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PACHPEJEJEHHUE INPUMECEH IIPU KPUCTAJJIN3AIIMA CEMABOJIHOI'O
JUHATPUUPOCPATA
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H3yyeHo pacnpenejieHHe TmpuMeceil MbIIIbSKA MekKIyY PABHOBECHBIM HACBIINIEHBIM PacTBOpPOM H
BBIIAIAIOINMMH KPUCTAJUIAMH CeMUBOAHOT0 quHaTpuiidpocdara. [lokazaHo yMeHbIIeHHE BBIX01a KPHCTALIOB B
1,3 pasa ¢ yMeHbIIEHHEM CPeHEl TeMmepaTypbl HHTepBaia Kpuctamtusanuu coau ot 48 no 38 (rpamycos).
JlpoOHoii kpucTalaM3anMeill MOKa3aHA BO3MOYKHOCTH NOJIydYeHHs AUHATpuiidocdarTa, yI0BJIETBOPSAIONIErO
HOPMaM COJIM PeaKTHBHOI KBATHM(UKANNN «IHCTBII» MPH OPraHM3AlUH 10 3 NUKJIOB BO3BpPaTa MAaTOYHOIO
pactBopa Ha cogopacTBopeHne. Kodpdumment pacnpenesenusi npuMecun MbIIIbsIKAa paBeH 27-44.
@paknMOHHBIM AHAJIN30M KPHUCTAJLUIOB MOKA3aHO, YTO HAMOOJBIIYIO T0JI0 MPUMECH MbIIIbSIKA COdep:KaT
kpucramisl pasmepom 100-250 mxm. M3-3a Bo3pacTaHusi 3axBaTa MAaTOYHBIX BKJIIOYEHHH B mpouecce
MNOJMHYKJIEAPHOT0 POCTa KPHCTAJLIOB 10 CTafuabHOro pasmepa. Ilpu nanbHeiilieM pocTe KPUCTALI0B (CBEPX
200-250MKM) 10151 mMpUMeceii MBIIIbIKA B KPHCTa/Iax moHukaercsi. CemuBoanbiii aunarpuiidocdar mocie
TpexX HUKJIO0B BO3BPAaTa MATOYHMKA codepKuT, %:. HepacTBOPHMBIX B Boge —MeHee 0,007, TsKeIbIX METAJLIOB -
menee 0,0014u coennnenuii Mpimbska —menee 0,0012.

KiroueBrie ciioBa: nuHatpuiiocdar, KpucTalIH3anus, IPUMECH, PACTIPEICICHNE, MBIIIBSIK.

THE DISTRIBUTION OF IMPURITIES DURING CRYSTALLIZATI  ON SEMIMODULE
OF DISODIUMPHOSPHATE
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We studied the distribution of impurities of arsentc equilibrium between the saturated solution and arop-down

crystals semimodule of disodiumphosphate. Shows aectease in the output of the crystals 1.3 times it
decreasing average temperature interval of crystaltation of salt from 48 to 38 (degrees). Fractional
crystallization of the possibility of obtaining disodiumphosphate, satisfying the norms of salt reaate training net
at the organization up to 3 cycles of returning thamother liquor to siderastrea. The distribution codficient of an

impurity of arsenic is equal 27-44. Fractional anajsis of the crystals shows that the largest shard arsenic
impurities contain crystals of 100-250 mcm. Due tohe increasing capture of uterine inclusions in thgrocess
poliocosanol crystal growth to a stable size. In ikB interval increase usurpation equilibrium solutin by
polynuclear growth crystal. With the further growth of the crystals (in excess of 200-250 mcm) fractioof
arsenic impurities in the crystals is reduced. As entripetal after three cycles of return of the motfer liquor

contains, %: insoluble in water less 0,007, heavyetals less 0,0014 and arsenic compounds - less Q20
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CemuBonubli  quHaTpuiidochar  sABIsETCS  MEPCHEKTUBHBIM  KOHIIEHTPHUPOBAHHBIM
MPOJYKTOM JIOJIsl OCHOBHOTO BemiecTBa, B KoTtopoM B 1,34 pasza BbIle, 4eM B paHee
BBIITYCKABIIEMCS JIBEHAAIIATUBOIHOM AuHaTpuiidocdare [1].

