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SUMMARY

Spectrofluorimetry with benzoin and spectrophotometry with
methylene blue have been tried to develop a routine analytical
method of determining trace amount of boron in nuclear and cladd-
ing materials. Both methods may be utilized for the boron micro-

analysis although many technical difficulties are still expected,

A satisfactory procedure by a pyrohydrolysis technique is
established and applicable to the determination of fluoride in
nuclear materials with ion selective elctrode after separation

from the uranium matrix.

Beryllium in the Be-coating laboratory has been monthly
monitored and its contamination stays well below the maximum

permissible concentration,

Five constituents C, Ni, Si, Cr, and Mn in stainless steel
samples are analyzed and found to agree relatively well within

the specification.

A preliminary survey on the possible recovery of NH, NO3
from the liquid waste of the uranium conversion process reveals
that it is more practical to revoer NH., and NO; independently

rathan than to treat the liquid waste directly to obtain in the



JE OB ceeerereeereererenne i e e s 3
FE B eereeeneeeeiesennen P PSR 5
Methylene blue & F|A % Zircaloy ¢ Boron HA coeeereieenen 7
Benzoin & #|A %t low-alloy- steel 2 Boron A «ccreeiniens 15
Pyrohydrolysis o] &% UO, $¢ Fluoride & & --reoerererrieecennn, 21
AaFe C, Ni, P, Si, Cr % Mn &4 reeeermmnn '. 27
ABFHY HEEYH NHNO; o Helo] AT HBEE - 28
Ber}lliumaﬁﬁﬁ ..................................................................... 37
BHE LAHE  BEE e 38

5%1ﬁ ............................................................................................. 43



R R R Rt R
w

a¥ L
g 2
¥ 3
1¥ 4

a2y 5.

19 6.
a9 7.
a9 8

%9

& H ZN

BURZE KB L Y BEE oo covrreeereriiesrnesrssere e sere e e 95
2% UO, %9 fluoride 2 (4bL A1 7k 1 3043 ) cvervrverureenmn, 26
MBEY BROTE DITEE e, 97
AEETY BAAIE oot 38
BAREHIE  BIBL cveveerrerereemrrrratieresssressteerassemnnsreeonsesssesssassses 39

a2 ¥ B =X

Standard curves for boron —methylene blue complex ...... 14
Calibration curve for B —Benzoin Complex .........ccccoenens 18
Pyrohydrolysis ApPparatis  .oecovieiniimiiiiiiiiiiiiinnneeeenneneerons 929
Fluoride 8¢ w2+ HEREKY BIL v 24

Westing house fuel fabrication plant ¢ Ammonia 3| 4

%xj T PN 30
Resin & F|fA§ Ammonia[@l TLTHEE oo 39
Tapered column dimensions, ................................................. 33

Schematic of the tapered columnar denitrification system- 34

Ammonia [EULE Y& FERE] coocceeer e emevemien 35



l. Zircaloy —4rhe] Eof ¢+ #&9 boron 2 methylen blue
24 FHLAH3e BRE ABslY Zircaloy -4 9 FEEFEHEA 7
98 T+ AEF sgd= boron9 Yol EMEI LA A= Zi-
realoy -4 BR¥EHHo| dd4 o FHY EEEY HBHEEE: HER
st7loll ol gl Aok EHstE 1T YAl polyethylene of 1}
teflon § W 2 ) #]3lw £ +f contamination & Fo blank level &
%EF F AT Aoz wrnkgH,

2. Benzoin& F|HI Py FHor Zircaloy-4 HKg
o boron HFE AxdH X HFR L MEPNFEIH} & precision
22 5 o we Hum BEE AAG BEANd BEAE + 3
cEle 4o :

3. UO, %% =& sintered pellet 5 ©v] g fluoride & pyro-
hydrolysis technique © & 2/ 4] # ion - selective electrode & 5 3}
+ HEL &3l flrided Jd4EHd FHE £ UEF &
A =k

4, Uranyl nitrate 8 ADU=®2 A#sle ITEd4= pHIHEQ
LIN NH,NO; 7} & f[HKol ez d+d XHMEEY 22 =4
o HE@EBL d £ HR O3 Fo] EIdAH F K3
< %% giEsly #HAMNLE FHMF T Ao W

5, NHNO; &5¢& HRMez2 Helsts7 A4 4 NOE



anaerobic denitrification <2 ¥t ¥ 4o NH,OH 4L ZF354d

Agreke] NH; & 24 [ERstz, dotd+ NH; & Amberite IRC
-50 2 o] F32AA, o5 moncammonium phosphate 7} HL& £Lof o
2 $g3lx &ed HE H4 FHdez4 NHNO; §4&

23 BEEY + AL Aoz UG

A LA A4  beryllium coating B2 Y T 7| Fe € Y+ be-

010 - 030p ¢/ mWHEIFHS #F

5.
ryllium & 732 HA, 2435
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I. i

