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Determination of Total Phosphorus Concentration in Municipal
Sewage Sludge by Microwave Digestion-phosphomolybdenum
Blue Spectrophotometry

KUAI Lijun', HAO Jun', KONG Xiangke', YANG Jinsong®
(1. BGRIMM MTC Technology Co. Ltd. , Beijing 102628, China;
2. Institute o f Hydrogeology and Environmental Geology, Chinese Academy of Geological Sciences, Shijiazhuang, Hebei 050061, China)

Abstract A method for the determination of total phosphorus in municipal sewage sludge by microwave
digestion-phosphomolybdenum blue spectrophotometry was developed in this research. Nitric acid-
hydrogen peroxide can digest insoluble salts and phosphorus-containing organic matterinmunicipal sludge
into orthophosphate in microwave environment. Under low acidic conditions, orthophosphate reacts with
ammonium molybdate-ascorbic acid with the catalytic condition of bismuth salt to form
phosphomolybdenum blue under. The total phosphorus concentration is determined at 690 nm of the
spectrophotometer wavelength, The analytical results show that the relative standard deviation is 0. 63 %—
0.95%, and recovery 101%—102%. This method can meet the requirement of determination of total
phosphorus concentration in municipal sludge.
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—o WIS E BTG KA BT I5 P T
KARGER IRV A HEK A E GRS . BT, TS5 9
PREAC A R T2 B AR T 15 7K Ab 3R 75 e A v
£ BOBEE BB B WS R 2 RS A4k
B 50.

BEEENEUHANIESRY RE, ERE
REERK TR S P EAEENEFME. N5
Ve b OB (L RE A B0l A e 5 K AL BT 35 98
i) R TS Y [ AL, B B G R xR A T
RPRAET B BB TR (2 B LA A R AT
FEPME o T — P R A T ¥ U b B B
RETT 5 » A S 814 I 0 Ak T Ak . 0 S0 K 9
SR o A B 85 75 e KU A B AR 0 2 T Y

B B 40 8 F IE S SE M4 AT 1 45 U8 W A il 72
H H. O, 5 H, SO, B &% il U BOA 22 %6 B 5 i
TSUR B A A BB . ] e R S R R
PR - AR T A B i » i L R B #9006 016 B ok T
BB, B S 2 TR AR 1] R 40~60 min, FRE A
SR FH AL 0 R AV - 1o T K 4 » SRR B oot
WU T 5 K AL BRI e . AR
SET R ERAAR R DI T AT AL A R B 40 Ol ol BE R T
S [ R P BB T I

ERRE T R R — A R BRI RIS
B RT3 V5 K A B IS U b S B I E T vk R AR
s RlR SRS PL At B B, 5 B B s
B H AT I A L TR B R A . TR TS
RRAEIAWBRFEEARBHAINY . &
ARG A VYE A BN E R, — B AR
ARBEMISV RMRHE MG LA S - A E SRR
FhULYE , J5 42 R IT A0 SL B ok s T DA IR , 3 B>
Az B TR I X BRI A8 T B 5 R R R B AL R R L BT
PA— A B R 1 2 PR A1E TH 8 L5 3 SR AL S i SR K
PR , 5 WA PR L, BB KR 4R W S A VE
HIEWH BB IRE 2 BBk 2. ASCESL T — MR
A 4 A SR - TR A2 D' o't JBE ik T R S Tl 9
Verb BBER B I J7 1 LA PR NS R L ME Y
B4 > BRI ST V5 VR P BBV B A T S K

1 SEIEES

1.1 FENE

722s A W43 66 BE T (¥ A A BT AR A RR
A#]D ;ETHOS ONE f i T4 % 22 45 o It T F e .
1.2 &H

TSR I E AL S AT s AR W (1 + 15
KB A+ D BRI W (50 g/L) , 4 BN ASIR
(14 1); %8 8 % % W (100 g/L); ¥t 3R I 8 % W
(10 g/L) A FEHRZBEQ+1), 3 FH A ; B BR3E 7R
F( g/L) A ik LEE60%) .

BEAR MRS A VS WK (100 mg/L) : FREL 0.439 3 g
W2 110 CTFH 2hWEERERKR M
(KH.PO,) , & F 250 mL BAR 1, iK%, B A
1000 mLAERM P, HKBRZZE #I&H.

BEARME W (10 pg/mL) : # BL 10. 00 mL B4R
HERBFERE T 100 mL Z &I, K #H B EZ
E.E5%H.

