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Effects of Microwave Digestion on the Detection of Heavy Metals in Soil and Sediment

WANG Ying', ZHANG Yan®
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Abstract; Eight heavy metal elements (V, Cr, Mn, Co, Ni, Cu , Zn, Pb) from the element analysis standard substances of two soil
samples and two sediment samples were decomposed with microwave digestion and analyzed by ICP-MS with different pretreatment meth-

ods in three environmental standards. The results showed that the pre-treatment method of four kinds of polybasic acid system with 1 mL

hydrochloric acid, 4 mL nitric acid, 1 mL hydrofluoric acid and 1 mL hydrogen peroxide in HJ 766—2015 possessed the highest accura-

cy and less time in the determination of metal elements. It was better than the other two pretreatment methods and can be used as an

accurate and efficient sample treatment method for soil and sediment.
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LXIEYN T T A SRE, R AT s>
HRLE IR S X AT 5 gy, g RIR TR
RO S0 A, R — T P 7 P R o T Ak 8 i
i, g g, 456k (R s 3R
ROLTFEA) MHRZ R, AU R ME (H)
803—2016) (HIEMPLAY 12 Fh 4 )8 T K I
SE KR IR & S B TR G R ) L (H)
491—2009) (58 QKM E KA IR 55
SR B (HI 766—2015)  ([EKEY 4
JBICEMIE B B TR ) At
W, 58 AR AR v v BT A AS [R) G0 Ay b B 7 v
AT, PL2 A48 (GSS-17 Fil GSS-25) Fi12
ANULRY) (GSS-26 Fil GSS-27) 14343 M b UEW)
JERFE S, R A G Rk vk (ICP-
MS), X8 (V). #% (Cr). & (Mn)., 4%
(Co) . ## (Ni), 4 (Cu)., B¢ (Zn). & (Pb)
8 P4 @ o F AT HE N LA TE] 6 WA R
SRIGHEAT I EEXT, BIF T A ) i Ak 2 3 7 6 000
25 L ERA B )5 )

1 ZEEH

L1 R FRF

7900 ICP-MS (Z 446, EHE); Milli-Q 484k
KA R g (% P, 38D I R AR
(MILESTONE, ZRAF); EERIL (RfaZE, &
H); oz —HFRFE (Y - T2, £
) HMR. IR, AEMR . BEK, mEAR (1
R Hak, E25%H); V, Cr, Mn, Co, Ni,
Cu, Zn, Pb AT FEWARMEY T (1 000 mg/L,
o EH RSB ) 8 A S VR
MR G PRER W 8 FCR (7 Sc, Ge, Re)
Whr (100 mg/L, o2si); - IEFITIRY) B3 20 B
PrEdp o (v o R 27 B b 2K 47 21 b 35K £k 2% 4
W) -

1.2 ICP-MS T4k 4%

7900 ICP-MS X #5F Z 80 W) 45 1. G M T 2y
1550 W, RAWEN 8.0 mm, W &>
1.0 mL/min, £ +S & 15.0 mL/min, fifE
SNAAR, W A4 3 ml/min, 853 F A HH
0.10 /s, FEFERF] . phPERT A 30 s, FR i)
[0 30s, JTTRBTEIEN0.3s, BERMES K.
PhSc, Ge, Re HNFR, TELIMANR, £t

R R BN AR AR IE
1.3 AR/ & B H] RAF s 2L 3
13,1 Apu iy & #

L 0.5 mol/ L RHIR AR BCH 1 mg/L (Y20 HR
(% Sc, Ge, Re) AR DL 0.5 mol/L AYFSHR
VESTRCRE 8 Tl BT 2R VA VR b Y 7 o A 7 A ) o v
ZICRIBGAES R, IR & T R Rtk B

R 1.

x1 WmERIBARRERE

) JRE R (pg - L")
JLHR
Co C, C, c, c, C;

\% 0.0  60.0 120.0 180.0 240.0 300.0
Cr 0.0  40.0  80.0 120.0 160.0 200.0
Mn 0.0 200.0 400.0 600.0 800.0 1000.0
Co 0.0 200 40.0 60.0 80.0 100.0
Ni 0.0 200 40.0 60.0 80.0 100.0
Cu 0.0 30.0 60.0 90.0 120.0 150.0
Zn 0.0  60.0 120.0 180.0 240.0 300.0
Pb 0.0 200 40.0 60.0 80.0 100.0