L HIEEEs BSH mMIIRBA4 #HIE &S24 s34%5
of uEog FEStt Ko A SHITHES HMéEstd o/& B
Hol ot SEEHA 7143 AL HMmez stz Y= 1980
& rhel = 53 boron, fluoride of S#THESY (& FHE 718
e

dFA A g FaddAof wcgkds] & borond HEUA £
BEx °F05ppm 224 of2g v F boronYFL o) ofpE R
e 3dhvo|ty, Zircaloy ¢ boron 4= ®EHAH o2 methy -
lene blue 9 BF, 919 (k&M S  spectrophotometry & 3 B3} A vk
methyl borate & &3t Dbenzoin3l ofF& #EAHE HFEA
sted  olE F7A HEEE EF AEstd Bt o 4o emi -
ssion spectrograph & Flfisled HERIE AR 7T FFdAH
EAE 7 A

BROEHNY HMEYE T € dewd F4o] [FHe e fl-
uoride v} chloride &= o} ® 2 pyrohydrolysis technmique © 2 matrix 2
Ye| fe]AA ion - selective electrode & M3 A Y spectrophoto -
metry £ EfSL UE AFofch o KL HEMN =E HEA
of [k matrix2He St waese A WNESE ¢ Y= A
Heol A = A4 ppmAFEY F AHE&Ad AFd:s 10% LA
E MEEREZEE Y T U=



Uranyl nitrate 8§ o 2¥%¢ ADUE =& & 1IN NH,NO ;&
of WEHEW FA2dE Fx lagomnd 4 FE9 Fy¢ FEE
437 HAskd = olF AAstdo g NH,NO; & 3 5go=4
of BT Mkslzl A% EWAEE A X &R, NHNO;E
A [Eshe BAMQL FEL ok ZRYE ag Ao gz o
ak RlEE HEHY 20% &Yooz FFAA RSl Kol &
£H Av Axolt wzpAd NHNO;9 AA 3sl+E o737
oA gel d4size NH;3+9 nitrate s £ET HEE A4 5
®RE HE - ®RESHA
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[l . Methylene blueES ©] &3} ZircaloyZ2 Boron 34

L E 9

Zircaloy 5| B Fo| Iu|gozz FESIE Boron & | & {#
fse HF8 RJ5ste] BF. & #4g¢= o BF, & Methylene
blue 8} T2 4o AW e o=td I 2-dichloroetha;1e_°_§_ of
Blame Mmiisted o4 660melq WEES MEYo2 4 Bo-
rony%¥e ¥ 4 gtk Borono @EsH 25#¢/ literof4told

TEol  HHESE

2. 4d ¢ 23

Nuclear grade ¢ Zircaloy-4 o= 0.5ppm |3t Bo] FEZAE® o}
ot (ASTM B353 &%)  oleld o#y BE AEYLE + s
A&7tz A ¥E et xgkeh AEERE & plastic o} polyethy-
lene == quartzz = 7 FSq A&£35d9 borond 2 HEL  uiz
39 ok
7b. A %
1) Boron T &84

A okF boric add 05716 & 122 a5xm oA o FAE

1045 3 4&c (l0pg/ m )



2) BF4 _u_"" o_[]
Boron &8} (10pf B/ mg) 50mgel 5% HFE§ 5my

7l 500m¢ B WkEF 24 Az wA ek (1 pgB/m ) o
YL 6Pz EES L
3 ) Methylene blue £°§, 0001 M

373¢% SwTR4 142 A& U5 1045 A4stq o

4) 2&8B
50m¢ &f %F & polyethylene §of Ym 5% HF-E 5m
7hsled 24417 WATF 500mg 2 HH A EMATCE

5) 0.1 M KMnO, £

6) 4% ammonium iron () sulfate -£o)

EHERN NEE
Y. Ad A

1) 484z
« A 8 : Zircaloy- 4, 06907#

o Cone. HF 20 drop® econc. H,0, 2drop 22 ®&EHTE 100
mg 2 "AtEn 2% 10m¢ Y IEd 6749 plastic ¥
4e o

- Boric acid £F &4 & 0,1, 2345 4% KMl 4% Fe
(&w 2m¢, KMnO, | drop, 0001M Methylene blue 5

m¢g 1, 2, - dichloroethane 25 m¢ & zlslg 7tsla 2E7
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WEME HABFTS Borond PEE+ 30ppmIT=E  vEPY

specification mo} U ¥ @e L 2dFo oa HRE F

Aol HFESY LHe: A BEA 24 eARodw
H

stelslel = 3} e 202 4 Fluoride = PHES FHLE B

obof  3hA} =,
k. A1g B
Ak ¢ Zircaloy - 4, 1.0306 ¢

+ 50m¢g o %%+, 5NH,S0, 50m¢ , Conc.HF ] m¢

- Conc. H,0, 10drop& a2 7tstn @

- #AME w37 a8 Jd¥ #e H, 0, & #HHAsAZ W
el o H,0,% Wi#Ests] dsl o F KMnO, 9
B%F 2 Qs plastic§ o Eel HE #HE=Z I
o £l EHHEE St

