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Determination of Dissolved Oxygen in Boiler Feed Water

by Amperemetric Titration

By Shinji Sato
Hitachi Laboratory, Hitachi, Ltd.

Abstract

For the quantitative analysis of minute quantity of oxygen dissolved in
boiler feed water the writer, applying Schwartz Gurney Method, freed iodine
equivalent to that oxygen, then determined the quantity of iodine by ampere-

metric titration.

In the course of this determination process, the writer tried

several methods for performance test for deaerator and found one, as introduced
herein, which was completed on the study of measuring conditions such as the
current-voltage characteristics, the concentration of sulphuric acid and potas-

sium iodide, the stirring time and speed, etc.

Using this method, the writer

carried out the performance test of the deaerators Hitachi delivered to the

Ushioda Thermal Power Station, Tokyo Electric Power Co.,

and Ube Soda

Manufacturing Co. which ended in both cases in success.
Since the titration end point is extremely precise, its utilization is expected
to be very helpful in the feed water control as well.
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Fig.1. Potentiometric Titration Curve
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Fig.2. Differential Plot Data of Potentio-
metric Titration
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Fig.6. Current-Voltage Curve of Iodine and
Sodium Thiosulfate Solution
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Table 1. Diffusion Current of Potassium

Iodate Solution
H.SO;=0.1N, KI=0.1%

gRTREE | L W M | MK W WM |
CXE T % AL (C) (id) id/Cx107
(V) Mx107 nA |
30 3.85 0.12g
5 m W OJE 20 2.55 | 0.128
10 1.29 0.129
20 1.75 | .0.08g
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15 1.10 0.073
—0.1 10 0.70 0.070
5 0.35 0.07
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Fig.7. Amperemetric Titration Assembly
for Dissolved Oxygen Determination
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Effect of Concentration of Sulfuric
Acid

LafE]> NawS,03 7 KOs {8 #5355 CigE4 5 w3 h

s LW, RIS m)ull — Iy fff}—‘I"?lii’fﬁfﬂi'fii’i*515 > 3
| ‘?}?%L(:ﬂri’:l«‘ff-{}g ”’,{W/I LI H_/‘u) }J{__ Wiz, £
wm&&mm($,M)ﬁ:ﬁﬁmawf,mﬂﬁﬁ@

f&%ﬁvmbJvaﬂmmmkmraﬁﬁvﬁmm%

o7z, BT HITEIHEEEEONBEETH S,
KIO;+5KI+3 H.S0O,
=3K,SO4L3H;043I; ........ (3)
2NayS;0;+1,=NaS;04+2Nal ...... (4)

(A) M B B
2vibh VYva 3g #KiZENLL, £4% 300cc &
s L, Zhiz 0.002N Na,S,0; {4#:%% 10ce Zhnz.,
D& Z DR OEIE i« Z8{b x4, KIOs; FE#ERs ©
WILE 2T 27, MO Iz E8 B~ 721 & 5 iz 0.03
~0.13N 257, £hIl EoEECIE NasS,:0; o4

H 2 £ NaS0,-KIO; fiEics ¥ 3 v a
VU A inEo

Effect of Additional Potassium Io-
dide on the Amperemetric Titration
of Sodium Thiosulfate with Potas-
sium Jodate

0.002N Na-,S,0:;=2.00cc

Table 2.

KI = i | 0.002N KIOs3 if E yy
(/) | (ce)
0.05 2.00
0.1 2.01
1 | 2.00
2 i 1.99
4 r
3t e
b
*
5 2k
B
j] o<
1 1 ! ! |
4 i 200 00 400 500
ORI
O BRI & kA
Fig.9. Stirring Speed-Current

fw;)f: @ KIO; e/ D5k AfEm AL 5 315,
(B) =zv{bn VAR
2t U7 ADAEL ,h,],;_c/Jmk,r,‘r_[H-jEf'f-]i};,_‘fi:iﬂg D 55 i

PER Z9| =& L, ﬂtﬂ'{[l MaEdiakdsH L Fj*H\‘”[I’ i

%o ((2) XS

MR 4 0.08N - L, 4% 500cc iz 0.002N
NasS;03 2.00cc #jinz, ot xDav{bas VoD
BERE ARl 2 Z8{b &4, 0.002N KIO; Fi#Exre -8 iiiEe
21TV, TOFRGREZE2RITRT, B2EPL 27D
Uy 5B 01% CHoThs ZEBbhol,

