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RSD) #/NT 4%; “FHIEIRIE 92.0%~131.2%, RSD 4 0.6%~3.5%. &€ % BRI | srdrikad . R
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ABSTRACT: Objective To establish a method for determination of 15 metal elements in rose petals and rose jam
by inductively coupled plasma mass spectrometry (ICP-MS). Methods After samples were digested by microwave,
mass spectrometer conditions and selection of internal standard were optimized, 15 metal elements content was
analyzed by using standard and kinetic energy discrimination (KED) modes and determined by ICP-MS. Results
The linear relationship of each metal element was good in each concentration range (+*> 0.999); the limit of detection
was 0.020-5.633 ng/L; the relative standard deviations (RSDs) of the precision, stability, and reproducibility were
less than 4%. The recovery rate was 92.0%—131.2%, and the RSD was 0.6%-3.5%. Conclusion This method
provides quick response, high sensitivity, and reliable testing results, which is suitable for the determination of metal
elements in rose petals and rose jam.

KEY WORDS: rose petals; rose jam; microwave digestion; inductively coupled plasma-mass spectrometry; metal

elements

ESTE: Fiomdi 5 /R A6 X E s S0 = PR (2016D03027)

Fund: Supported by the Project of Key Laboratory in Xinjiang Uyghur Autonomous Region (2016D03027)

HEAER: JE 2LV R BER, WL 6L, ERESETy [l Bl B o B S 25 B AR ERIF S o E-mail: mavlanjan@ms.xjb.ac.cn
*Corresponding author: MAIWULANJIANG Maitinuer, Professor, Xinjiang Technical Institute of Physics and Chemistry, Chinese Academy of
Science, No. 40-1 South Beijing Road, Urumgqi, China. E-mail: mavlanjan@ms.xjb.ac.cn



1896 0 A R 2 R 1%
18 = AR PURRAT ICP-MS TR . AHIFFE R e T et

HORAE NG R Y B (Rose rugosa Thunb) )T
5, BT h E 2 2015 4ERR—3BM, B AEE TR A
RIS P 2 UL aR AR Y, BB RN
YR HA —E B RO E, SRR S 0m mIT &,
SZEN AR 2 1 R % . IAh, BORAIEE W] L2y
B, ERTHIPEIFR . Ess . OISR . S5 RN
FEMEGRT . B AR . &R KGR . 64
FIEER), BORAER T O, BRI, BORERCIR, i
P Z NI RAFRIMER, T RGBS FACE S . IRER
At LA T R D

BURAE T2 R AR 2 il T8 B AR b, 2 YT
PR AR . B 20 RSN, BR T A ML
LIS, AR W RBIRAE R Z—. TR
I Z BN &R, 52501 Hh i 4 J8 J0 R AN HAh %
OGRS P, BRI P 2 (IR T 25 80% 2 A
HHEEMHEOTREME  SRBEUIMNOCHR T BEES S5 A
P A A B R L TR TR LIS G IR T R b 2 5 Ak
W Z A BLRTE BUBC & 9, 38 [F R 5 2580 L, ik Bh
WHCRCT B T A A B E SN, A EE B ICE [
(Pb). #@(Cd). 7R(Hg) AT 38 5 52 75 G iy A 7 R (1 3 A
AOMEAFEAEY . FaJEE RN EE, 55 R,
XPRAEfEE . DA, . R IR ES R T2
FAERERIE R EER TR, RSB 5
W, CEPW PR RS Bvh AT SR Wik,
O IAE . AEFE2VE SRR R A AU
B SRR R AR, SR AR g A 0 7
GB2762-2017 (& i A bl £ ah s Je b ) 1Y
HX AL AT (Ph) . Bl(As) . BR(Cd). R(Hg)5F E 48T
FATRS B R . HETINE 48 TR M A KA
TR (flame atomic absorption spectrometry, FAAS) [,
1 2% 0 | F W W ¥ (graphite  furnace atomic absorption
spectrometry, GFAAS)!"*), B JgHE & 55 B TR F & S
% (inductively coupled plasma-mass spectrometry optical
emissin spectrometry, ICP-OES)!", F Jihll & %5 8 1K i3
H(inductively coupled plasma massspectrometry, ICP-MS) [,
AAS P HABRITZEAN, HBEE . QB IER
/v, ICP-OES ¥:7] AU R 438 H R B &, (HEITHR
Z I S LA E T, WA AR, FEHC; ICP-MS T EHA R
TR TR VSRR . T KRR A
HHBRAR LS R 40 A 2 R OC R S0, # 2 i ] T8
AR AR R A PR AR A A A R
ICP-MS ElEZFa Rt RN, ALk, FERR, £
SR 43 F 8 F Bl T s s gl R Henf vk, R AR
18 [ WL AR (kinetic energy discrimination, KED) U718a] 45