gh. A|g C

KKt Zircaloy-4 ., 24654 #

¥ 50m¢, HF 05m¢ ¥4 3id, 5NH,S80, 40m¢, Conc

H,0, 5drop& 78t HMER

Al Ag L Hikew 4 (1 BoronFE &84S BFy =



exRe A
2) % %R
16ppmo|sl2 4] Specification ¥ e Aaw EEY
Zholel whe} BIEES Aol UF HGgoemz wmetA exst 2
Zleb 4" BF & wtEol4 standard 2 FmERAT EHG
BREE wAN FA @A A ofstE BF, 440 z2s
2 g Aoz Aoy
o, A]g D
1) EBHK
kKt : Zirealoy - 4, 2.1037
- HLO 20m¢, 5NH,SO, 20m¢, conc. HF 05mg 4 53,
conc, H,O0, 2 drop & 7}l3led HEEHE
- FHFEZ O 100mg 2 aE,
- 21 ¥ 5mgzE Ml boron FEFHKE sH kg 5NH,S0,
10m¢, 5%NaF 6m & 7l SH+24 3B/mg sA
& o9 547 w3
+ 1%KMnO, 2drop, 4 %Fe () ##, 35m¢, 0001 M Methylene
blue 3m¢, 1,2 - dichloroethane 25m¢ & el & 7} ch
- 2¢7 EEF REFE S AETc
2) #% R

ok 6 ppme 2 specificaﬁon » o} A Y 10 {0 &Y %3]'“&

s

& @olwh ®oFd EHEo HEHEY o AAMCr T A2

_10._



2 U=
H. A1d E

AQ Do (Mm% #seskr) Hete] 715 filter paper 2 o 3}
stz KMnO4, ¢ Fe () #KE MEo nbEol 4&s 2ghc
mRE 45ppmd FA=2 AEDY 2} N Folnh

of FHEoEZ d& EHEs dvzy ¥ T F3 Yooz boron
BERKY BES 10£ds 4% AL HEHAT =24 #HE#HS 2

e & o BEYE + A& Aoz Hribdo

LiL EBERE EHER 9423 2L ERHRE WEsA Zir-
caloy-4 ¢4 NBS =AM E No 361, low alloy éteel ¢ boron 4
Mol JER sk B gt
7. Zircaloy -4 B
1) 250 m¢ polyethylene beakerof FAS o HK 10gE Yz
26N H,SO4 20m¢ 7§+ (Note 1)
2) w1 50m¢ S 50% HFE wewe Ho=y 20
m¢ & 7biteh, (Note 2)
3) hot platesij A 7td (60°C) mutd=H4 coneH0,E 2 -4
Hg shsld RS ET2 B4 (Note 3)
4) 24 A7 o4 wAFE gL 10mE F14 HAHEK2LE

f 1 & ok,



5)

6)

7)

8)

9)

3l RAKEK S5mE 5ME  200m¢ polyethylene w o] 2z

» BF, B#HFKL 0, 05, 10, 15, 20m & ZF2 7}
32 BF.,- blank f#& 20, L5, L0, 05, 0m¢ & &4
e Yok = 4y 200my polyethylene“éoi]E-_BF; blank
EHe 20mg Yio

Ztztel FHTE 7telq S50mg x Y E %W Eo,

Ztzte]  01M KMnO, 134 784 U4 A4S 4344
pik ¥& HA & F 4% Fe(l)#HK 2m & 7B &
2o KMnO,9 ®BMHEE ZEALE

Methylene blue 3 mg 7}3hch

1, 2 - dichloroethane 25 m¢ 2 7}3lqd 74 & w1 Wrist
action shaker & 2 %7+ £Eo &t}

10) 3045 w33

11)

12)

TtdAdFE EHRA #H75E LA o342 (Toyo,Qu-

alitative 2) & 4t&3td H75HY FHEFE A Ed

1, 2 -dicaloroethane %2 blank & st} 660 nmel 4 %

REE WRER

Note 1. BF: AEut e Fke HEE PH 07~1002 %
Fol “Fojop ok

Note 2. Xbe| A" 3 Y=F FYgo

Note 3. H,0:+ &M FREEE =24 sz T &
LAl 719 iEgek boronsgEY FTUT HobEr
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4, #E ¥ =K

tid E®RGWR wel4  Zircaloy -4 &kol wistd 5@ HEIL
e EEFY 2"t delulgeh AREHK Standard add-
itionstey o4& AAY 7&7E WRsLZ $ste  Dblank ol H3lo
R—¢ E®e ¢ &RE P EAFA _
ZgF4dez ¥y T Zircaloy-4 HKTFTY borond EEE
U25ppm of e}, o= ASTMe MESHA Uv USppmEgE W2
olg H&EH Aol de HREE A of HEE TS
A 87 Hsted & borone LEo| ERES duHA e Zir-
caloy - - (B Eo ook sted BHEZE ol Ad pEfE MEo|
@l ot B 2L HMEL crJy NBS SRM-361, low-alloy steel
Fol &  borone GFEeo 30prmoz ¢ fleo o SRME Lk
i HiRel wet RAESFR Y speificationst  10% oW ol 4 x|
Gt Fe MEE 24 Fu% v HME 5Ud HF 4 NaF
£ ArEsg e

He ¥4HzaE& Zircaloy -4, SRMeo| B&ESH7 AAA+E Zir-
caloy ~ ¢ 9 boron THel FHAE TYgF Ao uvdgaAn H
et 717 YA E polyethylene o2 RiEstd £ ©f contamin-

ation ¢ %o IRKES blank level o] FoE Row siuts o

-13-



Absorbance
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06T

041

0.21

Standard

29 L

f t

1.0 2.0

Boren, pg/ 25 mé

Standard curves for boron-methylene plue complex
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IV. BenzoinZ F|A3SL low — alloy steel 52| boron 2347

