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AnHoTanms

VlcenenoBaHo BiMAHME IapaMeTPOB IIpoliecca KPMCTAJIIN3AIMK M MOATOTOBKM JMICXOIHOTO ChIPhS HA KadecTBO
rekcaryjipaTa HUTpaTa MapraHia. BeIABJIEHBI ONTUMAJIbHbIE ITapaMeTpPhbl IPOBEeeHNA Ipollecca KPUCTaJIn3a-
uyn. IIpuBeneHbl pe3ysbTaThl MCCIENOBAHNMI 10 BIMAHMUIO IPOIlECCa BBIIEJAYMBAHUA METAJIINIECKOr0 Map-
TaHIla Ha OYNMCTKY OT IIpMMeceli MOHOB KaJdbluusA 1 xJopa. [IpenioskeHa Maio0TX0qHAA TEXHOJIOIMYECKasa cXeMa
IIPOMB3BOJACTBA IeKcarujpaTa HUTpaTa MapraHila BbICOKOI YMCTOTHIL

Kirouernie cioBa: TreKcarmipaT HUTpaTa MapraHla, KPMCTaJJIM3allVisd, BbIIIeJavdYVBaHNMEe, IIPUMeCH

BBEAEHME

B Hacrosmiee BpeMsA HUTpaAT MapraHija, Kak
IIPaBUJIO, IIOJIy4alOT B3aJMMOJEVICTBMEM MeTaJ-
JIMYECKOr0 MapraHlia MM KapboHaTa MapraHia
¢ pasbaBJeHHOI a30THOI KMcyoToi [1, 2]. B pe-
3yJbTaTe MpOoIfecca B3aMMOIEICTBUA yKa3aHHbIX
KOMIIOHEHTOB 00pas3yeTcs pacTBOp HUTpPATa Map-
raHIja, KOTOPBI B JaJibHeJIIeM II0JBeprarmT
yHapuBaHUIO U Kpuctanaamsanuu [3—5].

AHaJ3 COBPEMEHHOTO COCTOAHMA IIPOU3BO/I-
CTBa M KadecTBa HUTpaTa MapraHi@a B Poccum
II0Ka3aJi, YTO BBIIYCKAEeMbIl IIPOAYKT He obJa-
JlaeT TOJ YMCTOTO}, KoTopas Tpebyerca muid
IIOJTy4YeHNA JUMOKCHUIA MapraHIijd, MCIIOJIb3yeMOo-
rO B IIPOM3BOJICTBE BBICOKOKAYECTBEHHBIX KOH-
neHcaTopoB. CyIlecTBYOIIE TEXHOJOIMYECKIEe
pelleHNa He 00eCIeYMBAIOT IIOJIyYeHMsS HUTpa-
Ta MapraHiia BBICOKOTO KadecTBa, ABJIAITCH
MHOTOCTaMIIHBIMI, DHEPrOEMKUMMU U TPeOyIoT
JIAJIbHETIIIeTr0 COBEPIIEHCTBOBAHUA.

Kpucranmmsanusa coseil n3 3arpA3HEHHBIX
PacTBOPOB IIPeCTaBIAET cOD0I HaLeKHbBIL U T0-
CTATOYHO 3(P(PEKTUBHBIN CIIOCOO OUMCTKM KpUC-
TaJIMYecKux mponykrtoB [6, 7]. Ilpu xpucras-
JMBAIVY [IPOMCXOIAT BbITECHEHME GOJIBIINHCTBA
IIpuMecen u3 TBepoi assl B pacTBop. OnHAKO

ATOT IIPOI[ECC YACTO COMPOBOKAAETCA COKPIC-
TaJIM3alell M30MOP(QHLIX IIpUMecei, ancopo-
1Mell paCTBOPEHHBIX BEIIECTB Ha I'PAHAX KPUC-
TaJIJIOB ¥ OKKJIIO3MOHHBIM 3aXBaTOM MUKPOIIPY-
Meceit OCHOBHBIM KPMCTAJIN3YEMbIM BEIIIECTBOM.
Ha xapakTep pachpefeseHnsa MUKPOIpUMeceii
IIPY KPUCTAJIM3ALNIA U3 PACTBOPOB BIMAIOT CJIe-
LyIOIe (paKTopbI: IPUPOAa MUKPO- ¥ MAaKPOKOM-
IIOHEHTOB, COCTaB PACTBOPUTEJNA, KOHEUHAA TeM-
repartypa Kpucrajmsaimy, Beiayanaa pH, mpu-
CyTCTBIE KOMILIEKcooOpasoBaTessa u ap. [8—10]
B cBA3M C BBIIENBIIOKEHHBIM, & TaK)Ke BBU-
Iy OTCYTCTBUA TEOPUM O 3aKOHOMEPHOCTAX IIPO-
TeKaHNUsA HEKOTOPBIX M3 IIPOI[ECCOB JJIA pas3pa-
OOTKM ¥ COBEPIIIEHCTBOBAHMA TEXHOJIOTUN TI0JIY -
YeHNA TeKcarujpaTa HUTpaTa MapraHiia BbICO-
KOJI YMCTOTBI IIPOBEIEHbI DKCIEPUMEHTAJIbHbIe
JCCIIeJOBaHNA OCHOBHBIX IIPOIIECCOB TEXHOJIOTIN!
BbIIleJIauMBaHye IIpKUMeceil U3 MCXOLHOTO
CBIPbS, OYMCTKA PACTBOPOB HUTPATa MapraHIia
OT IpUMecel, KpUCTaIIu3anus reKcaruapara
HUTpaTa MapraHija, O4MCTKa KPUCTAJIN3aTa.

