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ICP-MS iEME B SKEEHBER2SMTE=LEFGHNEE"
BERE,EE,FwB e ET

(VLR AR 2V B0 A7 BR 2> 7], A 221100)

BE HH. 259 R48505 5 FRFEE(ICP - MS) il & 382 1 3% K B2 40k P 25 #F A # 42 R 64
AERRG AT, Fik. KA Agilent 7800 ICP - MS ¥, B48 45 & F K RIS, 15 A % HIABAE X, FHR
F 1550 W, &FAMAE 1S L+ min~" B SRS Xl AR, 4 % b BE BRI R, B %
R RI R E 25 AR KRS E, AR RARIF(r>0.99), FH X RSD<10% (n=6) , =Dl
F4£80.0%~120.0% (n=9) , ¥ X7 B FRiENG TR, EiL: ERT SRR EHRLA L RS EHIAT
ICH - Q3D MLZRZ 4 30% , R A4 2h il ke AP R, Ak A AR 25 % 70 & 2 89 2 35 4 o R
i E R T A%,
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Determination of 25 elements impurities in
alfentanil hydrochloride injection by ICP - MS”

GAO Zi - zhen, LI Lei, XU Ru - ling, XU Xiang — yang ™

(Jiangsu Nhua Pharmaceutical R&D Co., Ltd., Xuzhou, Xuzhou Jiangsu 221100)

Abstract Objective: To establish an inductively coupled plasma mass spectrometry (ICP — MS) method for the
determination of 25 potentially risky elemental impurities in alfentanil hydrochloride injection. Methods: The Agi-
lent 7800 ICP — MS inductively coupled plasma mass spectrometer was used, the conventional tuning mode was
used , the RF power was 1 550 W, the plasma gas flow rate was 15 L« min "', the matrix effect was eliminated by
external standard, and the sample was diluted for direct injection. Results: The method can simultaneously deter-
mine the content of 25 kinds of elemental impurities, and its linear relationship was good (r >0.99). The RSD of
the repeatability test was <10% (n =6), and the recovery rate was 80.0% —120.0% (n =9), all of which met
the requirements of methodological validation. Conclusion: The content of elemental impurities in alfentanil hydro-
chloride injection is lower than 30% of the limit specified in ICH - Q3D, which will not bring safety risks to the
drug, providing a reference for the quality control and risk assessment of elemental impurities in other similar drugs.
Keywords : alfentanil hydrochloride injection ; inductively coupled plasma mass spectrometry ; element impurities ;

methodology validation; content determination; impurity limit
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AR, 25 [ 24 i W B 1) DA % 24 B3 Xt T
BRSO ) F ) B SR A A n A T SR A TR
A B A R R R 5 24 A 4 fi, o] BB X
WM RN R AR, S B M, BB — s
FEOLEITB RS R . O T EHIZG AR, B
TUITCE R T 2 2 4 RV, I X 24 il A 7 et
Hs K R RO 2 FITAE A R AR R T R
ZRRHEAT R R A I Y L R 2 R R R
[ BRI 2 (ICH) “Q3D JEE ALtk ™ 3 F R
W4 1 SN , 485 24 it v A7 AR XU 1) 24 b ot R 2%
IR AJE(1 28 2A 28 2B 2K 3 2K%) IR x TR i
S TR A1) 750 45 AS Ti) 7510 2R L 5 AN ) 1) BR AL ( oG 28 4%
JRiE H AR A iF A, PDE) L 25y on R 44 T
P % JU R AR BRI T AR 5 A2 2%, v ok &
SR TRIR T & S (ICP - AES) 357 il s
B TIR B (ICP - MS) 35171 R H o 47 1 4
M AR USP HE4E /) JC 2 4% T U 77 %, IF A6 25 AT
W AREN Iz A

ICP - MS B AE R r MR U R M 1 Fl oy
PR AT R G 2 Rl OC 2, HAAR PRI TE, 0T
REJTHR, PR, RAEE T T LR RA
A M A PR AT ATIB T RCR , o T R A AR 1) B
AR, A T s T, H
R, ERRBAT S5 T 5 VB R oG 28 2% 5 A ARG v A DL 4
TH AR SCHRRE ] 2 B 24t W B B R P BOR 285K, R
FH ICP — MS YA X R Bl 75 oK JE 1 1 vl BB AEZE 1Y
B(Li) BA(Sb) H1(Ba) fk(Fe) 4% (Zn) 4% (Cr) i
(Cu) FL(V) A (Co) VER(ND) i (As) JFR (Cd) K
(Hg) A5(Pb) (B (B) fk (Si) 5 (Al) (BE(Mg)
(K) #5(Ca) EK(Ti) & (Mn) B (Sn) fili (Ce) .
(Bi) 3t 25 FpoCZ & S T , AR ERRT 2SR e
SHBROC R AR PR B bRy A Bt T Ik
1 UE5KH
1.1

