BeeneHne CuHTE3 hO0TOIMYNILCUN N3 OOHOPOOHLIX MIOCKNX MUKPOKpUCTannos (MK)
ranoreHnaoB cepebpa AgHal nnn, Kak nx ewe HasbiBaloT, TabanTyaTbiX T-KPUCTANNOB
MO3BOJINJT OCYLLECTBUTb KAa4YeCTBEHHbIN MPOPbIB B TEXHOJIOMUN MOJTyHEHNS
oToperucTpupyrownx matepuanos [1]. KonmyecTBeHHO rpaHy/IOMeTpUYeCcKyo
ogHopoaHOCTb (CV) NPUHATO XapakTepu3oBaTb NPOLEHTHbLIM OTHOLWEHNEM
cpefHeKBaApaTNYECKOro OTKJIOHEHNS SKBMBANIEHTHOro gnameTpa MK K ero
cpeoHeMy apudmMeTn4ecKoMy 3HaAYEHUIO NpU CTaTUCTU4eckon obpaboTke He MeHee
300 yacTunu, Nnonagarwmx B nosie 3peHns 3/1IeKTPOHHOIr0 CKaHMpyoLWwero MMKpockona.
3HauYnTeNbHOE BJIAHNE Ha rpaHyJioMeTpunyeckmne n Kpuctasanaorpapunyeckme
XapakTepucTmkm MK okasblBaloT KOHCTPYKUMOHHbIE 0COBEHHOCTU peakTopa 1
nepemelumBaoLero ycTponcTaa, cnocob BBeaeHNs pacTBOPOB peareHToB, Tun
XenaTuHbl 1 np. B coBpeMeHHbIX peuenTypax cuHTesa MK AgHal HacuyuTbiBaeTCcs 00
20 nepeMeHHbIX MapaMeTpPoOB, KOTOpPble HE06X0OMMO BblAEP>KMBATL MO CTPOro
onpenenéHHbIM anroputTmam [2]. 3To ABAAETCA CNOXKHENLLIEN TEXHOIOrNYEeCKOoN
3a[a4en ocobeHHO Npu NpoMbIWNEHHbIX MacwTabax nponssBoacTBa. No3TOMY NMOUCK
nyTen, obecnevymBaloLlnX Xenaemble CBONCTBA POTOIMYNLCUN N NX
BOCMNPOM3BOONMOCTb, aKTyasleH N B HacTosLlee BpeMs. DPPEKTUBHOCTb NMPUMEHEHUSA
onHopoaHbIX (CV=20%) n ocobo ogHopoaHbIX (CV=10%) T-KpucTasnnos B
PEHTreHoTeXHUYeCKNUX POTOMNIEHKAX AJ19 Hepa3pyLUaAOLWero KOHTPOIA Npu npsaMoMm
3KCMOHNPOBaHUN PEHTIreHOBCKUMIN Ny4aMun BrnepBble nokasanu P. nkepcoH n A. Llop
[3,4]. m yaganocb NOHM3UTb HAaHOC cepebpa npu nonmee NaEHoK Ha 25% 6e3 notepu
oTorpapuryeckon 4yBCTBUTENLHOCTU MO CPABHEHUIO C SMYJIbCUSAMN N3 YTOJILLLEHHbIX
nnun nsometpunyeckux MK. na nosbilleHNa OOHOPOOHOCTU T-KPUCTaNN0B B NaTeHTax
[3,5-7] 661710 NpeAnoXXeHo UCNosIb30BaTbh NOBEPXHOCTHO-aKTUBHbIE BelwecTBa ([MAB),
M3BECTHbIE Mo TOProBbiM Ha3dBaHMeM Pluronic - AByX(pYyHKLNOHAIbHbIE MOJINOJIbI:
MOJINOKCU-MPONUANPOBaHHbIE nonnaTuneHrnukonu (NAC-A3r-rfr, Mn~ 3300),
MOJINOKCUITUANPOBAHHbIe nonu-nponunneHramkonu (MN3r-fnnr-rnar, Mn~ 2000) wn
Tetronic - TeTpayHKUMOHaIbHbIE aJIKOKCUNPOBAHHbIE 3TUIEHANAMUHBI.