(C) ity

39 W X 5 ICHE o 5 37

R B EICIER IR
iE{b E AT 5

o~

!

o %

—7E D R u{]ridfl_':’fjfl SWERHSL, HFED
AMHEES R B Iz & s A D <2 4 v s 5 200 ~ 300

rpm M TH DL,

IV ] fakP DR BERRESEE
ASTM ElE, HEQJFLE}{]V) XD EGEIRINEL 2> 5 2k
UILFll J‘Eh[f,..!:_ T 0. OSN = ‘7“: 51 U 7 A {E-:_'Lj..i I 0.1/'90/ (Z

B O g - | e - |

{‘ 1%L, ZOEE JEH_,HIL Iﬂnixl D F L L <—3 LT
. e B 7 LA . R
Y P Lieiro T II_.I-'iLrlﬂfl_f R f%\ A J'\ EORES) i’v_j -1 %)E{ %\

14 ——



UL T

TEETEEIY ASTM 3 - 4

(1) & bLH

(a) 7ahidavby VU AR

KEEEA Vs 7T00g s kv w{bn ¥wa 150g 7
MeriziEg»rl, 11 2r7522 2L CES LEBRK
N TR E T 785,

(b) 5 lii{u'fi"—tl“/) 2 6,346g A2 {LH YA
758 it 60cc DKEKIZEHEPL, Th# 500cc #
z7?x:ﬁ%tkh“ﬁﬁff’fb%@

(c) 7anudkavibs VA —=2 v HiRTe
200cc 2 273 X=aic (a) Waely 190ce 3 L A,
ZOHIZ (b) #&Fy 10cc (F7KIZ A7
ST 51 7a) 2IEECHl> T

(a) WTHEMETHI TS,

(d) Fifg~ v I v i

Wi~ v # v (MnSO, - 4H20) 480 g ZKIZiEEH L,
AAZS A2 ANT LI IZ5Tw5,

(e) Tt i

7Kk 250 cc ZHilE 750 cc AEX, -
1l 2R 72 Az LANERE TS 355,

(f) 0.05N g7+ + YV 7 ik

FAfiliE+ b Y 7 A (NaS:03 - 5H0) 1242 g 70K

CElL, 11 227722 itB L ANERE T 75

<IBRIZIThR S,

RRAB iy

Ay fj i 2 7;:

|.1m (Z ITH f_f::‘

> o

(g) 0.005N 74+ b Y v 2 REHE

ZEiERg (f) 25ce A 275 22l L AN, KEH

LT 1 icoxskwib 3.8g Nz f-AciEEmE
Y TD5, EEITZIVERI VY ATITS,

(h) 0.005N = v i U v 2 FEHE

HfEH U AR 120°C ¢ 2 MM LCF o b

— X HEI LIz, 0.1783 g f«'le‘“EiEv‘ s YA 0.5
g eI LZETKT 11 125385,

(2) 2= ¥ 8 W A =&

B0 D GURH RGBT O ) 5
2R ZFEEITHERE L, BABALRWE S ITES Ly
5 [FIRHCEEIR T 5, iU FHEIRD & & DHHEIL 2 ARDOERIK
g 40~60 o4k oMEiL, k<Lt 10 ]
SVHETS L /J\t;b‘l ANZEST H 5K L
seatfl, bl 22293 %,

(3) BB F O EE

AU OEE RV IAR L e TR, IO 2 ks & C kil
L3V ﬁb,mfwwuaﬁaﬂbﬂﬁﬁﬁmﬁtﬁw
XS R vw, TGO A D B EDIZEE(C)
?ﬁme:ﬁﬂmzj:arb,W@«ﬂtmjuu.tl?uwb(d)ﬁﬁ
AL (e) WDIHIZE DD 2¢cc iz %, 22928k
IV (e)(d) DIFEIZHEDED 2¢cc Mz THAT S, B

o Bomar L7 s fefer
ZHZF Y A o

L, — e

bR A 7K TR B E 1017

A

|
e

= 8 20000

e 7

£4:4 *

| |L{? |
R K

11 X ORI
Fig.11.

10 OB 3R W
Fig.10. Sample
Bottle

Sampling
Method

REREOILE P IRGEITRT X D IR IM 5 =27
H 2M 2l 9 %

(c)(d) dm?j;: M
MnSO;+2KOH=Mn(OH);+K:S0,..(5)
2Mn(OH),+0,=2MnO(0OH); ...... (6)