Agilent 7800 ICP — MS H1 JEFH & 25 B TR JF %Y
(ZEEME N ) |, Mettler XSE205DU +J5 43 2 — 1L T
RF-(HEFE AR R Z AR IR (IR & B T By
HIRAF]) , FAC (LA B A BR AR, K
ALK
1.2 %y

Bk e O RE R BG4 (1 000 pg - mLT) BA
TEEFRETE TR (HE2 198009 —2 193005 —4 196028 —

2.198004 196047 -7 .19B030 -7 .,198034 -2 197026 ) |
ZICEK (100 pg - mL ™) FRUEATR (&8 Bk B B
FICHEIN 100 mg - L) (5201002 —4) i[5
A6 R S 7 R A U b O 32 43 Elemental
Impurities according to ICH Q3D parenteral, Standard 1
(GHLE2mg - L7 RITH 3 mg - L' Stk
Smg+ L7 AIEZE 15 mg - L™ 0 20 mg - L7,
BLUCE 10 mg - L") (41t 5 BCBZ3573) . Elemental
Impurities according to ICH Q3D parenteral, Standard 3
(FHICE 25 mg - L7 HBICR I mg - L7 B E
70mg - L™ 40 E 30 mg - L', 80 % 110 mg -
L™") (#t5 BCBZ9593) ¥ Sigma — Aldrich 24}t

FERLER RPN 25 K JE T : 3 HEHA% O 2 mL: 1
mg, it SAF200801 ,SAF200802 ,SAF200803 ;3 HLH#L
#% A 10 mL:5 mg, it 5 SAT200801 , SAT200802 ,
SAT200803 , 24 A VLIR KA 240Nl e oy A7 FR 22 W) A 1
2 FiEE5HER
2.1 ICP - MS Y25 514

SN 1 550 Wi SRAEIREE : 8 mm; S5 B 1
R 15 L - min ™' B ZE 53 .0.3 1+ -
SRR T AN T] 40 s PRTEASE A R 5 T A2 CHK
35 K100 BT I E] 0.3 s (GR 2 s, B 1 s, 4
1 s) ;s WG SIZRAR 2 ) :30 s,
2.2 SRR R E

M HE ( ICH Harmonised Guideline Guideline For
Q3D) (faj#x“ICH - Q3D™) Fl
Q27 24t T 50500 5 245 T 3008 0. 25 4 A B PR E T
HORFE T (A7) ) A8, X 3 6 rh i — 2T
FRIEAT XU DA, 015 ) 25 R JE TSR A H s R
oA 307.65 mg,H 2 mL:1 mg.10 mL:5 mg 2 Fi#L
AR TR 1 PDE, Z 0 ICH - Q3D 4% M55 H i
R 2 307. 65 mg T35 R BT 5 K JE T 4 4%
TR KIS THR R E 20 B PP B (AET) Ko 1l
BI{EL, i E 2% TR M BR B4 i 8 b, Horb, B0 85 VB
BB B S DR O RE R AR BT b 75 12 M R ) R
AN, H PDE SR8 A, Wk 1,
2.3 #rmh
2.3.1 BElAIA TR RS B ISR R BT 25 K JE i A
W 1.0 mL, ¥ 10 mL PR SR, H 2% BRI
(1) 500 mL SRR AR, A S AfK A
fisfR 10 mL, AHE 4K E 2, 785, RS ) B 2204,
Ee ey Il I N

min_];ﬁ%

Elemental Impurities -
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Tab.1 Limit of each element in alfentanil hydrochloride injection