SKCNMEPUMEHTAJIbHASl YACTb

XuUMU4IecKuii cocTaB JICXOOHOTO CBhIPbA (Me—
TAJIJINYECKOTIO MapraHua), PacTBOPOB 1 TOTOBO-
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rO IPOAYKTa aHAJM3UPOBAJN METOJIOM CIEKTPO-
MeTpuy Ha aTOMHO-3MMCCHOHHOM CIIEKTPOMeTpe
C MOHMBAIMOHHO CBA3aHHON miasmoit Optima-
3000 (pupma PerkinElmer, CIIIA) u meromom
xummdeckoro a"aanza (TOCT 8269.1—97). VMccae-
JIOBaHMeE IIPOIIeCCOB BBINIEJAUYNBAHNUSA CBIPbA
M OYJCTKM PACTBOPOB OT IIPUIMECel IIPOBOAVIIN
B peakTope ¢ IIPOrpaMMUPYEMBIM PEXKIIMOM Ile-
pemMelBaHMA U U3MepeHneM BeandauHbl pH cpe-
Iel. Jlua mpoBeneHMA MCCJIENOBAHUI IIpoliecca
KPUCTAJIM3aIMY HUTPaTa MapraHIla JMCIIOJIb30-
BaJI YCTAaHOBKY, COCTOAIIYIO M3 KpPMOCTaTa
c mporpaMmupyeMmbIM oxJakaeHumem LT-30
LIOP, kpucrannuzaropa ¢ “pydamikoin” nmisa ox-
JasKIeHNs, BePTUKAJbHON POTOPHOM MeIIaJIKU
¢ nugpossiM ynpasiaeHuem WiseStir HT50DX
u TepmomeTpa. C’bEMKM POCTa KPUCTAJIOB OCY-
IIEeCTBJIAJNY B TOHKOCJIOMHOJ ONTHYECKO} KIOBe-
Te C TIOMOIIIBIO ONTHYeCcKoro MuKpockona MBC-9
u rmudposont kameps! MYscope 560MCCD. Cra-
TUCTUYECKNUI aHAJN3 DKCIePUMEHTAJIbHBIX JaH-
HBIX U 00paboTKy poTom300paskeHnii IpoBOaA-
JII Ha KOMIIBIOTEPE C JCIIOJIb30BaHMEM IIaKeTa
npukaaneeix nporpamm Table Curve, MYscope
Photo. Crenenp ucrnapennsa pacTBOPOB M BBIXOJ
TOTOBOTO IPOAYKTA ONpeNesAy IIyTeM IIPAMOTO
3aMepa Macchl OcaZKka ¥ pellleHMeM ypaBHEeHUN
MaTepuajJbHOro OaJsaHca.

PE3YJIbTATbl U OBCYXXAEHHE

VI3BecTHO, 4TO yCJIOBMA CO3AaHUA IIepeCchI-
LIeHNs OKa3bIBalOT CYIIleCTBEHHOe BJMAHNE Ha
pasmep, POPMY ¥ UMUCTOTY IOJydIaeMbIX KPUC-
TasoB [8]. B cBA3M ¢ 3TMM HaMu MCCJIeLOBaHA
YCTONYMBOCTb PACTBOPOB IIPU ITEPEOXJIAKIEHNIL

B xagecTtBe 00BeKTa MccienoBaHMA BbIOpaAH
TeXHUYECKNUII pacTBOP HUTpaTa MapraHia, IO-
Jy4eHHBII B3aMMOJEeNMCTBUEM MeTaJINdecKOoTro
MapraHia c¢ pas0aBJIeHHOV a30THOM KMUCJOTOI,
a TaKyKe pacTBOP, IPUTOTOBJIEHHBIN 13 OUUIIeH-
HOTO TeKcaryapaTta HUTpaTa MapraHila peaKTUB-
HOI uncTOoThl. 10 JaHHBIM CIIEKTPOMETPUM, TEeX-
HIYEeCKUII PacTBOP HUTPATa MapraHiia comeprKaJl
caenyomme npumecn, %: Fe 0.0345, Cd 0.0006,
Cu 0.0101, Pb 0.0102, Zn 0.0071, Co 0.0009, Ca
0.0541, Ni 0.0011.