1.3.2 Hmaras

Fie I8 HJ 803—2016'°" | HJ 491—2009""" X HJ
766—2015" (R BEATHE B RTAL BE.  FRECER R
i 0.1g ORiffZ 0.000 1 g), BT HPUHAKF %
PITHfRRE, R sKIERE, R 2 AL TR
(HHr HCIO, 7EROE IS A5 R A ) . ARl ik
TR R E ANEE 3 PR, ASIR T I AE T A s
M E RGBT R L 4.

R2 FEFESTBRMNE

Z LRI At/ mL
DIRPN hea
HCI HNO, HF HClO, H,0,
HJ 803—2016 4.5 1.5 0.0 0.0 0.0
HJ 491—2009 0.0 6.0 2.0 2.0 0.0
HJ 766—2015 1.0 4.0 1.0 0.0 1.0
£3 REAEREHRES
e TN R G
= = []/min J&/°C |6/ min
1 5 120 2
HJ 803—2016 2 4 150 5
3 5 185 40
1 5 120 1
2 3 150 5
HJ 491—2009
3 4 180 10
4 6 210 30
HJ 766—2015 1 10 175 20
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FOR, K ME: GRS TR H R e A I P R ) 93

R4 ARAFEEBERERETRE

DiRi a2 TH A 45 AR A P AR
HJ 803—2016 FHE 0 U4 I ISE T 50 mL i, R4k e s EZ0 %
HJ 4912009 A2 mL &R, T 150°CHIAHER, WA AR ENAEYERPR. BCFEMERHERTYS, A3 mL
BRI (1 +1) BT ERE, SEREE S0 mL A, gk REZ0%E
HJ 7662015 T 150C MR, ENAEWET, FABAUKERNAEY, #5250 mL FEilih e w2 Z20E, K

RIMFLUEME (FLA2R 0.45 pm) 398G E

2 #R5itE

2.1 HmRAkst

W X se g, Al Rl A& B HY 803—2016 Sk
6 mLE KM, FrisIH il i S e B 6, Mgl
TH AR ERERE LA R ATTIEY), VAR, TH#
VO U SR AR U8 S EA T . HI 491—2009
K 6 mL iR + 2 mL SRR 197K R HEAT IR0 T
fife, AR & ME — BB A% 4 i SO, A RE IR ER 1Y
B, ZIEMA 2 mL S AR A LY,
AN R 2BV RO 6, JoikiE, R3] T
W AR RCE. HI 766—2015 R A 1 mL £ +
4 mLAKPR +1 mL SFER + 1 mL XUAEK 1) £ JT R IR

FIATIHAR, B TERA R EERR, BN R
5 HJ 803—2016 Frf5 1M i IR S AL, RIAEA K
PRAAYTIEY), TRPEA, F AR R R K &AL
TERE (FLA£0.45 um) FUEJEIE -
2.2 kA E LA

Fie B8 3 ANBR T BT R R AL BT IR 2 A+
(GSS-17 1 GSS-25) F1 2 NULFRYy ( GSS-26 Fi
GSS-27) A4y Mrbr Wy e A7 e, AT ik
a2 4it, B3 ASPATEE, 3 A AR, BN
JALBIPIELER. 8 Fi 4 JEIuER 6 WA IE M)
MEAR I R r FEF R TF 0.999, H s - 344 K
JOAREIRCR LR 5. ARETRIUERRE (ks Bk
) XFHILE 1 ~ F 4.

