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Selection A Water Bath-Based Digestion System Combined with Cold Vapor Atomic
Fluorescence Spectrometry to Determine Total Mercury in Plants
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Abstract; Choosing a simple, fast and reliable wet digestion method is the key to determine the total mercury in plants. In
this study, GSB-11 (citrus leaf) and NIST-1515 (apple leaf) were used as standard materials, and the recovery rates of
their total mercury were compared with five water-bath acid digestion methods with and without the BrCl, NH,OH - HCI
treatment. The results showed that the optimization procedure is as follows, the plant samples were digested with inverse
aqua regia ( HCl:HNO, volume ratio 1:3) in a 95 °C water bath for 3 h, and no BrCl and NH,OH - HCI were added after
the digestion. The advantages of this method are as follows: 1. Tt can digest a large number of samples, e. g. 100 samples
at a time. 2. The operation process is simple and quick, without adding BrCl, NH,OH - HCl, and standing digestion so-
lution. 3. The measurement results are accurate, with the total mercury recovery rates being from 99. 6% to 101. 5%, and
the mercury recovery rate for the mercury-spiked standard substance being 98. 1%. In summary, the inverse aqua regia
water bath digestion is an efficient, simple, accurate and reliable method for the determination of total plant mercury,
which meets the analysis requirements of low mercury content plant samples.

Key words: plant;total mercury;inverse aqua regia;water bath;cold vapor atom fluorescence spectrometry
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FE ) AE Hh 3R 3 )7 72 0 7R 1) 26 1) 1 Bk Ak 2% 97 oA
R IO A 0, AR R IO BF ST R IR, £
(AR ) 2 M 3RO H S Y SR L, g A i AT i
1180 ¢ KK, AR ARFEEE L T KRR
MRA/FK)ZE LR 534 (Wang et al. |, 2016)
T [ B, 3R K A v ) SR A mT L o A (577
TEARE ) S A 1) £ i A ik TG 552 i) N £ e ( 2%
FNE,2019) o AT UL MR B AR S R G oRIER
AL 1 B A RN R IR AR R AR A5, 2006) o PRIt
PER I 22 1 ) R 5 e X T W B R 1 AR B 75 e K-
LKA R 1) b BR AR 2% ok B AR AP N2 5 3l W 1 ik
RERAEEZ L,

A0 TR 1 000 2 e i b A 25 2R 6 o oR W D
HEWHZ —, — W% SH R 5 5 5 R A
S O Y RTINS A 000 R 9 T LR AR A
T (41 800 °C) fH B i v 1 R LI R 28 S % &
o, A ST F 44 T 4R S BN AR ok 7%
A, VR SR W B SR TR D (MR EE,
20175 B AR LA, 2020) , 63 5 (o PR BE, A6 I FR AR,
A ES s AR B 5t 5 Jo & — i B 18 R -2k
ASC g BV AT P I, B A% A X8 58 BT, PRI i X T
Y K2 BRI B B AT B R A AR AR T
TH S5 e 0 5 45 SR ME B 1 ) OGS AP B8 E A WF 9T
SR N RN 5 2 AR R I 4 SR AR IR
SZMA AN Pk B0 2 (2009) H#R T /K-HF | HNO, -
H,S0,-V, 0, JHffE MY EoRM e R 255, k)
FIK-HF JETH R i SE AR, I 09 0K & it il
o EAT, H AR A R T T TR AL FE AR
PR T M % [ HNO,-HCIO, ¥ ( £ J5 W, 2016) |
HNO,-HCI0,-HCl ¥ (3 B J=,2016) ) | s is fin #4 R
THARTE (HNO, ¥ (RFI4255,2017) (HNO,-H,0, %
(BEEMLE,2020) ] DA AK W IR T f# 72 (HNO,
2 (R4, 2006) \HNO,-H,S0, % (A& %% ,2018)
H1HCI-HNO, 4 (ZE B %%,2020) ), {H L A0 7 i 1k
Wl AR AR AR 15 e K BRAE BB, T R 4 AN
iy 1 W 552 [0 R0 5 A T e V5 3 3l A7 — U T A A
At /N AR BERAR [n] R T 2K A T Ak S — b
KB, T T A 09I g J7 1%, T S0 KA £ A
A4 [ 25T i , O RE 428 1 A il 32 3434 5 (HET A
WFSE AT AU T A J 385 A BrCL 4804k 701K A
T RORIE & 7850 A A He™ , A NH,OH -
HCI {H B Y BrCl, BRI JR B AR AE 5 2
(FBARSE, 2006 ; ERIE AT, 201825 5 £8,2020) . BR T