Ina onmpeneseHNs yCTOMYMBOCTY PAacTBOPOB
HUTpaTa MapraHIla B DKCIEPUMEHTaX M3MePAIN
BeJIMYMHY IIPeJIeJIbHOIO IIepPeChIeHNd U Iepe-

OXJIQKIEHNA, IIPY KOTOPBIX HAaUYMHAETCA MacCco-
Bad KpUCTAJIM3aluA. B pesysbraTe IpoBeeH-
HBIX JICCJIEJIOBAHMII ITOJIy4YeHbl aHHbIE II0 BJIMA-
HIUIO Pa3JIMYHBIX (PAKTOPOB HA YCTOIYMBOCTH JC-
CJIelyeMBIX PacTBOPOB. BimsaHMe MHTEHCUBHOCTI
nepemermuBanusa (Re) Ha yCTOMYMBOCTE Iepechl-
ieHHbIX pacTBOpoB (AT) nmeeT BUJI DKCIIOHEHTHI:
AT =a + b exp (—Re/c) (1)
rae a, b, ¢ — KMHeTHUYeCKMe KOHCTAHTHL

YCcTaHOBJIEHO, YTO YMUCTOTA PAaCTBOPOB OKa-
3bIBaeT CYIIIeCTBEHHOE BJINMAHME Ha UX YCTOM-
unBocThb (puc. 1). Tak, rpaHuna mnpenesbHOTO
IepecsIlleHnd NIJIA HEOUYMIIEHHOTO pPacTBOpa
HUTpaTa MapraHlla IIpeBbIIIaeT IPaHUIy IIpe-
JIeJIbHOTO IIePeCHIIeHNA YMCTOr0 PacTBopa. ATo
00BbACHAETCA C MO3UIMK afcopbium mpumeceit
Ha KJlacTepax, 00pasyoImux 3apoablm. ¥ rpa-
HHI[ 3apojblllla KpyUCTaJja II0 Mepe ero poc-
Ta MOJIEKYJIBI IIpUMecu o0pasyloT CJIOi C IIo-
BBIIIIEHHO} KOHIIeHTpalyei, 3aTPpyaHAA IO0-
CTYIJIEHME MOJIEKYJI OCHOBHOTO BeIllecTBa M3
SKUIKOM (pasbl K 3aPOIbIIITY.

Jlia MaTeMaTUYeCKOTo OMVCAHUA BeJWYNMHBI
IIepechIeHNA MCII0NIb30BaJIN YPaBHEHNeE, IIpe-
aosxkenHoe E. VI. AxymoswiM [11], mpu momorn
KOTOPOTO PAaCCYMUTHIBAJIU IpeesbHbIe IIepechl-
IIIeHNA PaCTBOPOB HIPU PAa3JUUHBIX YCJIOBUAX
mpoliecca KPMUCTaJIIN3aIINI:
lgC=0blg Cy+a (2)
rme a, b — xoHcranTel, C; — pacTBOPMMOCTE co, %)
C — npepnesbHaA KOHLEHTPAIMA IIePECHIIeHHO-
ro pacrsopa, %.

XapakTep BIMAHUA TEMIEpPATyphbl U Iepe-
MeIIMBAaHNA PACTBOPA Ha BEJIMUNMHY OTHOCUTEJb-
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Puc. 1. Banaane uncrors! pactBopa Mn(NO;), Ha rpanmuity
NpeiesIbHOTO IIePechIenna: 1 — Kpusas pPacTBOPMMOCTH,
2, 3 — rpaHMIbl IPeneJbHOTO IEepecChIIleHNna UUCTOrOo
Y TeXHUYECKOI'0 PaCTBOPOB COOTBETCTBEHHO.
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Puc. 2. 3aBUCHMOCTb OTHOCUTEJIBHOTO IIPEJEeJIbHOTO Ilepe-
oxJyaskaennsa I pactBopoB Mn(NOs), oT TemmepaTypel Ha-
colmeHna: 1, 2 — TeXHUYECKMit pacTBoOp 0e3 IepeMelBa-
HIA U C IIepeMelIBaH/EM COOTBETCTBEHHO, 3, 4 — YNCTBII pac-
TBOp 6e3 IepeMelBaHuA I ¢ IepeMelIBaH/eM COOTBETCTBEHHO.

HOTO IIPeJIeJIbHOTO IIePeoxXJIaKAeHnA I mpen-
CcTaBJIeH Ha puc. 2.

3aBUCUMOCTb OTHOCUTEJBEHOTO IIePEeoXJIasKae-
HIA OT TeMIIEpATypPhl YAOBJIETBOPUTEJILHO OM-
CbIBaeTCA ypaBHEHUEM
n =1+ Kexp (K/T) (3)
roe K,;,, K — smrmpudeckrte Koa(pOUIEHTE], 3aBI-
cAye OT (PUBMKO-XUMIHUECKIX CBOJICTB PacTBOpa.

YcTaHOBJIEHO BJIMAHNE HEOPTraHUYECKUX
U OpraHNYeCcKUX IIpUMeceli Ha YCTONYMBOCTE pac-
TBOPOB. [lJIA pacTBOpPOB HMUTpaTa Maprasia o6-
HapyKeHO, YTO MPUMecCH HUTPATOB Kejesa,
Meny, KaJbIUf yBeJIMUYMBAIOT IIpe/iesibHOEe Iie-
pechlilieHre pacTBopa. IIoBbINIIeHNEe KOHIIEHTPa-
MY y TPaHNUI] 3aPOABIIIA MOJEKYJI PacTBOPEH-
HBIX IIpUIMecei, He yYaCTBYIOIMUX B IIOCTPOEHUN
KPUCTAJIIMYECKON peIleTKM, B TOM MJU MHOM
Mepe 3aTPyHAET IIOCTYILJIeHNe MOJIEKYJI OCHOB-
HOTO BEIeCTBa M3 JKUJKOI (pasdbl K 3apOJbIIIY,
YTO CIIOCOOCTBYET YBEJNYEHNIO DHEPTUM aKTU-
Baruu. C pocTOM PHEPTMM aKTUBAIMY ITOHMUIKA-
eTcsA CKOPOCTDb 3aPOMKAEHNA KPUCTAJJIOB U yBe-
JIM9MBaeTCA IlepecChlleHne.

