemom 50 mn, fobas-
nanu 25 mn pactBopuTena (CcMecb BOAbl 1 aLeTOHUTPMIIA
B 06beMHOM cooTHoLweHuKn 1:1), BCTpAxmMBanu Konby Ao
pacTBopeHua obpasLa, nocse yero obbem pacTsopa fo-
BOAUNN JO METKN TeM Xe pacTBoputenem. M3 nonyyeHHo-
ro pacTBopa C KOHLIeHTpaLueln aHanmsnpyemoro obpas-
ua 1 mr/mn meTogom nocsiefloBaTeNnbHOro pasbasneHus
NONyuYunn NCMbITyemble PacTBOPbI BELLECTB KOHLEHTpa-
uun ot 0,01 mr/mn go 0,5 mr/mn. MNonyyeHHble pacTBoO-
pbl dunbTpoBann yepes memMbpaHHbIi GunbTp Millipore
Fluoropore FGLP04700 13 nonuteTpadTopaTUIEHA C ANa-
meTpom nop 0,22 mKM. Permcrtpaumio XxpomaTtorpamm
(Bpema xpomaTorpadupoBaHus — 10 MrH, 06bem BKona —
2 MKJ) npoBogunu Ha npubope «Munnxpom A-02» ¢ KO-
noHkon ProntoSIL 120-5-C18 AQ 75 MM X 2 MM X 5 MKM.
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B KauecTBe noaBMXHOW $a3bl UCNONb30BaN: aLETOHUT-
pvn : 0,1 M pactBop opTodpochopHom KncnoTtbl ¢ pH=2,1
(50:50), ckopocTb antonpoBaHnsa coctaBnana 0,1 Mn/mMuH,
TemnepaTypa KONoHKu — 40 °C, geTeKTmpoBaHue npoBo-
avnn npu 210 HM. PacyéTt KoNnMYeCcTBEHHOIO CoOfepXKaHUA
aHanM3upyembix BeLlecTB NPOBOAWAN METOAOM BHelLL-
Hero cTaHgapTa. MaccoBylo oM KOMMOHEHTOB paccyu-
TbiBann OTHOCUTENbHO CyMMbl  CK+OXCK+MXCK+TXO.
Mockonbky 3-XCK n 5-XCK He pa3genanncb npu xpoma-
TOorpadupoBaHUM, PaccCUnTbIBaNM UX CYyMMApHYK AOMI0
(0603HaueHne MXCK).

PE3YJIbTATbl U OBCYXAEHUE

1. XnopupogaHue canuyunogol Kuciomel 2az006pas-
HbIM XJ10pOM 8 Cpede YKCYCHOU KUC10mbl.

C nomolbto BOXKX B peakuMOHHON Macce, MOMUMO
LiesieBOro NpoayKTa, 0OHapy»XeHbl 3aMeTHbIe KONIMYecTBa
He BCTYnuMBLIMX B peakumto MXCK (nouTu nckniountenbHo
5-XCK) n nobouHoro npoaykta TX®. [Ina HaxoxaeHns on-
TMMaNbHOIO KONMMYeCTBa Xopa 1 HEOOXoANUMOro Bpeme-
HW BbIEPXKKM Oblfla NOCTPOEHA 3aBMCMMOCTb COCTaBa pe-
AKLMOHHOW MacCbl OT BPeMEHW CUHTEe3a (PUCYHOK 1).

MaccoBas gons, %

BpoMA CRIHTCIA, 4

PucyHok 1. Tpa¢uk 3aBUCMMOCTM cOCTaBa peaKkLMOHHOI Macchbl,
NONYYEHHOW MPN XNOPMPOBAHMUN CANNLWNIOBOIN KNCNOTbI raso-
o6pasHbIM xnopom npu 35-40 °C, oT BpemeHu cuHTe3a (1 - canm-
UnnoBas KNCNOTa, 2 - cymma 3- n 5-xnopcannymnnoBbiX KUCNOT, 3 -
3,5-pguxnopcanuuunnoBas KUCNoTa, 4 - 2,4,6-tpuxnopdeHon).

* Bpems OKOHuYaHuA 6ap6oTpoBaHNA xnopa.

