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3.1.1 ZJE (CHCN) = a4,
3.1.2 HEE (CHsOH) : faifaf,
3.1.3 HE& (HCOOH) : fiif4li.
3.1.4 ZM%: (CH;COONH.) : RZR4isiAf Y .

32 RRECH

32.1 % 0.05 % TR 2 mmol/L ZFREVEW : FREL 0.154 g 2%k (3.1.4) , N ER/KIEM, H
N 0.5 mL 1l (3.1.3) , FI/KEZRZE 1000mL.
3.2.2  HEEKER (4+1) : HEFREEL 400 mL FEEE (3.1.2) 1100 mL 7K, JRAIE#H.
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BybEgs . JEEFFL RIS WEIFRW . IKFCERR . WIMSEE. BT M. B Hiss. %
KEAPRET IR LR TSI CAS BT, . X FREELMRE A F#R
A1, BbRiE A 5>95%.

3.4 FREABRBBCE

3.4.1  ARAEAE (500 pg/mL): AEFIRRECE AR (3.3) 50.0 mg CREHIZ 0.0001 g , 7 HIE T
100 mL i, RIKE RN SmL KEAE, AP (3.1.2) MBERZIEE, HARbRME s H
BB EZIE, B4, MHRIKES N 500 ug /mL brfEfE &, -20CHRTE, A3 M.
3.42 JRAARHEFIEIE A (1 pg/mL) : 4> FIEFITREL 0.2 mL 6i& B, &FARER. MEP EHEE. I
Wil RFEEE . YIS WEIFIR . AR RS RR SRR (34D, BT
[f]— 100 mL A&, HFEE (3.1.2) MBERZIE, A, BHIBIREN | ng/mL PR A FRdEH
VR A, -20CHRTE, ARG 1.

3.43 RAVMEFHME B (5Spg/mL) : Al EMRIEL 1.0 mL —5Je . BEEGFIR. ZE. 3%
MZ5. JREEFA . FELIEIE. WIS, ET RN, FEREM &M EER (34D , ETH
— 100 mL Z&EHHH, PR (3.1.2) MBEEZIE, #55, FHBIKEN 5 ng/mL IR S b5 v [
W B, 20 CLrfF, AR 14MH.

3.4.4 REFRERS TAEEW: H Rl MEFRREBUR SR ER R A fI B &8, BT H—AE
FIHEE (3.1.2) FRREECH] RS bRE TARE R S1~S5. IBAIMEFRI A (3.4.2) F &I &K
J¥°N 2ng/mL. 4ng/mL. 10 ng/mL. 20 ng/mL. 40 ng/mL; JE&AHEFIAR B (3.43) &AL EY
WIEN 10 ng/mL+ 20 ng/mL. 50 ng/mL. 100 ng/mL+ 200ng/mL; I FH 37 il B A A8 1 92155 1 i
& 2R FE VR A AR A AR TR

3.5 fhFLERE: 0.22 um, HHLH.
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4.1 FRCRAH G -ABRUE, BCA FEBIE R T (ESIHED.
42 B,

43 HWFR BED AN 0.0001 g A1 0.01 g.
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6.1 HFamiZE

6.1.1 1k

HERIFRENL g CFER1220.01 @) i B T50 mLAE &M, ITIA20 mLHF EE- /KA (4+1) (3.2.2),
PRE) (EARCRI TR 78 i) BB /KR (4+1)  (3.2.2) BREEZIE, 8, £ 0.22um
VENEL VR, HUMEWR, RRAE SRR E YRR R TAE M ETE I N, L ROR A i - 5 B

e .
6.1.2  ZAF KAH S

HERRFRE ¢ CRE#220.01 @) WA B T25 mLA RS, fIA20 mLH EE-/KEHR (4+1) (3.2.2),
A, BA30min, AHEERE, APRE-KER 4+ (3.2.2) EXEZE, WA E 10 min,
HERARE2 mL_FiE R ZE10 mLA RS, HRE-KER (4+1) (3.2.2) ERZEBZIE, |E, £ 022
pmPE I E, BRI, AR SRR REE Y MR 2 AR 2R 2R M VE B N, e OB - R R
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6.2 ME
6.2.1 UFESEEH
6.2.1.1 HKIEBIEZY

a) ik CiskE, 100 mmx 2.1 mm, ¥ifE 2.2 pm, BCMEREF 2

b) WAIMH: ANZHE (3.1.1), B NE 0.05%FERE 2 mmol/L ZFEREHAR (3.2.1), F6 PR

FPLE 1.

