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JJIsA OITPEJAEJIEHUSA CYPBMbI B ®UTOIIPEITAPATAX
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Paspaboran (pOTOXHMHUIECKHI CIIOCOO OIpeeIeHNs] MHKPOIPHMECH CYPbMBI B JISKAPCTBEHHOM PACTUTEIIb-
HOM CBIpbE, OCHOBAHHBIH Ha OTTOHE CTUOMHA B PacTBOP (POTOTCHEPUPOBAHHOTO 1HO/A, MOIYIECHHOTO B PE3yIbTaTe
obuyuenus pactBopa, copeprkaiiero 40 mi 0,5 M pactBopa itfoauaa kaaus, 20 mi auerarHoro OydepHoro pactsopa,
10 M1 pacTBOpa CMECH CCHCHOWIIM3AaTOPOB J03UHA, aypaMHHa U (IyopeclerHa B MOJISIPHOM cooTHomeHun 1:1:1.
Mox renepupoBami co cKopocThio 3,2-10°5 MMONB/MUH 10 COREpXKaHus ero B sueiike 41075 u 2-10 Mmonb Ha |
u I yyBcTBUTENBHOCTAX cooTBETCTBEHHO (1 men coorBercTByeT 4,5 HA). O KOHUEHTpALMU TUTPAHTA CYIUIH IO
M3MEHEHHMIO TOKa B LIENH aMIIepOMEeTpUUecKoil ycTaHoBkH. [Tocie reHepanyy #oxa OTKIIOYAIN MCTOYHHK CBETa
Y IPOBOJHIN OTTOH CTHOMHA 10 MPEKPAIICHUsS YMEHBIICHHS CHIIbI TOKA. B 3aBHCHMOCTH OT KOIHYECTBA CypbMBI
B npoOe BpeMst 0TroHa BapbupoBanoch ot 20 10 25 muH. ITocne oTroHa cTHOMHA MOMIOTUTENbHBIN PaCTBOP BHOBb
[IPOyBaJIM BO3AYXOM B Te4eHHe 1-2 MUH, 00Tydaan CBETOM U H3MEPSUIN BpeMs FeHepaluH, HOIIeAIIee Ha BOCIION-
HeHue yObuH Hoza. [ToroTuTenbHbIil pacTBOp B suelike 3aMeHsIM noce BeinonHenust 20-30 ananus3oB. O konu-
YeCTBE YKOTOKCHKAHTA B JIEKAPCTBEHHOM PACTUTEIBHOM CHIPhE CYIUIIM 110 U3MEHEHUIO CHIIbI TOKA M BPEMEHH I'eHe-
paruy, He0OXOHUMOM JUISl BOCIIOJIHEHHS! yOBUIH TUTPAHTA B MOIIOTUTENBHOIT siuelike. THTpOBaHIEe CypbMEI B BUIE
CcTHOMHA MOHIDKACT peeN 00HapYyKeHHUs B TPH Pa3a, IOITOMY IO YyBCTBUTEILHOCTH METOJ HE yCTyMaeT ONTHYe-
CKMM METOJIaM aHaJIu3a, a 10 CKOPOCTH BBINOIHEHHS M IPOCTOTE NPeBOCXoAuT uxX. Hknuil mpenen onpenenenus
cypbMmbl cocrasisier 0,016 Mxr o cuite Toka 1 0,011 MK 110 BpeMEHU TeHepalyy Hoia B OIIOTUTENBHON A4elike.
MeTon omnpeneneHust CypbMbl B PaCTHTEILHOM JIEKAPCTBEHHOM CBIPbE DKCIPECCEH, He TPeOyeT J0POroCTOAIIEro
000py/10BaHNsI, YTO TIO3BOJISIET HCIIONB30BATh €T0 YCIOBUSIX OOBIYHOI KOHTPOJIBHO-aHATNTHYECKOIT J1a00paTOPHH.

