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W E: B @M - BB S % B F RT3 (inductively coupled plasma-mass spectrometry,
ICP-MS)3: [l B I 52 4k Bz 4 il 25 FIAE b 8 Rl BT 2 Na(B). Mg(8%). K (8. Ca (§%5). Fe($%). %(Mn). %F
(Zn), HI(CO)FRM L. 53k FEMZ HNO;-H0, ik M MATAL LS, M ICP-MS A8 Jr i 5 2k 1z 44 fit
ZHAET 8 FOCR AL, SRk E R, GR 8 FIOTEARUEM RN AR ECH 0.9994~0.9999, 7k
KB M 11.3 ~298.7 pg/kg, FIhFR EICR N 86.2%~104.8%, HIXFRENZE N 0.8%~7.6%. L& %k
P fERR . RO, AT TR AR 2003 A R E
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Determination of multiple mineral elements in Dendrobium officinale by
microwave digestion-inductively coupled plasma-tandem
mass spectrometry
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ABSTRACT: Objective To establish a method for the simultaneous determination of 8 mineral elements (Na, Mg,
K, Ca, Fe, Mn, Zn, Cu) in Dendrobium officinale samples by microwave digestion-inductively coupled plasma-tandem
mass spectrometry (ICP-MS). Methods The samples were pre-treated with HNO3-H,0, microwave digestion, then
the contents of 8 elements in stem and flower of Dendrobium officinale were determined by ICP-MS method and
quantified by external standard method. Results The correlation coefficients in the linear range of the standard
curve of 8 elements were 0.9994—0.9999. The limits of detection were 11.3-298.7 pg/kg, and the average recoveries
were 86.2%—104.8%, with the relative standard deviations (RSDs) of 0.8%—7.6%. Conclusion The method is simple,

rapid and accurate, which is suitable for simultaneous determination of 8 metal elements in Dendrobium officinale.
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#: 2 73 ffH(Dendrobium  officinale) & 22 Bl 7 fiftJ@ i 2L
2R, LR CILRANE Z 5, Bk Ry BA RAF i PR A
Mo BURL B PR IR B A A BT . PO .
WS G A U BB AR AU S A 20 AR e
IR . WX NARAT 25 AT LA, i R S £
P AR DAT B ICHLOC R, 25 RS T i L XS 2
R A BN, TOHLIC R W] LAl i AR B a5 A A
RO A MR & 4 2 e S, R, s Rk,
FE MERRI E PR A TCHLOCR M B B .

FERE L TCHLTC 2 A I 2ok A, A A A BRI A AR
TR UR, ST AL BRI B R 0 AT kG % R
WETR L L SEIG S A S0 8 FH A G AL B 5 vk F B HE TR 1k
TR AR . UM IR . ORI R B RO FRAR BRE
FUALRR)s ¥, HAT AR Ee e . R b | T sE 4
PO AR O H AT LG R I ik R
BRI 6 %7 (atomic absorption spectrometry, AAS), J&
F U N1 1 (atomic fluorescence spectrometry, AFS) | HL &
A5 E FIRET & 561575 (inductively coupled plasma-
optical emission spectroscopy, ICP-OES). /@& 5 T
1A 5 3% ¥ (inductively coupled plasma-mass spectrometry
ICP-MS). fEARZ ATkl kb, o BRE & 55 8 IR %
R EARHBRAL . REUE R . BRI TE
MZICRFEERS, O 2N HARE. . 258,
BRSOG4,

VARG b 04k B A b S an A bl . e . Al
M R LA R ORI R S, AR B AT R
A ST T, X A SR M b2 B A
WRWEEIS 2, HRERY, EAasEhSAEENE
By R IR X LR, R 2R AN [ 2y
FHERALTE MR & AP —E DX, AT Bk KA M
P SRR G BB NHGER KD . ARSI
T A — PR SRR 5 5 B8 AR S R Ak B A R B A iR 25
PEFRALH TCHLITR I HEATINE, LU 8 A Bt R AW
R ZRENET T L5 G T R B HEAE B S 1 .