L = #9

Borate = @& ol 4  methanol 3 FIGA)| 7] A ofs o 2o
65 Ceoll 4/ #+ methyl borate 7} o] ] ch4)

HyB0, + 4CH,OH — ( CH,0 )sB + CH,OH + 3H,0
Methyl borate & #@sto] allali wiel wHow A3 2ol i
KSR

B (OCH;), + 30H — 3CH,OH + BO,
G2¢ ¢ ud g glycie buffer (PH 12.8) Woll 4 % s
Al FEAES s benzoin} | 11 complex & =3 366nmol 4 exc-
itation 4] 7) . 400 - 550nm g G ol 4 HBHkE HAFHF o 2N BEFE B

SERS, 6)

R L Tk
1) Spectrofluorimeter
2) A Z#E= methyl alcohol
3) Benzoin (05% ) : 25¢% Benzoin + 500m¢ Et OH
4) Glycine buffer (PH 128 )
5) Standard poron & #&
H3BO; 05716#¢ 1¢9 € =Fd @®KES o4 343lo

f2 A gt o,
-]15~-



Y. 4de4

1) Calibration curve fEfi%

1

2)

—

1 m¢ o] boron standard &% Or, 05r, 08r,10r,L5r & 2
2t 25m¢ volumetric flask o] 3 &}

0sme e BF4E da
°f 15m¢ ¢ Ethanol 3 73t
05 mg ¢ glycine buffer (PH 128) &€ Y&
3mg2o 05% BenzwoiniZe 7k3FE Ethanol 2 F &7 3
A & ek,
Benzoin 7}gk 5 4% 4] Spectrofluorimeter & 366 nm o] A
excitation 4] § 400~ 550nm @ & o] 4 scandto] EHFEE

B & e

Sample A g

U.12¢ low - alloy steel B E& 100m¢ quartz flask i =l
<

5M H,SO0, 5m¢ € 7}t

#rd47s (reflux) H33se  sampleeo] =73 @
qhA) 7l A ofshA dg s T

449 35- % H:0, 2-3ut&& 7t 94 oy std e
boiling chip 3} 40m¢ ¢ methanol & 7} gt=},

T+mg 7t G &d 7px]  distillation § c},

flask& ice watero] 453z 30m¢ methanol 3} A2



boiling chip & Y& % t}4] distillation gt}
8. HCl & distilate & PH7 o] A g+
9. F 44 AAAYT Yo 4 HEA o
10. Residue € 15m¢ g FHFFo FdF WEHBERY A

of wrch

By

(9 :£@ld A& HuKE TLd Folx ¥ dad

[o]

€ 7}8bwl w738 ( saponification) Ao 2 Al A of

s A=A D)

3. MR % EE

7b. 366 nme) 4  excitation Al 7l = 400 ~ 550nm & & o] 4 fluorescence
+ AEstq BEFK2ZYE T BEMRLE 2¥ 29 o
A& 20m¢ g 2p49  boron BEMMAAN A H&e HEREHE
TE H4AdE d& + dAd=
o Bl REAGLER
mEAAA Y $8%ke checkdolns] Yated chgd e 4
<+ 3=
a) 10#¢ / mg standard &8k 1 m¢ ol 005N NaOHBEH 10m¢ &
7t3t3 methanol 40m¢ & FtF HCl® PHS2q 9% F
ZEAA Ad¥ski ek
- ®HRT EHERZE 32%24 MHftmediumd] 4 H;BO; = B
Sl 49y loss 7 deojues ReoE 4

-17-



b) 10v¢/m¢ standard 53 1mgol 005N NaOH&EH 10me

methanol 4072 & M&F E@Esd H0 L5 my, glycine buffer

05m¢ , <k 15mg &) ethanol & 7t3t¥F HC1-EtOHF# o2 PH

95 £ staFo] A3

Boron & A3 AE&sx ggtes HClI-£t OH R o=
PHO7TH =l %3d& Aol A4 PH7 wgezsy &
old A7k %tk AH  detectionHz= we Aol olum

PHe &R 2,

20
15

o

]

=]

=

oy

§ 107

g

=

[+]

(]

[=}

5]

o]

M~

<

T T T t

T
05 08 1.0 1.5 2.0

Boron, p¢ / 25m¢
2 3Y 2. Calibration curve for B - Benzoin Complex

._18_



c) 10 pg/ mg5Eg 1mgo] 005N NaOH 10m¢, methanol &
40m¢ & Wi HEAUF 033N HC1HB¥% 1Sme & A¢F
A =zl 4Egdh
(HC1¢ NaOHe %%+E %A 57 HAsld 033Nz =t
se A
- 90% MERen HE A¥E o4 HE-HER O925%

]S oA e

49 ®HR=Z Mol E#t e Fo 4 HBO; = EHESE T EHE
# wele Hox ZFslw  alkali medumol 4 salt 2 FEFESHA oF
st HEAYA A lessE AL F Uv Aoer ¥ 23y
akali mediumel] 4 FEA A= NaOH7} F%38 H7 «ge ®EE
72 o Buygd EASe JAd B2 Astd HE d4ol #Asl
22 ofF WAdder FKE H42 ¥ F AS A 4
o B4R b 5

de Wgyyge ERRF HREE ®THI] dstel HEEpHE
NBS SRM-361, low - alloy steel & fiffisled Agds B HHRE o
+ E9 24

of HELT 1 pgFe =k} borone) F EIURKE 52 £42%(95
% limit) 2 el fHKe A HMET AFH HmPERSY boron
+4¢ FHT F Aoz A=k