KaroueBble cj10Ba: cyppMa, UTONpPENnaparhbl, (POTOreHEePUMPOBAHHBII #0]

IN PHYTOPREPARATIONS
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Method for determining the micro impurities of antimony in dosage forms has been developed. This method
is based on stibine distillation into photo generated iodine solution, which was obtained in result of radiation
of solution, contained 40 ml of 0,5 M of potassium iodide solution, 20 ml of acetate buffer solution, 10 ml of
sensitizers mixture solution (Eosin, Auramine and Fluorescein in a molar ratio 1:1:1). It was reasoned about titrant
concentration by current change in amperometric circuit installation. Decrease of iodine quantity is in resulting from
the action of stibine on iodine. It leads to reduce of amperage in amperometric circuit. Time, which was necessary
for distillation, varied from 20 to 25 minutes, depending on quantity of antimony in a sample. After amperage had
reached stability, cell was blown by air and irradiated by light during 1-2 minutes. Then it was done a measure time,
which was necessary to replenishment of titrant decrease. It was reasoned about quantity of eco-toxicant in dosage
forms by change the amperage and by time of generation, which was necessary to replenishment of titrant decrease
into absorption cell. Titration of antimony as stibine lowers the detection limit in 3 times, therefore this method isn’t
worse than optical analysis methods in sensitivity, and one is better in speed of execution and simpleness. Lower
limit of antimony detection is 0,016 mcg in amperage and 0,011 mcg in iodine generation time in absorption cell.
Method for determining of antimony is fast. Method does not require expensive equipment. It allows to use this
method in conditions of usual control and analytical laboratory.

Keywords: antimony, phytopreparations, photo generated iodine

B cBs3u ¢ ycuneHueM aHTPOIIOTEHHOH Ha-
I'PY3KH YBEIMUYHMBAIOTCSI 00bEMBI BO3CHCTBHS
TOKCHUYHBIX XMMHYECKHX KOHTAMHUHAHTOB Ha
JKMBBIC OPraHU3MbI, YTO CTAHOBUTCS TPUYH-
HOM pa3pylIeHHs IeJIOCTHOCTH MPHUPOTHOTO
komIuiekca. [TonoOHbIe 3arps3HeHus pa3pyia-
IOT €CTECTBEHHO CIJIOXXMBILIMECS (PUTOLICHO3HI,
BBI3BIBAIOT YI'PO3y JECTPYKLHUH aCCUMUIIA-
LMOHHOTO IOTEHIMajda (hUTOMACCHI, MPHUBO-
JST K HAPYIICHUIO HOPMAIIbHBIX MPOIECCOB
oprareresa [2]. Cpeau OONBIIOTO KOJIMYECTRBA
XMMUYECKUX BEUIECTB, MONIOMIAEMBIX KO-
pacTymuMu pacTeHusIMH, cotacHo OPC 42—
0059-07, ocoboe BHIMAaHNE YAETSIOT OIpeie-

JICHHUO TSDKEJBIX METaJIOB: CBUHIIA, KaJMUS,
cypeMbI, pTyTH. ConepkaHue CypbMbl B HaI-
3€MHOM YacTU PACTeHWH, MPOU3PaCTAIOIINX
Ha HE3ArpA3HCHHLIX II04YBAX, OLCHUBACTCA
B 0,06 Mr/kr cyxou maccel [5]. Kimaccuueckas
HooMeTpus, pEKOMEHJIOBaHHas JJs OIpe-
JICJICHUsI CYpbMBI M €€ COEJIMHEHUIl B OMO-
JIOTUYECKUX JKUAKOCTSIX U JIEKAPCTBEHHBIX
CPEICTBAX, XapaKTepHU3yeTcss HU3KOH YyBCTBH-
TEIBHOCTBIO U CEJIEKTUBHOCTBIO  OIpesiene-
Husl. [IpuMeHeHre HeHTPOHHO-AKTUBALUOHHO-
ro [2] 1 aTOMHO-a0COPOIIMOHHOTO METOOB [5]
OTPaHUYMBACTCS CIOKHOCTBIO alMapaTypHOTO
odopMIICHHUS.
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Lenb HacTosimeii padoTsl — ampoObarus
crtoco0a ompeeeHus] CypbMbI B (hUTOTIpEIia-
parax, OCHOBaHHOTO Ha BOCCTAHOBIIEHHH €O
COETMHEHHUH 10 CTUOMHA C MOCIIEAYIOUIUM OT-
TOHOM B pacTBOp GOTOreHeprupoBaHHOTO Hoza.