- R AET/ EHlRE
TR PR hcoretical calculation limit) / (g per piece) (control threshold) /(jug per piece)
(element)  (pg-d~')
(pg LY 2 mL:1 mg 10 mL:5 mg 2 mL:1 mg 10 mL:5 mg
ed 2 3.25 0.006 5 0.0325 0.002 0 0.009 8
Wy 3 4.88 0.009 8 0.048 8 0.002 9 0.014 6
208 pp, 5 8.13 0.016 3 0.081 3 0.004 9 0.024 4
(o 5 8.13 0.016 3 0.0813 0.004 9 0.024 4
sty 10 16.25 0.0325 0.1625 0.009 8 0.048 8
5 As 15 24.38 0.048 8 0.243 8 0.014 6 0.073 1
ONi 20 32.50 0.065 0 0.3250 0.019 5 0.097 5
121g}, 90 146. 27 0.2925 1.462 7 0.087 8 0.438 8
7Li 250 406. 31 0.812 6 4.063 1 0.243 8 1.218 9
8 Cu 300 487.57 0.975 1 4.8757 0.292 5 1.462 7
137 Ba 700 1 137. 66 2.2753 11.376 6 0.682 6 3.413 0
2Cr 1 100 1787.75 3.5755 17.877 5 1.072 6 5.363 2
% Fe 1300 2 112.79 4.2256 21.127 9 1.267 7 6.338 4
7n 1 300 2 112.79 4.225 6 21.1279 1.267 7 6.338 4
B 10 000 16 252.23 32.504 5 162.522 3 9.7513 48.756 7
7T Al 500 812. 61 1.6252 8.126 1 0.487 6 2.437 8
Bsi 27 000 43 881.03 87.762 1 438.810 3 26.328 6 131. 643 1
199, 600 975. 13 1.950 3 9.7513 0.585 1 2.925 4
55 Mn * 250 406. 31 0.812 6 4.063 1 0.243 8 1.218 9

1 (note) ; * BRI 24 5145 31 /5 Guideline on The Specification Limits for Residues of Metal Catalysts) ( European Medicines Agency{ Guideline on The

Specification Limits for Residues of Metal Catalysts) )

2.3.2 WA BGEALINZY 0.45 o KERFRE,  WOMBEEZIRE, 8850, RSN B AR I B, 20 iR

E 500 mL SRR R BnAE B AR g,
IAGHER 10 mL, FHAEAE7KE 2, 555, BV IRl A
FEWL (7 0. 09% FALTIRY 2% GEIRIEWL) o

P R OB B RAR IR AS 0. 13 mLg
R JC AR HEVE R4S 0. 5 mL; Elemental Impurities
according to ICH Q3D parenteral, Standard 1 0.1 mL,
10 mL SR RO, O IR A B A R 2 1
JE RS, VA AS BEAIA U A R i BURR T R AR
VAW 0. 1 mL, & 10 mL SR PNAR LR, DR B A R
AR R 2, 4550, BIAG6F BE R VU A, 5 20 0K %
L Elemental Impurities according to ICH Q3D paren-
teral, Standard 3 0. 25 mL X} 8 FVAWK A, 2.5 mL X}
HRSRVAR A, 1. 25 mL, % 25 mL RS, XS
R R BRI 22 L $520 , RIVAS X BRI A

b I ST R AR 1 mL R4 70 3R A if
VAW 0. 1 mL, & 10 mL SR PAR LR, DR B s
AR B

O BT B, 0.4 mL E5 R T R bR E TR
0.1 mL, & 10 mL F PN, BT S B
B2 B, BVAE 0 R SLA TR B

2.3.3 AR RSB EBOC B A 1 mL, B
10 mL SR P B A, Iout R G B TR T R 20
FEAT, BIAS ARG BT R A5 A % i BBGER IR ] 2% K
Je SR 1 mL, & 10 mL RIS, Fa500mA
X RE AT A 1 mL, FH 2% Gl BR VA TR B B %0 B, 1
A7, B IARA S VAR Ao Rl 3 inbr vt et it i
W B bR AW B

2.3.4 ZVENMERW oy 5IRE 2 OO BT A
0.0.2.0.5.1.0.1.5.2.0 mL, & 10 mL &4, X
HE St BRI 23 3 W e 22 20 B, B850, RIS e P o 135
A [R]85 PRI 2 R B o

2.4 JiiksEmmik

2.4.1 EHFEMAK BG5Sk SAF200801 fEE R
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BT o5 K JE T S WA O AN R T, R IR0 2.3. 17
“2.3.37 I J5 vk A R A AR 0 X R
VA TR AR AR A B AR R PR A
P B VAR B, LR R AR R WA O 2 R TR

66 fyFEdh , BRI E m R AE (CPS) 4R R 2
P 149 <10% , U2 T 90/ FUfE 2 1
70% ~125% 15 [l N, 3% W 38 o Jo B o 90, i 2
LIRIEER