IIpoBeneHbl M3MepEHNZ CKOPOCTM pOCTa
€AVHNYHBIX KPMUCTAJIJIOB rercarmjparta HUTpaTa
MapraHila IpY IIOCTOAHHBLIX BeJMYMHAX IIePeoX-
JIAKIeHUI. Y CTAHOBJIEHO BJIMAHME BEJIVYMHEI I1e-
PEOoXJIaKAeHNA 1 TeMIIePATYPhl KPUCTAJLIN3AIAN
Ha CKOPOCTBb pocTa (puc. 3).

HOJIy‘-IeHHbIe KIVHeTn4YeCKMnue 3aBVCVMOCTU
00paboTaHBI C ITOMOIIBIO PA3JIMYHBIX MaTEeMaTl-
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Puc. 3. 3aBucumocTb cKOpocTyt pocta (PPOHTAJIBHOV IPaHM Kpii-
cranna (V) Mn(NO,), oT nepeoxyaskieHns pacTBopa Ipu pas-
JIMYHBIX TeMIleparypax Hacbienns, °C: 25 (1), 21 (2), 17 (3).

YEeCKUX MOJIeJIell POCTa KPUCTAJIJIOB. ¥ CTAHOBJIE-
HO, 4TO HamboJiee aeKBATHLIM SBJISETCH ypPaB-
nenue Borcapmca, COOTBETCTBYIOIEE CIIOMKHO-
My HYKJIeapHO-IUCJIOKAIIMOHHOMY MEeXaHU3MY
pocTa KPUCTAJJIOB aHAJU3UPYEMbIX BEIIECTB:
V=k +kel s/ (4)
rae ki, ky, k; — KoadppunmenTsl, 3aBucAme OT
TeMIepaTypbl KPUCTAJIM3AIMM;, S — Koddu-
IIMEeHT HeperImeHMH.

VI3 amanmsa paHHBIX TabJs. 1 ciexyer, 4To
IIOBBIIIIEHUE TEMHepaTypr HACBIII€HUA 1 BeJIV-
YMHBI [IePECHIIIeHNs PacTBOPa IPUBOIUT K yBe-
JIMYEHNI0 CKOPOCTYM POCTa KPUCTAJIOB, a 3TO,
B CBOIO 04Yepe]b, CII0COOCTBYeT 3aXBaTy IIpUMe-
cell M3 MaTOYHOIrO PacTBOpA.

Mayquo BJIMIAHVIE MHTEHCUMBHOCTN HepeMe—
IIMBaHMUA PACTBOPA HA CKOPOCTH POCTa KPUCTAJI-
Ji0B. ITokas3aHo, 4TO JJIA KPUCTAJLIOB IeKCaru/-
parta HuMTpaTa MapraHila MaKCUMyM CKOPOCTU
pocTra rpaHeil JoCTUraeTcs NPy MHTEHCUBHOCTU
[epeMeInBatna, COOTBETCTBYIOIIE! 3HAYEHNIO
kputepusa Re = 100. ITpu MasIbIX CKOPOCTAX IIe-
peMernnBaHusA CKOPOCTb POCTa KPUCTAJJIA yBe-
JIMYMBAETCA BCJIEICTBME BO3PACTAHUS CKOPOCTHU
KOHBEKTUBHOI updys3un BelecTBa K MOBepX-
HocTU Kpuctasuia. OMHAKO IPY YBEJINUIEHUN Yac-
TOTBI BPAIEHNUA MEIIAJIKM CBEPX KPUTUYIECKOTO

TABJIMITA 1

3nauenne xKosdramentos ky, k,, k; B ypasnemvm Borcapnca

Thaer °C ky k, ke

17 50007° 200072 0.12
21 700007 21001072 0.13
26 100~ 8301072 0.24
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3HAYEHNA yJaJleHye MUKPOOJIOKOB BCTPaVBaeMOro
B KPMCTAJLI BEIleCTBa HAUMHAET IIPEBBIIIATh CKO-
POCTb IIO/IBOJIA BEIeCTBA K T'PAHAM KPUCTAJLIA.
MurpobsokM CMBIBAIOTCA C ITOBEPXHOCTM KPUC-
Taja 3a CYeT IMIPaBIMIECKNX U [IEeHTPODEIKHBIX
CIJI, B pe3yJIbTaTe 4Yero CKOPOCTb POCTa KpPUC-
TaJa cHypkaercd. Cienyer TakKe 0'KIUIATh, YTO
IIpY TaKOM TUIPOAVHAMUYECKOM PeXKUMe OyeT
IIPOMICXOUTE OYNMCTKA [TOBEPXHOCTM KPUCTAJIIOB
OT aZcOPOMPOBAHHBIX IIPUIMECEIL.