2 MRERE

2.1 UEFESIH

2030 U ERFR G S B F SIS (H AR S A RD;
TOPER T AL . UT-400 B a] 8 B $ubig ( iz 58
ISR & A BR A F]); Millipore Direct-Q5 484 /K A (F5

MR R # K S AT PR A w)); FW100 B i3 3 7 R R AL
(KA R EHUAS A R H]); XW-80A iR iR & Lif
R

Na(4h). Mg(8). K(H). Ca(f5). Fe(Bk). Mn(%h).
Zn(#F) . Cu(i) TR AREAR (1000 mg/L BY 10000 mg/L,
FAREYI L) *Be. PCo. "PIn. *“Bi ARiEEIEIA
(1000 pg/L, HASEHEAH]); MHBR(HFH, 18E Merck 2
Al AR . Rk AL gal, FiE E 254 AL AR A R
ol YIS FRHER T - SR (GBW10019, H [E A}
2 GE s BRI BRI 2 F B A AT BT, SRR KON 587K
S AT P B 3 S R DU A RES FH HNOs: HLO(1:2, V:V)i#
WL, W TG B KBTS A -

SEOG FAAT R B AR ZE B RE S (TR (R T
T3 3 LA A i KA R R RS WD) o
22 KWK
221 BRELA

Na(d). Mg(8t). K@), Ca¥5). Fe(%). Mn(ih).
Zn(8E) . Cu(b) eI & W i 4 E ZAEH- 372 T bR e IR
WEF W HRIC R 8 2 0 RPRMER (1000 mg/L 3% 10000 mg/L)
ZAHBRVET(5:95, VIR BEAS 2, IR A4nvE T/EE W IS
IR &R Z T E IR AR & AW R IA T
(5:95, VIV B3], S IoRUEIER 1 s,

F1 BEMETRELRRE
Table 1 Standard solution concentration

5 JLH PRHER I RS (ng/L)

1 Na 200, 1000, 2000, 10 000, 20 000
2 Mg 200, 1000, 2000, 10 000, 20 000
3 K 400, 2000, 4000, 20 000, 40 000
4 Ca 400, 2000, 4000, 20 000, 40 000
5 Fe 10, 20, 100, 200, 1000

6 Mn 10, 20,100, 200, 1000

7 Zn 5,10,50, 100, 500

8 Cu 5,10,50, 100, 500

222 HMENfmEs

FRIURE i 0.500 g 5B A6TFE#S A T 1l 0 A D 3 v,
JIWA 5 mL W4ER, CE 1 h, FIIA 1 mL i S SRR, HE
SOESE, e BRI T A USSR A A R A T T A9 (T 1 4%
025 2) T R T BUR IO T R, BB ST HESR, H
K RN TG, KT AR RO T A AR T 100 °Cin#A,
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HEABRRZ 1.0 mL, BUCEZR AR, KE ARk
FERE 25 mL, TRAIIHIHARE S RIS (R A
W 2.5 mL AR AR TR 2 25 mL A a i, U4tk
ERPES], 12 KED) . Ca(ib). Mg(8). Fe(#k)nZE Lkt
T

F=2 MORHEBREM

Table 2 Microwave digestion condition

Wt B ERREERC THERR]/min

H HR R[] /min

1 120 5 5
WO 2 150 5 10
3 190 5 20

223 MEIAEAS

DABRAE SV VR A AR A TR, ARG I 2
FIAI PR EAR A BRI ZR, W 2RISR | <
IRF RS TAESEL, B U TR 3.
23 Gito

Excel 2007 %} SCH5Ha #E1 748 2 DPS 7.05 X &5t
TR 5 BT

3 HER5SH

3.1 BTRCEBEHRALEEER

FIARFRAL R, X 3 FOR[R] A ARy VAT T AR
H# 4 AT, 3 R iR Rk i R R T e £,
OB IR R Z s T IRA LRI I A, i ik
FERT R o ZRG W, (ORI A T i EAa P e /T A7)
LT
32 ZMBHRKER

X T e i A TR B s R R 51 AR ICP-MS 7l
bR L, AR, 45 R0 S AR ER,
FICE M BRE I R A, HIOCRECH 0.9994 ~
0.9999, Xit2s (IR IIEAT 20 YOEATINAE, UL 3 fEhrdiln 2
TR A B, BT T E A R 113 ~
298.7 ng/kg, WIif R SLFRAE RN E A BESK . IR AEAE R A i
SEFRAAET, X BTG AR S AR i RSO A ICP-OES
BT, bRk, 13 Atk a R, IR
B, 2500 6. WASATLAE Y, ICP-MS Jr kA it
HAT AR A HH B

