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650 °C , 25 5 1 S 43 o0 28 44 &40 0% i 5 B0k R A
8 PP 2 T 2 R R R A5 DU R (SRR R R
1 AR AR R ) IS R RE S, T AR R A AL
S AR, T B R MR A R T 50 4, WL
B EACE T BRE B, TR i St 2 i i as
FIE R, BRI TR A b s 5
B3 TR KA 5 1o R DA R i 2 B R i A
2 DAY ) v R T A v I ATE R, e R RS T
KBNS RE R R 5 A B Ay I AE R, R
K, — T ELK Gk 12 h LA b, B2 BT RE B A
T, BORACN  TEAARRE & 5%, 43 BT BRUAR A5 1 T T fi
FEA T A O A T R R R 1 BT DA i A B
AR, SEG RN LORR], B R AR
B RIVRE SRR AE S 7 A 2 B A E R T AR
T 53T Ak, (89 50 43 T B4R Sl 4, S0l
TG T ZE R B R REEBEREVE R R, (R 08 30 At
TR 55 A0 T G R A, AT (AR T A3,
AN PH 2528 N 7 A A 1 TR 5 T T A ) A T
THCHE S A EL AT DRGHA R B R i R i S
HAK, A B AR Bl A iUA 3 & TARRCRE A
B 1F 2 4% R 0 B R AR R Y R E A
BT 5 Sk v 0 2 R S 08 3
TEJCR AN E ik b, A 5 IRk
PGS % (1CP-OES) A o A& 5t 9 Ji 7 W I e 33 7%
(AAS) " FFHOEIE  (AFS) 1P AR &
SPGIEE (ES) VO A8 BAg £ vk 3 11 58 L Reue Pk
HEBR R R 20 R RIRHI e AR (4 i R 1 2
ST R T AT AU A A KT AY
O BT O %, B A A B TR T (1CP-
MS) P FEEE TR B AR BT R T X
PPN TE R (XRF) HHUE 1T R A xE DL S 8
YIRS R AL BRI RE PR AR SCEE G AR PR
A BT v LR BRI Ak B M LA il R R
T OB T i — H SRR 5 B AR R v T
A0 A= R i b 12 FP T 2 (AL Fe Mg, Ca,Na,
K. Mn P .Ti Ba. Sr.Zn) F5387 53k, Ak T 600 71
%#Eﬁﬁﬁﬁfﬂ%1¢,ﬂﬁﬁ%u 10 mL 3% F /KA1 1 mL %
KR AR FIE R 3 0], IR e % A 38 10 S
TH ARSI FE T | RRORUERE i 20 58 42, IEIE T J6A
RO T AR TP, DL R — G S b
HEVI T HEA T 07 I B A, I iR 4 B R85 4 A
Ny =SSR L (SR R T & I U RS NG 4a o

YIRE 20 R T,
1 SEERERAY

1.1 NSERITIEFHE

ICAP-6300 743k 15 152 H JER 5 55 15 1R & 5
A (6 FEFEER R BHE AR, A S aiim <
(2 =99.99% ) M mEh b as . Aas TAERM:.
SHRIAE 1 200 W BBt 0.5 L« min™' 512 &)
AP 15 L - min 0000 15 mm; ST 0.2
MPa; B ZhZE 73 100 ¢ - min™" 5 K U BEGETE] 5 s,
BT BROEETE] 15 s,

TOPEX 4 68 B0 T i A ( 0z SE AR
RIEABRAT) ;BSA KV (TEEZFEZ AT A ) A
J£0.1 mg,

1.2 FREWRIEZEXF

E R —JEY AR Y B GBWO07602 (AR
B ) L GBWO7603 (# A AL I ) | GBWO07604 (47 4
) . GBW07605 ( 45 ') . GBW10014 ( |7 (4 3% ) |
GBW10015 ( % 3 ). GBW10020 ( #t #% M) .
GBW10023 ( £ 3 ). GBWI10047 ( & 3 b ).
GBW10049 ( KZ) (I Hb 5t B2 e b 2k 47 2 b 2k
P AE B 5T BT ) | AL i 0 T 35 1 O
FAFRIS BT R ARFR PRI

WK R RR AR SR R AT 3 1R A,
U H BB

WRATR (LR al) s MRERIR (PR al) s MUK (1
9ol BB T K (R 18 MQ - cm) .