wh AL T, B A SE R A, AN ERR, RA
ICP-MS 2 Ffi(hrifE STD Al KED)E R i H e 16
ikt $Ca, Mg, Fe. *Hg, "'Cd. *®Pb. As. Mo,
59C0\ 63Cu . SSMH\ SIV\ 66Z11\ BSSI\ IZISb %‘_@F 15 ﬁé’z\ﬁ
JCE IR E AR I T R, W BORAE S AL 1 i
S ERRESHIRE.

2 RS TS
21 (ESHH

2.1.1 ZEBME

NexION 350D %! ICP-MS Z3#r{{ (35 PerkinElmer
2y F)) 5 EHD-24 35 ffAL (A6 3 ZR i B R AT BRA &),
MARS6 74 [ 3 i3 IH i ZE DU (3EE CEM A F])
Sartorius BT2 S H, T K[d=0.0001 g, F&ZFIHBLA{UEE
AL EBRA o
2.1.2 KA 5

21 AT E IR SFRUEVS M (As. Be, Ca. Cd. Co. Cr.
Cu. Fe. Li. Mg, Mn, Mo, Ni, Pb, Sb, Se. Sr. Ti.
TI. V. Zn) (100 pg/mL,#t 5 : CL1-95MKBY1, % [&
PerkinElmer /A #); PICEFRER: 4:(Au) (1000 pg/mL,
%[ PerkinElmer A rl); BICEIREA: KHg). 45 (Ge)
(1000 pg/mL, ERA €48 KB FH R B 40,
KHOLRNFRIEW: #(n). $k(Re). £E(Rh) (1000 pg/mL, 3
[ PerkinElmer 23 ]); FrEPHIEH: 8% (Be) fii(Ce) 2k (Fe).
(). (L), BEMg). £ ((Pb). #U) (1 pg/L, EH
PerkinElmer A #l); fHER(EHLL, WA RFREfL 27 5 A R
N SR KON Al K

AT RFEAFIMIX A 10 IBLAERER S 3 #HEEeE
1e¥, o Sa M X = b i BOR AR TR A 7= S11, S12 77,
Wz 1 K.
22 ZWHE
2.2.1 ICP-MS %1%

SR PR U Sy b A 25 il A e A 2% o o,
W SUACORI 0 ) Sk il A ORI R, kR O 4
4>99.999%7H1 3.5 mL/min, VBRI ER =50, 435
HOREE AT EAR T . (USRS E: RF
I 1200 W; 558 FOARSURE A 18 Liming 25 LA8 3 i
H 0.76 Limin, 5L EWE R 2 °C; B WE N
1.2 L/min; #4805 BEHHE R -1850 v, Jik ob By BE s R
900 V; BESNFFERCH 20 t/min; T 3 P02,
222 EREH &