R2 ERMHRBRAR

Tab. 2 Specific experimental results

CPS LA ( ratio) /%
ik T p— — S
(element) (blank solution) P R IR X R PR ST | )
(sample solution) (spiked standard) (spiked sample)

Li 506. 69 606. 70 11 599. 55 12 210. 06 4.4 100.0
B 285.57 15 482.20 57 771. 36 74 520. 05 0.5 102.2
Al 184. 45 3377.19 20 205. 13 23 988. 80 0.9 102.0
Si 1811.29 17 179. 87 119 713.77 127 055.72 1.5 91.8
A% 96. 67 96. 67 8 512.91 8 609. 62 1.1 100. 0
Cr 506. 69 1 175. 65 1 130 388. 30 1160 617.38 0.0 102. 6
Fe 9 004. 42 10 775. 86 1205 303. 17 1275 171.76 0.8 104.9
Co 25.55 130. 00 8 566. 27 8 937.62 0.3 102. 8
Ni 234. 45 961. 18 9 848.29 10 452. 05 2.4 96. 4
Cu 1 075. 64 1524.59 369 640. 81 383 544. 35 0.3 103. 4
Zn 2 363. 63 2 063. 57 269 228.36 269 403. 41 0.9 99.3
As 16. 00 50. 34 2 184.75 2 047.05 0.7 91.4
Cd 13. 00 191. 69 887. 46 1 038.49 1.5 95.4
Sh 132.23 310. 02 75 340. 38 77 383. 60 0.2 102.3
Ba 9 682.78 13 058. 00 187 481. 30 199 216. 69 5.2 99.3
Hg 61. 83 44.33 800. 32 857.82 7.7 101.7
Pb 295.57 6 961.07 12 970. 58 20 457. 25 2.3 104. 1
Mg 1 395. 68 1 037. 85 48 744.73 48 601. 87 2.9 97.6
K 62 456.22 9 4408. 54 1 085 856.73 1112 138.45 5.8 93.7
Ca 687. 82 2 050. 23 60 816. 04 61 570. 35 1.1 97.9
Ti 13.33 31. 11 13 936. 27 14 044. 14 0.1 100. 6
Mn 543.37 585.59 316 745. 81 317 161.38 0.2 100. 0
Sn 137.78 632. 85 328 702. 80 325 955.31 0.0 99.0
Ce 103. 34 66 933. 83 1 968 835. 07 2 017 082. 45 0.0 99. 1
Bi 35.55 5.56 1 907 740. 14 1 835 086. 78 0.0 96.2

{E (note) « LUAE 1 25 AR 450 3R 000 SIE B A X 68t I AL 22 L 5 D 2 DA AR i i i 7 D 2 436 1€ o 8 T80 0 7 015 om0 e B

Fi4) 1 137 {22 FE (ratio 1 was the ratio of the response values of each element in the blank solution to the response values of the spiked reference substance, ra-

tio 2 was the ratio of the response value of the spiked test substance minus the response value of the test solution to the response value of the spiked reference

substance )

2.4.2 R &S REEC2.3. 27 BUR X
JEEA VAT A 1 mL, 5 10 mL RPIIE R A, ooy B
i B B R 20 B, #8250, RIS RGeS PRI A5 (R
Pl R GEIE TR B LR 6 YA, 45

W3, BITEM M RSD<10% , 1381 Jr v 3d A

R4t

2.4.3 LVEFRREE HLC2.3.47 R LR E
& A B AR S i AR, AR A Y AR bR, W
BE X MR AR bR, EA TR RS, 25 R WL 4. 25 oo
RV RS r 24 >0. 99, DAL IE R R R IT
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Tab.3 System suitability test results