FIEE KA T v ST DO B S R SR 14 T A R 2R T

TH BT 2, AR B FP S R R
P2 AROR B R R, H I, A8 SCERT AL
YA FEAE Tt H A 5 Fh oKV BRI 5 1k LA ST
f# 5 I AFUA A BrCl NH,OH - HCI X Fi #) 5 oK
I 5E B A 28 S, JI: (1) & HNO, 5 (2) HNO,-
H,S0, IRAHR (IRFREL 4:1) ; (3) HCI-HNO, JRA R
(IRFREE 3:1) 5 (4)HCI-HNO, IR EBR (AR 1:1) 5
(5)HCI-HNO, IR AR (AR 1:3) , BEEHK S| —Fh
A DR A B D S AR ) R T

1 #HE5F&®

L1 RXEHR

DUAAA Ht Ay v 6] b Jo R 27 e b 3sk 4 34 b 35k 1k
234 A B 5% BT B9 A A I AR UE AR B ( GBW10020),
GSB-11) 3 [ [# K Am 5 4 AR B 5 B 19 3 22 -
YHERE S (NISTSRM1515) , MR Z ZAH 415 M (0. 15+
0.02) (0. 0432+0. 0023 ) mg/kg.
1.2 FERKFSNE

F 2 4G O R br UE A £ % (1000
ng/mL) ; @QHNO, (AR) ; ®H,S0, (GR) ; @43 ¥r 4l
HCL; ® 4l & < © i 2l < @ IR &8 T K
@BrCl K - 7E38 XUt ok 1. 08 g KBr( 21 >99%,
A. C. S. reagent) & 7E 100 mL ¥ HCI(AR) ", % /1
PEFE 1 h, IR FEIRE T2 A 1,52 ¢ KBrO,
(4lifE>99. 8% ,A. C. S. reagent) , AW FHIR ¥1{05%
AR LT, FEBEFE 1 h 5 2, AT KA
(QNH,OH - HCI ¥ (250 g/L) : #RHL 25 ¢ NH,OH -
HCI(AR) F IR L8 FOK I i J5 E 45 2 100 mL;
103% (m/V ) SnCl, i Ji 5% W - FREL 30 g SnCl, -
2H,0( AR) % T 40 mL ¥ HCI( AR) H7, f5 58 2= V5 fift
JEHEBTKERZE 1L, BLHl 47w H 350 ~400
mL/min Ji 3 A9 JC R AR B A 1, R 25 1 VR T R
B K

FEANELSE . QW% T 56T
( AFS-8520) ml HAth 7L 5 ¥ Ji 28 Y6 X ; @ NANO-
pure lamond™ UV #4li/K Z%:(18.2 MQ-cm) ( Barn-
stead Thermolyne , Dubuque ) ; @HWS-26 %Y i #H 77
IR
1.3 HREBSSH
1.3.1 #HRim MYERETREWRS R
0.200 g # T 50 mL B0 H, IIA 5 mL JH f#iH)
(1) TF 95 CRBHIHM3 h, AEEARIFEMIL
T K e JE TN BrCL S8k 570 -5 75 X T i 5 R 1 5
M), ASBHFGE X R AR AN ] 9 fidf R P 9 il s R i A7 T
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(1), 4391 ki HNO, (#1) \HNO, Fl H,S0,
RO (#2,KFR L 4 :1) A RMAF LAY HCL F1
HNO, IR G (#3~#5) , BT E 7L ALY bR
HERE A 10 ASPATHE, o 5 - PATRETE K IR A
fift)5 , A 0.5 mL BrCl &AL, #5251 25 mL 4
i I B TR ER R 25 mL, BN i g 2
50 mL B0 T MERTMA 0. 4 mL NH,OH - HCI
PIEBRZ &1 BeCl; 55 48 5 4, WEAS i BrCl A1
NH,OH - HCL, iy il R, g — 7 7 i A 3R
3 AMRFAE A,

*1 FARPEWEEHEMANBRER
Table 1 Acid systems for wet digestion of plants

;f]f;i WA ﬁﬁiiufs
41 HNO,(AR) ;
#  HNO;(AR)+H,S0,(GR) (fFRIH 4:1) s
# HCI(AR) +HNO3(AR) (RBUL 3:1) 5
#4 HCI(AR) +HNO;(AR) (B 1:1) 5
#5 HCICAR) +HNO,(AR) (B 1:3) 5