JKCIEepUMEHTAJNbHAS YaCcTh

[lomryuenue u OTrOH THAPUIOB TPOBO-
JUIU B pUOOpe COOCTBEHHOM KOHCTPYKLWHU

(puc. 1) [6].

Puc. 1. Yemanoska ons onpedenenus MUKPOKOIUYECME CypbMbl (hOMO2EHEPUPOBAHHBIM LIOOOM.:
1 — kpyenooonnas xonba, 2 — 2a300meoo0Has mpyoxa, 3 — ceemoHenpoOHUYAemMbill KOHCYX,
4 — nramunoguie 21eKMpoovl; 5 — amnepomMempudeckas ycmanoeka, 6 — 2antbeaHomemp,
7 — mpyoKa 0711 n00800a 8030yxa, 8 — MacHUMHAs Mewanka, 9 — amnepomMempuieckas auelkd,
10 — ucmounux ceéema; 11 — wmamug

Jnst  ycTpaHEHHs BIMSHHUS MEIIAFOIINX
KOMITOHEHTOB B Ta300TBOJIHYIO TPyOKy (2) 1o-
MeIlaId BaTy, NPONUTAHHYIO THIPOKCHIOM
kanmusi. [lomydeHHBI B peaklMOHHON Koi0e
(1) cTubuH mpoIrTycKaiyu Yepe3 MOTJIOTHUTEIb-
Hyto sueiiky (9), comepxkamtyto 40 M 0,5 M
pactBopa #ommma kamus, 20 M aneTaTHOTO
OydepHoro pactBopa, 10 M1 pacTBopa cMmecu
CCHCHOMIIM3aTOPOB, B KOTOPYIO MOTPYXKaJH
JIBa TUIATHHOBBIX MUKpPOAJIEKTpoa (4), mpuco-
€IMHEHHBIX K aMIIEPOMETPHYECKON yCTaHOB-
ke (5). Ha amekTponsl Hayiaraam HampspKeHUE
30 mB. Oty sueliky momMerniaau B CBETOHEIPO-
HULAEMBIH KOXKyX (3) co cTaOUIM3UPOBAaHHBIM
ncrtounukoM cBeta (10) momHocThIO 30 BT.
Hcrounnk cBeTa HaxOMWiICSd Ha PACCTOSHUU
30 cM OT MOMJIOTUTENILHOH STUCHKH.

MeTtonnka KOJIN4eCTBEHHOTO OTpeaeIeHHs
CypbMbI B (puTONpenaparax

[Ipu ompeneneHnu MUKPOIPUMECH CypPb-
MBI aHaIU3UpyemMyto poOy maccoit 10 T, B3s-
TYI0O Ha aHAJUTUYECKHX BeCax, MOJBEPraju
MpeBapuTeNbHON TpodomnoaroToBke [3], mo-
JY4eHHBIH OCTAaTOK JIOTIONIHUTENBHO 00Opada-
thiBasu cmechio HCI (p = 1,19 r/mn) n H,SO,
(p=1,84 r/™Mn) KHCIOT, B3STBIX B 0OBEMHOM
oTHoleHue 2:1, mocyxa BbITapuBaJid Ha dJeK-
TPOIUTUTKE M MPOKAJIMBAIM MIPHU TeMIeparype
600-700°C B Teuenue 2 yacoB. Cyxoi ocra-
TOK, TTOJIyYCHHBIH B pe3yJIbTaTe MPOBEIECHHBIX