OnTuManbHaa KoHueHTpauusa NAB cocTtasnana 1- 5% oT BHECEHHOro B peakTop
HUTpaTa cepebpa Ha cTaaum AapoobpaszoBaHUs amMmynbcun. OgHaKo Npu
MPOMbILLIEHHOM MPON3BOACTBE (POTOMJIEHOK TakKme BbiICOKMEe KoHueHTpauuu NAB
BbI3bIBAIOT MOBbILLIEHME BYann. B CBA3M C NpakKTUYeCKUM MHTEPEeCOM NpounsBoguTesnen
hoTOpErnCTpUPYOLLNX MaTepUasoB B NOJIyYEeHUN OAHOPOLHbLIX IMYbCUN N
MOSIBSIEHUEM Ha PbIHKE XMMUYECKUX PEaKTMBOB HOBbIX Mapok MAB uenblo gaHHON
paboTbl ABNAETCA NCCNefoBaHMNE BANSHNA Ha CUHTE3 DOTOIMYIbCUN
TpexgpyHKLNOHANIbHOIO CONoJIMMepPa OKUCK NPONnJeHa N OKUCK 3TUIeHa Ha OCHOBe
ravuepuHa (onuroadupnonunona), a UMeHHo Mapku Jlanpon (3603-2-12, TY 2226-015-
10488057-94) npounssoactea OAO «HMXXHeKaMCKHeTEXUM». IKCNEepUMeHTasibHada
YacTb CMHTE3 (pOTO3MYNbCUA NpoBOAMAM B Nabopa-TOPHOM annapaTte Ans
OBYCTPYWHOW KpUCTasmsaumm ¢ obbeMoM peakTopa 2 nmTpa, CHab>XeHHOM cucTeMon
TepMOCTaTUPOBaHUSA, NMPOMNesIJIEPHON MeLlasikon 1N yrnpasaseMbiMU OT KOMMbIOTEpPa



nepucTanbTU4ECKMMN HAacoCaMn AN MOAAaYN peareHToB BHYTPb 3MybCUK BOIM3K
nponesnnepa. TemnepaTtypa aMy/IbCUN N BENIN-4YMHA PBr nogaep>xmBaancb Ha
3alaHHOM YPOBHE aBTO-MaTUYE€CKN NO 0OpaTHOW CBSA3M COOTBETCTBYHOLWMNX HA-COCOB C
TepMogaTyYMKoOM N noHomepom. PaboTa HacocoB 1 NokasaHusa Nnpnbopos
aBTOMaTUYECKN NPOTOKOINPO-BannCh [2]. 9To obecneynBano BbICOKYIO NOBTOpse-
MOCTb YCJIOBUW NocnenoBaTesIbHO MPOBOANMBIX CMHTE-30B, B KOTOPbIX BapbUpOBaIu
KoHueHTpaumio gobasku MAB (0; 0,005; 0,01; 0,05; 0,5 % Bec. Jlanponaa oT BBOAMMOI O
Ha CTaauun aapoobpa3zoBaHuns amynbcum konm-4ectea AgNO3). CnHTE3 oCcyLwecTBASANN
no crnepyrolen cxeMe N3 4YeTbipex OCHOBHbIX CTaaun, obecne4ynBaroWmMx Mmen-
KO3€pPHUCTOCTb 3MYJIbCUN N, COOTBETCTBEHHO, NOBbI-LLUEHHYIO pa3peLuatloLLyto
CnocobHOCTbL (hoToMNEHKN: 3arpysKa - B peakTop nomMewann 675 mMa ncxogHoro
BOOHOXXE/IaTUHOBOIO pacTBoOpa C KOHLUeHTpaunen xxenatuHel 0,8 % Bec.; Jlanpon
HeobxoaonMon KoH-UeHTpauumn; pactesop KBr oo sennynHel pBr = 1,3. PacTteop
nepmeLwwmnBann n Tepmoctatmupoanu npu 400C. 1-a ctagmsa - agpoobpasoBaHue: B
annapaT no-gasanu pacteopbl 2,0 M AgNO3 n 2,0 M KBr, co cko-pocTamum 6,75 mn/mMuH
n 10,7 MnN/MUH, COOTBETCTBEHHO, B Te4ye-Hue 125 c. CKOpOoCTb BpalleHUs MeLlasnkm
cocTa-Bngana 600 o6/mMuH. NMocne oKkoHYaHUA aapoobpa3oBa-HUA TeMnepaTypy