RS AREBAEERATER

HJ 803—2016 HJ 491—2009 HJ 766—2015
. ) BHH

s bRk Jomg gy TNk PG pck PHE Clles

/(mg-kg") /% /(mg-kg’l) /% /(mg-kg") /%

GSS-17 40.0 4.0 33.0 82.5 34.0 85.0 36.0 90.0

GSS-25 77.0 £4.0 68.0 88.3 69.0 89.6 73.0 94. 8

v GSS-26 72.0+£4.0 60. 0 83.3 63.0 87.5 67.0 93.1

GSS-27 120.0 +6.0 99.0 82.5 104.0 86.7 112.0 93.3

GSS-17 25.0+5.0 16.0 64.0 22.0 88.0 21.0 84.0

. GSS-25 66.0 +4.0 50.0 75.8 55.0 83.3 57.0 86.4

o GSS-26 61.0+3.0 47.0 77.0 52.0 85.2 54.0 88.5

GSS-27 92.0+4.0 72.0 78.3 76.0 82.6 84.0 91.3

GSS-17 309.0 £6.0 273.0 88.3 276.0 89.3 283.0 91.6

GSS-25 632.0 £21.0 545.0 86.2 570.0 90. 2 605.0 95.7

e GSS-26 561.0 £23.0 469.0 83.6 499.0 88.9 535.0 95.4

GSS-27 956.0 £37.0 812.0 84.9 852.0 89. 1 908. 0 95.0

GSS-17 5.0+0.2 4.4 88.0 4.3 86.0 4.4 88.0

GSS-25 12.0 £0.5 10.7 89.2 10.7 89.2 10.7 89.2

o GSS-26 11.2 +0.5 8.9 79.5 9.7 86. 6 10.0 89.3

GSS-27 19.0 £0.6 15.2 80.0 16.5 86. 8 17.1 90.0
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&RS
HJ 803—2016 HJ 491—2009 HJ 766—2015
. . Al
PIES bRk J(mg - kg-1) F-4ME ELE SFEE AL e S E Bl e
/(mg - kg™") /% /(mg - kg™") /% /(mg - kg™") /%
GSS-17 9.6+0.6 9.0 93.8 9.1 9.8 9.0 93.8
GSS-25 30.0+1.0 28.0 93.3 28.0 93.3 28.0 93.3
Ni
GSS-26 26.0£1.0 23.0 88.5 25.0 96.2 25.0 96.2
GSS-27 43.0£2.0 37.0 86.0 40.0 93.0 40.0 93.0
GSS-17 12.6 0.6 10. 4 82.5 10.6 84. 1 11.3 89.7
GSS-25 23.6+1.0 20.0 84.7 21.0 89.0 21.0 89.0
Cu
GSS-26 19.1£0.6 14.3 74.9 16.9 88.5 17.2 90. 1
GSS-27 54.0 2.0 48.0 88.9 51.0 94. 4 52.0 9.3
GSS-17 29.0£2.0 23.0 79.3 29.0 100.0 28.0 96. 6
GSS-25 66.0 2.0 52.0 78. 8 58.0 87.9 62.0 93.9
7n
GSS-26 62.0+2.0 42.0 67.7 53.0 85.5 62.0 100.0
GSS-27 127.0 4.0 85.0 66.9 111.0 87.4 126.0 99.2
GSS-17 17.4 +1. 1 9.2 52.9 15.9 91.4 16. 1 9.5
GSS-25 22.0+1.0 16.0 72.7 20.0 90.9 20.0 90.9
Pb
GSS-26 21.0+2.0 14.0 66.7 20.0 95.2 20.0 95.2
GSS-27 41.0£2.0 36.0 87.8 40.0 97.6 42.0 102.0
W) 803—2016  =HJ 491—2009  ® HJ 766—2015 wHJ 803—2016 w HJ491—2009  gHJ 766—2015
c’100.00 100.00
< 90.00 990,00
i 80.00 ‘%—80 00
= o 50
E’ 70.00 £70.00
£ 60.00 1£60.00
= 50.00 -!:[:50 00
' \% Ct Mn Co Ni Cu Zn Pb ) \% Cr Mn Co Ni Cu Zn Pb
JLE JLE
E1 GSS-17#f B2 b 3¢ B2  GSS-25%F & Bl 2 bk 3
WHJ 803—2016 ®=HJ 491—2009 = HJ 766—2015 WHJ 803—2016 = HI491—2009 = HJ 766—2015
_100.00 100.00
= 90,00 <90.00
 80.00 ¢ 80.00
E 70.00 1= 70.00
‘£ 60.00 '£60.00
=50.00 =50.00
\Y% Cr Mn Co Ni Cu Zn Pb \Y% Ct Mn Co Ni Cu Zn Pb
JTE JLE
B3 GSS-264F fmE Y2 bk XF El4  GSS-27#F fm B2 bk Xt