-19-



Present, ¢¢ found, #¢% recovery, %
0.76 0.36 47
0.76 0.35 46
.0.86 0.50 58
0. 86 0.45 52
0.86 0.44 51
0. 87 - 0.47 54
0. 87 0.48 55

-20~




V . Pyrohydrolysisol] &gl U0y %9 Fluoride & &

)

1. FF

BYE G HRyERA fEste Florie £ BRE 28T £
mE R (o2 ,d4 FL F71) E471eA4 Pyrohydrolysis £7
we FRsY HFAdz HEY 28He 9% Fluoric;le selective
electrode 24 HIEstE FHikel LTEWHILE wel A" v 4
Holeh, o] FEL HE&H =g KA E# Matrixz e 4
g7t WEesld A AEY F Ye BN A% 4 ppm F
2o HEmS AFdE 10% ouz MHHEREE TY F A4
Pyrohydrolysis 4}7) =1 Chloride & HCl itz @HEH@Eo HEs= £
Chloride selective electrode & 2 &7}, & Hg(SCN):.o o
Spectrophotometry 7} %2 #iEel olgs5zm g o 10

Pyrohydrolysis @< 9% Hoez EIRE 71 Ut

MX ;s + nH,;0 MOn + 2n HX

(M:metal, X : F or Cl )

o 7} 4+ Fluoride & Pyrohydrolysis hHE s BEH HFFEKZ

EHs fistd #8 Sestx BERERE T ERLd

-21-



7} . Apparatus

2% 3¢] Pyrohydrolysis B € ztuslAl ERdh

——
e
r__‘t_

-
L\
A : Flow Rate Control Stopeock F . Combustion Furnace
B : Flow Meter G : Reactor Tube
C : Hot Plate Combustion Boat

D : Water Source i Collection Vessel

E : Connectors

N o o

Condensor

2% 3. DPyrohydrolysis Apparatus

J.BE B K H
1) Accelerator 24 U;0s 492 HFH

2) Trapping &°§ : CH;O00H 1lcc & 2= Volumetric flask o

-22-



sbslz CH,COOK® pH70e3 24 o

dlo
e
A
i
HL
M
i

3) JK@E:T70°C
4) Furnace & : 900 °C

5) Carrier gas : T 7]

d.ENE KB
UsOs 569¢ MNaF 127mgst 2 4oj4 =mbe fluoride BMHa
K —E@el o accelerator 8 ¥old HEIRE ZHEe ¥T HES
2Y4d HRsgch flurided Ao =& EKEY BELE %
R o 2UoniH BEREEE £10%2 TL ASdE daAz
009 AAE HHEN TR WS sAed I Pk flu-
oride §%el o AE EREe 4Ps Pl wE 4 stk
Aol 4 AT EERHE 3% UOss n%e NaFE 44
oxmg  fluoride 7} #H—3}A HHEH U Yz HoHMWeE BE
S ZRI E Wiktkel 2t oW B¥ez ua Ad4
de HRE outz oldT EH—EE dehle Aoz 4z
of A44E wHA n5 Asd F o H—s  floride & A

tale FHEE Bid 959 HERT #d it

. BINE RE I
102M NaF —FE 8<% 499 UzOg accelerator o] 7}3}lod KOS
dolsl fsbel Wl g, floride MR HEBE ¥¢ KEE X

Lol +2s9
Nat REEGdA 38 FAY REIAH RE 1% U4

-23_



a |
q
)¢
P2 - o
%)
’_
L
1 i ] 1
20 40 60 80
F, 09/ &N
2% 4 Fluride §8¢ wea @OIEY 81t
HELd HRE pdFa Yk FEAYT florided #E ER

B a%ﬂﬁﬁ o ek BE YodAf 33 hEsd ERBRE
MERAA 423 AR FE Fv Roez nFe xop fluo-
ride § A€ FHkel o v AdLE uFEH Fdzn sk o
<8 MERE RBEHEo= fluoride o AEDIT FlAINAE Ty
g Aoz HHIA
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% 1L ENRE RBIY #E

] | RIGHsH (4)| added (£ g) | found (#9)| BXE (X)
| 15 190 190 100
2 15 190 181 93
3 15 190 185 98
4 15 190 185 . 98
5 15 190 185 98
6 15 95 95 100
7 15 95 104 110
8 15 95 104 110

St 101 £ 12(26) %

R.E OB 2

A&7 #HEH T HEE 983 EEHY UO, powderdl ER
b 2 HRE K2d FF}A% KA HME MR ES
sl sintered pellet & RBU, depleted UO, & &g =& - H¥
o] v}, A 2 specificationo] o m szl o fluoride & o

of @& Afdx BERKe Hoxle AFET £ T Atk
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% 2 #ZF U0,%F9 fluoride A (A2 : 304 )

= e} % found (29 ) 44 A 8 (£9)
RBU, natural 29.3., 300 58 max
RBU,. depleted 25.3, 24.5 h8 max
B&Ww 153, 142 20