L& CPs RSD/
(element ) 1 2 3 4 5 %
Li 12 568. 08 12 779. 46 12 866. 19 12 805. 07 12 799. 48 12 656. 06 0.87
B 60 180. 62 60 666. 88 60 938. 25 61 291. 96 61 143.46 61 571.99 0. 81
Al 21 910.92 21 681.62 21 703. 95 22 144. 60 21 936. 49 21 879.75 0.78
Si 113 818.07 114 005. 51 114 002. 70 115 039. 71 114 235.75 114 002. 78 0.39
% 8 937. 62 8 631. 84 8 768. 60 8 942.07 8 708. 58 8 737.49 1.4
Cr 1 187 672.29 1190 941. 42 1192 489. 19 1 197 997. 45 1 197 905. 85 1 206 079. 95 0.55
Fe 1277 863. 54 1 285 705. 80 1298 013. 83 1 288 281. 50 1 285 496. 55 1293 098. 49 0.54
Co 11 766. 54 11 631.92 11 610. 80 11 704. 20 11 617.52 11 786. 50 0. 66
Ni 10 063. 98 10 015. 04 10 067. 31 10 117.37 9 804. 94 10 168. 54 1.3
Cu 391 440. 21 390 845. 81 389 476. 60 392 082. 49 392 197. 99 389 094. 26 0.34
Zn 275 407.22 275 660. 81 276 010. 05 278 160. 89 278 241.22 278 778.28 0. 54
As 2 077.05 2 058. 05 2 097. 39 2131.73 2114.73 2 149. 41 1.6
cd 933. 14 897. 46 924. 14 927. 80 935. 81 906. 13 1.7
Sh 78 813. 69 79 947.28 79 691. 67 80 300. 50 80 073.76 80 340. 88 0.71
Ba 198 731. 20 200 388. 88 200 130. 50 201 809. 67 202 433.73 201 717. 36 0. 68
Hg 856. 82 869. 32 877. 16 910. 49 891. 82 901. 16 2.3
Pb 14 540. 00 14 429. 88 14 216. 24 14 460. 98 14 360. 87 14 722. 42 1.2
Mg 47 672. 10 48 149. 14 48 260. 72 48 239. 53 47 739. 96 47 636. 34 0. 62
K 1 053 291. 70 1 055 904. 04 1 063 007. 19 1 065 027. 19 1 071 510.29 1 058 395.95 0.63
Ca 58 686. 02 59 374.47 59 380. 14 59 380. 03 59 227.12 59 510. 47 0.50
Ti 13 791. 68 13 828. 39 13 964. 09 13 772.77 13 919. 57 13 518. 06 1.1
Mn 307 579. 40 310 779. 23 311 987.01 311 265.94 310 577.20 310 099. 90 0. 49
Sn 320 711. 85 321 734. 67 322 164. 36 322 066. 26 321 288. 64 322 994. 69 0.24
Ce 1 913 488. 45 1922 273. 65 1 922 497. 80 1 939 691.95 1 920 635.72 1 926 506. 97 0.45
Bi 1 861 719. 50 1 868 135.27 1 886 040. 20 1 862 760. 49 1 869 833. 74 1 875 276. 05 0.48

2.4.4 RONRR o bR 2. 3. 27 IR A
VRIS RS AR BRI ) L S SR AE 7 YR CPS, 315
FICRMRIE PR EIR 25, $ 3 SD/r 31545 2K I
PR, 10 SD/r 3154320 R (SD 7 HIE RS TR
CPS bR 2=, r A JC R AR 2R AR ) | 45
R4,

2.4.5 HEEMRE US4 SAF200801 1)k iR
BTZF R JE TR 6 32, IR A ¥ 4), 4 BIRS % /L 1
mL, & F A 10 mL 5 P54 58 4, B2 50 A
“2.3. 27 WUR X MRS A 1 mL, ] 2% RS R VA
i RE B 208 $2 57, AIAS A MW A [FIL ) & &
SRV B, K 12 Oy FE SR UHEREARG I, 45 5% I 3%
5345 JCEWRIE M RSD<10. 0% , Ut % Jr vk B & 1%
[E5/To8

2.4.6 foEtRE RS 2. 3,27 0 X R A
VWA 1 mlL, Jinsx B8 SR BRORG B 2 10 mL, $E5),

HWEWHR L

RS Rl B PRV VR A U5 SAF200801 (1)
ERPR B 5 R JE TSI 1 S, M s i 1 mL, ilm A
“2.3. 27 TUR X HR S A 1 mL, [ 2% G PR VA W A
B2 10 mL, #8257, BIAS- Bt ab A2 PRV TR A5 [l i
A0 BT RS E PRI R B R AR E PRI B 4
D FEMER IR E R A 8 h, 435 F 0.2.4.6.8 h B
HERERGI , 25 R WA 6, KU RWKAER) RSD<8.0%
VLA MAE 8 h NERAE .