(1) FRAE BRI A5 T

MR 21 FOTRIRAGFRUEAR 0.15 mL, THE
15 mL. Hg Fl Au FRICRFRER S 1H 0.015 mL, &4



46

BEFHE - REIER, % BIBHE %8 TR TOEA I E BOREE R B 15 R g monR &5 1897

% 15 mL, F/KAEHSE As. Ca. Cd. Co. Cr. Cu, Fe.
Mg, Mn, Mo, Pb. Sb. Sr. V. Zn IR SHFRIERE A 1 ug/mL,
F 2%AH R A I il i Hg A1 Au pRUERE AT 1 pg/mL; 45
TG AT RN HE RO S L2 2,

*1 HRERE~RFERMS

Table 1 Sources and batch number of rose petals and jam

Hir's RFE AR it
St BT RER HH b IX T LR T L R 20180618
S2 TSR FH b DX 7 L 20180704
S3 S FH b DX A Bt 1 20190620
S4 T 1 FH b DX e Bt 2 20190731
S5 BN b X (SRR 7048 20181004
S6 LR X BOBAE AL 2019005
S7 T b X BORAEAE R 1 20180606
S8 HR e X BOBAETE A 2 20180708
9 L S 740 3 X O AL A 20180627
S10 R FH b DX (TR 20180525
S11 FIH R L BB % 20180925
S12 FIH B BB A 3% 20190819
S13 IR BOBRAE ¥ 20180914

*2 ERNEBERRRIIRERTRE
Table 2 Concentration of stock solution and serial standard
solutions for each element

- I W i3 RN

JLE ff e SR HE T IR B/ (ng/L)
/(ng/mL)

Hg 1 0,02, 05.1.2,5

Cu 1 0. 1. 10, 20, 40, 100

As, Cd. Co. Mo,

1 0,05,1,5,10, 20
Pb, Sb, V

Ca, Fe, Mg, Mn,
Sr. Zn

0, 20, 40, 80, 160,
200, 300

(2) IRAWFRIER

I3 KE S E U (Re) . Ml(In), $2(Rh). £4(Ge)foLR
INARIAETR 0.05 mL, EAZ 50 mL, FI/KF BRI 1 pg/mL
R A AR

(3) i A i T Y o

MR I FE 5L (S1~S10) Axd i, #ERIFRIL 0.15g(k
1% 0.0001 g) K EIEEFFREGE A (S11~S13) 0.2 g(FE
% 0.0001 g), BFRWRLIGHME D HHEBBORAIR
8 mL B FIHME T, WML 100 °CHIE M 20 min, 44
S O T T AR AR, i R R R Y 1B A T (R 3), T
RN, HEMEMI 140 °CHEEE 1 mL B, B4,

F/DROKBERIEME 3 IR, EFE 15 mL REEEHT,
FE5, BVASHERA . FIRERE R TR e R, W T R
A BT IEINA 200 pg/L Au bR, A 2%(V/ V)RR E
A 15 mL BNEERT, 5, BISNE KoL
o [RIE, BEATHRANMR Jas IR IG5 S b
HEMMARTE R, P 1% fE R AR B 2 638 5 B I R el

®3 WRHBRE-REERF

Table 3 Time-temperature program for microwave digestion

IR TJHEIE/min - fEIRA ] /min - $25HEEE/C
1 7 2 120
2 5 2 150
3 6 20 180

(4) PR 22l

ST A WO A it H4 3 ) B A AR R BRI A AR R S
AWFRICE, it bR G R NG 5 AR C 2 i
AT, B BEL S H ARG FE AR A PR Re S P ARI
& Hg. Pb. UL In HHWAFRIE Cd. Sb Lh Rh Ny NHRIE
Mo, Pk Ge HHFRME As. Zn. Cu, Co. Ca, Fe. Mg.
Mn. Sr. V). 7EfLALE Y ICP-MS TAESE I E bR e
TR ZS VWO DA B AR 428 S0 R /N bR T R 195 5 5 B
O AR A AR AR (Y), 25 s THE 5 VB VR 8 (L Ry A A s (X0 22 il
e 2R, IR bR UE M T A A BAR B BT R
A