Argonne 10.6 , 1LO -

Sintered pelilet 2.4, 24 -
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VI. %ﬁc{:_&] .C,Ni ,P,Si,Cr,Mnﬁ}*ﬁ‘

EHY WHTEE 344 C,Ni,P,Si,Cr,Mng ASTM E 350 -
74 9 E353-739 Aol wa AiFstdsh & TR Hg 4
Filike Loz HAd Hisd EEoz s Tt  HR
“RE H3el EMYEd A2 specification o] YxstE e
2edzn gk

£ 3. #HETY WOTR oER

SUS 420J2 SUS 304 L
7T * Specificatilo)n ERE (%) Specificatilo)n B B E
(%) Type 1 | Type 2 (%) (%)
C 0.26 - 0.40 0.13 051 0.03 max 0.01
Si 1.00 max 1.04 L.73 1.00 max 0.66
Mn I.QO max 0.80 0.09 2.00 max 0.44
P 0.40 max 0.03 0.04 0.40 max 0.06
Ni 0.06 max 0.18 0.05 9 - 13 8.9
Cr 12 - 18 16 12 18 - 20 18

1) CRC Hanbook of Chemistry and Physics, 53rd ed., 1F 131.
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VI. BT BEEY F NHNO, 9
gRiel BAE AMEESA

L &2 i

A E@BAE 40U /hro] U ;058 EEsi+ SHBIHA4 ur-
anyl nitrate & ammonium diuranate ( ADU )2 ®#EA e o LIN
NH(NO; &w# 305.6 £/hr 7t Hehsla o=z, oy KE HEAEH
EE Mtz Lagoonol 48 HBEEE E#Est] A o E
BksloF ok

NHNOs; & 18 05m9y E, 01lmy JF+ FEd BREL T 3
oxf, 210°CoA Sl H,08 N,08 4mstn 8K 43
Brzd EA=z oD
A EBE FF%7 959 KBREE A4 BEIE (EELB)E
REBstgtu, BETHAAE BAAY NINO, BIX FMEE &

T8t %3 UAgd<=vl, ol NH:NO3; 9| #HRES 493 27 o

u*]

Fol #moz EMss A4 B -BESE A, @R EEL
AgAA el 5 A% ez AFme

NH,NO, & E# ERsEd d@ HAMA FHEe oy BRY
Be Kol Hsod, MWIEE EASA 20% BHROE  EEAA
ERsHE FEel BEDA Ar Ao o 12

el HeE sSel Lo NHNO, o i ERE As o
BEsgemz drvots MR nitrated MEMEE A7 ¥

]
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T2 RE- R

2. & %

7. tmyol [@ X #E
mAk SEAZ 9E, FEUGE Einst
det BWE thel: ¥ 109

uranium hexafluoride &

o ADUY @< JE ol A

utE =

/e HEe }rUolst aFHe A oy KA WPrE =3
49 Bkt I KEfHeE 1B & 2@ NLb Rmad  BE
thel BFolLe MEY + AL ok bk, wmnium HHE K

o, GBRAZ Fol HEHZzH TEUote E

t BEE + 4
o}

7t JEE 3k T xRt ol HWaB®& 250

<+ MRS ADU

mo) Ba(OH). 239% stz 80°CaA HE ZBYE #£HR(7)
o} Etdeg 29 HLibetavleg 29& stz 2 KR BERER ¥
EilEdtL REEKE 90TCAA LB HEEId d& HR(UH)E x
ol ;ﬂo]uq,m) 2d 5 Westinghouse & &K MIIBdA #H
e TEEE ded Aol Y
2 r &
B &% | oY B
U (mg/2¢)|F (g/¢) | NH; (9¢)
B OB g 0.9 7.7 28.6
3.
B BB ® 0.005 0.06 0.4
B OB I 0.45 7.5 28.6
7}.
B B ® 0.002 0.097 0.4
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g%, ammonium chloride H#ol A+ 9& LB FEIERI} 2L B
Eoez oExJerg EUsz ek

aqueous

MgO + 2NH,Cl MgCl, + 2NH; + H,O

50 °— 600°

o] Htt& Solvay Lol 4 x& Ca0 o4 MgOE .ff%;‘s}-‘li“i
MgO7t A4 #ERH ==z solvay TiRel4 EE/F BESR CaCl,
9 WEE WRego 510

=% @EIE 300 ~ 20,000mg 29l kEY ol o EYE try o}
+ ERTE dHe Bold R #A5, Amberite IRC-504] tx o}
2 |®#%A7 oS, monoammonium phosphate (109, 100cc ) ¢ diam -
monium phosphate ( 3¢,7100cc ) &) RABK o2 HE AZoz4 di-
ammonium phosphate 7} %2 HHKo =z =&E %, Z@Wild NH; &
mXge,  ®K P dEJole M 92 %7 Bifsd RESA B
Bme 10m/n MIEERMS HE=2 68 THFA oY & 67%

b wHLAY 2968 oY TREES degm 9o 0B

1} . Nitrate g% review 19,20,21)

nitrate {LA#E Htkel =7 «Fo BEKOEZLE nitrate
gz ERslslzl RFEMolx X3lzz, ofF HEAME K Aol
# (anaerobic denitrification ) & @fMstq BEYE + A%t KA
ma FHe BEKk BEBEKAAME 250m¢g NOy/ZE dxA 97
W el 1§ NOy/¢ LiEke mked HaAA: HE w2 @4

-3] -



|0

i~
[V
-~

{ ‘g J é:ia—”‘—:ﬁ:_, [

»

: Waste water inlet

: Resin " Amberite IRC 50" operated alternatively
: Effluent outlet

: Manoammonium phosphate reservoir

w

* Ellution solution circuit
: Distilation chamber

: Heating element .