2.4.7 AERENCRIRE B S SAF200801 (1
ERIRBT 25 KG9 IR G5, i hiks % &

1 mL, & T 10 mL A, 530 3 4, 2 50 A
“2.3. 27N RYXT RS IAR A 0.5.1.0.1.5 mL,
2% EFR VAWM B 2 2 B, 4350, RIS R A5 )
Pl A P W Bo B 18 I FF SRR E AR A, 25
BT, K ICEAEA UL 21 B AE 80. 0% ~
120. 0% ,RSD<10. 0% , 13 BH 7 B vEf B 5 o
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Tab. 4 Experimental results of linear regression, limit of detection and limit of quantification
JLE KM EVEpsyi LOD/ LOQ/
(element)  (linear range)/(pg + L") ( regression equation ) ' (pg- L) (pg- L)
Li 5~50 Y =507. 98X +476. 69 0.999 9 0.249 7 0.8322
B 100 ~100 0 Y =118.80X +623. 37 0.999 9 3.1157 10.385 7
Al 10 ~ 100 Y =372.61X +2 200. 76 0.999 0 0.087 0 0.289 9
Si 100 ~ 100 0 Y =204. 89X +2 004. 65 0.999 9 0.653 9 2.179 7
v 0.2~2 Y =8 398. 82X +88. 89 0.999 9 0.005 0 0.016 6
Cr 22 ~220 Y =10 501. 61X +731. 16 1.000 0 0.029 8 0.099 2
Fe 26 ~260 Y =9 285.76X +21 550.76 1.000 0 0.0395 0.1317
Co 0.1~1 Y =18 014. 62X +56. 67 0.999 6 0.001 6 0.005 3
Ni 0.4~4 Y =4 810. 04X +272. 24 0.999 9 0.010 4 0.034 8
Cu 6 ~60 Y =12 874.29X +1 569. 04 0.999 9 0.007 3 0.024 3
Zn 26 ~260 Y=2013.28X+7 073.19 0.999 9 0.117 8 0.3927
As 0.3~3 Y=1326.61X +10. 67 0.999 9 0.005 3 0.017 6
Cd 0.04 ~0.4 Y =4346.73X +12. 67 0.999 5 0.000 9 0.002 9
Sh 1.8 ~18 Y =8 545.32X +155. 56 0.999 9 0.010 6 0.035 4
Ba 14 ~ 140 Y =2600.74X +10 125. 34 0.999 9 0.166 0 0.5533
Hg 0.06 ~0.6 Y =2668.1 65X +80.00 0.999 8 0.003 2 0.010 6
Pb 0.1~1 Y =27 495.73X +8717. 84 0.999 8 0.002 1 0.007 0
Mg 8 ~80 Y=1229.37X +2 163. 58 0.999 9 0.156 0 0.5200
K 200 ~200 0 Y=1087.73X +74 063. 30 0.999 9 1.314 8 4.382 8
Ca 200 ~200 0 Y =63.22X +2 299. 16 1.000 0 0.953 8 3.179 5
Ti 8 ~80 Y =366. 59X +24. 44 0.999 7 0.040 4 0.1345
Mn 8 ~80 Y =8 343.50X +885. 62 1.000 0 0.007 2 0.023 8
Sn 8 ~80 Y =8757.64X +195. 57 1.000 0 0.005 5 0.018 3
Ce 8 ~80 Y =52 061.41X +283.35 1.000 0 0.000 5 0.001 8
Bi 8 ~80 Y =51 610. 19X +158. 90 1.000 0 0.002 1 0.007 0
x5 EEMHHKBRER
Tab.5 Repeatability test results

JLE kg g e (concentration) /(g - L") RSD/

(element) (spiked concentration)/(pg + L™") 1 2 3 4 5 6 %

Li 25 25.123 26. 025 25. 160 25. 469 25.876 25.456 1.4

B 500 627.071 640.229  635.384  646.674  636.387  628.065 1.2

Al 50 61.553 62. 195 63. 160 63. 608 61.792 60. 872 1.7

Si 500 565.328  572.969  575.839  582.025 569.020  569. 880 1.0

\Y 1 1.019 1. 006 1. 020 1. 048 1. 025 1. 025 1.3
Cr 110 109. 516 110. 891 110. 450 112.211 110. 602 109. 419 0.93
Fe 130 129.434 130. 710 131.546  131.871 131. 137 129.118 0. 86

Co 0.5 0. 501 0. 499 0. 500 0.503 0. 507 0. 488 1.3

Ni 2 2. 168 2.227 2.205 2. 158 2.130 2.139 1.7
Cu 30 29.710 30. 153 30. 106 30. 443 30. 016 29. 741 0.92