MaccoBaa pgonAa BewecTB paccyMTaHa OTHOCUTENIBHO CYyMMbl
CK+MXCK+OXCK+TX®

CnepyeT OTMETUTb, UTO M3MEHEHMEe COCTaBa peakLu-
OHHOW MacCbl MPOUCXOAMT BO Bpemsi 6apboTnpoBaHus
XJiopa 1 B TeyeHue 1 Y nocsie ero OKOHYaHusA, 1 ganbHemn-
LIasn Bblep:KKa HellenecoobpasHa. Tak, K KoHLy 6ap6oTu-
poBaHua 25%-ro n3bbiTKa xnopa gons OXCK oTHocuTenb-
HO ApYrux NPoAyKTOB XNOpPMpoBaHuA cocTaBnaeT 78%, a
cnycTa 1 4 BblAEPXKKU NpY NepemeLlviBaHUN yBennyrBa-
etca fo 83%. HecmoTpA Ha TO UTO K KOHLY BbIAEPXKM B
peakLOHHOWM Macce coxpaHAeTCA okono 6% He BCTYNUB-
wein B peakyuio MXCK, obpasyeTca 3HauuTenbHasa (10-
11%) npumecb TXO.
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OpHol 13 3ajay paboTbl Oblla oueHKa 3ddeKTUB-
HOCTW ouncTKn obpasuos [OXCK. Tak, B pe3ynbtate GpunbT-
pauuu 1 NPOMbIBKM Bblgenuslueroca ocagka AXCK npak-
Tnyeckn Becb TXD ypandetca m3 ocapka (tabnuua 1).
Ounctka ot MXCK nponcxognT 3HaumMTeNbHO XYy»Ke: Npu
bunbTpaumn yganaetca Tonbko 15-16% KX MCXOQHOrO
KonuuyecTtBa. B pe3synbrate nepekpuctaninsauymm obpas-
yoB AXCK n3 50%-ro BogHoro 2-nponaHona gona MXCK
yMeHbLUaeTcA NpUMepHO Ha 22%, B UTOre cofepaHue
OCHOBHOIO BellecTBa gocturaeT 95-96%.

Ta6bnuua 1.

Pe3ynbTaTbl KONMYECTBEHHOrO aHanusa o6pasuos
peakLMOHHOI Maccbl, OTGUNBTPOBaAHHBIX
1 NepeKpunCcTannn3oBaHHbIX 0CafKoB,
Nony4YeHHbIX XJIOPUPOBaHNEM CaNULNA0OBOIN KUC/IOTbI
pa3nnyYHbIMN MeToAaMU

MeTop Maccosas gons, % 13)
O61beKT aHanusa
XNopupoBaHusa CK | MXCK | AXCK | TX®
peakLMOHHaA macca -2) 6,1 83,0 | 109
MOSIEKYNAPHBbIN OTUNBTPOBaHHbIIA - 5,9 94,1 -
0CapokK
xnop
ocaflok nocne B 46 954 B
nepekpucTannmsaymm
peakLMOHHaA Macca 1,3 3,6 84,6 | 10,5
rmnoxnoput OTUNBTPOBaHHbIIA 09 3,1 92,3 3,7
ocafiok
HaTpuA
0capokK nocne B 15 98,2 B
nepekpucTannmsaymm
peakLOHHaA Macca 19| 16,0 | 81,1 -
OKNCNITENbHOE | OTGUIBTPOBAHHBIN 12| 151 837 B
XJlopupoBaHMe | ocapok
(H,0,+HCI)
Y2 0CapokK nocne B 81 91.9 B
nepekpuctannMsauyum
MpumeyaHnsa:

1) OTHOCUTENIbHAA MOrPeLWHOCTb OnpeaeneHns BewecTs MeTo-
nom BOXKX Haxogunack B npegenax (0,1...0,2) %;

2) MpoYepK 03HAYAET, YTO COAEPMKAHME KOMMOHEHTA HUXKeE Npeje-
na obHapy»xeHus;

3) MaccoBas fons BelwecTB paccyMTaHa OTHOCKUTENIbHO CYMMbl
CK+MXCK+OXCK+TXO.

Bbixoag HeouuuweHHoro uenesoro npoaykta [OXCK,
NoNyYeHHOro MeToAOM XJIOPUPOBAHMA XJIOPOM, COCTaB-
naet 59-64%, a BbIxo Ha CTaguu nepekpucTanamsaymm —
80-84% B nepecyéte Ha 100% BeLyecTBO.

MonyyeHHble HaMW JaHHble O CeNTEKTUBHOCTU peak-
LN N YMACTOTE LiesIeBOro MpoAykKTa He NoaTBep<aatoT
JlaHHble paboTbl [8] 0 Tom, uTo xnopuposanHune CK go AXCK
XJIOPOM B Cpefe YKCYCHOW KMUCOTbl MPOTeKaeT C BbIXO-
OM 94%, a cofep>kaHne OCHOBHOIO BeLLEeCTBa Jaxe 6e3
OUNCTKKM coCcTaBnAeT He meHee 99%.