B xone mccienmoBaHmii mporjecca MacCOBOJ
KpUCTAJIM3aLMY HUTPaTa MapraHlla yCTaHOBJe-
HO, YTO IIPOLleCC yBeJNYeHMA MacChl TBEPION
dasel ommceBaeTcAa S-00pa3HBIMM KPUBBIMY,
MMeIOIMMY Pa3HyI0 KPYTU3HY HAaKJOHA B 3aBU-
CUMOCTM OT CKOPOCTM OXJasKkAeHud. Jiada mare-
MaT/YECKOTO OIVICAHMA TAaKMX KPUBBIX OBLIO IIpeJi-
JIO’KEHO JCIIOJIb30BaTh ypaBHeHue Epodeesa:

a =1-exp (k" (5)
I7le @ — CTeleHb KPUCTAJIM3auuy; T — BpeMd;
k, n — KoHCTaHTBI CKOPOCTY 00PA30BAHNA KPUCTAJLIOB.

OrmpeneneHbl 3aBUCUMOCTU K03((PUIINIEHTOB
k n n or cropocTu oxJjaskaeHusa pactsopa. s
Iporiecca KPUCTAJIIM3alNy IeKcarmugparta HUT-
paTa MapraHiia JaHHbIE 3aBUCUMOCTH IIPE/ICTAB-
JIEHBbI B BUJ€ CJIEAYIOIINX ypaBHeHI/H;'IZ
k = exp (—25.537+1.571W,, ) (6)
4769 — (0.198/W,,) (7)
roe W, — CKOPOCTb OXJIaskIeHnsa pactsopa, °C/MyH.

IIpuBeneHHbIe ypaBHEHNA CIIPABEJJINBLL IJIA
M3YYEeHHBIX yCJIOBMII KPUCTAJIN3ALMN U II03BO-
JIAIOT YCTAHOBUTH BJIMAHNME 3TUX yCJIOBI/IIZ Ha

n

CTeIeHb KPYUCTAJIIN3ALINY [T0JTyIaeMbIX BEIIeCTB.
BriaBieHHBIE 3aKOHOMEPHOCTM (POPMUPOBAHUA
TBepmoit daser Mn(NO;), [BH,O Brociencreum
JICIIONIb30BAHbI AJA BbIOOpa ONTUMAJIBHOTO pe-
SKMIMa IIPOIecca KPUCTAJIN3AIN.

B pesysbrare anasmsa u comocTaBJIeHUA CO-
CTaBOB MCXOJIHOTO CBIPbA — MeTaJJINYECKOTO
Mapraslja ¥ reKcaruapaTta HUTpaTa Maprasi@a —
YCTaHOBJIEHO, YTO OCHOBHBIE IIPUMECH, YPOBEHb
3arpA3HEHNA KOTOPLIX IIPEBBIIIAET OIYCTUMbIE
3HAYEHNA B VICXOTHOM ChIPbE, VICIIOIb3YEeMOM IJIA
IIOJIy4eHMA TOTOBOTO IIPONYKTa, — MOHBI XJIO-
pa, KaJbLudA, jKeje3a, CBMHIA U Menn. B cBasnu
C 5TUM OCHOBHOJ 3ajladell DKCIEPMMEHTOB IIO
COBEpPIIIEHCTBOBAHUIO TEXHOJIOTUM IIOJYyUEeHUI
YICTOTO TeKcaruapaTa HUTpaTa MapraHiia cra-
Ja paspaboTka crocoboB ymasieHUd yKa3aHHBIX
IIpMIMeCcel U3 MCXOIHOTO ChIPhA M 0CaJKOB KpIC-
TAJJINMIECKOTO MPONYKTA.

IIporecc mosryyeHNA KPUCTAIIIMIECKUX OCATKOB
MPOBOMIMJIN B TPM CTaauu: 1) MOJydeHne pacTBopa
HUTpaTa MapraHij@a M3 MEeTaJUIMYECKOro MapraHiia
IIyTeM €ro B3aVMOJIENCTBIA C PACTBOPOM a30THOI
KJCJIOTHI, 2) yIapuBaHME IMOJyYeHHOTO pacTBOpa
JI0 OIIPEeJIeJIEHHO} KOHIIEHTPALM C LIEeJBbI0 JIOCTV-
JKEHMA HACBIIEHNA IIPY HAYaJbHOI TeMIepaTrype
kpuctasmsamym T; 3) KpucTamsanums yrapeH-
HOTO PacTBOpa IIyTEM €r0 OXJIAYKIEHNUS.