omepanuii, pactBopsui B 5 mit 4 M pactBopa
HCI u xonn4yecTBeHHO MEPEHOCHIIN B PEaKIIu-
OHHYIO KOJIOY JUIsS OTTOHA eMKOCThIO 25 Mt (1),
B KOTOPYIO TIPEABAPUTENHHO IoMetnaiu 1,5 M
40 %-ro pacTtBopa Hoauna kanus, 1 M 10 %-ro
pacTBOpa acKOpOWHOBOW KHUCIOTHI U 5—10 M
4 M HCI. Yepe3 15 mun B kon0y BBOIWIHN 4 T
[IMHKA W COEAMHSAJM €€ C [TOMOINBI0 Ta300T-
BOJTHOW TPYOKH (2) C MOTIOTUTEIBHOU sUeH-
koii (9). [lepen OTTOHOM TIOTIIOTUTENBHBIN pac-
TBOp B stueiike (9), comepskamtuit 40 mur 0,5 M
pacTBopa Wommma kamwsi, 20 MJI aIeTaTHOTO
OydepHoro pactBopa, 10 My pacTBOpa cMecH
CEHCHOMIM3aTOPOB J03MHA, aypaMHHa U (iIy-
opeclieMHa B MOJSIPHOM cooTHomeHuu 1:1:1,
HpoAyBadd B TeueHHe 1-2 MHUH BO3LyXOM
1 00ydany BHAWMBIM CBeTOM. Mom reHepwu-
poBaK cO CKOPOCTHIO 3,2°107° MMOJIL/MUH JI0
conepkanus ero B siueiike 4-10-° mmonsb (1 gen
cooTBeTcTBYeT 4,5 HA). O KOHLIEHTpALlUU TH-
TpaHTa CyIWIM MO M3MEHEHHMIO TOKa B LIEMHU
ammepomerpudeckoir ycraHoku. [locie re-
HEpaluu Homa OTKII0Yald HCTOYHUK CBETa
Y TIPOBOJIVIIM OTTOH CTUOMHA JI0 MPEKPaIleHHS
YMEHBIIICHHUSI CHJIBI TOKa. B 3aBHCHMOCTH OT
KOJIMYECTBA CYpPbMBI B IIPOOE BpeMs OTTOHA
BapbupoBasioch oT 20 1o 25 muH. [locne otro-
Ha CTHOWHA TOTIOTHTEIBHBINH PAacTBOP BHOBb
MPOAYBAIM BO3AYXOM B TedeHHWe |—2 MUH,
oOllyyaJln ¥ M3MEpSIM  BpeMsl TeHepalu,
NouIe/iiee Ha BOCIOJMHEHUE YOBUIM iHona.
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ITormoTuTENbHBIN pacTBOpP B AYEUKE 3aMEHs-
mu niocie BeimonHeHus: 20-30 ananu3oB. [
ydeTa IPUMECEH CypbMbl B PEAKTUBAX CTaBU-
JIM KOHTPOJIbHBIH OMBIT. ComepKannue CypbMbI
OTIPE/ICIISUTA METOJIOM TPAIyHPOBOYHOTO Ipa-
(uKa, TOIYYEHHOTO TIPU aHATN3E MOJCIBLHBIX
pactBopoB (puc. 2, 3). Jnasg moaTBepKIeHUS
JOCTOBEPHOCTHU IMOJTYYCHHBIX PE3YyJILTAaTOB HC-
MOJIB30BAIM METoA 100aBOK, (hoToMeTpuye-
ckuii [4] u AAC[1, 5].

AAn, nen
90 ~
75 7
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30 1

15

0 T T T
0 0,5 1 1,5

m, MKT

Puc. 2. I'pagux 3as8ucumocmu usmenenus cuivl
MOKa Om KOIUUEeCmea Oma0HAeMOll CYPbMbl
(Adn = 60,964 m; R> = 0,9997)
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Puc. 3. I'pagpux 3asucumocmu epemenu eenepayuu

ti00a om KOIuyecmaa omeOHAeMoll CypbMbl
(AdT = 45,625-m; R? = 0,9999)

B ycrnoBusix moiy4eHus CTHOMHa MOXET
HaOmoaTbesi 00pa3oBaHUe apcuHa, KOTOPBIH
TaKke OygeT B3aMMOJEHCTBOBATbH C PAaCTBO-
poM TutpanTa. O6paboTKa 030JICHHOTO 00pa3-
ma HCI (p = 1,19 r/mi1) To3BOJISIET YCTPAaHUTH
BIIMSIHUE MBIIIbsIKA Ha Pe3yJIbTaThl OTpejierne-
HUSI CYpbMBI 3a CUET O0pa3oBaHUs JIETY4ero
XJIOpUA. YCTaHOBJICHO, YTO J00aBICHHUE 0
12 Mr MblIbBsSKa K aHAJTU3UPYEMOH mpobe He
NPUBOANT K U3MEHEHMSIM PE3YJIbTaTOB OIpe-
TIeJICHUS CYyphMBI (Tadm. 1).