1.3 XWHE

FREL 0.250 0 g 3K T3k 0 14 A 9 BE () it
B izs FURE ), FH LI 25 88 7K IR U RE A 10
mL IEC A3 F KA 1 mL UK, Z 54 4 B 8 T
TR T A AN RE D 35 b 3 TR AR A
TH AR | S5 SR T AR Fe I Ak R st 7
fERRF AT, TR A SR R H B =R T
TP B AU A 25 mL B DU 208 e (a4
W BB TR R EZIE  BR5) FE | EALE,

2 PR5THE

2.1 FEBETFERHAFHREE

SR TR S RS R TR A
SR T 5 3 A ) DR 3R S AR R U
XEFRZBOCTRT T, H S 5 2y 5 A AR 48Uk
1, WO A R, DG 3R Y R th 2 B
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fHREXT TAH LS 2 02 (W K Na 5) , K m B 5
BRI RAR A B AR ) RO e R R E T
R, RIS K, S8 5 LB e R AL S R 8
A i 18 =3 N = R R e - A /N RN S E = ]
fdi F #fir, H ICP-OES Bk J2 #E 47 2 70 & R i 407
SN AT bV o e S A N T 0 S G R T
SR A 1200 W, 2 E SR 0.2 MPa B, {48
AbFRMERAS , BA AR S 12 Fhoe R i AR T
FRIEAT
2.2 TEEZRINESMERE

T3 D 43 A7 7 28 40 v A0 P DR 5 A B RO
FEA LT EREE AT ROk S 0 JEF R R IS 2 &k
SR R R A3 BT T 28, 45115 48 5 B A0 T P15 10
SIAN—FE H AR A A AS (R GG 48 1) 5k B TR AR
], SRR AT I 2R A — DR ) Sk R A TR E
B 7/ 0 7 WA NI =4 (S P Su =1 (Bve- S I B o
FAPEE PR LGSR & AL T AR A,
LRI S5 T T, AP A T R M R K |
TER PR B AN S8 SR 1 R,

1 STLENINLES

Table 1 Analysis spectral lines of each element

TTH IR K/nm %R gK IR A
Al 167.079 502 el
Fe 259. 940 130 v
Mg 279.553 121 A
Ca 393. 366 86 A
Na 588.995 57 vl
K 766. 490 44 i )
Mn 257.610 131 el
p 177. 495 490 vl
Ti 334.941 101 vl
Ba 455. 403 74 i )
Sr 407.771 83 el
Zn 213. 856 458 E A

2.3 WEEBNUREFNERE

A7 R 0B T AR 4 A 3l ReAXAR
PN R IR B R e ) A% I R LIRS A 4 o
R SR A IR E RN 7 ol 5 A i A 2 I 0 ik R 0
AN REF UEAT IR S0 R R R #h £k, B RN
ORI, K S D2 ST P R AT AR e B IS B 3l
BTV A o A SO IR T A St S S R e v ) S
Ui AR R R AT T A IR A R R
WY, G SR B AR 11 v ek e s TR A5 X, AR 0
Hh s A P AE T ) B R | R RI B, B
TR i R R, 25 5 3 WU D R i R A A
MHEREER 2 th A 2208 A8 7 R T I A A R 22
LU B2 [ e il e R FEARIE T A2 2k

R2 WKHBUERER

Table 2 Experimental procedure of microwave digester

PARITE VAN, TR &S/ S5
LR (C - min") BE/T ﬁg%i azjn ng/j\);]
1 15 100 15 20 1500
2 10 140 25 30 1500
3 5 180 10 40 1500

PR TFT ST T AR S P 5 980G 38 G [ AR 3 s L 2 ¥ IR
2.4 HERFIRAEMNIERE

I T, SRl T A 1 PO i) 8 20 TR
i A IRR—AEIRIR A /K 306 K AR X SR 4
PEPEIRT, 76 52 B rh A R i A D SR K (3 Ak
SORA, KRS T MR m s &btk A3
F A X U 8 A 0705 DU IR A e R A e i )
THARRCR IR 25 SRR T, 3 17K 5 8RR &7
1) it 8 0 e, i 1A i P10 3 YRS 3 G [T Ak s L
ST SEARAS AR 4 T A a5 5 R 0 TR B
Z /A SR SRR WAL, i
BT 6 K5 BRI FH 6 S 8 4 SR RZ ) R
T XA K FESEAE A IR A7, AT 2 A
DRI A — AN A 1 mL XEK, R E R —
G AR HEY R GBWO7605 (25 M) R #F 58 %t
G HAM SRR OL T , %% T 2.4.6,10,15,
18 mL ¥ F/K5 1 mL BUEEKIRA 5 6 F 2= 101R
B T AR AT I 2 25 SR A S ), 45 SR B R
1B TS VAR R BRI, UEITRE &
RTEA i, TCE I 25 AR, BRI B
RohIEFEFAL IS ; 1 10,1518 mL 336 F /K 53 51
51 mL BUEUKIR A X R S B AT T8 5 19 5 oo R
SELE R TROE S SRV A | BLBHRE & &
St4s, DR 3 W 2R (B AR B A AR
FARE % RS e 10 mL 306 F KA 1 mL SUEK BIR A
TH AR
2.5 BE@HETFHKRE