[IpennoxxeHo  mosyyaTh ~ CEeMHMBOJAHBIM  nuHaTpuiipocdar 1o  HUPKYISIUOHHOU
Oe3ymapouHoii sHeprocOeperaromieii Texuonoruu [2, 3]. I[Ipu perpkie MaTOYHOrO pacTBOpa Ha
CTaJMI0 MPUTOTOBJICHUS HEUTPAIM3YIOIIEH COMOBOW CYCHEH3WHM B HEUTPATM30BAHHOM PaCTBOPE
MOCTENEHHO MPOUCXOJUT HAKOIUIEHHWE MpUMeEced, U KOHLEHTpanusi ux pacrer. OJHOBPEMEHHO
MOBBIIIACTCST U JOJS MPUMECEH B BBIICNSEMBIX KPUCTAIUIAX CEMHBOTHOTO MuHaTpuiidocdaTa 1m0

3HAYEHUH MPEBBIIAIOUINX AOMYCTUMBIN ypOBEHb MpUMecel B AByX3aMmelleHHOM (ocdaTe HaTpus,



UCIIOJIb3YEMOM B IHUILIEBOH, M (hapMaleBTUYECKOi mpoMsbiinieHHocTH [3, 4]. s ontummuzanmn
TEXHOJIOTUYECKOTO PEeKMMa IMOJIyuYeHHUs] CEMHUBOIHOIO aAuHaTpuiidochaTa HEOOXOAUMO MOTYyYUTh
JaHHBIE MO0 MeX(a3HOMY pacCIpeesieHUI0 MpUMEcei NMPH BBIACICHUH M3 PAacTBOpa KPHUCTAIIOB
JIBYX3aMEIIEHHOU COJIH.

eanb padoTbi

ITonyuyenue, OTCYTCTBYIOIIMX B JINTEpaType, CBEIACHUN IO PACIPEICICHUIO IpUMEced B
PaBHOBECHBIX MAaTOYHBIX PACTBOpPAX M KpUCTAIaX CEMUBOIHOTO AuHATpuiidochaTa BhIIAAIONIIETO
U3 pacTBopa.

JKCNepUMEHTAJIbHAA YaCTh

HcxomHpie pacTBOpHI TOTOBWIIM HEHTpaH3alueil TepMUYECKOH (OCHOpHOI KUCIOTHI [5],
CyCHeH3Mel coIpl B MaToyHoM pactBope ¢ocdara wHarpus g0 3Hauenuss pH  8,3.
100 rp HEHTPaTM30BAHHOTO PACTBOPA OXJAKAATH cO cKopocThio 2+ 0,2 rpam/uac or 48,3C no
35,4C. o nocTuskeHNH KOHEUHOM TeMIEepaTyphl OXJIakIAEHUs CYCIIEH3HIO BBIMABIIMX KPHCTAIIOB
BBIJICP)KUBAIIM TIPY KOHEYHOH TeMIiepaType B TeueHue 1 vaca u pazaensuii ¢punbrpanueii. OTxarsie
KpUCTALIBl TIpoMbiBaiu 20 MII aleToHa, cymwin npu Temnepatype 109°C u amanusuposanu Ha
cozepkaHHe NpUMeced MbIIIbsKa 1Mo MeToauke [5]. OIHOBpEeMEHHO Ha COAEP)KAHHE MBIIIbsIKA
AHATM3UPOBAIN MCXOJHBIM PAacCTBOP U MOJIYYEHHBIH MATOYHMK [UId COCTaBIEHMs OajaHca.

Koaddunuent pacnpenenenus npumeceid Mbitibska (Kp) onpeneiuig Mo ypaBHECHHIO:
m,, [C,,

K=
m, &, (1)

rae Mk 1 Mg —Macchl paBHOBECHBIX COOTBETCTBEHHO PACTBOPA U KPUCTAILIA,
CMm Y Ck — JIOJTM MBIIIIbsIKAa B paBHOBECHBIX (pa3ax, Yo macc.
MaTOYHHMK HCTOB30BAIA JIJII TPUTOTOBJICHUSI COJIOBOM CYCIIEH3WH, MPUMEHSEMON s
HEUTpaIU3alUK KUCIIOTHI.
Pe3yabTaTsl M X 00Cy:KIeHUE
Ananu3 OamaHca TOCTYIUIGHHS TpUMEcCEH, Haluyhue KOTOphIX B JUHaTpuiidocdare
OTpaHWYECHO CTAHIApPTOM, MOKa3biBaeT, uto 97,5%xmnopunos, 75,8%xkene3a u HEPaCTBOPUMBIX B

BOJIE BEILECTB MPUXOIUT ¢ ool (Tadim.1).