BT AR 35 2R 4307 4 5 52 3 % L34 I A AR IR
W R SEB A gk,

1.3 HRXENRE

S ORI GR35 AR )7 k) (CIT/
221—2005) H1 AH OC ZE SR #4775 Je HE o B9 SR &
"R,

REMEXT W5 RME G EPHTERE L,
JH B 3 e A R L, B 2% VR R b A R B A A R A SR
S, RV R4 4, BARAR TR AR S i, FH S A
SRR AR MM E LA N 0.149 mm &8
LIRSS
1.4 ZBHR
141 HEMIHER

HER AR B X T AE A 0.10~0.30 g (KE# &
0. 000 1 @) F oI 1H e e vy , VP /K VE WRARE 0, M A
10 mL HNO; , BiJH## 15~20 min, f§ B FF2 )5
A 3 mL H,O,, % FHMBEMZ 2B, IF 85T,
THATHFRALN . 3R 1 W TH AR 5 1R AT TH R R TH
SR BB S W I R IR 55 A 50 mL RN, K
BREAZZ2E, RS, FHF0, ERAERFTEA
1.4.2 TAEMMEZRMLH

4% %1 % BL 0. 0.50, 1.00, 2.00, 3.00, 4.00,
5.00.6.00 mL BEbr#E THEW WS 50 mL &)
L N 3 RS AR PR BV VR A K RO T
RIRLLARIEFE S A 5 mL SRSV 1. 5 mL 4H
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PR B WL \10 mL HLIR M BRI » B A —Fh k50 1
TIRY, HKEAEZ B, 75, 0E 15 min J7#4T
e,

x1 REEBRARER

Table 1 Temperature program of microwave digestion

*4 HBREABRORE

Table 4 Addition of ammonium molybdate

. BRE e MR ¥
LR P/W  RE/min RE/C Fif 8] /min
1 500 5 120 2
2 500 5 150 4
3 500 5 190 15

KWW BA L cm M, L FE R HERH
W= M, TattE it 690 nm 40P H K
JEBE . LABRWR B B AR A , IR EBE N AR AR, ] T
YEMZR, SR WL 2,

®2 REHKRWELSR

Table 2 Result of standard curve

R B MA & /mL L& WABEE/ ug
0.5 0. 200 19. 26
1.0 0. 206 19. 84
1.5 0. 208 20. 03
2.0 0. 209 20.13
2.5 0. 211 20. 32
3.0 0. 311 30.01
3.5 0.583 56. 36
44.0 0. 967 93. 55

BIREC 10 0.20 0.40 0.60 0.80 100 L 20
(pg * mL™1)
WOLEME A 0.052 0.105 0.206 0.313 0.416 0.516 0.620

1.4.3  #EaE9E

BB BRI 1~10 mL (B E A 60 o) F
50 mL AR, #& B TAE MK 0925 BRFFATHAE.
T AE e b2 A B B B R BE L TR AR Bi5 TR rh
BB,

2 HR5H®

2.1 FHEREL AR X IIE SRR

B 2.00 mL BEARERR W 4 43 T 50 mL A&
L T3 55 B KA 8 TR A TR T YA K T U
PR R 2R . PG S 0 PR B W W, 73
SN B3 BN N PR B T R, LA R 25 R SL I 7 1R BEAT
KEERILE 3.

R3 WHEBUHER
Table 3 Role of bismuth nitrate

M 4 T LU ), B 5H R SR ¥ O A & B0 38
s X B WO E e 2 3. SRR BB AR
H 1.0 ~2.0 g i, GBS R0, Bk AR
BB WA AR 1.5 mL,
2.3 PR ER A i X RE B R

B 2. 00 mL BEARHERS IR 7 43 T 50 mL A&
L, SRR BV MR B I A R R 5 RAE AR TR IR
LRI HEHAT LR RIK S,

®5 HANBBEROAR
Table 5 Addition of ascorbic acid

PO L BR PG A B/ mL L&l WABEE/ug
1 0.192 18.48
2 0.199 19.16
5 0. 207 19.93
10 0. 208 20.03
15 0. 209 20.13
20 0. 207 19.93
25 0. 206 19. 84

T I R B S W 0% 6 AH WA B R/ pg
A BiE—HESL -
i 0.207 0.208 19.93  20.03

T AR 3 S 1 BR T A TR A R & B B TR

MK 3 WT LA H, M ESINAERR SRV W, A RE
A RS E I BEREE 2 S
2.2 SHERSR AR xt il E K # 0

B 2. 00 mL BRARHERSH 8 17 T 50 mL H i
R SR B R B A B R 4 B AR, AR IR
BELRITEIAT  LRERIEK 4.