A PIRE SRR 4% SR TR IR B T AL
5 22 A TSRS 8 B R TR 2 2 sl /D S AR +
YL — 7 R R 2 A6, ik v] DLl o 7 B vk DL R LA
VC LA IE SRR T, Wik R 2R 8
VW ER 3 (AT T LA ) s v W 5 0 O 3R R
ARBRONE (B A7 20 3 X AR I 20 431 5 100 o] i 2 5 )
TP R — i B 773, I o A0 B AT 2B AIR
VSR P R oy AR R AR B R Rt 2 (i A5 2 U o ik
T SR S LK [ B E iR 22 e R, I 4
SRR AR SO 5 T i R R AL (R RS A =
FARBYFREER) 100 B, 400 8 RAGE GEAS T 2
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SR VT RC SR FE ok S A Hh R AR TE 2R 51
VRS S VR ) T2 B3k B A Tk B U AT g T
BCAY T, BT R AL, X Hr e R ARG
THEARRL, FHUCEC 9 J7 32 AT DL B A 5k 32 o0
FAESGIE T, R, A SO 3 55 4 b SRR 25481
149 [ 58— 2 ) L A 0 B A SR s 1 5230 T LA
R FEAA SN 0 R 52 0 () B PRI T 45 2R i AR E
PEFNUHERAPE
2.6 FEFEARIEFRIEN
2.6.1 MeHEMZny T
ASCHESE B X A A S b 12 Fhoc R T[]
A, A SR FH W SE 1 22 00 28 sl R T R AR E I A
WRELHIRHER Y, T ANFOTER % B MR K
WIE =7/ BN dpiE iR X e o i i N I E DT

FE P R T SR T AR AR — 4 2
Tt 70 22 AR B 7 R — A v ZR B W B AR T 8
HAEDRE S TIF 2 08 & AR, X Fol 2K
HERE 2 R EA T 2 IR R, 1 UK R G 22 | IR
SE R BR UV TR I AR 5 A iR S RO — B S s i
TRV TP B, A TR SR S E L B S
AR SO IRAEAAT (1) B G — A 0 oy B ) S kA 7
AR S, HUE (H TR S o R & i B L
25 FARE S AL, DL 4 BT — v B Y I A
— G W LA bR E ) BT ( GBW10014 , GBW 10023
GBW07604 1 GBWO07602) 1 Ay e i o, 3 5 4~ ik
IR HE R FEACBIAES TAESME R He st i ik
XIREHE R FNES WA T , DARF I TR « 5 &
SHOCIEE S REE y EMCRERIRMEMZ, 15
HEY A LR & M HE I R L2 3,

K3 HRENRETERSERREHEKTRE

Table 3 Contents of elements in reference materials and calibration curve equation

FriEd) A i /107°

— g 1 2l gL ) . 25
TR GBW10014 GBW10023 GBW07604 GBW07602 BRmATR REXRR
Al 166 4900 1040 2140 y=34.19x+5.49 0.9997
Fe 98 1450 274 1020 y=419. 96x+0. 81 0.9998
Mg 2410 4000 6500 2870 y=439.13x+153. 11 0. 9996
Ca 700 1530 18100 22200 y=41846. 75x+1526. 05 0.9997
Na 10900 15500 200 11000 y=1900. 91x+3174. 82 0.9998
K 15500 33600 13800 8500 y=342.86x—-11.92 0.9997
Mn 18.7 68.0 45.0 58.0 y=65343. 68x+16. 20 0. 9999
P 4600 5850 1680 830 y=182.06x+1. 42 0. 9998
Ti 9.0 92.0 20.4 95.0 y=1605. 31x+0. 51 0.9995
Ba 12.0 10. 4 26.0 19.0 y=28015.95x+122. 45 0.9997
Sr 48 24 154 345 y=38969. 35x+0. 57 1. 0000
Zn 26.0 28.0 37.0 20.6 y=14972. 49x+39. 51 0.9997
2.6.2  JrikEE Rk R FESLY s 53 o0 B 12 0328 Al TR R R i 22