1.3.2 H&ob BRSO,
10%HNO, ¥ ; Qi JE . 3% (m/V) SnCl, W ;
G F2E M TSR TAESE, 358070
U TR, SR B R 19 s, SEIR B[R] N 3 s, f g i
300 V, G E N 400 mL/min, £ B A 30
mA , GRS A 1000 mL/min, J5 16 2% 55 BN
10 mm; @HRAE ML, RIS SR & I E 0.0,
0.1.0.3.0.6.1.0.1.5.3.0 ng/mL % & K br i %
W, J5 Stk WA J7 B2 8 oy = 5473. Tx - 36. 545,
R*=0.9997 (3, y HFES ORI 5674 ng/mL, %
R ) s @E5 R R EE AT, AR PGS
HEN] YA SE(E S n NG5SR0 T 2 22 1 4 XHE
KT EEET 3 4552 50 br o f 2 B, 1 7T 588 (8 51 2 Ry
SEE,
1.4 Z£RitHE
Y ORI A R
(A5 =) Vi

F
W x 1000

x 25

BIR(mg/kg) =

A, A SRR T AL A, iR 28 R AR
P G THT B 5 F oA S 0 T B/ pg TR (s 1 R 2SR
) 5 Vs A AFS IR (mL) 5 V o I8 i v U
H(mL) ;25 NIRRT (mL) 3 W b #E & T i
(g)o
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2.1 AEEBERTEYERVESER

AN [T it D7 A 0 s AR v SR B
SEARNG 2 PR Hoh HEAE I GSB-11 (9 SR
41. 6% ~ 99. 6% , 3 F i NIST-1515 B 1] g R Ky
36.9% ~107. 1%, Hi#1 #2 Wit J5 R A BeCl,
NH,OH - HCI 4t 2 [ g Z2 B 5 K T fin A BrCl,
NH,OH - HCl 4B, #1 () GSB-11,NIST-1515 [a] 1
RO BIEAR T 1.09.1. 38 5, #2 9 GSB-11 , NIST-
1515 [EISCR A BIFEAR T 0. 61.,0. 52 15, #3 THESL
FEIR R 4E, RN BrCl,NH,OH - HCI &b B [8] i
Fik 87.0% Lk b, A BrCl NH,OH - HCI 4b B J5
ISR IR F] 95.2% Lh b #4 #5 I FFAR D) 5 A
BrCl \NH,OH - HCI 2B ISR AL FAMA BrCl
NH,OH - HCI 4b#, Hrfr#5 5 fi# J5 A A BiCl,
NH,OH -« HCI 4t 3 [l 5% % 5, GSB-11  NIST-1515
IR K 99. 6% 101, 5%,
2.2 AEHEBERMKAIZARKREE

R TR R UL A R AR T E b
ik 5 FpAS ] T A4 &I ARSI BrCl NH, OH -
HC 110 25 LR & &, AR E T HNOS(AR) +
H,S0,(AR) (/KT 4 1) fm A FIA I A BreCl,
NH,OH - HCl #iR 51 25 (4 M OR & B, HCL( T 208
afi ZEME) +HNO, (/RFHEL 3:1) AN A0 BrCl ,NH,OH -
HCl M3 7] 25 1 EOR & & (% 3) . Hii, HNO,
(AR) 728 SR & B RAIK, 2 0. 01 mg/kg, %
IG5 MR/ i A BrCl NH,OH - HC1 J5 , ik
Flas H R & & B = 0.05 mg/kg, ¥t BrCl,
NH,OH - HCl RS A /DR, X AT RE 5 BrCl )
JERFH HCL(AR) /E B 7 &, HNO,+H,S0, (1
U 4 1) KRR H, T A A BrCl,NH,OH -
HCL, B (R B H,S0, (AR) 15 25 H & T H,S0,
(GR) , Al fEAE T H,S0,(AR) il {E T Z AT L,
HCI-HNO, (RFREL 3:1.1:1 ,1:3) {K & B HCI
(AR) el 3300 25 11K & i o i Wi B AR, 1569
HCI(AR) & AR E RS &, HOR& & & T HNO,
(AR), MR HCI( T 28820, 2518 ) 1 i J5 ik 0 25
FORE I REAT, M R, AR 2 [
5 R RBR M NIST-1515 FRkk BRI & (8 ( A1
BRialRZs 1) B Lo (A P 8 TR & B Y GSB-11,
f7 FdRc s T3k 86. 8% , AT LR 248 (A XHIL R & = i
s I S A AR A, R I I A9t s o 20 (] e300
RAAS A RS R BRI A A, AT
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Table 2 Determination results of total mercury content in plant standard samples