2. XnopuposaHue canuyunama Hampus 2unoxsopu-
mom Hampus 8 800HO-Ujes104HOU cpede.

C nomolbio BOXKX B peakuMOHHON mMacce, MOMUMO
OXCK, obHapy»eHbl 3aMeTHble KonmnyecTBa He BCTYMMB-
wux B peakumto MXCK (c npeobnagaHmem 3-XCK) n no-
60uHoro npogykta TX®. 1na HaxoxAeHWA ONTUMANIbHOIro
KoNinyecTBa rmnoxaopuTa HaTpusa n Heob6XoaMMoro Bpe-
MEHW BbIAEPXKKM Oblla MOCTPOEHA 3aBUCUMOCTb COCTaBa
peakLNOHHOWM MacCbl OT BPEMEHN CUHTE3a (PUCYHOK 2).
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MACCOBAR nond, T

BpCMA CHHTERA, 4

PucyHok 2. Npaduk 3aBUCMMOCTI cocTaBa peakLMOHHOI Macchbl,
NONYyYEHHON NPWN XIOPUPOBaHUN CaNNLWIOBOIN KUCAOTbI FMMNo-
X/IOpUTOM HaTpuAa B BOAHOW cpefe, OT BpemeHu cuHTesa (1 - ca-
AMUMNOBaA KNCNOTa, 2 — Cymma 3- 1 5-xnopcanuuynioBbiX KNCNOT,
3 - 3,5-guxnopcanuuunoBas KUcnoTa, 4 - 2,4,6-rpuxnop¢peHon).

* BpeMA OKOHYaHMA CJZINBa TMNOX/IOPUTa HaTpuA.

MaccoBas pona BewecTB paccyuTaHa OTHOCUTENIbHO CYyMMbl
CK+MXCK+OXCK+TX®

MOXHO OTMEeTUTb, UTO 6-4acoBas BbiAepXKa MNpwu
20...25 °C nocne OKOHYaHUA CNMBa FMMNOXJIOPUTA HAaTPUA
€ 25%-M 136bITKOM No3BoONIAET 6onee NOMHO NPeBpPaTUTb
CK B OXCK, yeM B MeTOAE C UCMONb30BaHNEM ra3000pas-
Horo xnopa, n gona MXCK oTHocMTenbHO Apyrux npo-
AyKTOB xniopupoBaHua CK B peakLMOHHON Macce He npe-
BbllwaeT 4%. Mpu 3Tom gonst noboyHoro npogykta TXO,
obpasytoLeroca B npouecce xnopuposaHua (10-11%), co-
noctaB/Ma C MeTOAOM, MCMOMb3yLWMM ra3oobpasHbin
XJnop.

Mocne nogkncneHma n GuNbTpaUMM peakLOHHOWN
Maccbl, NPOMbIBKM 1 cywKu ocagka AXCK npm 100 °C cne-
Obl He BcTynuBwen B peakuuto CK 1 6onee nonosBuHbI
TX® ypanaoTca 13 ocagka (Tabnmua 1). Ounctka ocagka
oT MXCK B npouecce punbTpaLmm NpoxoanT manoddpdek-
TUBHO, KaK 1 B MeTofie C NPUMEHEHMNEM XJT0pa B YKCYCHOM
Kucnote. [lanbHenwana nepekpuctanaMsauma NpoaykKTa
13 BOAHOrO 2-MpornaHosia Nno3BOMsEeT MOMHOCTbIO M36a-
BUTbCA OT TXD 1 ymeHbluaeT konnyectso MXCK npumep-
HO HanosoBurHY. B utore B obpasuax AXCK moxeT ObITb
JOCTUTrHYTa AONA OCHOBHOIO BELLECTBA BbllLE, YEM B Me-
ToAe C Crnonb3oBaHMeMm xnopa (tabnuua 1).

BbixoA HeouuleHHOro LeneBoro NpoaykTa, nony-
YEHHOro AaHHbIM MeTOL4OM, COCTaBNAET 61-68%, a BbIXoq
Ha cTaguu nepekpuctannusaumm — 83-85% B nepecuéte
Ha 100% BeLlecTBO.