Tabauya 1
CocraB ChIpbsi U1 ceMUBOAHOTO nuHaTpuiiochara
[Tokazarens Tepmuueckas DKCTpaKkInoOHHAs Bonma Junatpuiidhocdar
KHCJIOTA T10 KHCIIOTA o nocie
I'oCT «yJIy4dlIeHHas» I'oCT mo TV 2143- 7 MKIIOB
10678-86 5100-73 021-5761689-98 BO3BpaTa
MaTOYHHUKA
Hons xyopunos, 0,01 - 0,5 0,05 0,03




% He Oonee
Cynbdaros,
% He Gotee
Hurparos,
% He Gotee
Kenesa,

% He Gotee
TsoxensIx
METaJIJIOB, 0,002 0,001 - 0,002 0,00016
% He Gotee
MeIbska,

% He Ooiee
dTopcoeHEeHN
s1, % He Oonee
B3Bemennsie
BEIIIECTBA, 0,01 0,05 0,04 0,0002 0,002
% He Oonee

0,015 0,35 0,05 0,03 0,013

0,0005 - - 0,003 0,0005

0,01 0,04 0,003 0,003 0,0022

0,005 0,0005 - 0,0002 0,00011

- 0,005 - 0,0002 0,0002

IIpumecun HUTpaATOB, Cyab(haTOB, COEIMHEHMH (TOpa, CBUHIA U TSXKEIBIX METAJUIOB,
MBIIIbSIKA TOJTHOCTBIO MPHUXOIAT C HMCIONB3yeMoi ¢ochopHoii kuciotol. IIpu moctmxennn pH
pactBopa 3,8-4,5B Xoie HEWTpaaM3alMM KHUCIOTHI COJOW (ocdaTbl MOJYTOPHBIX OKHCIOB H
COEMHEHUs (TOpa, TSHKENbIX METAUIOB OCAXAAIOTCS M YAAISAIOTCS Ha (UIBTPE BMECTE CO
B3BELICHHBIMM BellecTBaMu. B  (QuibTpoBaHHOM pacTBOpe OCTalOTCsl NPUMECH XJIOPHIOB U
coeMHEHUI Mblmbsika. OHM TpPU PEHUKIe MAaTOYHOIO PacTBOpa Ha COAOPACTBOPEHHUE OYyIyT
IIOCTENIEHHO KOIIUTHCS B HEUTPAIU30BAaHHOM pacTBoOpe. B pesynbrare 10y 3TUX NIPUMECEH MOXKET
pacTh M B IOJIydeHHbIX Kpuctamuiax (ocdara. [lockonpky 1078 XJIOPUIOB B KpHUCTaLIAX
CYIIECTBEHHO HMIK€ JOIMYCTMMOM HOpPMBI cojJepxaHusd B aAuHaTpuiidpocdare, TO KavyecTBO
OIIpEAEIAETCS IPUMECIMU COETMHEHUI MBIIIbSIKA.

HccnenoBanue qpoOHOM KpUCTAIIIN3AUN CEMUBOJHOTO AUHATpuiidochaTa mokasano, 4To B
uHTepBane Temneparyp 48-4%C Bpmanaromme KpUCTALIBI COAEPKAT MPUMECH MBIIIbAKA MEHbIIIE
4eM MpU KPUCTAUIM3alUU B MHTepBane Temmneparyp 38-3%C (tabn. 2). C mOHMKEHHeM cpenHei
temneparypsl kpuctammsamun ¢ 48C 1o 35°C koddduimenT MexdazHOro pacmpeeneHus
IPUMECH MbIIIbiKa yMeHblnaercs ¢ 44 no 27 B 1,6 paza. OnHOBpPEMEHHO YMEHBILIACTCA U BBIXOJ
KpUCTAJJIOB B pacuere Ha 1 rpamyc oxmnaxkaenus pactBopa ¢ 29 % no 22 %ot 001Ieit Macchl
KPHUCTAILIIOB, BHIMAAIONINX 32 BECh MHTepBal oxJaxaeHus pactsopa ¢ 48°C no 35°C.