Taonuua 1
Pe3ynbTarhl onpeaeneHus CypbMbl B IPUCYTCTBUU MbIIIbsKA
Haiigeno Sb, Mkr
Bseneno, Mkr DOTOXUMHUUECKUM METOJIOM MetonoM AAC [1, 5]
110 U3MEHEHHUIO CHJIBI TOKA | I10 BPEMEHHU TeHeparyu o o
m(As) | m(Sb) RN S, % m+A i S| MHAm | 5. %
0,00 0,00 - - - — _ _
0,00 2,00 1,98 £ 0,07 3,5 1,97 £ 0,07 3,5 1,92 + 0,07 3,6
6,00 2,00 1,92 + 0,07 3,6 1,94 + 0,07 3,6 1,90 + 0,07 3,7
6,00 0,00 - - - — _ _
12,0 2,00 1,95+ 0,07 3,6 1,96 + 0,07 3, 1,95 + 0,07 3,6
12,0 0,00 — — - - — _

[Ipumeganue. n=>35,p=95%.

Pesynbrarel  poToxmMHUYEecKoro ompesne-
JeHUSI CYpbMBI B JIMCTBIX KpamuBsl («Kpa-
muBel TUCThs (Urticae folia)», 3A0 «®Dupma
«3n0poBbey), nBeTkax pomamku (Pomar-
ku usetku (Chamomillae flores)», OAO
«Kpacnoropcknekcpencta») U TPYIHOM
coope Ne 4 (OO0 «Dutodapm») mpencras-
JIeHsl B Ta0m1. 2, 3.

MaxkcuMalibHO BBICOKOE COJIEPIKAHNE CYPb-
MBI B TpyZIHOM cOope Ne 4 onpezesiercst Hau-
yreM 11o0eroB OaryiabHUKa U 00yCIaBIHBACTCSI
cpenoii ero npouspacranus. Konndaectso cyps-
MBI, HaliJiIeHHOEe B 00pa3lax JIMCTHEB Kpamu-
BBI, IIBETOB poMaliku, Bappupyercs ot 0,4 10

0,5 Mr/kr u onpenensieTcs HATMYHeM aKTHBHO-
TO TOTIIONIEHHs dKOTOKCHKaHTa. Comeprkanne
CypbMBI B (puTOTpEmapaTax HE TPEBBIIIACT
JIOTTYCTUMOTO YPOBHS, KOTOPBIA COCTAaBIISICT
0,06 mr/kr [S]. Pe3ynbraTsl onpeaeneHus cypb-
MBI, HaiJIecHHbIC (POTOXUMHYECKHM METOIOM
M0 M3MEHEHUIO CHIIBI TOoKa (Talm. 2) u BpeMe-
HU TeHepanuu TuTpaHTa (Tabdm. 3), coriacy-
FOTCSI MKy COOOH, a TakKe ¢ pe3ynbTraTaMu,
nojydeHHbIMU (oToMerprueckuM [3] u AAC
[1, 5] metomamu. Huxuuit npenen ompenesne-
Hus cypeMbl coctaBisger 0,016 Mxr no cuie
toka 1 0,011 MKr o BpemeHu reHepanuu nona
B ITOIVIOTUTENILHOM STUEHKE.
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Tadauna 2

PesynwraTs! onpenenenns CypbMbl B pUTOTIpENIapaTax, HaIeHHbIE TI0 M3MEHEHHIO CHITBI TOKa

5 Haiizeno B MI/KT Cyxoro BemecTa
|
S o]
HaumenoBanue % = | Haiineno, R (poroxu- g (porome- S
JIPC £ S MKI' MHUYECKUN > | Mmeton AAC (y’ TPUYECKUI (7’
5 < METO/I ¢ METOA ’
M
O —— 0,00 9,9 |0,40=+0,01 0,040 + 0,001 0,040+ 0,001 | 2,5
( (I])r ticae folia) 0,40 [ 19,7 | 0,80 £ 0,02 0,040 £+ 0,001 0,040 +£ 0,001 | 2,5 | 0,040 +£ 0,001 | 2,5
0,80 (29,5 (1,20+£0,02 0,040 + 0,001 0,040 £ 0,001 | 2,5
Pomarmku nsetku | 0,00 | 12,2 | 0,49 + 0,01 0,049 + 0,001 0,049 +0,001 | 3,3
(Chamomillae 0,40 [ 22,0 { 0,89 £ 0,02 0,049 £+ 0,001 0,050+ 0,001 | 2,0 | 0,049 + 0,001 | 3,3
flores) 0,80131,5|1,28+0,02 0,048 £ 0,001 0,048 +0,001 | 3,3
Tovaroii ¢6o 0,00 | 14,4 | 0,59 £ 0,02 0,059 £+ 0,002 0,059+ 0,002 | 2,0
N{??ﬁ‘ P 1040(24310,99+0,02 0,059 + 0,002 0,060+ 0,002 | 2,0 | 0,059+ 0,002 | 2,0
- 0,80 (34,0 1,38+0,02 0,058 + 0,002 0,058 +0,002 | 2,1