PeHE 4 Fh B R — GAW s  bs e Y R

( GBW07603 . GBWO07605 . GBW10015 . GBW10020 )
et 1.3 /AN B SEE8  AT R 12 i S
SEAME (X)) B AR BRUER 22 (RSD) | #4177 Bkt 25

(o), VA 30y XS AR iz 7 ik i A PR ORG
BRI REERELFE 4, NE4 BB . KLEN
RSD N 1. 41% ~ 5. 13% , ¥§ % B 5 4f, Kt FR 4
(0.04~4.93)x10™°, BEfE I & A PIFE S ATk .

R4 FAEBEEREHR

Table 4 Precision tests and detection limit of the method

i GBW07603 GBW07605 GBW10015 GBW10020 Krth iR/
e X/107° RSD/% X/107° RSD/% X/107° RSD/% X/107° RSD/ % 10°°
Al 2024 4.05 3026 4.69 620. 67 2.10 1143 3.62 4.93
Fe 1047 5.13 261. 39 2.60 542.42 2.39 463. 50 4.20 4.26
Mg 4790 2.44 1734 3.52 5513 2.67 2322 2.80 2.48
Ca 16823 2.24 4248 2.48 6626 2.46 42073 1.41 1.25
Na 19605 1.77 44.02 4.24 15330 2.63 128.03 3.70 1.69
K 9252 2.29 16557 2.40 24666 2.46 7617 2.50 3.55
Mn 61.58 4.54 1252 3.50 42.70 3.99 30.12 4.25 0.14
P 1027 4.80 2817 3.44 3521 3.20 1261 4.69 1.02
Ti 94. 67 3.14 24.76 4.29 29.77 2.91 39.03 3.45 0.37
Ba 19.37 5.07 57.65 2.64 8.91 3.51 99. 65 2.53 0.11
Sr 243.77 2.16 15.19 3.56 87.39 3.07 169. 14 2.84 0.08
Zn 54.73 3.94 26. 59 4.34 34.73 2.44 18.82 3.40 0.04
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2.6.3  JrIRUERAEE

VEBRRCUE R Z AN 6 FiE % — Bk k2245
HE ¥ B ( GBWO07603., GBWO07605, GBW10015,
GBW10020 .GBW10047 .GBW 10049 ) F-A7 345y, LA
UG T SA0E A o 45 51, 5 HE ) B (64T

ST HE AR R 22 (RE) |, W B30 7 92 4 i 1
JEEERWE S, WNRS B Ao RN EE S A
(H A XA 22 ITE 10% LAY, SR dEE AW &,
T B A, BB A JE AR R S A BT R

R5 HEEBRE
Table 5 Accuracy tests of the method

JLHE miH GBW07603 GBW07605 GBW10015 GBW10020 GBW10047 GBW10049
INEE/107° 2000 3000 610 1150 460 3000

Al SEHE/107° 2105 3115 614.55 1179 456. 85 3125
RE/% 5.25 3.83 0.75 2.52 -0. 68 4.17

INEE/107 1070 264 540 480 148 1010

Fe SEHME/107° 1054 265.99 548.57 473. 69 145. 69 1076
RE/% -1.50 0.75 1.59 -1.31 -1.56 6.53

INEE/107° 4800 1700 5520 2340 910 2700

Mg 411076 4769 1678 5565 2285 904. 25 2645
RE/% -0.65 -1.29 0.82 -2.35 -0.63 -2.04