e BCl, W72 B/ (mg/kg) Byffcbrmetn EBCR bR
bRk TH a7 = - p= p= p= . .
NH,OH - HCl 47 1 e V47 3 17 4 P47 5 %/ (mg/kg) W25/ %
#1 + 0.16 0.17 0.11 0.10 0.11 0. 1320. 031 87.2+20.8
#1 - 0.09 0.07 0. 06 0. 04 0. 06 0. 06=0. 015 41.6%10.2
# + 0.12 0.12 0.12 0.12 0. 11 0. 12+0. 003 79.2+2. 1
# - 0.08 0. 06 0.09 0. 06 0.08 0.07+0. 011 49.3+7.2
#3 + 0.13 0.15 0.15 0. 14 0.15 0. 14=0. 005 95.8+3.2
GBIl #3 - 0. 14 — 0.12 0.13 0.12 0. 1320. 008 87.0%5.3
#4 + 0.09 0.11 0.12 0.12 0.09 0.11x0.013 70.5+8.7
#4 - 0. 14 0.13 0.14 0.17 0.12 0. 14+0. 016 94.5+10.5
#5 + 0.12 0.12 0.12 0.13 0.13 0. 12+0. 006 83.0£4.0
#5 - 0.14 0.13 0.18 0.15 — 0.1520.018 99. 6+12.3
#1 + 0. 0256 0. 0279 — 0.0512 0.0470 0. 0379+0. 011 87.7+26.2
#1 - 0. 0305 0. 0094 0. 0200 0.0127 0.0071  0.0160=0. 008 36.9+19. 6
#2 + — 0. 0388 0. 0397 0. 0298 0.0349  0.0358=0. 004 82.949. 1
#2 - — 0. 0375 0.0158 0. 0208 0.0201  0.0235+0. 008 54.5+19. 1
NIST1515 #3 + 0. 0449 0. 0358 0. 0392 0. 0446 — 0. 04110. 004 95.2+8. 8
#3 - 0. 0433 — 0. 0474 0. 0449 0.0494 0. 046320. 002 107.15. 4
#4 + 0. 0196 0. 0223 0. 0202 0.0182 0.0198 0. 0200=0. 001 46.3%3.0
#4 - 0. 0325 0.0318 0. 0261 0.0334 0.0319  0.0312+0. 003 72.1£6.0
#5 + 0. 0236 0. 0243 0. 0552 0. 0354 0.0210  0.0319+0.013 73.8+29.2
#5 - — 0. 0504 0. 0396 0. 0359 0.0495 0. 043920. 006 101.514. 5
T+ FRRTETH MW A BrCl \NH, OH -« HCI, “ =" FREA#CN M A BrCl \NH,OH - HCl, FIAl;“—" 7R 57 1H.,
=3 FEREBERNRAFAZARKREE
Table 3 Total mercury content of reagent blanks in different digestion systems
THR AR BrCl ,NH,OH - HCI &R/ (mg/kg) ik 1/% di b 2/%
HNO;(AR) + 0. 05 27.2 56.4
HNO,( AR) - 0.01 16.9 44.3
HNO;( AR) +H,S0,( GR) ({AFHLL 4:1) + 0.03 17.8 41.7
HNO;( AR) +H,S0,( GR) (MKFLE 4:1) - 0.02 18.4 41. 4
HNO;(AR) +H,S0,( AR) (/KB 4:1) + 0.13 — —
HNO;(AR) +H,S0,(AR) (f&FIL 4:1) _ 0.06 _ _
HCI( AR) +HNO,( AR) (/KFLEE 3:1) + 0.15 51.1 78.5
HCI( AR) +HNO,(AR) ({KFRH 3:1) - 0.13 49.4 73.4
HCI( T84k, 7848 ) +HNO; (MR 3:1) - 0.04 — —
HCI(AR) +HNO,( AR) (f&BILL 1:1) + 0.13 55. 4 86.8
HCI( AR) +HNO,( AR) (/KFREE 1:1) - 0.13 48.3 81.0
HCI( AR) +HNO;( AR) (/KR 1:3) + 0.09 42.2 74.0
HCI(AR) +HNO;(AR) (AR 1:3) - 0.07 32.2 61.8

TE: 5 1 B350 25 1 S B0 GSB-11 Bt BRI A2 (B CRANMBRIATZS 1) Y LLAE , o5 HE 2 D B =5 19 5 B4 NIST-1515 Rk SR I E

T CRINMBRN = 1) B HE, “—"