3. OKuciumernsHoe xopuposaHue canuyunosol Kuc-
JI0Mbl CMecbio hepekucb 8000po0d / CONAHAA KUcioma 8
cpede ykcycHoul kucsiomel npu 35-40 °C.

Hawwn npepBaputenbHble MccnefoBaHWA peakuum
OKMC/INTENIbHOrO XNOPUPOBaHNA CaMLUIIOBOW KMUCIOTbI
cnctemon H,0,/HCI no metoguke natenTa [13] ¢ nomo-
wbto TCX nokasanu, uyto nonyuntb OAXCK B BogHON cpe-
[ C BbICOK/M BbIXO[OM HEBO3MOXHO. 3TO MOXHO 00bAC-
HUTb KakK Ae3akTUBUPYIOLLMM BIMAHMEM aTOMa X/lopa Ha
peakuuio XJI0pNpPOoBaHNA, Tak 1 Masion PaCTBOPUMOCTbBIO

3-XCK n 5-XCK B Boge. OnbITbl C OKUCANUTENbHbIM XJ10pU-
poOBaHVEeM CanMLUIOBON KUCNOTbl C AOOABKOWN YKCYCHOM
KNCNOTbI Aanu NOJIOXKMTENbHbIe pe3ybTaTbl.

C nomoupblo BIXKX B peakumoHHOW Macce o6Hapy-
»keHbl, nomumo IOXCK, cnegbl 3-XCK 1 3ameTHble Konu-
yectBa 5-XCK. 3aBMCMMOCTb COCTaBa peakLIOHHON mac-
Cbl OT BPEMEHU OKUCIINTESIbHOMO XJI0PMPOBaHNA CanuLm-
nosow kucnotbl cuctemon H,0,/HCl B ykcycHol kucnore,
HangeHHasa ¢ nomolbio BXKX, npeacrtaBneHa Ha pucyH-
Ke 3.

MacCoBaan nond, %%

BPEMH CHHTEHEL Y

PucyHok 3. FpadpuK 3aBMCMMOCTN coCTaBa peaKLMOHHOW Mac-
Cbl, MONYYEHHOW MPN OKNCAUTESIbBHOM XNOPMPOBaHNUN Cannun-
NOBOWN KUCNOTbl CMCTEMOI MepeKucb Bogopoaa / consiHaa KUc-
nota, oT BpemeHu cuHTesa (1 - canuuyunoBas KUcnoTa, 2 - cymma
3- n 5-xnopcannuuunoBbix Kucnot, 3 - 3,5-gnxnopcanuuyunosas
KNCnoTa).

* BpemMA OKOHYaHUA C/inBa nepoKcnga sogopopaa.

MaccoBaa pona BewecTB paccuMTaHa OTHOCUTENIbBHO CYyMMbl
CK+MXCK+BXCK+TX®

MpnmevaTtenbHo, uto xnopuposaHue CK AaHHbIM
MEeTOZOM MO03BONAeT U3bexatb 0Opa3oBaHMA 3aMeTHOro
(Bblle npepena obHapyxeHUa BIXKX) konuuyecta TXO.
DTO MOXHO 006BACHUTbL Masion pacTBopumocTbio OXCK B
peakuMOHHON cpefe B yCNnoBuAX peakuuu. K HepgocTat-
Ky JaHHOro MeTofa MOMHO OTHECTW CPaBHUTENIbHO Bbl-
COKYl0 [JONI0 B peakLMoHHON macce (fo 16%) Henpope-
arnposaBLmx MXCK (no gaHHbIM TCX, B ocHoBHOM 5-XCK),
HeCMoTpPA Ha TO YTO U3ObITOK 3arpy>KeHHOro nepokcuaa
Bofopoaa coctaBun 25% OT Teopuw, a CONAHON KUCIO-
Tbl — 150%. BblaepKa peakuMoHHOM Macchl 6onee 1 4
nocsie OKOHYaHMA CNMBa NepPOKCMAa BOAOPOAa He NPUBO-
JWT K 3aMeTHbIM M3MEHEeHNAM B €€ coCTaBe.

QunbTpauma peakuMOHHOW MacCbl C MPOMbIBKOMN
ocafka ymeHbuaeT gonto MXCK Tonbko He3HauuTenbHo,
a nepekpucTannnsaumna No3BonAeT yaanuTb OKOMOo Nosno-
BVIHbI 3TON Npumecy (Tabnuua 1). Mpn ncnonb3oBaHUK Mme-
TOoAa OKMCAUTENbHOro xnopuposBaHua gona MXCK B uene-
BOM MPOAYKTE Hanboree BbICOKas, YTO MOXKHO OOBACHUTD
B TOM Yncrie TPYAHOCTbIO OUNCTKM OT 3TOW NPUMECH.