3 HZRED

31 FHEKIE

JE ST PR IR F 55 8 R = A ) T (s 2 T LA
FAH ] B B0 AR 5 B bR ot 2 1 44 SO A R &
H S S A 256 5% FH 3l g 15 ¥ (kinetic discrimination,
KED)E 2T bR B T4 o 7728 AR 2s Xl Je 7 A
PIHIAE R, T4 bR SR AO0 2 AR A TSR R DG . MR
TN SRR 77 A AMEAE ), AR S50 2R F AR A 1 s
BRI,
3.2 ZMXFH

EH AR SR L 4. 5REYH, SH0ER
R R AT . HICREL 7>0.999, 55, BE. &k,
BELOBE . BRTERIVREE 20~300 pg/L S Y-S50 5 bR
DA 0 E A B A RAF IR, A n RAEMRKE 0~
80 pg/L i Bl PN -5 IR (65 P AR S {ELY EUAE B R4
S
3.3 WUHRSBEE

BZS FORE LSV, LAESE 11 YR 25 AR Al i W )
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NEAEIY 3 FEFRIEIRZE(3SD) It 1 B F500 0 28 vk B A Rk
MR, Z5R 0% 4, WRINBEFRERFR(Ca. Mg, Fe i
B4 100 pug/L; As. Sb. Co. Cu, Mn, Mo, Pb, Sr. V.
Zn WRPEEH 10pg/L; Cd. Hg MREESH 2 pg/L)idind, #“2.170
T ICP-MS SAFELLHFE 6 IR, THE AN AR HE SR 2 (relative
standard deviation, RSD), /T /7 i (RG24 R I A
R, R HBRAL. S5 ILEE 4.
34 ESHMBEMSINL

A3 LR —HER AR S (G5 STHiE &, k6 Y, &
“Q220Q)°HUT Jrikdl s i ina i, HRELE NN,
Fe2. 1°WUR ICP-MS Shikie, 10 5R4&T0 5 MW I 1
orE, 453 5, As. Ca. Cd. Co. Cu, Fe, Mg, Mn,
Mo.Pb.Sb.Sr.V.Zn Hg F¥ &L RSD 4 1.1%~3.7%.

T LR R ERFER RSN, it
A TE—RNAY 0, 2. 4. 8. 12, 24 h, #47 6 Rk H shitk
R, B HERE I RS T SEER U, 10 JC R AE A ]
BUOHREE, T RSD, S5RILE S ISFOTE SR RSD
M 1.9%~3.9%, RIBEXMIFER DA ITREFIRILE 24h 12
EPER AT
3.6  INEREIYER LI

HWE A (G $7) 0.15 g, AHHE, $15
By, A5k B —E RS TR ER R, #%2.2.2(3)”
TR 5 ik R S A, T2, 1780 ICP-MS 44k
FEE, EEME 3 K. HHEG S ITTRE M THB miE
92.0%~131.2%, RSD 9 0.6%~3.5%, IiS(HITEbRUE(E IS
BN, RUIA R AT 5. 25 R 6.

F4 BRLREMEMXR. WHRRE RSD(N=6)

Table 4 linear relationship, limit of detection and RSD for each element(n=6)

TR Bl 5 A ”? LRV (ng/L) o tH PR A(ng L) RSD/%
Ca Y=46738X-2.2663 0.999 8 20~300 5.633 2.252
Mg Y=1127.8X-3.3756 0.999 9 20~300 2.685 1.286
Fe ¥=6306.2X-9.41x107 0.999 8 20~300 2.447 2.654
Hg Y=1260.7X-0.1011 0.999 3 0.2~5.0 0.229 3.028
Cd ¥=7785.3X-6.5x107 0.999 9 0.5~20.0 0.041 1.325
Pb Y=448.11X-1.0936 1.0000 0.5~20.0 0.050 0.646
Sb Y=1915.9X-0.1999 0.999 9 0.5~20.0 0.020 0.415
As Y=926.15X-0.1302 0.999 8 0.5~20.0 0.033 2.180
Co ¥=73.002X-8.44x107 0.999 8 0.5~20.0 0.054 0.373
Cu ¥=96.039X-8.8x107 0.999 8 1~100 0.107 0.607
Mn Y=241.84X-0.9366 0.999 5 10~300 0.033 1.033
Mo Y=6145.8X-0.1788 0.999 9 0.5~20.0 1.052 1.450
v Y=193.54X-0.2074 0.999 9 0.5~20.0 0.259 0.606
Zn Y=596.37X-0.1905 0.999 8 10~300 1.147 1.399
Sr Y=661.67X-1.3567 0.999 6 10~300 0.033 0.556