Tabnuya 2
Brnusinue TemmnepaTypHOTo HHTEpBaJia KPUCTAILIM3AIIUN Ha BBIXOJ] KPUCTAUIOB ¥ KO3 PHUIIHEHT
pacrpe/elieHne IPUMECH MBIIIbsIKa

0
CkopocTb Temneparypa kpuctamnuszauuu, "C BhiX0J1 KPHCTAILIOB, Kosddument
OXJTaXAEHUS,
Hauvanbnas Koneunas B % ot obuiero pacnpenenenus, Kp
rpan/dac
2 48 34,5 100 36
3 48 34,5 100 35
4 48 34,5 100 27
6,4 48 34,5 100 11




11 48 34,5 100 15
2 48 45 29 44
2 45 42 24,5 36
2 42 39 22,5 29
2 38,5 35,5 21,6 27

C NOHMKEHHEM CpelHell TeMIepaTyphl BhledeHHs (pakuuu kpuctamiop ¢ 46,5C no
36,9C nons npumMeceii MBIIbAKA B MOJTy4aeMbIX KpUCTaLIax BospacTaer mpaktudecku ¢ 0,0002%
macc. 10 0,0031%macc.

JuHatpuiihochaT, MOTydeHHBIH TIPH OXJIAXICHAM pacTBopa B mHTepBane 48-39C, nmeer
COCTaB, MPUBEICHHBIN B Ta0I. 3.

HccnenoBanne BIMSAHUS CKOPOCTH OXJIQXKIEHHS pPAacTBOpa Ha COJEpXKaHHME TNPUMECH
MBIIIbSIKA B KPHUCTAJIAX IMOKa3ajo, 4To ¢ yBenudeHuem ee ¢ 2 a0 11 rpap/gac xosdduimeHt
pacrpenenenust npumecu ymenbimatces ¢ 35 10 11 @@pu ckopoctu oxnaxaeHust 6,4 rpaa/dac), a
Janee Bo3pactaeT BHOBB 10 15 mpu ckopoctu oxmaxaenus 11 rpan/gac. BeposiTHO, 3TO cBsI3aHO ¢
YBEJIIMYEHUEM JIOJIM MATOYHBIX BKIIOYEHHH B KPUCTALIBI, (OPMUpPYIOLIMECS B  XOe
MOJUHYKJICAPHOH KpPUCTAJUIM3AllMd CEMHUBOJHOrO JuHaTpuiidochaTa. YMEHbIIEHHE 3axBaTa
MaTOYHUKA MOKHO OOBSICHUTH YMEHBUICHHEM pa3Mepa KpPUCTAJJIOB NMPH CKOPOCTAX OXJIAXKACHUS
Oonee 7 rpaa/gac. CrieoBaTeNibHO, B KQU4eCTBE ONTHMAILHOM, CIEYyeT PEKOMEHIOBATh, CKOPOCTh

oxnaxaenus: 3-5Srpan/yac.

Tabnuya 3
KauectBo cemuBoHoro auHarpuiiocdara
CocraB guHaTpHuiidocdara mocie ynuciaa MUKIOB JIH® nBenamuaTuBOIHBIN IO
ITokasaTens KauecTBa BO3BpaTa MaTOYHHUKA T'OCT xBanmudukanuu
1 3 7 «CIUCTBIN»

JloJ1s1 0CHOBHOTO 99,3 99,3 99,3 He MeHee 99
BerrecTsa, %
pH pactBopa 9,2 9,2 9,2 9,1-9,5
HepacrBopumble 0,006 0,006 0,007 0,01

B BoJie, % He Ooitee

Cynbdars, 0,02 0,024 0,03 0,03

% ne 6oitee

Xiopuppl, 0,003 0,005 0,008 0,005

% ne Ooitee

Kenesa, 0,0023 0,0026 0,0026 0,003

% ne 6oitee

5 0,

Marwuuit, % 0,002 0,0028 0,0031 0,003

He Oojee

MeImssKa, 0,00018 0,0012 0,003 0,001

% ne Ooitee

TsKenmbIX METaIIOB, 0,0016 0,0014 0,00023 0,002

% He Goiee

Kak BumHo m3 Tabmumpsl 3, moixydaeMblii AuHaTpuidocdar 3a cueT MpeuMyIIecTBEHHOTO