nogHumManm go 50°C B TedyeHne 20 MunH, BennydnHy pBr nosbiwann go 1,6 sBegeHneM
pac-teBopa 2,0 M AgNO3 co ckopocTbto 0,85 mn/MnH. 3aTtem pH aMynbCcun 4OBOANIN
0o 9,6 nobaskom 25% BOOHOro pacTBOpa aMMMaka. 2-1 CTaaAns - OCTBaIbAOBCKOE
co3peBaHue: ero nposoannnm npn temnepatype 50°C B TedeHne 12 MuH. lNMocne
COo3peBaHUA aMybCUio Nnogkucnsanm go pH 5,5 seege-HMeEM yKCYCHOM KUCNOThI. B
annapat gobasnsanm 100 mn 13% BOAHOroO pacTBOpa XXesnaTuHbl. 3-9 CTaaus -
KpucTaanmsaumsa 1-om o06onoykun: B anna-paTt nogasanm pacteopbl 2,0 M AgNO3 n 2,0
M KBr + 0,03 M KI, cooTBeTCTBEHHO, C paBHbIMU N YBe-JINYNBAKOLLMMUNCA CKOPOCTAMMN
1,489 + 0,17t mn/MuH B Tevye-HUe t = 32 MuH npu pBr = 1,6 n CKOpOCTU Nnepeme-
wmneaHna 800 06/MUH. 4-a cTagns - KpUcTanamsaumsa 2-om oboso04KkK: B anna-paT
nonasanu pacteopbl 2,0 M AgNO3 n 2,0 M KBr, COOTBETCTBEHHO, C PpaBHbIMU U
yBenu4ymsaoLwmn-mmca ckopoctamm 6,008 + 0,13t ma/MuH B TedeHue 30 MuH npu pBr =
2,0 n ckopocTn mewankm 1000 06/MunH. MNMocsie OKOHYaHMA CUHTE3a KPUCTaNIM4eCcKyto
hasy oToensanm oT XXeslaTUHbl MHOMTOKPATHbLIM LLEeHTPUGYrmpoBaHNEM C NMPOMbIBKON
ONCTUNNINPOBAHHON BOAOW. KOHEYHYIO BOAHYIO CYCMNEeH3UI0 MUKPOKPUCTaJJ10B
06beMOM 5 MK/1 HAHOCUIN Ha CBEXEOTAE/IEHHYI0 NJACTUHY CJOAbl N BbICyLUMBAAN Ha
BO34yXe 011 nocsiefyoLwero nccaenoBaHNa Ha CKaHNPYIOLWEM 3J1IeKTPOHHOM
Mukpockone Merlin (Carl Zeiss). lNMony4anu cepmnio CHUMKOB C yBennyeHmem 10 000
KpaT COCegHUNX YHaCTKOB CJIIOOAHON NNACTUHKN C COBOKYMHOCTbIO Pa3pO3HEHHbIX
MUKPOKPUCTAJI/IOB Tak, 4ToObl n3aMepuTb nonepeyHblie pa3mepbl 300 - 360
KpUCTasnioB, OKa3aBLUMXCA B rnoJsie 3peHns. amepeHmns nposoann C nNoMoLLbio
KOMMbIOTEPHOW nporpamMmmbl «M3meputens 1C», Bpy4Hyto nepebupasn sce KpucTasbl
noapsan. CHATbIE pa3Mepbl SKBUBAJIEHTHbIX AnaMeTpoB MK aBToOMaTU4YeCKHN
coxXpaHanucb B Tabnnuy n ctatuctudeckn obpabatbiBanncb nporpammont «Origin» ¢



MOCTPOEHNEM FMCTOrpaMM pacripenesieHnsa nccrepgyemMboix 4actuy, no pasmepam. ns
N3yv4eHnsa opMbl U OFrPaHKN KPUCTaJIIOB MPUMEHANN yBendeHne Mmkpockona 20
000 kpaT. Kputnyeckyto KoHueHTpaumnio muuennoobpasosaHusa (KKM) Jlanpona
onpenensanu MeTogoM «nmpeHoson Npobbl» [8] No rpaduky 3aBUCUMOCTU
MHTEHCUBHOCTN (hsiyopecueHummn nnpeHa Ha 373 HM OT KOHLeHTpauun Jlanpona.