¢) #tiE: 0.3 mL/min.
d) HE: 35 C.

e) FEE: 2L,

*® 1 BERIER

BFA] (min) Wil A (%) WA B (%)
0 5 95
5 95
11 95 5
13 95 5
14 5 95
16 5 95
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a) BTUR: HWIS IR (ESTED .
b) Rl 2 RBEI (MRM)
o) HfA: BB B R TR
d) KA (CUR) . ER (GS1) . HHBIR (GS2) . Hlif# S (CAD) ¥ hmaim/ s A&
AR, AP S A RS T R U A BRI R, BmEE EE (IS)  XRFEHE (DP).
Ml fe 7 (CED 520l AT R0 2 fie ik RO, W B - X R 5 8 - 4545 B 1 WL B B .
6.2.2 FEMME

2R 13 2100 R AR B A TR, SRR A o e 3 D (0 B ) o S5 VR B b T
VER AP BB A ALy — 80 (LB FE£2.5% 2 ) 5 SRR R 5 1k 8 1 F P R K = 138 45 6 B 4R 24 1)
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MR EFEE (%) k>50% 50%>k>20% 20%>k>10% k<10%

RYFHIFARZE (%) £20 £25 +£30 +50

623 TE=EME

RAR G E RV AR (3.4.4) #ZAERSH KM (6.2.1) HATIE . LUREIRIHERS AR
VIR BE R AR AR, DL T RN P ARARZ il e T A M2k 5 iR A HY 5 VR SR e R 51 AR
BBt a Y, ARIEARAE AR fh 2% ShbRik DA i A T RS 2L 5 &

TIRJEMNAE 18 FERAEY) B (i I TR C.
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8 HMFEMREE. EHRE. BEE

8.1 RYE

MYCRIFRFER N 1 g, AN 50 mL, AJ7iEP LAY E BRI T :

KIS ATARIR. WEBE R, DU, AEE . BER. NESFRA. RFEERR. F
Yo E RN 0.2 mg/kgs HUBHI. BERUFER. 28R JRASE. RERFRL mELIEIE. mivk
FH FETEM., FEREMEERN 1.0 mg/kg.

A B ARSCH AR RN 1 g, ERWBUN 125 mL, AFEP A& E =R

FISH R ATARIR. WEPE R, DU, WAEEE . BER. NESFRA. RFEERR. F
TR E RN 0.5 mg/kg: ZHEM. BEEUFER. 2584, JRA2F. JBREFRL. IR SE. Mk
FKFE FET M. FEkE A E EIRY 2.5 mg/kg.

8.2 EMAE
ARITIEAE 0.2~25 mg/kg IR EJEE A, BIRCER 71%~116%.
83 BEE

FEEL R VLS AF T SRAT IR ORI 5E 45 R (K280 2 AL BT S E ) 15 %.
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zA1 BWMULEYINPXER. RXHMR, CASERS., oFX. B FRE
i) T4 R PR CAS H3x5 R HEXF A T
1 —HJeN Diflunisal 22494-42-4 Ci3HsF203 250.2
2 FIBE R Meloxicam 71125-38-7 C14Hi3N30482 3514
3 ETARIR Sulindac 38194-50-2 CaoHi7FOsS 356.41
4 mL % R Piroxicam 36322-90-4 CisH13N3048 331.35
5 M AR Aceclofenac 89796-99-6 Ci6H13CLLNO4 354.18
6 DU Benorilate 5003-48-5 C17H15NOs 313.3
7 WIEHH Etoricoxib 202409-33-4 CisHisCIN2OS 358.84
8 25 Naproxen 22204-53-1 CisH140; 230.26
9 SEAI Y Fenbufen 36330-85-5 CisH1403 254.28
10 BRybiE g Oxaprozin 21256-18-8 CisH 5sNOs 293.32
11 Je EEF) Nimesulide 51803-78-2 Ci3H12N>0sS 308.31
12 ST Flurbiprofen 5104-49-4 CisH15F0, 244.26
13 WHIFHREN | Diclofenac sodium 15307-79-6 C14H10C1.2NNaO» 318.13
14 RFEERR Etodolac 41340-25-4 Ci7H21NO; 287.35
15 Mg Ik 56 37 Indometacin 53-86-1 C19H16CINO4 357.79
16 ERES Nabumetone 42924-53-8 CisH1602 228.29
17 bR Feprazone 30748-29-9 C20H20N>0, 320.39
18 JEREAN Celecoxib 169590-42-5 Ci7H14F3N30,8 381.37
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5 BHES

a) SR HEBE SR (BSITED;
b) K 5 2 RSN (MRMD;
o) 7 IE B AR 20 41 B AR

d) FBE S ELE (IS): 5500V (ES+); -4500 V (ESI-);

e) A

f) F4k8s (GS1): 55 psis

g) f B

(CUR): 35 psi;

(GS2): 55 psi;

h) & FYREE (TEMD: 500 C.