pacnpezielieHus MpUMeceld B PaBHOBECHOM pPAacTBOPE YAOBIETBOPSAET TPeOOBaHUSAM K KauyecTBY



nuHatpuiidhochara IBEHAAMATHBOJAHOTO PEAKTUBHOW KBAIM(PDHKAIMA «IUCTBIN» TI0 BCEM
MoKa3aTessiM KadecTBa IMOcie MOJCYIIKM 70 OCTaTOYHOU BiaxkHoctu He Oonee 0,5% macc. naxe
mocie 3 IUKIOB BO3BpaTa MaTOYHOTO PacTBOpa Ha COJOPACTBOPEHHE.

Camwkenne kodddummeHTa pacrupenereHuss TMNpuMeced MpU TOHWKEHUU CpeaHen
TEMIIEPaTypbl KPUCTAIIM3AINN OOBSICHSACTCS yBEIMYCHHUEM mepechilieHus [4] B pacTBope W €ro
BSI3KOCTH.

AHanu3 OTACNbHBIX (PAKIU KPUCTAILIOB IMOCIE pacceBa €IWHOT0 oOpasia TMmoka3ani, 4To
MaKCUMAaJIbHOE COJIEp)KaHKE MPHUMECEH MBIIIbSIKA XapaKTEPHO ISl KPUCTAIUIOB C Pa3MEpOM YaCTHI
100-150 mxkm (0,00034%).11pu pasmepe wactury or 50 mo 300 mxm (puc.l) moas mpumecH
MBIIIbAKA B KPUCTAIJIAX MPEBHIIIAECT CPEIHEE COJEpIKaHHUE MBIIIbSIKA B HCIIOIH30BAaHHOM OOIIEM

obpasue aunatpuiidochara (0,00014%).
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Puc. 1. Bnusaue pasmepa gactuil (I ) KpUCTa/UIOB BO (BpaKIuu
Ha 1oi1t0 ( C') mpuMecH MbIIIbSIKa B HUX

B oOGomee xpymHbix kpucramiax (400-1000 mMxkM) coaepkaHue TMPHUMECH MBIIIbSIKA
MOHMKAETCS. DTH JJAHHBIE KOCBEHHO TIOATBEP)KIAIOT IMOJIMHYKIICAPHBIA MEXaHU3M KPHCTAITH3AIHN
muHatpuiiocdara. Ilpu popmMupoBaHUN KPUCTAIIIOB COOTBETCTBYIOMIMX YCTOMYMBBIM 3apOIbIIIIaM
(30-50 mMkM) 3axBaT MaTOYHOTO pacTBOpPa OTHOCHTENFHO Mall. Bo ¢pakumsx KpucramioB
COOTBETCTBYIOIINX KOATYJISIIIMMA YCTOHYMBBIX acCOIMATOB JIO MOMEHTa 00pa30BaHUsS CTAaOMIIBHBIX

kpuctamioB ( > 200-250vkM) 3axBaT MaTOYHBIX BKJIIOUEHHUH pe3ko Bospacrtaet (> 0,0002%)I1pu



JalbHENIIEM POCTe KPUCTAUIOB MAaTOYHBIX BKJIIOYEHUN CTaHOBUTCS OTHOCUTENIHHO MeHblle. [Ipu
pasmepe yactunr 500-1000MKkM 107151 MBIIIBSKAa IPUMEPHO B 2 pa3a MEHbBIIE 0 CPAaBHEHHIO CO
CPeIHUM COJIepKaHUEM MBIIIbsKA B 00IIel HaBeCKe.
3akiroueHue

1. Kpucramimzanusi ceMUBOAHOTO AUHATpHUiidocdaTa mMpoOXOIUT MO NOJUHYKICAPHOMY MEXaHU3MY.
2. bonmee uyHCThle KpPUCTAUIBI MOJY4YalOTCd MpPHU  CKOPOCTH  OXJIAXICHHs  pacTBOpa
3-5rpan/yac.

3. JIpoOHo#t kpucTamnm3anue B uHTepBajie Temmeparyp 48 - 44rpagyca MokeT OBITh BBHIFCICHA

COJIb PEAaKTUBHOM KBATU(UKAITUN «HHCTHIN».
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