TopAunii pacTBOp momaBajyM B KPUCTAJIIN-
3aTOp, B KOTOPOM IIPM IIOMOIIY KPMUOCTATa IIOM-
JIePIKUBAJIM IIOCTOAHHYIO TEMIIEPATYPY, OJIMBKYI0
K TeMIlepaType Hayajyia Kpucrajanamzannun. Ilo
JOCTVYKEHNM B alllapaTe TeMIIepaTypbl HaCbIIIle-
HIA PAcTBOPa C IIOMOII[BI0 TEPMOCTATA IIPOBOI-
JIM IIJIaBHOE IIOHMKEHVIE TeMIIepaTypPhbl 10 KOHeY-
Horo 3HaueHua T,, KoTopoe obecIednBaJsoO BbI-
najieHye KPUCTaJJIOB aHAJIM3MPYEMOTO BEIleCTBa.
ITo oxoHUAHNMM Ka’KJIOTO DKCIIEPUMEHTa IIoJIydae-
MBIl KPMCTAJIN3aT (PUIBTPOBAJM Ha BaKyyM-
uabTpe, IPOMBIBAJIM U aHAJM3UPOBAJM HA CO-
JlepKaHye MUKPOIIpUMeCell MOHOB XJIOpa, KaJib-
LM, JKejie3a, CBUHIEA, MeI.

B rauecTBe (paKTOPOB, BAMAIOIINX HA KAYECTBO
II0JIy4aeMOro IPOAYKTa, JVICCJIeN0BaJ IIepemas
TeMIIEpaTyp MeXKIy HadaJioM ¥ KOHIIOM IIpoljecca
kpucrammsamym (AT = T, — T,), vHUIIMMPOBaHNIe
3apoAbIIe00pa30BaHNA, CO3PEBaHME OcaniKka (me-
peMeNBaHME KPUCTAJIM3ATA IIPY KOHEYHOI TeM-
nepatype T,) ¥ IPOMBIBKY KpUCTaJIIM3aTa CIIEeIy-
aJIBHBIMM pacTBopaMy, n3MeHenre pH cpenbr

VI3 aHam3a MOJYyYEHHBIX B XO€ MCCJEN0Ba-
HUS Pe3yJIbTaTOB CJENYeT, YTO Ha CHIIKEHUEe
COZlepsKaHMsA MOHOB JKeJieda, KaJbIVsA 1 CBUHIA
TIOJIOKUTEJBHO BJIMAET CO3PEeBaHMe OCagKa Ipu
KOHEYHOII TeMIepaType (ZaHHBIM IIpollecc CIIO-
cobCcTBYeT pa3pyIlIeHNI0 arjJioMepaToB KPUCTaJ-
JIOB ¥ CHV}KEHIIO 3aXBaTa MAaTOYHIMKA) U [10CJIe-
IyIoIias IIPOMBIBKA ocajnka. HeoOxommmo Tak-
JKe OTMeTHUTb, YTO CABUI TeMIIepaTypPHOIO MH-
TepBaJia Kpucrajausdaiumu B obgacts 23—13 °C
IPMBOAUT K CHUIKEHUIO COIEpPIKaHUA sKeJesa,
KaJbI[d, CBUHIIA U Meau. B maHHOM TeMmIepa-
TYPHOM MHTEpPBaJieé CKOPOCTb BO3HUKHOBEHMUS
3apOIbIIIIel HIYKEe CKOPOCTY UX POCTa, UTO IPU-
BOANUT K (POPMUPOBAHUIO KPYIHOKPUCTAJIINIEC-
KOT'0 HPOJYyKTa, 00Jamalollero MeHbIIel IIo
CPaBHEHUIO C MEJKUMM KPUCTAJIJIaMU yIaeJIbHOI
oBepxHOCThIO. Kak ciefcTBUE, yMeHbIIaeTCA
3axXBaT INpPUMeceil KPUCTaJJINYeCKO II0OBepX-
HOCTBIO (Pa3000pa3yIOIIero BellecTBa.
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TABJINIIA 2

CogzepoxaHne IpyuMeceil B KPUCTAJIMYECKOM IIPOAYKTE IIOCJE OYMCTKI

ITpnmecn Hopwma comepoxanna npumeceit

no craupaptry dgupmer Merck (I'epmanna), %

DaxTHYeCcKOe COJAepIKaHMe IIPUMeCet
B KPUCTaJINIECKOM NpPoaykTe, %

Henezo obiee <0.0005
Mennb <0.0005
CeuHery <0.0005

0.000041
0.000010
0.00016

IIpombIBKa OCajiKa YMCTBIM HACBIIIEHHBIM Pac-
TBOPOM HUTpaTa MapraHlla II03BOJIJIA CHU3UTb
coziepsKaHye VOHOB MOHOB XJIopa B IIpobe B 3 pasa.

3aMeTHOe BJIMAHME Ha CHUIKEHNEe IIpuMecell
sKeJie3a, CBUHIIA M KaJbIMA OKa3blBaeT IIOAIIe-
Ja4Y/BaHMe pacTBOpa aMMMadHOI BOJOI 10
pH 6.5—7. IIpn 3TOM IPOMCXOAUT IIPOIlecC CO-
OCa’KJeHMs NIpuMecell Ha (POPMUPYIOIIEMCH
ocasiKke TUAPOKCHUJA MapraHIia.

OTmedeHO, YTO B cjyd4ae, ecJy MHUIUNIPO-
BaHME KPUCTAJIM3aIMM TeKcarujpaTa HUTPaTa
MaprasIia IPOBOAVUTD IIOCTEIIEHHO, T. €. CPa3y "Ke
rocjie HadvaJa OXJAasKJeHMs pacTBopa, odpasy-
IoIecsa KPUCTAJIIBl MMeT 0ojee KPYIHYIO
dopMmy, a BTO TaKIKe CIIOCOOCTBYET IIOJIyYEeHUIO
OoJsiee YMCTOTO IPOIYKTA.