INEA/107 16800 4300 6600 42000 2550 22800

Ca F-HY{E/1076 17012 4218 6575 41695 2538 22514
RE/% 1.26 -1.91 -0.38 -0.73 -0.47 -1.25

NE/107° 19600 44 15000 130 6500 300

Na SEHE/1070 19328 43.66 14892 128.54 6472 281.65
RE/% -1.39 -0.77 -0.72 -1.12 -0.43 -6.12

NE/107° 9200 16600 24900 7700 10800 21000

K {1070 9345 16799 24885 7633 10722 20069
RE/% 1.58 1.20 -0. 06 -0.87 -0.72 —4.43

EE/107° 61 1240 41 30.5 12.1 173

Mn SEHE/107° 63.25 1295 40.93 31.68 12.65 175. 68
RE/% 3.69 4.44 -0.17 3.87 4.55 1.55

INEE/107 1000 2840 3600 1250 2300 3600

p SEH4(E/1076 1046 2788 3622 1247 2324 3544
RE/% 4.60 -1.83 0.61 -0.24 1.04 -1.56

EM/1076 95 24 28 38 12 62

Ti F-H{E/1076 93.52 22.58 27.55 40.25 11.68 63. 85
RE/% -1.56 -5.92 -1.61 5.92 -2.67 2.98

NEMH/107° 18 58 9 98 24 36

Ba SEHE/107° 17. 44 56. 98 9.28 99. 63 23.54 34.44
RE/% -3.11 -1.76 3.11 1. 66 -1.92 -4.33

NEE/107° 246 15.2 87 170 22 74

Sr SEHME/107° 248. 69 16.05 84. 69 168.57 22.98 73.22
RE/% 1.09 5.59 -2.66 -0.84 4.45 -1.05

INEE/107 55 26.3 35.3 18 11.2 25

Zn SEHME/107° 53.39 26.58 33.67 17.62 10. 86 23.96
RE/% -2.93 1.06 -4.62 -2.11 -3.04 -4.16

FEECH 100 B THBR T SRS TR 2, 72tk
3 g5 1) S5 T Ak B R A AR S, S T I I

AR ST X A R A BT B e LR R AT A
5 1 ME LA A0 i M 3 3k SR PR AR 90 A %o AR
HEATRIAL I 6P L) 10 mL 336 F/KFT 1 mL AUE KT
TRAEGRIE R T M50, I BB 6538 19 Bl it T A A
SEHSFRIT , REORIEAE S 43 50 4  SE R S5 E Sl SE R A
KA FRUEY) AR R BEHE R 9, JF 3 2 7 i B R

fifp— PR RN 5 25 B 1A R S G (] e 00 A R
T2 FOTRI T TTE

AT EFAPREGAE DA i AR i =
FUEAS A SRR BRI AT A 2 T AR
TR L2 ¥ K JUER 45 R R A e e, B kAt BR
R, 0 R R L 5 R 00 45 R LR A
(22T 3R R 2047, Xof A4 285 b sk A 27 e A A58 HAT
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Simultaneous determination of 12 elements in biological samples using microwave
digestion and inductively coupled plasma-optical emission spectrometry

XIAO Xi-Lian'?, LIU Jie’, WEI Li', CHEN Yan-Bo', YANG Xiao-Li'?, YANG Hong-Mei'
(1. Wuhan Geological Survey Center, China Geological Survey ( Central South China Innovation Center for Geosciences) , Wuhan 430205, China; 2. Re-
search Center for Petrogenesis and Mineralization of Granitoid Rocks, China Geological Survey, Wuhan 430205, China; 3. Changsha General Survey of
Natural Resources Center, China Geological Survey, Changsha 410699, China)

Abstract: Given the particularity of biological samples, this study employed microwave digestion and inductively coupled plasma-opti-
cal emission spectrometry (ICP-OES) for the simultaneous determination of 12 elements in biological samples, including aluminum
(Al), ferrum (Fe), magnesium (Mg), calcium (Ca), sodium (Na) , potassium (K), manganese (Mn) , phosphorus (P), titani-
um (Ti), barium (Ba), strontium (Sr), and zinc (Zn). By optimizing the pretreatment conditions of microwave digestion samples,
this study selected the mixed reagent of reverse aqua regia (10 mL) and hydrogen peroxide (1 mL) as the digestion reagent, and an
appropriate experimental procedure for the microwave digestion system to ensure complete decomposition of samples. Moreover, this

study selected the optimal plasma excitation conditions, analytical spectral lines of elements, and background subtraction position to en-
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sure high determination sensitivity of elements and interference-free spectral lines. This study plotted the calibration curve with the na-
tional primary reference materials for biological components as the calibration series, making the calibration series consistent with the
sample matrix as much as possible. The simultaneous determination method had a total dilution multiple of 100, eliminating the inter-
ference of the matrix effect. The results show that this method had a detection limit of (0. 04~4.93)x107° and a relative standard devi-
ation (RSD) of 1.41% ~5.13%, showing high precision. As verified by the national primary reference materials, this method had a
relative error (RE) within £10% and determined values consistent with standard values. Therefore, this method is accurate and relia-
ble, meeting the analysis requirements of biological samples.

Key words: microwave digestion; inductively coupled plasma-optical emission spectrometry; biological sample; matrix effect; calibra-

tion curve
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