%5 REHSEZHRBRLERO-6) (g/ke)
Table 5 Results of repeatability and stability tests(n=6) (mg/kg)

JEH FaE RSD% V=R RSD% JLHR R 1k RSD% HEME RSD%
As 0.106 3.0 0.103 1.2 Ca 1425.3 3.8 1496.7 1.2
Cd 0.014 3.4 0.013 1.1 Co 0.204 3.7 0.207 1.9
Cu 5.324 2.8 5.284 3.0 Fe 696,39 3.1 685.5 34
Mg 1960.2 1.9 2004.7 2.9 Mn 45.824 2.4 44.020 2.5
Mo 0.187 3.9 0.179 1.9 Pb 1.073 3.8 1.060 3.7
Sb 0.026 2.1 0.026 33 Sr 32218 32 31.826 3.5
\Y% 0.944 3.1 0.905 22 Zn 31.950 3.0 33.04 3.5

Hg 0.017 2.7 0.016 22
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37 HRNELER

B 10 HEBRAE K 3 HEEBERAE TS &, $¢2.2.47
R Oy gl & I A A W, SFEAT 3 0y, FEC. IR
ICP-MS 244, dhkeiiE, |E 3 K, B3 WIEHE(E
PR, SR IE 6. THHEAXN:

WX:(pX-pO) XV/m,

o we BERHPKITR &, ng/e

P BRUE MR A RE S B, ne/L;

po: BRUE IR BRI AR S R, ng/L;

V. BEEERAT, L

m: FREEE, g0

% 6 Al L HWIAEZ5 4 Ca. Mg, Fe. Zn. Sr.

Mn W& RN EE; BORERE T Ca. Mg, Fe. Mn &
BT, HAEILK Pb. As, Cd. Hg, Cu WY&/
WIEFF E WM/T2-2004( 25 A SRR Sha SR oty
AR ) POTeR T o 2 4 SR S R R AE (Pb . As. Cd.
Hg. Cu JLER TR ASE 5N TFSET 5.0, 2.0, 0.3,
0.2, 20 pg/g). ANRIF=HbAY B AL 5 B BRAL B 1R b o IR —
JCERY A BB 22 5(P<0.01), S4 F1 S11., S12 Koo &AM
H#s, A Ca, Mg, Fe. Mn £ S4 FRYS T S11.
S12, XEL22BE Al RE S BN R =R, K, £
B A K IR R AT Y BOBAERE S R G R T
WAL F X NG R M A, RO B T BORIE S S HAth
B, g, HEBORAEREA TSR SG TSR
B, BN S Al B AR A H B A

F6 MIREWERSEIELER(n=3)
Table 6 Results of recovery test (N=3)

bz BE/(ng/L) S A BE/(ng/L) Bl /% RSD%

JLE IR E /(ng/L)

LIS [ ik [ ik [ i [
As 3.1 2.5 5 5.8 8.7 107.6 112.5 1.2 2.6
Ca 42 50 100 98.5 151.5 113 109.5 3.2 0.6
Cd 0.13 2.5 5 2.7 6.2 102.8 121.4 1.7 22
Co 2.90 2.5 5 5.47 8.93 102.1 120.6 1.8 2.4
Cu 60 50 100 115.3 163.1 110.1 103.1 2.3 3.0
Fe 83.7 50 100 130.4 190.7 93.5 107 2.9 2.8