B pesysnbpraTe npoBeseHHBIX HKCIIEPUMEHTOB
10 KPMCTAJJIM3aIMy TeKcaruipaTa HuTpata Map-
TaHI]A yCTAaHOBJIEHO, YTO IIPY OIIpeJieJIeHHBIX
YCJIOBMAX IIPOBEJIEHNSA IIPOIIECCa MOYKHO JTOOUTH-
CA CYLIECTBEHHOJ OYMCTKM KPMCTAJJIOB
Mn(NO,), [6H,O oT noHOB »KxeJesa, CBMHIA 1 MeJU
(Tab. 2). 9T yCa0BUA CAeOYIONMe: TIOIIe a Y-
BaHJE PacTBOpPa HUTPaTa MapraHiia aMMIAYHON BO-
JIOJi, OIpejleJIeHHbII TeMIlepaTypHBII MHTepBaJ
KPVCTAJII3ALIMY PACTBOPA, MHTEHCVBHOE IIepeMe-
IIIVIBaHME CYCIIEH3MM BO BCeM OOBbeMe, OIpefiesIeH-
HOe BpeMsd CO3PEBaHMA OCaJKA ¥ JMCIIOJIb30BaHME
ITPOMBIBKY OCAJIKa UVICTHIM HACBIIEHHBIM PaCTBOPOM.

TABJINIIA 3

CHUBUTH cozepsKaHMe IpUMeceil KaJbInd
1 XJIOpa B TOTOBOM IIPOANYKTe HIDKEe PeKOMeH-
IyeMOJl HOPMBI He yZaJoCh HIU IIPOMBIBKON, HU
KpucTajian3anuen.

B cBaA3M ¢ 3TMM HaMu IIPOBEJIEHBI JCCJIENO-
BaHMA [0 OYMCTKE JMCXOJHOTO CBIPbA — MeTaJ-
JIMYEeCKOr0 MapraHla, NPMMeHAeMOro IJsd Io-
JIydeHMs1 pacTBOpa HuTpaTa MapraHua. Ilo gan-
HBIM XMMMYECKOTO aHaJNM3a, MeTaJJndeCcKUi
MapraHell COIEPIKUT cjenylome npumecu, %:
Cd 0.0008, Fe 0.0361, Cu 0.0102, Pb 0.0122, Zn
0.0077, Co 0.0011, Ca 0.0593, C1 0.01, Ni 0.0015.

Jl7151 OYMCTKY MICXOOHOTO ChIPbA OT COITyTCTBY-
IOMIVX IIPUMecelt KaJblya U XJIopa MeTaJlIdec-
KIJI MapraHell M3MeJb4yajy 0 pa3Mepa YacTUI]
1 Mm. 3arem mpoBoauiay 06paboTKy Maprania
5 % pacTBOPOM YMCTOI a30THOM KMCJIOTHI (KBa-
JmuduKanyy “4.”) Ipy HelIpepPBIBHOM IIepeMeI-
BaHUM B TedeHMe 30 MMH, COOTHOUIEHMAX KUJI-
KOJi ¥ TBepzoi pasd B auanasone (5—10)/1 u Tem-
neparypax 25—50 °C. Jlasee ocaJJOK MeTaJIM-
YEeCKOr'o Mapratra (puabTPOBaJM Ha BaKyyMHOM
husIbTPE, IPOMBIBAN IUCTUIIMPOBAHHON BOJOI
Y CYHUIMJIM B CYIIMJIBHOM IIKady. B mosmydyenHOM
Maprasiie 1 (UIbTPaTe ONPeesAlN CoJeprKa-
HIEe MOHOB KaJblMA U xJjopa (Tabdi. 3).

PesysabpTaTel ucciaenoBaHUil IOKas3aJy, 4UTO
JICIIOJIb30BaHME JJIA IIPEIBAPUTEIIbHON OUMCTKN
MeTaJIIM4YecKoro Maprasna 5 % pacTBopa a3oT-

PeByJIbTaTbI OKCIIEPMMEHTOB II0 OYMCTKE METAJIJIMYECKOI0 MapraHIlia BbIIleJIa4dMBaHMEM PacTBOPOM a30THOM KMCJIOTbI

IToxkazaTesn Howmep skcnepmumeHTa

1 2 3 4 5
Temneparypa Bblmenaunsauusd, °C 25 25 50 50 25
Coorromrenne /T mpu BbllleTaunBaHUN 5/1 10/1 5/1 10/1 10/1
Copepsxanne Ca’' B OUNMIIIeHHOM Maprasue, % 6.620107% 1400° 725007*% 7.17107* 1.132 1073
Crenens ounerkyu Mapranuna or Ca®", % 98.88 97.64 98.77 98.79 98.09
Copepoxanne Cl” B oumiieHHoM Maprasue, % <0.001 <0.001 <0.001 <0.001 <0.001
Crenenn ounctky Mmapraumna or Cl, % 90 90 90 90 90
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TABJINIIA 4