Ncnonb3oBanu ayopecueHTHbIN nnaHweTHbln puaep Infinite 200 PRO (Tecan) n
ONNHY BOJIHbI BO3Oy>KaeHns 339 HM. Pe3ynbTaThl U nx obcyxaeHne OnmcaHHas cxema
CMHTEe3a BbibpaHa HaMW NMOTOMY, 4TO OHa rapaHTUPOBaAHHO obecne4ymBaeT NosyvyeHue
Menko3epHuctom ogHopoaHon CV=30% samynbcum n3 nnocknx MK c Heobxoammsim
CpefHUM 3KBUBaAJIEHTHbIM anameTpoM 0,5 MKM, eC/in NCNob30BaTh CreumaibHoe
nepemelumBatoLllee yctponcTso [9]. NMpexae Bcero, aKCNEPMMEHT C MPOCTON
nponeasiepHON MeLlasikon NO3BONASET HAarA4HO NPOUIIIOCTPUPOBATL POJIb
crneynasbHOro nepeMeLllnBatoLLero YyCTponcTea B NoJly4eHNUN Takow aMysibcun. Ha
puc. 1la nokasaHbl MK amMynbCcun, NOJy4EeHHON C NponennepHon Mmewankon 6e3s MAB.
Ee Henb3a Ha3BaTb OQHOPOAHOW. [MCTOrpamMma NnokasbiBaeT, 4TO OHa COCTOUT U3
MaJsio4YUCIEHHON hPaKLMU OTHOCUTENIbHO KPYMNHbIX T-KPUCTasN0B C 3KBUBAJIEHTHbLIM
anameTpom Ao 1,3 MKM 1 601bLIOF0 KOSINYEeCTBa MEJIKNX KPUCTaIJIMKOB OKPYI /101
hopMbl C NonepeyvHbIM pa3MmepoM 0kos1o 0,2 MKM. ToswmHa KpynHeix MK BapbupyeTcs
oT 0,15 no 0,28 MKM. paHysioMeTpnyeckas ooHOPOAHOCTb TaKON CMEeCu KpanHe
HU3Ka 1 coctasnsgeT Bcero CV=84%. Kpucrtannorpadunieckasd ogHOPOOHOCTb TakKXxe
He roouTCcs 018 U3roToBJIEHUSA BbICOKOKaYeCTBEHHON (hoToMnNeHKU. B3sB B KavyecTBe
NCXOOHbIX YC/IOBUSA MNOJIYHEHUSA TaKON HU3KOKa4YeCTBEHHOW 3MYNbCUK, Ha Hall B3rnsag,
byneT ocobeHHO NHTEepecHO NpocnegnTb AencTeue Jlanposa, Kak NoTeHUMabHOro
ycunmTens ogHopoAHOCTU nnockmx MK, Hanpumep, B c/iyd4ae BO3SHUKHOBEHUNSA KaKUX
nnbo gectabnnnsnpyowmnx NPOMbILWAEHHbIN CUHTE3 (DAaKTOPOB. TeopeTnyecku
BAnaHue NAB Ha npouecc MaccoBOW Kpuctanamsaumm obbacHaeTcs
MuuennoobpasoBaHueM BOKpyr 3apoabiien MK. Takasa obono4vka crinaxmsaeT
rnepenanbl B CKOPOCTU HapalLMBaHUA MacCbl OTOEJIbHbIX KPUCTasIJIOB 1U3-3a
Hen3beXXHbIX rpagueHTOB KOHLUEHTpPaLUN U TeMNepaTypbl B 30HE BMNPbICKA peareHToB
n B obbeme peakTopa B uenoM. Mo Hawmm gaHHbIM Npu 40 oC KKM Jlanpona B Boge
coctasnget 0,042 % Bec., a B 0,8% pacTtBope xenatunHa B Boge - 0,007 % Bec.