M1 5 A LUA B, BEE DU AR ¥ 022 38 i
TR B W et Bl 2 A8 Ak 4 BT IR i BR B B A 7R
5~20 mL i}, AT A9 2] i B m iR (e . dmT i A
VLR MR WA A 10 mL,

2.4 FEE R E X E 4R A R

B 2. 00 mL BEFRER T 50 mL &M,
8 BRI E 2 RAEAT LR EZR T HEA
5] Ff 16 00 HE 0 O BE 5 S B K L 6

*6 HWERE
Table 6 Stabilization time
HCE B 8] /min WOLE WA/ g
0 0. 208 20. 03
5 0. 207 19.93
10 0. 207 19.93
15 0. 208 20. 03
30 0. 207 19.93
60 0. 206 19. 84
120 0. 200 19. 26
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MR 6 ATLLE 1, I & 6 B 30 min P,
FER Ot BE (B AT DU F¢ AH 24 A8 BR80T 4518
PO . MEFERE 15 min G LA, LLEE
30 minN 52 % .
2.5 FHEE

WHE, BB SHREENACKEYWTER
T AAE

B 2. 00 mL BEARUEIE WK 5 3 T 50 mL &4
M, R 7 AR ARF & B HR, 235078 = A1
[F1) 500 EE TR S B, SE B R IR 7

*®7 WTHERE
Table 7 Arsenic interference test
BEIMAR/pg BEIAR/ pg - u&%gﬁ -

0 min  15min  30min

10 0.206 0.207 0.205

50 0. 206 0. 205 0. 204

20. 00 100 0.206  0.204  0.202

200 0. 206 0.204 0.203

500 0.213 0.213 0.211

M1 7 RATLLE H, B B i 3 0, OB (E e R
FERSURE P AT 38 05 AR R 5 A B A, TR B R
A, WO MEA T FER B S =3k i3 U8 i 9
HEf /N T 200 pg B, XoF BB FR) I S TG RE T

B 2. 00 mL BEFRER W 6 43 T 50 mL A&
b, 3R 8 YA A & B &, 2030 2 =1
(B UL R A, S 3 B9 L 3% 8.

#®8 HTFHIE
Table 8 Silicon interference test
Wt B E
BERIMA R/ pg BER AR/ pe - - -

0 min 15min  30min

1 0.207 0.208 0.207

5 0.208 0.207 0.207

10 0. 208 0. 208 0. 209

20. 00

100 0.214 0.215 0.214

200 0.227 0.226 0.225

400 0.226 0.225 0.224

HiZ 8 WTLLE i, BEE kB RS0, BOBER 5%
18 38 i B 2, 2Rk B K E] 200 pe JEBOLEE TR

. M E SR B RE , BEE R A R R E K, RO (E T
Bk,
2.6 MEEXMNESERNZN

BE BB A7 A B S AR R M A3 50, SURB T R 1
W TH AR TE T TH AR BB 07 FRAE B B RNV B e
B S 8 . 4> BIFREL 0. 100 0.0. 200 0,0. 300 0
M1 0.500 0 g M L IEARHEY) IR GBWO07423 # 47 5L
B, LA R IE 9,

9 REEBMNELERNTM

Table 9 Effect of sample weighing on measuring results

REER m/g PUEME/(pg- gD PIAEME/(ugg D
0.100 0 484
0.200 0 490
480+31
0.300 0 446
0.500 0 439

M 9 W LLE , HFRAFE R B 0. 300 0 g )&,
R IH AR B BE R R, BB SC I RN

T3 B o Xk 2453 T A 9 P R B U R R AT U, 4K
¥ . 10,

F10 EHNBRHE
Table 10 Dissolution of silicon
R m/g BHSINESSER/% SiikEfE/ %
0. 1000 0.001 3
0. 2000 0. 000 45
29. 80
0. 3000 0. 000 38
0. 5000 0. 000 25

M 10 7T LA H , 2R A0 I A O 36 TR 47 A T
i H AR HE Y B GBWO7423, T f# VR P RE I
H R ARG, R 2 DARE Wi Bl e A T

e S2 36 P B FREE R AE 0. 100~0. 300 g,

2.7 BEEMAEBELR

AR 2 v SR R 2 e 7K SC b 5 B 5 b S5 AF 5
BRI TIE RS- 1R T ISRAEMS2 #TER
6 R E, AR ILERTW, FEHWBEEN
0.63%~0.95%, [ml i F K 101% ~102% , BE W 2
SIHTER .,

R 11 BFEMMERE KRS

Table 11 Precision and recovery test

M/ kAR nkRE R/
B 4 TR W/ (ug g - - PR E mg s R/% RSD/%
(pgrg™ (ugrg™) (ug-g™h
¥5 P RE -1 8553 8665 8699 8638 8577 8631 8 627 4 000 12 690 102 0.63
Y5 ekt -2 8204 7878 8083 8119 8137 8155 8113 8 000 16 228 101 0.95
A
3 it

SR R I8 T AT S B 23 D6 0 B HE U RE ST TS

R EBEA R, MR RN 0. 63%~0.95%,

SnkR R R 101 % ~102% , e W 2 3k 17 75 U
BBERIIE . ZEARME R R E N, I E RN
5 5 B T v B Y R ER
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