C. B. JIAHOBELIKMMA

CopnepoxaHne IpuMeceil B reKcarujipaTe HUTpaTa Maprasiia, MOJyYeHHOrO 10 pas3paboTaHHON TEeXHOJOIN

KommnonenTs! (mpumecn) Hopwma conepskaHua mpumeceit,

no cragpapry dupmsel Merck (I'epmanus), %

daxTHYecKoe COJeprKaHue IpuMeceit
B IIOJIy4eHHOM IIpOAyKTe, %

OCHOBHOE BEIIECTBO >99.0
XJI0pUI-MOHBI <0.001
CynbdaT-1oHbI -
HKeneszo oburee <0.0005
Kaubimit <0.001
Menb <0.0005
Kanmgmmin <0.0005
Kobasbr <0.0005
CeuHery <0.0005
Huxesnn <0.0005
Inuk <0.0005

Dropua-1oHbI -

99.9
0.000321
0.00075
0.000211
0.0004913

<0.000005
0.00006
0.00014
0.00018
0.00047
0.00001
0.000061

HOJI KMCJIOTHI Ipu TeMmmiepatypax 25—50 °C u co-
orHomteHuax gas3 K/T = (5—10)/1 umeer BbI-
COKYIO0 D(PPEKTUBHOCTE. CTENEeHb OYMCTKY Map-
raHna cocrapissger 97.64—98.88 %, a nmorepu map-
raHa He npesbimaloT 2.92 %. IloBbllleHNe TeM-
IepaTypsl BbllenaurBanusa ¢ 25 go 50 °C me-
3HAYMTEJBHO OTpakaeTca Ha 3(P(PeKTUBHOCTI
BBII[eJIAYMBAHNA, [TIO3TOMY IIpOLiecC Iiesiecood-
Pa3HO IPOBOAMUTHL IIPM KOMHATHOI TeMIlepaTy-
pe. IloBbimenne coorHomenusa gaz /T npu
BhIlesauuBanuy ¢ 5/1 mo 10/1 majo BimdAet
Ha 5(P(PEeKTUBHOCTD, IIOBTOMY PEKOMEHIyeMOoe
coorHomtenue ¢gas /T ue nmpessrmaer 5/1.

JlarHbple 00 M3MEHEHUM MacC MCXOJHOTO
Y OYMIIIEHHOT'O MapraHIla CBUAETEJbCTBYIOT
0 TOM, YTO HApAAY C KaJbIVeM 13 MapraHia
YIAJAITCA U Jpyrue IpuMecy (sKejeso, VMOHEBI
TAYKEJIBIX MEeTaJlJIOB).

3AKJFOYEHME

PesynbraToMm npoBeneHHBIX MCCJIELOBAHMIA
cTasa pa3paboTKa MaJIOOTXOJHOI TEeXHOJIOTUMA
IIOJIyYeHNA KPUCTAJJIOTIpaTa HUTpaTa MapraH-
I1a BBICOKOJ YMCTOTHI, BRJIIOYAIOIas B ceba cie-
JIYIOII[Ve oTrlepaliyi: IIOArOTOBKA ChIPbA (M3MeJlb-
YeHJe); BBIIIeJAa4YMBaHNE CBIPbA PAaCTBOPOM
HNO;; pacTBOpeHNe OUMIIIEHHOTO CHIPbA B a30T-
HOJ KJMCJIOTE; OCa’KJeHJe IIPUMECeN TAMKeJIbIX
MeTaJIJIOB U3 PacTBOpa C MOCJIEeNYIoIel (puabT-
panueii; BeIIapUBaHMe OYMIIEHHOTO pPacTBOPa

IO 3aJJaHHOM KOHIIEHTpAIMM; yIpaBJiAeMasd KpU-
crasmaaima Mn(NO,), [BH,O; cospeBanne ocan-
Ka ¥ gecopbumsa IpuMecel M3 KPUCTAJIN3aTa;
puabTpaLMA KPUCTAJINYIECKOTO ITPOAYKTA.

VI3 nmanHBIX aHaJM3a IIOJHOTO COCTaBa IeK-
caryzpaTta HUTpaTa MapraHIla BBICOKOI YMCTO-
Tl (TabJ. 4), IOJIy4EeHHOTO II0 IIpeICTaBJIEHHON
TEXHOJIOTUM, CJIelyeT, YTO OH COOTBETCTBYET
cTaHmapTy HeMmeIkoil pupmbl Merck.

PaspaboraHHblil BApMaHT MaJIOOTXOQHO TeX-
HOJIOTUM MOJKeT OBITh PEeKOMEHJIOBAH AJIA IIPaK-
TUYECKO peasmsalluy U II03BOJUT 3aMeHUTH
JlOporoe MMIIOPTHOE CBIpbe 0OoJiee [eIIeBbIM
ChIPBEM HM3KOIO KadecTBa IMIPU MMUHMMAJBHBIX
3aTpaTaX Ha OYNMCTKY, & TaKiKe BBINIYyCKaTb
BBICOKOKQYECTBEHHBII KOHEYHBIVI MNPOAYKT, OT-
BeYaoImMil TpeboBaHMAM MUPOBBIX CTaHIAPTOB.
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