Mg 157.1 50 100 203.1 251.8 92 94.7 2.9 3.1
Mn 43 50 100 62.8 100.4 117 96.1 2.4 1.9
Mo 1.9 2.5 10 5.0 12.6 124 107 2.3 22
Pb 10.9 2.5 10 13.5 20.7 104 98 2.9 2.8
Sb 0.3 2.5 5 3.1 52 111.2 98.6 3.4 3.5
Sr 3.5 50 100 64.2 104.6 121.4 101.1 1.5 3.0
v 9.5 5 10 15.7 20.3 124 108 2.9 0.6
Zn 6.1 50 100 71.5 104.2 131.2 98.2 1.6 0.9
Hg 0.2 2.5 5 2.6 5.1 96 98 1.8 22

&6 13itHRAT 15 MRS ENELR(n=3) (ng/kg)
Table 6 Determination results of 15 kinds of element in 13 batches of samples (n=3) (mg/kg)

JLHR St S2 S3 S4 S5 S6 S7 S8 S9 S10 Si1 S12 S13
As 0.06 0.02 0.11 0.2 0.1 0.28 0.08 0.04 0.03 0.04 0.01 Tr 0.01
Ca 1576 2180 1519 2361 923 3115 1696 3236 2399 1314 699.2 503.8 735.5
Cd 0.01 Tr 0.01 0.01 0.01 0.03 0.01 0.01 0.01 0.01 Tr 0.01 Tr
Co 0.08 0.06 0.21 0.26 0.16 0.33 0.12 0.18 0.07 0.12 0.02 0.02 0.02
Cu 5.08 3.32 6.35 5.26 7.38 4.95 6.3 7.2 4.82 8.25 0.46 0.52 0.71




1900 B A TR R ) EERE
&53%6
JLHE S1 S2 S3 S4 S5 S6 S7 S8 S9 S10 S11 S12 S13
Fe 415.9 475.9 658.4 1200 430.6 1142 593.2 573.4 418.7 515.4 298.9 200.2 615.9
Mg 2388 2799 2492 2248 1944 3003 2068 2662 2034 2450 480.2 365 615.9
Mn 721.7 578.4 1227 954,2 925.2 2889 913.3 1285 1098 1132 182.3 183.3 193.8
Mo 0.83 0.16 0.45 1.08 0.33 0.35 0.19 0.3 0.18 0.37 Tr Tr 0.01
Pb 0.12 0.05 0.31 0.55 0.64 1.3 0.34 0.23 0.12 0.19 0.1 0.04 0.05
Sb 0.01 Tr 0.01 0.01 0.01 0.02 0.01 0.01 Tr Tr 0.01 Tr Tr
Sr 74.5 88.1 89.3 101 95.4 92.1 92.2 100 60.1 98.9 14.4 15.3 10.5
\% 0.27 0.08 0.54 0.99 0.4 0.86 0.33 0.21 0.16 0.1 0.15 0.03 0.01
Zn 9.3 9.89 10.8 9.55 12.14 10.34 42.02 14.77 9.23 12.58 6.05 2.85 3.4
Hg Tr 0.02 0.02 0.01 0.01 0.01 0.02 0.01 0.01 0.01 Tr Tr Tr

F: Tri& it/ T 0.005 mg/kg

4 FHiL51R

A 5T R FA OB T M, R B AR Y 9 AR T K
W/ NS AL AR, @57 T STD Hl KED 2 Fi s i it
R ICP-MS ¥, XTERAE 5651 15 FiaJm oo
T o 2O AR R, R, A5 R ] R,
A AR 2 2R o0&, IF Bl AR ST A0 4 2 sk
FRERE S R HBR, A TR ZFITESGEN
WSE, ECAE T s 1 A2 PP 3RS T2 1k
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