®3 ICP-MS (UERBIERM
Table 3 Operating conditions of ICP-MS

E 2 CA BH SRR ZH
SRR W 1500 FE IR TF R /(1/s) 0.3
b B RS R /(L/min) 15 Eibas B /R AL
H/SF R /(L/min) 0.80 SR AU R
BRI = /(L/min) 0.40 RFEIRPE /mm 8~10
SRR/ (mL/min) 4~5 SRAERR s
FALE R/ ,C 2.0 Ky = A3l
Fz 4 TEIRTIES AT
Table 4 Comparison of different pretreatment methods
HIAL Py 7% ME LN 1% FH i A 38 ] /b TH AR /°C
S L iR 20 mL 120
TR ST A iR
=Wz THR- = AR R 20 mL 4.0 s
TR 5 mL 120
— ol .
TR T i filR -1 A AL A S 1 mL 1.5 i;g
Tk fifiz filifiZ 5 mL 9.0 550
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®5 ICP-MS FE&MSHREHR
Table S Linearity parameters and limits of detection of ICP-MS method

e JLH LM/ (ng/L) Sty R FRE(r) o PR/ (ng/ke)
1 Na 200 ~ 20 000 Y =0.009671X + 1523.7 0.9998 31.8
2 Mg 200 ~ 20 000 Y =0.0006064X + 70.577 0.9999 33.8
3 K 400 ~ 40 000 Y =0.002022X + 1910.4 0.9994 89.2
4 Ca 400 ~ 40 000 Y =0.0001028X +31.792 0.9999 298.7
5 Fe 10 ~ 1000 Y =17.70X - 14.122 0.9998 88.8
6 Mn 10 ~ 1000 Y =26.26X +47.661 0.9997 11.3
7 Zn 5~500 Y =10.69X + 40.124 0.9999 16.17
8 Cu 5~500 Y =48.31X +189.09 0.9999 11.57
#* 6 ICP-OES ik S B R HIR
Table 6 Linearity parameters and limits of detection of ICP-OES method
F5 LR LR/ (ng/L) iR LB () o i BRA(pg/kg)
1 Na 200 ~ 10 000 Y =3429X —269274.8 0.9996 88.5
2 Mg 200 ~ 10 000 Y =1024X-16751.7 0.9999 614.5
3 K 200 ~ 10000 Y =1143X-90174.4 0.9997 609.5
4 Ca 200 ~ 1 000 Y =485.3X—-1588.1 0.9999 1114
5 Fe 10 ~ 1 000 Y =466.5X-1794.2 0.9999 387.5
6 Mn 5~500 Y =3654X-373.7 0.9999 13.6
7 Zn 5~500 Y=135.1X+37.5 0.9997 31.9
8 Cu 5~500 Y =447.7X-173.7 0.9999 30.0

33 EXRESEYRS

K EE ST W B E R RS E Y R - SER (GBW
10019)F I 5E 6 UK, FHRASH L 7, WE 45 BB TE
Z: 2 B BN, M X BR UE R 22 (relative  standard  deviation,
RSD%)H/NT 4.0%, FWIZ I EEA BRI R HERTE .

=7 tEYRTREESERNEEN=6)
Table 7 Standard and measurement values of mineral elements
contents in apple standard samples (n=6)

TLER PRUE(E T RSD/%
Na/(g/kg) 1.160.09 1.12 1.8
Mg/(g/kg) 0.39+0.06 0.37 22
K/(g/kg) 7.7£0.4 7.8 2.6
Ca/(g/kg) 0.49+0.01 0.48 0.8
Fe/(mg/kg) 162 16.8 3.6

Mn/(mg/kg) 2.7+£0.2 2.6 0.7
Zn/(g/kg) 2.1£0.4 2.3 1.1
Cu/(g/kg) 2.540.2 2.4 1.6

34 EEMXW

53 SRS B Bk i B A R FIAERE L 0.500 g, AT
95 6 W o #2808 2.2.2 B EEFATAE SR AT AL, R A S
PEFT ICP-MS 37, MRAEbRifE LRy FAg oo R &
IS A X bR IR 22, S50 8. PATIIMIM TR
SRR RRE R 2224/ T 5.2%, W7 A E I BT .
3.5 [EIERKIEEELE

R A5 45 70 3% 78 5k B2 A Mk 25 RAE B i v B 5 A O
HEAHAG . . KO InbR I sE 56, RS K- PATIE 6
Wo MR SZHF 2 B R 86.2% ~ 104.8%, A fE {22
0.8% ~ 7.6%, Z5RIFK 9. SLIRLERFI 4T 5 s e B
0T, REWR LA AR
3.6 SEPRMEmNE