FEAR TR 2R HNO, T i A i ) 43 Hr 46 HNO,
AT LA R I A T 5 1R A HC T8 R B, 2
FHE s 7518 LABE AR B 5 5% >R H, S0, T AR &b
B, SRR ZS TG L, APl 22 H,S0, .
2.3 i E KK E AR R R R IR B R 06

] >R FH 386 7K 7K V8 75 % J5 B9 GSB-11, NIST-
1515 At In A [R) vk B2 4 B 1) HeCl, W, B
WPV 5 AAT, 3 WAL S 20 A A5 BRI 5 JnAR 5
RS BOR & 4, 15 8] GSB-11, NIST-1515 [FI i % K

718 A S AR L T AR VR R OB R S A

95.5% ~108.7% 91. 8% ~ 100. 3% ( % 4) , FH MR
[l 6 ok 98. 1%, & BH 33 F 7K /K 1 T4 it 125 1
Ey=
3 Wik

A B i T iR B T R 2R IR AT N
it PRAE B T RO L BORFER PR AE, A
WFFE 5 FIAS [ K T8 A T A 10 0 e A A e
JE A BrCl NH,OH - HCI &b B 844 | 1] i 3R %5
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R4 REMRERMARE R
Table 4 Recovery rate of spiked mercury in

standard materials

p— FRUESE InAR{E IE fE Wt o
/(mg/kg)  /(mg/kg)  /(mg/kg)
0.15 0.1 0.25 95.5
GSB-11 0.15 0.2 0.34 96.8
0.15 0.3 0.48 108.7
0. 0432 0.1 0. 1350 91.8
NIST-1515 0. 0432 0.2 0.2340 95.4
0. 0432 0.3 0. 3440 100. 3

I AHFERTHE R H B 2 B AR B, HNO, k|
HNO,-H,S0, ¥ fi# J5 K in A BrCl, NH,OH - HCI
AR B RIS A AR AR T 55% , TH ISR AN, H It
WK HNO, 3 HNO,-H,S0, 75 1 fit A WAL i
TH 5 AT BrCl 585 8 AR & TR IEZS
FEANA NH,OH - HCl £BRFIAH BrCl, A REFRAG42
R ISR AR &, SR 7K 39 K
BRI, JoTE A BrCl,NH,OH - HCI, K}y #r i
B K K B AR SR 1 A AL R e L (B
TR I AR AR A R B AR e, T S IR
R TR I A 52 i AR K, BRI A I 9 1 R
1T K ARV T =8 R - 26 1 I AF ) R
i, SR R R RO AR AR L (E
T, 2016 ; Bt B AR, 2020) , B #AGHR I 8 R FH =
FRAVE A, 25 A 8 BB, — ][] B 9
Ff TL A A 5 TR T i — U M (SR T VA 18 A4
B A 5% R FH B 0 45 /K V8 T ik 1) O 2, ml [
A2 100 SRR A BE s B R 3 ff A 5 1 B
(), 1% 5B (2006 ) HNO, 7K i 18 fit — ¥4 i1
NG 1 I 22 R4 SR T T M L, B T B, T
AW BT VR BrCl A1 NH,OH - HCL {59 NG
A EEEB 4K F BrCl 3 T FFRCE 24 h TG
/b NH,OH - HCI 22 [ B 25 1 K %5 45 9% [l it
TN TR R T S A R T R
JCTHVHBC AN BrCl NH,OH - HCI ¥ 9 DA K 5 27
FETR, TR 29 26 h, BEAM, NSEBRER i BRI 2
M 5 bR FCR R F | TR R & m w1
GSB-11 (0. 15 mg/kg) , i f& 7K & it 5 K ) NIST-
1515(0. 0432 mg/kg) , ASHIF 78 4 77 77 15 W 2 AEL 4D Al
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R ENSCRIA TR 90% LA I, 5E3 45 (2006 ) BF 7 45
TR—F I g A R E T R AR OR o A
YIRE R AT ELR

4 ik

W F KK T — 12 SR T2 A AR S R
HEE W AR, — R R 2 100 A 5 B4 fA 1 P e
W/ T RBCER AN BrCl,NH,OH - HCI DL K i & 31 it
VAL IR 5 0 2 B, ORISR 99. 6% ~
101. 5% , R bR BISCRA 98. 1%, & —Ff i 25, i
i VT T 5 AOAR A R I R
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