Zn 130 129. 580 130. 985 131.102  132.468 130. 906 128. 959 1.0

As 1.5 1.524 1. 531 1. 591 1. 560 1.556 1. 535 1.6
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L Jbr 2 e £ (concentration) / (pg + L™") RSD/
(element) (spiked concentration)/(pg + L™") 1 2 3 4 5 6 %
Cd 0.2 0.235 0. 244 0. 242 0.242 0. 246 0.241 1.5
Sh 9 8.755 8.950 8.999 9.070 8. 990 8. 823 1.3
Ba 70 73.826  75.186  74.867  75.614  74.509  74.099 0.90
Hg 0. 0. 296 0. 304 0. 304 0. 307 0. 308 0. 307 1.5
Pb 0. 0. 740 0.770 0.757 0. 764 0. 762 0. 749 1.4
Mg 40 39.797  39.846  40.067  40.415  39.969  39.910 0.56
K 1 000 1016.842 1021.798 1032.851 1036.306 1022.229 1 023.505 0.72
Ca 1 000 1019.352 1012.876 1033.197 1029.173 1004.931 1 026.471 1.1
Ti 40 38.599  38.481  38.972  39.409  38.805  38.602 0. 88
Mn 40 38.416  38.754  39.076  39.043  38.523  38.727 0.69
Sn 40 38.269  38.800  38.860  39.051  38.394  38.812 0.78
Ce 40 40.026  40.534  40.487  40.861  40.331  40.311 0.69
Bi 40 37.988  38.346  38.579  38.796  38.021  38.226 0.83
F6 BEMKKER
Tab. 6 Stability test results
JoE e E (concentration) /(g - L™") RSD/
(element) 0h 2h 4 h 6 h 8h %
Li 25. 409 24,947 25.515 25.226 25.370 0. 87
B 631. 057 627. 955 644. 033 639. 810 630. 495 1.1
Al 56. 586 56. 071 58. 638 55. 861 55.310 2.3
Si 561.242 571.720 587.778 573.319 566. 217 1.8
v 1. 004 0.995 1.018 1.013 1. 007 0. 87
Cr 109. 012 108. 533 112. 241 109. 312 108. 440 1.5
Fe 129. 600 127. 982 132. 559 129. 634 127. 943 1.5
Co 0. 484 0. 479 0.510 0. 497 0. 498 2.5
Ni 2.141 2. 068 2.193 2. 154 2.082 2.5
Cu 29. 670 29. 399 30. 072 29. 478 29. 455 0.93
Zn 127. 819 126. 983 130. 237 128.237 127. 162 1.0
As 1.487 1. 466 1.567 1. 544 1.528 2.7
Cd 0. 244 0.243 0.248 0.251 0.243 1.5
Sh 8.758 8. 746 9.029 8. 875 8.752 1.4
Ba 73.774 73. 472 74.872 73.524 73. 044 0.93
Hg 0.293 0.287 0.298 0.290 0.294 1.4
Pb 0.733 0. 694 0. 699 0. 682 0. 683 3.0
Mg 42.892 42.759 43. 682 41. 695 42. 606 1.7
K 1 039. 985 1 021. 400 1033.277 1 029. 005 1 035. 055 0.68
Ca 1 046. 584 1 035. 969 1 047.170 1.022. 884 1025.153 1.1
Ti 40.217 39. 636 39. 346 39. 457 39. 381 0.9
Mn 40. 155 39. 616 40. 066 39. 487 39.755 0.72
Sn 39. 990 39.395 39. 930 39. 327 39. 484 0.79
Ce 41. 840 41.165 41.911 41.389 41.443 0.76
Bi 39. 141 38.574 39.132 38.725 38. 450 0. 82
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Tab.7 Test results of sample addition recovery