MoHmXeHne sennynHol KKM Jlanpona B NPUCYTCTBUN XKeNaTUHbl MOXKHO 00BbACHUTL
ydyacTmem monekyn benka B obpaszoBaHNM KONOUAHOW CUCTEMbI - KOMMO3UTHbIX
Muuena. Y4uTbiBas, 4TO Ha cTagum aapoobpasoBaHns B peakTop BBoaouTCca 4,8 r
AgNO3, To B nepecyeTe Ha pacTBOp XKeJlaTUHa, AOCTUrarLLero K KoHuy ctagum
obbema okosio 700 MJ1, UICNOIb30BaHHbLIE HAMK B 3KCnepuMeHTax gobasku MNAB
cocTtaBuan npmnbnmnsntensHo 3,4x10-5; 6,8x10-5; 34x10-5; 340%x10-5% Bec. To eCcTb
OHM Bosiee 4eM B ABa pa3a MeHblwe KKM. OgHako BBefeHne MUHUMaibHON Jo06aBKU
CyLWeCTBEHHO N3MEHNI0 NepBOHa4YasibHYy0 3Mybcuto (puc. 16). Yncno Mmenkmnx n
KPYMHbIX YaCTUL, 3aMeTHO cokpaTunocb. ObpasoBanncb B OCHOBHOM T-KpUCTaslJibl CO
CpefHUM 3KBUBaNeHTHbIM anameTtpom 0,47 MKM 1 TonwmHon 0,16+0,02 MKM.



OpHopoaHocTb cTana CV=32%. Okosio 70% CoCTaBAAOT LWECTUYroJibHble
(rekcaroHasnbHble) T-KpuUcTannbl U ~25% TpeyrosibHble T-KpucTassibl. Takasg aMysibCUA
y>Xe npuemnema anasa narotosneHmsa gortonneHku. NMpn ysenndyeHun gobasku Jlanpona
B ABa pa3a (puc. 1B) HabnogaeTca opMmpoBaHue AByX rpynn KPUCTanaoB - NJOCKMX
C 3KBMBaANEHTHbIM anameTpom 0,35-0,55 mkm TonwmHom 0,1- 0,18 MKM ©
n3omeTpuydeckmnx c pasmepamun 0,1-0,3 MKM, NPUMEPHO B paBHOM COOTHOLLEHUN.
MNMonyymnacb Tak Ha3biBaemMas bumoganbHasa aMynbcmsa. NMpnyemMm CMMMeTpPUs NAOCKUX
MK 3amMeTHO HapylweHa. HabnogatoTca HenpaBuiibHbIE LLECTUYTOJIbHUKN N
TpeyrosibHUKW. 3aMeTHa TeHOeHUMA NX npespaLlleHns B nsometpudeckmne MK.