R FH G N7 1 5 0 K A R ZE R B A FRHAE Hh 22 R
W IFOCEMATIE, 250 0L 10, Bl amEER iR S
BT Ca>K>Mg>Fe>Mn>Na>Zn>Cu, Ca LR KA
fRkZE TR ) o e, ARBFSTINA R R A R Pn R i
AR 5 A 38 SO i g 4 SR o — 3G Bk A A
PILE RS RINF N K>Ca>Mg>Fe>Mn>Na>Zn>Cu, 54k
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KRR S A AN R TEER A BHER Koo &
Sl oA, A A gE F R 1ICP-OES I iE ik iz A ik T
TEh ZR e R & 2 BRI R A HETh Koo R & it
m AL ER . S IR AR A SRR A e
A B AETEAR B 25 F:(P<0.01), B Ca JLE M Mn JLE
Ab, HAT R A BHET & R T2 i & i

*8 EEMIWMELR(N=6)

Table 8 Results of repetitive experiments (N=6)

g REAMZE  popjo BRIZABIAE RSD/%
/(mg/kg) /(mg/kg)

Na 58.30 1.8 102.9 2.1
Mg 975.2 2.3 1392.6 1.9
K 9585 43 19583 4.3
Ca 10921 52 9618 3.9
Fe 252.3 2.2 845 2.8
Mn 189.9 1.6 156.1 1.9
Zn 21.62 1.1 28.65 0.9
Cu 2.581 1.4 3.906 1.7

F 10 BEAMZEMEHRT BRTESIEMNM=3)
Table 10 Contents of mineral elements in Dendrobium officinale
samples (n=3)

JLE Bk B A 25/ (mg/kg) B AR/ (mg/kg)
Na 58.15+0.35 B 106.5+4.5 **
Mg 955.0+27.0 *8 1360+54 4

K 9540+78 B 19600+£600**
Ca 10620472 *4 9785+315"®
Fe 246.5+10.5 B 856.0+11.0
Mn 189.0+2.0** 156.5+0.5 8
Zn 21.80+0.35 8 28.90+0.40
Cu 2.585+0.005 " 3.975+0.125 **

+9 FEEWERENREREN=6)
Table 9 Recoveries and relative standard deviations of the
method (n=6)

ey W = 1€
(mg/kg) g% RSD/%  JElEHR%  RSD/%
12.5 93.2 3.6 95.2 5.5
Na 25.0 96.8 2.2 97.3 33
50.0 98.9 1.6 101.2 2.1
250 99.2 2.8 103.7 3.8
Mg 500 101.2 1.9 104.8 2.1.
1000 104.3 2.5 101.1 1.1
2500 101.0 5.4 89.9 4.7
K 5000 103.8 49 98.7 4.1
10000 92.9 33 91.4 1.9
2500 95.7 7.6 93.0 4.6
Ca 5000 97.6 3.7 95.1 45
10000 98.8 4.8 95.6 3.0
125 86.2 6.8 88.3 45
Fe 250 92.1 43 94.2 52
500 97.4 5.7 93.8 3.1
50 95.2 2.0 94..0 14
Mn 100 98.2 12 97.1 2.6
200 99.0 0.8 97.0 12
5.0 87.3 45 88.7 35
Zn 10.0 90.4 4.1 90.3 4.0
20.0 92.8 32 90.5 45
1.0 95.3 25 96.0 2.0
Cu 2.0 98.6 23 98.4 2.8

4.0 99.3 1.9 98.8 1.1

e [F—FRR/ING FREFR 285 1 3, P<0.05; AKE FhE2%
TR, P<0.01,

4 &

ARG T SO TH A — BRI R DT
T [ s 2 K B A bR 8 A TROCE B IE . IR
P, R RAL . WERE G, RatrkEaftth2RooR
P RTAT )5k o BT E JC R AR B A1 AN TR, & i 2 B
—E 2 TR AR, Ca JUR SR MRS WTE
BREz ATRHET, K OCER & b fm & i o e o PR B A
R ERE o ANRFT TR R Na, Mg, K. Ca S ®#IT
%5 Fe. Mn. Zn., CuSFMminE ., A5 A HIEZER
e ZF0 T T o0 R I HLA T Ak B A ik o T
5B MNERR UKL AN HERESE, W8 A 5
ZREVE S TE R R A — i 1 SEBR

SE Bk
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