(e) wesm
MnO(OH)s+2H,S0,+2KI=MnSO,

+K-SO;+1,+3H,0 ...... (7)

(4) B i B =E

BRATETEREZE —HIZBL, XL HPWIcEEEmR .
BFn H R R 2 ikt U ompiigaE 2%y S0mm -7 L,
X FELNAS 00lcec HZED I 72 e 2 v v P22 5
0.005 N +Hfife + Vv AEEHERG A Iz C 27 A
L, SHICALLBRECED LY ITined (B
T H LT E%) 0.005N =y RKEs Uy A E0E
WD 7 g+ b V7 A2 L, O Es
R B i g 2 i R R L S

(5) &t H

Lk DGk ceked Fo g7 w2 3B\ T (A )ak
B o R o (v) UEhicEEh TR
b, FEICHEAH I X RO EIREEP IS £ Thne
IR & RS UGl L7227 B X O (=) NS
JmtquZ)ﬁqhnﬁf7mﬁ*“f2L”‘ 5 A2 R)
IZB W TIEFURHHRIT , ¥k, fIEEE, iR b
Y w7 275 EH “‘-fgL/k_u,wJ%i;’H R TIRED X
5EWWUIMN”£EW45 Wt U, ok 7o Totm B L
iz 2R SR ET %5, —H2RERAIIC S v T
(v )DL Mwﬁw;;ﬂ‘! URIEN L E S (R GV




1018 4 #n 30 4 7 A S ®F 0 Gm BINE HTE
21"4+2H"4+2HNO; — Y =429 A
Io-F2ZNOL2HAO s s ovmvsss i s (8) S =Na»5,0; FHEfERInE (cc)
21-+2FeCl; - I:,+2FeCl,4+2KCI....(9) K=j21z3 L7z 0.0056N KIO; o75& (cc)
Ig—I—LRedJ SR o waresE § § 68 B s (10) L "jj_‘ YD N32820 *“@Eﬂ{f?ﬁ)}“g (CC)
I,-+Na.SO;+H,0 — Na.SO,+2HI....(11) K =72 FEEopEElc il L KIO; o5& (cc)
CXoTEHEXNS, - Eit”ﬁfl- DO7FGE (cc)
2 VN V= i D% o
I =%— ........................ (12) » = HRBMBOEHL (co)
e (6) = ¥ & B
L)== 10 (iOOn . ASTM o JEs(fi. . (13) R % 0.006 cc/l, 0.056 cc/l 12 imd =27 HAR
0.005K U, Qi D2 EE OIRIEIC Lic3>CTER LickE R &,
={(s-"7 ) -urmy] 0 % o RS X CBIZED £ 5 b %
S (14) ASTM 33 0.1 ppm L F o033 & Ol asae s
V" ------------------------
0.005K s - e om
Table 3. Results of Analysis
otk 15 %0.005N KIOg (F=1.000) & fil {3 J:22<C
>< Vb ........................ ( ) . 3 —Jla. ) ax Tl + 2-1.00 cC
RS (ppm) =X—Y 0.005 N NaS20s (F=1.050) wwimi{ 3 9-50 €
e qﬂﬂ?ﬁ’?ﬁi (cc/l) =ppm X 0.7 CERMUIols | KIOs | WM E 4 | o i
® T MEownms | W e M | E o | T T
R (cc/l) (cc) (cc/l) :
I =35 (c) Irhoay Rz Eo NasS:0; 1~1 0.40 0.007¢ -+0.0003
(CC) 1~2 0.39 0.0075 -+0.000g8
e 1~3 0.0067 0.39 0.007 5 40.0008
_— -’! [] - /.{ \- ._-_1_
N=01N =2v fl?E'/é?r}’ff'fZ@iﬁff'fEf_é!ﬁ (N) 1~5 0.39 0.0075 +0.000g
=(c) BHBICHERE LA RT3 A2 DR E (cc) 2~1 0.30 0.0573 +0.0013
n =Na,S5,0; R ,Ag“a);tﬁ,,%_ (N) 2~2 0.30 0.0573 +0.0013
I =1 o 2"“" . » £
D =FIASE h ORI I N i NagS:03 0% X g - o W
. 2~4 0.31 0.0567 —+-0. 0007
i (cc) 2~5 | 0.33 0.055¢ —0.0004
nr[lu{ "[‘] (’r) ‘L’l\m(fﬁ}fﬁjm}%/ IR )
FAE FHEHEERKX2EMNHRI GO EN fR7EAT 0.05 cc/!
Table 4. Results of Tests of Deaeratior for Ube Soda Manufacturing Co.
| PSR | g omE sk 5t 0.005 N Na2S203 (cc) ViR e
No. R B | B | 5 g %
! ¢ey | Wb W % | GRE)—(eER) | (cc/)
| 1954 | | = 1.06 SRR 1 R
1 5.29 | am 10.30 107 87 | _ﬂ;‘i’.’fﬁi : 0.87 0.19 0.004 BT F D i¥
_ | ) a3 E | 1.310 _ - : SR DT AT
2 - 12.00 107 87 gkﬁ T 0.23 - 0.006 igﬁi“,f e,
] 1954 ® OB 1.20 | iR L [ 55
3 | 5.9 pm 2.00 | 108 84 5E 0.93 0.27 o 0.008 | sEmrn
_ _. Fr & 1.24 - SRR & _
+ cos 4.00 107 80 petrEn 5.5 0.25 G007 | e
- _ i 5 - 1.21 o - b
5 | £ 4.50 108 78 O e 0.25 LT | bt
| ak F 0.67 : | SRR B4
6 | % am  1.00 111 74 g%g 5 g 0.19 | gam | DTS
B | | sl B
S ! 0.68 | L B | A
| B3 2.50 110 78 ot 1;\ g 0.17 ~0.002 %fﬂ,f ﬁ}j?;‘ s
| : Sl 0.73 PR TR = I
8 ;‘;"3‘5 4.30 110 78 Eif; g 0.17 0.002 ;ﬁﬁ & s