[Ipumeuanue

.n=5,p=95%.

Taoaunma 3

Pesynbrars! onpeaeneHus cypbMbl B pUTOIIpenapaTax, HaiICHHbIE IO BPEMEHH T'eHepalyun

E HaiieHo B MI/KT CyXOro BemecTBa
H 2 | % | Hai
arMEHOBa- > aiijieHo,
e JIPC % ﬁ MKL oToxumme- veton AAC §r, toromerpy- §r,
o CKHII METOJT % | ueckuii Mmeton | %
2
m
Kparusst mu- | 0,00 | 7,5 | 0,41 £0,01 0,041 £ 0,001 0,040 £ 0,001 (2,5
ctbst (Urticae |0,40|14,810,80 + 0,02 0,040 £ 0,001 0,040 £ 0,001 2,5/ 0,040 + 0,001 | 2,5
folia) 0,80122,1(1,20=+0,02 0,040 + 0,001 0,040 £ 0,001 (2,5
ngflfpll““ 0,00| 9,1 [0,49 +0,01 0,049 + 0,001 0,049 + 0,001 |3,3
I(1Ch il 0,40(16,4|0,89 +0,02 0,049 + 0,001 0,050 £0,001 (2,0 0,049 + 0,001 |3,3
amomillae 0,80 23,8 1,29 + 0,02 0,049 + 0,001 0,048 £0,001 | 3,3
flores)
Tovisoii c6o 0,00|11,0{0,60+0,01|1,7|0,060=+ 0,001 0,059 £ 0,002 | 2,0
NE}Z:[ P 0,40(18,4|1,00+0,02(2,0|0,060=+ 0,001 0,060 + 0,002 {2,0] 0,059 + 0,002 2,0
- 0,80(25,8|1,40+0,021,4|0,060=+ 0,001 0,058 £0,002 | 2,1

[Ipumevanue. n=>35,p=95%.

@DOTOXMMUYECKUH METOJ] ONpEeAETICHHUS
CYpbMBI B (pUTONpenaparax OTINYaeTCsl Mpo-

CTOTOM MMPOBCACHUS SKCIICPHUMCEHTA, BBICOKOM
YYBCTBUTCIBHOCTBIO, CCJICKTHUBHOCTBIO, OKC-

MIPECCHOCTBIO, HE TpeOyeT JOpOroCTOSIIETro
000pYIOBaHHMS, YTO TO3BOJSIET UCIOIB30BAThH

BrIiBoaBI

€ro B YCJIOBHAX OOBIYHOI KOHTPOJIHHO-aHAIIHU-
THUYECKOH J1abopaTopuH.

1. PazpaboTana MeTonMKa KOJMYECTBEH-
HOTO OTIpE/IEeTICHUs] MUKPOIPUMECH CYpPbMBI
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B (uTompenaparax, 3aKIIOYarOLIAAcs B TU-
TPOBaHWU CTHOMHA (OTOTEHEPUPOBAHHBIM
ronom (S cocrasnser 1,4-3,3%). Dxcnepu-
MEHTaJIbHO MOATBEPKACHO, UTO AJIsl yCTpaHe-
HUS BIMSHUSI MBILIbSIKA U €TO COCTUHEHUH Ha
pe3yJIbTaThl ONpENeNeHHUs CypbMbl HEOOXOIM-
Ma TIpeIBapuTeNIbHast 00pad0TKa aHaTUTa KOH-
LEHTPUPOBAHHOM COJISTHON KMCIIOTOM.
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