O 00 ~3 O U B> N -

: Ammonia gas (distilated ) tower

)
o

: Water supplying pipe

[oeery
[

: Aqueous ammonia reservoir

2% 6. Resing& FfjHE Ammonia [ IEE
2 ®3 gHd, BRY BEIE ¥ BRBAHBz4d £RsE+s BK
de 493 BHEESY NO37/ it BERESHZ=2Z o F KEHII 43l

Bl Lgey U GRS #F=Hz At 53 CW. Franciss
C.D. Malone & #H4&HE FiAsld U0, mI IHA BEEIS
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ol 4 A=+ nitrate 8 EHE Yo 2~ 3me @ER BT
£ 2973 & Tapered columne] YWiu EEIA o HEol
£ 06g CH;OH/gNO; ¢ R%ES H#H#astd Folok st&el oy
9 NO; SmRe =Sed o

5CH;OH + 6NOs 5C0; + 3N, + 7TH,O0 + 60H

o] FE¥ HAM MILIHAd4 €Az ggon, g 5 metric
r(eﬂsm,emt

EFELUENT 3
PM””__'(V GAS VOLUME 2.4 dm ]__
EFFLUENT BED
677 dm3
SAMPLING
PORTAL
] WTcm
INITIAL BED 121 cm
VOLUME
325 dm?
T736cm
SAMPLING
PORTAL
023 vad deg

INRLUENT PORTAL

2% 7. Tapered column dimensions.
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ton B nitrate & B THAAE B Aol HES I
9 NO,/m /28 & = 57978 bed volume o) NHEsg o EF
ol stml #hEeyel BIABK (Influent )8 M|EE 05~ 59
NO; /¢ =24, & #ES $HKRA LIN NHNOywik (6.29 NOs7¢ )
G AT 204 WMEMrw o FHke WMol Wy Al
of BRY IBRMEE 21¥83mk =k

9.5 ® B B
T¥%F ammonium nitrate 17693¢ 2498 HEEK w49 HA

& Agd £, Amberite IRC - 50 [Bo]e& ZXRifldigel BBAA
B9k old ¢ ammonium nitrate WKL %K 1IN (pH 89 ) A
EE2A o #HHel HiEE WBY o <UdrRYot REE q3ld &
e AMEzEY RE7 ERkeEd &HEE d=2 Hiislzz gisd 9

EFRLUENT
SAMPLE PORT: TRAP 5#‘“

SRS
DFSCHARGES 5

T SAPERED
} oLUM.
7R,
d weE7 TEST

SUMPANVD
- — METER

SUMO pUHP
\ e STAND FOR
TYAPERED coLurN

‘ ERELUENT
[ 70 DRAN—

Yonser
VALVE

Surp pursp (2] MANOMETER

7N SN TEN
] )
L U
INELUENT
SARREL
INELUEN'T PERISTALIC
AP ;

1Y 8 Schematic of the tapered columnar denitrification system
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¥ WEe AAmHAS o FERel BEKY BEA T AL =
9 Aoz wwista, o] Hikel MgOE BE YelE F  hea-
ting tape & {£Mst M#MsEA Compressor = ZEE %o ¥
of Wt M B emmonia B BT Ko (M 28H BE)
BRS BAY 9 HEd EBAA 2t 2w, dHAuy #®
B AHS HIE A trJol Al BAEoE JY HHEAR
of A4dHgdch  werd gl BEBAZ A Bl B EEERE
FEYR Aoz HEAL o HE BERAd GAY HHEE 213
98

i
il - wps_gas
/I Ondewser
N,
R
e 3
NI I
|
N
Aeating ley‘f/ae”' 14 #eatrag

1. Monoammonium phosphate rich &

2. Diammonium phosphate rich #H¥%

3. Ammonia water veéeiver

% 1 KW  heating tape & {#RstH MmMESAS.

2¥ 9. Ammonia EE 935 EBERHE
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3. # ¢4

NH.F mi#a A% CaF. o itflel 4722 28 mie flu-
oride st BTl e HWEEOoE BEA T Aols) o
EUot ke ASH EW HE E el NHNO, @ik
Ae Ca(NOy), s H@HA gems <Fmuest Z@dol e pH
7 @obad Aolm, webd CaOs ##Hso Ca(NOy),»t 4 ®
of Armz o] EEs MEA ok

NH,Cl A Afd+ £mHs+ MgCl,»st 550~ 600°CH XK
HRS Mt MgOst HClE Hmstes, o9 HCle HNO;
of W WA EREA F7 dEd MgOY e s
gAn Mg(NO;).eldE HNOs o & m®ES 2B HHe B
B® Aolmz MgOsh 4Ky + ALA Mo