Bbixog HeounweHHom AXCK no gaHHOMY MeTofy COC-
TaBnaeT 67-72%, a BbIXo[ Ha nepekpuctanansaunm — 78—
81% B NepecyéTte Ha OCHOBHOE BeLLeCTBO.

PA3PABOTKA U PETUCTPALINA JIEKAPCTBEHHbIX CPEACTB
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3AKJIIOMEHUE

[Mpwn cpaBHeHUN TPEX MCNONb3OBAHHbIX HaMU XJNO-
PUPYIOLKX peareHToB, B3ATbIX C U30bITKOM B 25%, Hau-
6onblias CceneKkTMBHOCTb MpeBpaLleHna CannuumnnoBon
KMCNOTbI B 3,5-A4NXN0PCanvuUniIoByIO KNCIOTY OCTUTaeT-
CA NPY UCMOMb30BaHNM B KayecTBe peareHTa rmnoxaopu-
Ta HaTpuA. HecmoTpA Ha To uTo oKosno 10% canuuunosomn
KMCNOTbl NpyY 3TOM npeBpalaetca B 2,4,6-Tpuxnopoe-
Hon, nepekpucTamnsauua ns 50%-ro sogHoro 2-npona-
HOMa No3BONAET NPaKTUYECKN MOJSTHOCTbIO YAaNnTb 3TOT
nobouHbIli NpPoAyKT. B utore xnopupoBaHvem canuuu-
NIOBOM KWCNOTbl FMMNOXIOPUTOM HATpPXA BO3MOXKHO [O-
CTUYb Hambonbluell AONN OCHOBHOIO BellecTBa B Liene-
BOM MpoayKTe.

Peakuua canuumnoBoi KUcnoTbl ¢ 25% un3bbITKom
XJIopa B YKCYCHOW KMC/IOTE TaKXKe COMPOBOXAAeTca 06-
pa3oBaHuem okono 10% 2,4,6-TpuxnopdeHona, opHa-
KO JONA HenpopearvpoBaBLUMX MOHOXJIOPCATNLMTOBbIX
KMUCNOT B peakLMOHHON Macce HEeCKOMNbKO Bbllle, Yem B
MeTofe C r’MnoXIOPUTOM HaTpUA.

MeHee Bcero canuumioBasa KUC/ioTa NpeBpaLiaeT-
ca B 2,4,6-TpuxnopdeHon npu eé obpaboTke cUCTEMON
H,0,/HCI (25% un36biToK nepokcnpa sBogopoaa u 150%
M36bITOK CONAHON KUCIIOTbI) B CPeAe YKCYCHOW KMUCOThI
npu 35-40 °C. OgHako Npu NCMNosb30BaHWUM [AHHOIO Me-
TOAa JONA MOHOXOPCANINLUIIOBBIX KACIOT B PeaKkLMOH-
HOW Macce 1 LeneBOM NpoayKTe Hanbosnee BblCOKas, UTo
MOXHO O6BACHUTL B TOM UYMCIE TPYAHOCTbIO OUYUCTKU OT
3TOWM NpuMecHu.

Takum 06pa3om, unccriegoBaHa BO3MOXHOCTb 3a-
MeHbl HeyoGHOro B ObpalleHUn Xnopa Ans XJIopupo-
BaHWA CaNUUWUIOBON KWUCAOTbl FUMOXJIOPUTOM HaTpus
NM60o CMeCblo CONMAHOM KUCNOTbl U MepeKkUcn BOLOPO-
[a B cpefe YKCYCHOW KucCoTbl. [MonyyeHHble 06pasLbl
3,5-AnxnopcanuumnioBo KUCNOTbl copep»aTt oT 2 4o 9%
npumecen B 3aBUCUMOCTM OT MeTofda, B OCHOBHOM 3TO
MOHOXI0pPCanuuUnIoBble KUCNOTbl. B pganbHelwem nna-
HUpYeTCA OnpeaenuTb BAMAHWE CoAepXaHuAa npume-
cen B 3,5-gUXNOpPCanuuMnoOBON KUCNOTE Ha KavyecTBO
KOHEYHbIX MPOAYKTOB — aHTUIreIbMUHTHBIX CyOCTaHLUIA
CannuMNaHnIMaoB.
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