OpHopoaHOCTb yxyawmnnacbk n coctasuia CV=40%. To eCTb AaHHaA KOHLEeHTpauus
Jlanpona He aBnseTcsa onTuManbHoOn. Puc. 1 - BHewWwHM Bnag U pacnpenesneHue no
pa3sMepaM (3KBMBaJIEHTHbLIM JMnamMmeTpam) MUKpokKpucTannoB AgHal, CMHTe3npoBaHHbIX
Mpu pa3HbiX KOHUEHTpauuax Jlanpona a - 0; 6 - 0,005; 8 - 0,01; r - 0,05 % Bec. OoT
BBOOMMOIO Ha CTaaun agpoobpasoaHns AgGNO3 TpeTbs no BennymnHe nobaska
Bbi3Basia TeHOAeHUMIO K yTonuweHuto MK n obpasoBaHuto okTasapos (puc. 1r). Menkas
hpakumsa ¢ pasmepom okosio 0,2 MKM NpakTU4eCcKn ncyesna. Yncno KpynHbix
KpPUCTassIoB oNsTb Bo3pocyo. CpegHun pasmep MK goctur 0,58 MKM. YBennymnaco
OTHOCUTEeNbHadA [onsa TpeyrosibHbiXx MK. Mpn 3TOM NponcxoanT yxyaLlleHne He TOJIbKO
rpaHynomeTpuyeckoro coctasa CV=302%, HO n nmeeT MeCTO TpaHCchopMaums
dopmMbl KpucTannos. YeTeepTasa nobaska Jlanposa npespaTusia BCIO 3MYNbLCUIO B
okTasapbl 0,3 - 0,8 MKM 1 pe3KUM MakCn-MyMoM 0K0J10 0,4 MKM Ha KpUBOW
pacnpeneneHnsa No pasMepam (34ecb He rnokasaHa). B 3Tom cnyyae roBo-puThb 0O
CUHTe3e T-KpUCTasIsiIoB y>Ke He npuxoantcsa. OQHOPOOHOCTb TaKoW 3MYJIbCUN
CV=26%, 04HaKO OHa He roguTCa A1 U3roTOBJIEHNS BbICOKOKa4YeCTBEHHOMN
doTonneHkn. Taknum obpa3oM, NpoBefeHHbIE SKCMEPUMEHTLI MOKa3aau, 4To aobaskn
Jlanpona ABAATCA MOWHbIM (paKTOPOM perysnpoBaHnsa rpaHyioMeTpmn4eckoro u
KpucTaanorpaun4eckoro coctaBa MMKPOKPUCTaNI0B rasoreHnga cepebpa B
»xenaTnHoBoM pactBope. C ogHOW CTOPOHbLI, 3TO MNMAB cnocobHO CcyLecTBEHHO
MOBbLICUTb OAHOPOAHOCTbL Nockmnx MK. U aTo HabnogaeTca npu KoHueHTpauun MNAB B
200 pa3 meHbwen, 4em KKM. B nepecyeTe Ha NCXO4HbIN pacTBOpP KeJslaTUHa OHa
coctaBnseT 34x10-6 % Bec., T.e. 04€Hb Masias, MUKpocKkonnyeckasa gobaska B
KOHEYHON (POTO3MYNb-CUU. [T0O3TOMY OHa BPAL JIN MOXKET CTaTb NCTOYHUKOM
HeraTMBHbIX BO30EUCTBUW Ha nocsieyoLwmin NnpoLecc N3rotTossIeHNs U Ha CBOMNCTBA
doTonneHkn. C opyron CTOPOHbI, BbISABJIEHO, 4TO CBONCTBA KOHEYHOW 3MYJIbCUN
YyBCTBUTESIbHbI K HEOONBLWINM (OBYXKPATHbLIM) U3MEHE-HUSAM MUKPOKOHLLEHTpaUnK
Jlanpona, KOTopble y>Ke 3HaYUTENIbHO YXyALatloT 0OAHOPOAHOCTL. o3ToMy TpebyeTcs
TOYHbIN pacyeT BennydunHbl gobasku MNMAB. N3BeCTHO, 4TO T-KpUCTananbl GPOPMUPYIOTCSH
nyTemMm camocbopkun 3apogbiwen AgHal B nnockme accoumaTbl C X nocnenytouien
wTabenbHOM KoanecueHumen. NMo-sengnumomy, obHapy>xeHHass HaM MUHUMasIbHaA
Mukpo-gobaska MNAB yrnopagovmBaeT 3TOT Npouecc, a YBesn-4eHne ee BCero nLlib Ha
MoOpsALOK KapOWHaANIbHO MeHAeT ANHAMUKY poCTa KpUCTaJIJI0B, X MoJlyvatoTCs



OKTa3pbl, KOTOPbIE y>XKe He roAAaTCs AJ19 U3roTOBJ/IEHUSA BbICOKOKA-4€CTBEHHOM
doTOoNNEeHKMN.