BIEE @ERASE ASE EP HRIA Jeld weoel HEKE
f BREsS o ¥ KE Aow, dred CaOv MgOE HAT A
$ Ca? ,Mg? o|&£o] ammonia s} il Hilgel HEY FAol=e
monoammonium phosphate 7} %& FHEoez LEYolul EEHOoE
BEAD + AeANY @ES, dd EAT MES 2ot re-
conditioning sl o} 3l& WA %] HBiEs
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V. Beryllium H % 4 #h

Afd FEZ berylliume] fEBEe BrAsdL JEAE B
el st HBAK MIKEHTAS Be coating ol 4 filter pa-
per (Whatman No. 41 )2 #K% ZHR RNtk HB#HE Bed
standard addition K& FIFAslz spectrofluorimetry of &8 45 A
F71d ez Sirsigde old AT EBEERHKRe AR @ HEHR
WEE 79 T-1006¢ A4s] EadRsled A

AElz oHE #Res 923 o

A ZR AHE, o Be R E, pg/=
1 49.4 0.10
4 49.1 0.25
5 111.6 0.30
6 838 0.15
9 172.6 0.08
10 180.3 0.11
11 57.2 0.17
12 92.1 0.21

Be & mH#sle (EEBANY KA FEHEE (maximum permissible
concentration ) & 20u9/mej2 2 HHEY Be coatingEN+ L2

& fFEREolsiz ¥ 5 Utk
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K. &WE Z2EE X%

7t . G .M. Platform scale T+ ¢

2sE HBHEA Ug AAARE BRHSA 98 Aed w1
$ % BAsSd EEHEHzLH BRES B
1) Scaled #
Model 302 : 3,000%3 Capacity : Sensitivity 100 § ; o] 22| ol &
2) 23 & F
BR WERo=H 10kse 1f8, 20k =2 1fH, 50&%
B 4T MHiS BEFETA KENA BRES W% d 1 &
Re F4o HFRsdk

£ 4 AETTIY A4S

F9 Wz AR (k) | FHFIZEAARY | 4o 2 2 (%)
1 49.964 49.94 = 0.02 0.048
2 49.981 49.95 £ 0.02 0.062
3 50.003 49.93+ 0.02 0.15
4 49.964 49.96 £ 0.02 0.08
5 20.013 - -
6 9.999 - -
2 + 4 99.945 105.056 £ 0.03 0.10
1+2+3+4 199.912 199.95* 0.02 0.019
|1+2+3+4+5+6 229.924 229.91 = 0.03 0.006
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3) J €49 »ni
il 504 Rel & 2 15H RAEsIS dL ¥i5 T
AL EHoz 3o ALETEFT 10047, 20048, ¥ 230 kg0 o 3t
1AL Axdd nyge, R4id 50kRE Fd A3 HEERY
F§ B z¥3tq Ag-Fe+ BAYLY BRE A FI53}Ax
J. BmEY HE ¥ #4%
1) BEHEY 44y
Fud wdd BEYEA BHRL KLY o
2) BEYMEYd BH
ST MIEHRARY FEAZYY ILEERez BHl &
nEA BE Sen R
Z5 A KHE AR
@ g (B AT e e A s \mAAs
Depleted UO; powder 877.234 0.719% | &G & RBU) 6 11
Enriched UO. powdelr) 78.272 3.174 % | |/(RBU) 6. 11
Depleted UF, powder 47.9 02 %|= 3 =~ 10. 10
1) gross weight & WA .
Depleted UO, powder : 223.045 43
Natural UOQO, powder : 804 ¢
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3) ZReRB %R
AZEH7Y BPL2E EE NBSHA HAZF BHE UsOs
59¢ HMRE FHEEH B ¥ ZTeiBd I¢ BE H 361K
Hell ki®std, TAEAO ®RERBFEsIY RAEJE tsidh
4) BEE R
AR BEYEA ZLEE BRI HKYEAd 3 HEEES
BHEY HEAE BEY HEE =2d= HEAXHLE (MBR) Y B
BEBEBS (PIL) S fEsksld RBHNESE FH4 [AEAH #ih
3 5 =,

o BHBR FEFA AT KHEHR SRE

BAE YE, EHE. BHEHBE ¥ BEBE HNEREE MKkse
EREFHA HIA, A £ ZFE F22iH HEERET RbidelA
BRH v FHROE EEd #HAy SERE EESd BRI

gl. MEEE FHAE (Physical inventory )

T4l v & KHEA Ay HEAERERES EET HERe

N
Entry U (%) U-235 (%)
Book inventory 14946.172 46520.8
Physical inventory 14935.072 46468.0
j MUF 11. 100 62.8
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BRe SERESHA d31 & ¥ EKHEY KiEd =t &
gt code o} K#YHo MEI B codevr =AY &8 WEHRER
e 79T- 10066 ZHo A+

u}., Lubricant ¢ Uranium 43 #7

HRE mIMEe centerless grinder o] f{FEf5 & lubricant Fo
Eel & uraniumB¢ MEESZ $isted  Arsenazo o] g wu-
ranium SMFAES Hstd HEHsdc  ®EHE HSO0, : HNO; :
HClO = 1:1:19 422 oy gEEId #7122 5228 B
=¥ €, 0.1 M TOPO(in benzene ) 03 ¥iEiiLso, Arsenazo
I& Yo 244z e 655mme4 FHEE FFEF uranium
BEEES HEde A lubricant Fo) & uranium BEE FHEY
SR K 1529/ Y BEG Q3
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