DL R SR B ok A, BRI (GSS-17 FEdh iy Cr, Ni, Zn X 3 41
HJ 803—2016 H 4b #E J7 ¥ 09 [l i & A 7 FdRERSN) , JREATREE HI 803—2016 R F /K4
64.0% ~93.8% Z[], HJ491—2009 FabP ki BTk, JOESTH RIS Y imts, HAREAHib 2
BT HA T 82.6% ~100.0% 2 [a], HJ 766—2015 PR BCA R TR, FEMh TP AR & i KT
HIAL R 7 25 1 ES R A T 84. 0% ~102. 0% Z[a],  ARAEV R RO BR &, A i 2 0 5 A 2 o AH 22 K
3PS SRR R AR . NS TTR I K, SRR AR BICR IR T 80% , X FE
&, HJ 766—2015 FiAb #1772 i MDSCR A 08 FH M@ (B 0 fERf B2 A B . HY 766—2015 R H]
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FOR, K ME: GRS TR H R e A I P R ) 95

1 mLERER +4 mL i5E8 + 1 mL S92 + 1 mL X4 K
)4 FhZomikzR, hTEH TR Sio, FI
RERRER B U3 DL M B s AR BUEUK (75
TR e 4, FDE 45 R ShaEY) BT 2 2% (0
AT, HI 491—2009 () % 45 S w& K 7 HJ
766—2015, 43#r i A Al ge SR R F Y 6 mL g iR +
2 mL EHIR +2 mL S ERE 3 FP 20K R A
IAERRR, bR A 7E SR R T SRR DA &
MEAE G, TERER . F ALY AE BT i R A
RV NKESRSRTRK T, 3 A R A i A BT 3 %
DO St I (s e 2 K T 3 RE i, X AT
S TR ARSI G], A () ) R 0T JH VS i ) R AN
[F] i 3.
2.3 i mac

ARSI R A 3 Fhii ab 38 5 v B sk A) (4
RO . ERR . ohUE . EARELIR) k6.

®6 AEFEBILEERE

ke AR min 27+ FE/min
PR R g
HJ 803—2016 61 0 90 151
HJ 491—2009 64 180 0 244
HJ 766—2015 30 80 45 155

PE: FOPIORIELLL LA 15 RER I

M7 6 ATLAB L, HJ 766—2015 WM I AT
JIT RIS, R R R R A (o i s
AR, PRI 5, R AT R e e AR
IHIERRCRR IR ZE, DERR] Lok A, Hopr T
[T AN R AL B 5 1k 2 6], R 2 T AR Y
HJ 803—2016 ft FHFTARIRET ], 378/ FH s o
BRI HY 491—2009 I RTACERA ] .

3 g

FLHE 3 BRI i A B 5 1 T i 3 S TR
YIS FE B, HJ 803—2016 JiF i £ /K 32 B i
W, REEFTHE L0 Y ks, RERIL T S hR L T
FHZER, S ISR, L 45 R A o ff B o
i, T HJ 766—2015 H1 1 mL 5 +4 mL fi§fiR +
1 mLAUBUR + 1 mL XK 1 4 Bl 22 D0 R 4 2R 11 figt
530 B 0 R (R VE AR B e =, RLIBCR A T 84. 0% ~

102. 0% 6], fF HI 491—2009 fr K F 0 80 +
STHfR AT AL B ) i, H O HY 766—2015 B FH (% i
AEFRRFE] A 155 min, 5 HJ 803—2016 i35 it fit] 3
A—F, B T S S AR Y HI
491—2009 FHG AL FERFIE] . 2% b prad, FREE AR U
(HJ 766—2015) ([EIAEY) 48 TR MME i
MG B R BSE) Fr T B AT AL B 1, R
ACHER S, T EL 2D, A3 R IERIK R T
YU —FRREa . R i AL EE k.
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