i I Crecovery) /% T4y <
(;;%) (v shk e B (average recovery)/ i
(low concentration ) ( medium concentration ) (high concentration) %
Li 99. 6 100. 4 99.2 99.7 1.3
B 99.0 99.0 100. 5 99.5 2.0
Al 107.9 106. 5 107.5 107.3 1.5
Si 97.7 97.9 99.5 98.4 1.8
\ 100. 2 100. 1 101. 1 100. 5 2.0
Cr 99.0 100. 1 101. 1 100. 1 1.4
Fe 98.6 99. 6 100. 8 99.6 1.5
Co 100. 0 97.7 99.0 98.9 2.0
Ni 98.2 98. 4 99. 8 98. 8 2.4
Cu 100. 0 99.6 100. 6 100. 1 1.0
Zn 100. 8 100. 0 101. 4 100. 7 1.2
As 99. 4 99.3 101.0 99.9 1.8
Cd 94. 4 96.0 2.1 96. 5 4.0
Sh 98.9 98.5 100. 4 99.2 1.7
Ba 99.1 98.7 100. 3 99.4 1.2
Hg 100.9 101. 8 103.3 102.0 1.7
Pb 101. 5 100. 7 101.7 101.3 1.3
Mg 99.9 99.5 97.2 98.9 1.7
K 96. 8 98. 8 97.9 97.9 1.0
Ca 98.9 97.9 96.2 97.7 1.3
Ti 96. 4 96. 8 95.6 96. 3 1.0
Mn 97.7 96.7 95.7 96.7 1.0
Sn 97. 4 96. 6 95.8 96. 6 0.81
Ce 98.9 98.3 96.9 98.0 0.91
Bi 93.4 95.7 94.7 94. 6 1.1
2.5 FERINE FEZLRIA WL & P 2 R i ik e &
K 6 HEUER TR B 75 K Je {3 5 W e I 2. 3. 17 3 Véﬂﬁﬁ%ﬁ 25 IR 2% ﬁﬁfﬁ%ﬂﬁiﬁ%ﬁ%m

T A B VAR, RO 25 R LK 8
3 itig

PRUEZ] S 24 AR5 oo AT 452 24 iiF R T:
IS ) AR T D JHG e oG 24 i A T B e A
PRIEZY 22 4 R0 BE Al A0 B2, o S R 245 ) o
R BN 2R P2 BT 2 R
s A EE A R 4y, I AR XS 25 2k
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Tab.8 Sample test results
Fr i (content) / (g per piece)
TH
Cement) 2 ml:1 mg 10 mL:5 mg
SAF200801 SAF200802 SAF200803 SAT200801 SAT200802 SAT200803
Li 0.007 3 0.007 4 0.010 3 0.028 5 0.033 1 0.018 8
B 2.854 2 2.8352 2.0132 4.196 0 2.456 7 5.030 0
Al 0.169 9 0.153 9 0.093 3 0.316 9 0.336 9 0.3125
Si 1.458 8 1.903 1 0.901 4 3.948 8 2.993 7 3.3709
\Y 0. 000 2 0.000 2 0.000 3 0.001 1 0.000 9 0.001 3
Cr 0.001 1 0.001 2 0. 002 4 0.009 8 0. 006 6 0. 006 8
Fe 0.008 1 0.003 4 0.009 7 0.010 1 0.018 0 FA
Co 0.000 2 0. 000 1 0. 000 2 0. 000 8 0.001 1 0. 000 5
Ni 0.002 4 0.001 9 0.002 3 0.006 8 0.007 3 0. 005 4
Cu 0.001 0 0.001 2 0.001 4 0.003 4 0.0120 0.005 4
Zn - 0.000 0 - - - -
As 0.000 6 0. 000 6 0.000 5 0.001 0 0. 000 4 0.001 3
Cd 0. 000 7 0. 000 6 0. 000 6 - 0.000 0 0.000 0
Sh 0. 000 4 0. 000 4 0.000 2 0.001 3 0.001 4 0.002 5
Ba 0.097 8 0.099 8 0.101 2 0.443 1 0.449 4 0.448 4
He 0.000 1 - - - - -
Pb 0.002 5 0.002 8 0.003 9 0.002 4 0.008 1 0.001 9
Mg 0.061 2 0.008 8 0.015 4 0.003 0 0.024 0 0.029 5
K 0.605 7 0.5717 0.602 3 1.401 4 1.2579 1.700 2
Ca 0.657 5 0.4723 0.577 6 1.059 1 1.243 3 1.794 2
Ti 0.000 3 0. 000 6 0. 000 0 - 0.001 1 0. 000 8
Mn 0.001 2 0.001 5 0.001 6 0.002 1 0.005 5 0.005 7
Sn 0. 000 0 - - - - 0.000 2
Ce 0.023 5 0.0127 0.014 9 0.054 8 0.040 7 0. 065 4
Bi - - - - - -
T (note) : “ =7 HARK: H (refers to those not detected )
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