TS | N



Eﬁ'?ﬁﬁﬁ%ﬁ’i Z’aﬁ‘/f:?%{;,?klilﬂ@f"ﬁ?ﬁ %ﬁ % 1019

- lr w &
I N
b == 7~/
1= =
/P J
i P i
1 . i L | — | ] | | ]
7y n: a5 o4 04 06 a7 a7 03 04 0f
aoosn  Kigs (C 005N X10; 0C
'*q‘.\-
= 1=
/ - i
W / .
frm—_ g ,
¢/ 972 03 04 05 06 ar 02 05 04 05 0f
Q005N KI0; CC 005N K10 6
~ = 2 =
= =
™
e it
= -EE
7 |- iy
: / ’
C i
07 ﬂ? ﬁb £ J] 02 23 04 0f
dIisN KM{; z’,‘a” J005N K105 (C
Z =
< ~
/~4
X » 2~4
fi= {i=
]k ik

it i
O —O—0
(?4’

O
| l | | | 1 J
07 o7 4z 05 04 05 0
fmaﬁ.ffx ,wj z:'c Q00N K105 CC
~ I L-f.- < 2’\‘5
it N

i / w
AT : , , : 1 :
di g4z J a2 4F 04 05 OF

mm mj (e Q005N K1g; CC

12K F 0 oW oM & b iR

Fig.12. Amperemetric Titration Curve

10.003ppm ITFICHEShTW5H 55, Kikd LoD X RO 35 & 08 5 |BORE S M) IR )y #IE K
DI CHIZTEHT HRREB 2 ONE, 7L 4 RITFE NIRRT A EE (X DQ-200, DHC [ffii% B jn#h
%ﬁiﬁkﬁ Al A Es (= DQT-100, DHS-138 f%k ENR) ZonTERLHBRIEERZET S,

N . S



1020 13 #0130 4£ 7 H B i 3F A 2037 K T

/0 £ H AL ®H A EENMEMSK S o FK A M REM 0.0Lcc/l
Table 5. Results of Tests of Deaerator for Ushioda Thermal Power Station,
Tokyo Electric Power Co.
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