4

*B1 —HEHF 8 HULEYIEN. EEBTMRIEDHTESH

e a4 FL BT TET EFEHEIE | RHERER | REN
TS

il Vb (/z) (m/z) ) ) (min)
204.9* 27

1 —SJR M ESI- 248.9 60 8.19
156.9 45
i 115.0* 22

2 FIGE R ESI+ 352 80 8.41
141 26
233.1% 66

3 EFIRIR ESI+ 357.1 105 8.58
340.1 30
164.0% 25

4 nk % ESI+ 332 80 8.61
121 28
» 74.9* 25

5 AN ESI- 354 20 8.93
251.9 30
121.1° 20

6 TiERE ESI+ 314.1 68 8.96
272.1 11
280.1* 42

7 WKIEEH ESI+ 359 160 9.12
252.1 61
170.0* 22

8 25 ESI- 229 10 9.42
185 8
e 181.1" 34

9 254503 ESI+ 255.1 50 9.62
237.1 15




. 103.1* 42

10 Hyhieds ESI+ 294.1 90 9.93
276.1 23
197.9% 36

11 JeE&F ESI- 306.9 60 10.15
228.9 24
i 198.9* 15

12 WS ESI- 243 10 10.15
179 20
PG 251.9* 16

13 WA ESI- 295.9 45 10.26
9 213.9 30
. 242.0" 23

14 RAEE IR ESI- 286 70 10.28
212 33
296.9* 27

15 5] e 3 37 ESI- 356 20 10.42
311.9 13
N 128.1° 55

16 25T ESI+ 229.1 70 10.71
171.1 22
) 265.1* 20

17 B[S ESI+ 321.1 80 10.95
253.1 23
362.1° 41

18 FERE A ESI+ 382 110 11.04
282.1 50
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C.1 18 MirmEYIREBEFREIEE
S5TD-3- 150iflunisal 1{5tandard) 2485/ 204 9-HAn | | 5TD-3- IMeloxicam 1(Standard) 3520/ 1150-DHA. | | 5TD-3- 25ulidac 1(Standard) 3571/ 733 1- D Analy. |
Area: 2 059¢6, Height: 51135 AT 8 19 min Area: 3. 111e5, Height: 8 11264 RT: 841 min Area: 3.858e5, Height: 10435, RT: 858 min
Beb Bed 4 r
819 i 341 BT 58
Ted 4
4gb et | 8.0ed
] B g
= 2e5 4 = %ed | = 40et
264 |
165 4 . 208t |
Ted
0el . e . 0el . . . 0.0e0 , ; .
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Time, min Time, min Time, min
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S5TD-3- 5Piraxicam 1{Standard) 320/ 1640-0-n_ | |5TD-3- 14Aceclofenac 1(Standard) 3540/ 49-01_. | |5TD-3- 7Benorifate 1{Standard) 31417 121.1-D-14n
Area: 1.741e5, Height: 4.351e4 RT: 861 min Area: 1.510e5, Height: 404704 RT: 8.93 min Area: 5.386e5, Height: 15335, RT: 8.9 min
ded 4 1.5e5 4
ded 861 893 8.96
%4 |
ol 1065 {
2 2z 2
0 il 2 [l
o2 g 24 g
i i T 50et |
Tet Ted 1
0el . . . 0el ; . i 0.0e0 . . .
5 10 15 5 10 15 5 10 15
Time, min Time, min Time, min
4. MEB R 5. BEAISIR 6. DliME
S5TD-3- 3Etoricoxib 1{5tandard) 3580/2801-D:4n..| |5TD-3- 18Naprozin 1{5tandard) 2290/ TR 0-DA4n_| | 5TD-3- 6Fenbufen 1{Standard) 255.1/ 181 1 - DHidna_
Area: 6 703e5, Height- 1.820e5 RT-9 12 min Area: 4.547e5, Height: 1.2255 RT: 942 min Area:4.501e5, Height: 12835, RT: 962 min
12654
512 i 942 1265 4 062
1.5¢5 4 1.085 A 1.0e5 -
8.0ed 4
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7 1054 ] ]
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[ T 40w i i
5 0ot | i 408
204 1 2,084
0.0e0 . . . 0.0e0 . . . 0.0e0 , y ‘
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Time, min Time, min Time, min
7. KFEFEE 8. Lk 9. ZFAEs%
5T0-3- 10xaprozin 1(Standard) 2341/ 103 1-0:44n_| (5TD-3- 12Nimesulide 1(Standard) 306.9/1979- 01| |STD-3- 17Flubiprofen 1{Standard) 2430/ 198.9-0-1..
Area: 1.599¢6, Height: 42815 RT: 9.93 min Area: 2 747e5, Height: 7.945%4 RT- 1015 min Area: 2. 087e5, Height: 6.08%4 RT- 101 15 min
fed
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STD-3- 13Diclofenac acid 1 (Standard) 2959/ 2519-._| |5TD-3- 16Etodelac 1{Standard) 2860/ 2420-DAn | |STD-3- I1Indometacin 1{Standard) 35%.0/2%.9-D-_.
Area: 1.223e5, Height: 3.4384 RT: 1026 min Area: 3.609¢5, Height: 9.651ed RT- 1028 min Area: 2 991e5, Height: 8.4384 RT: 1042 min
10.26 10.28 1042
3064 Rad 7ed |
254 4 fed |
2 200 B z et
2 2 z i
z  15ed £ et 2
E = = %ot |
1.0e4 4 :
Zed 2641
5.0e3 4 1ed |
0.0e0 : . . - 0el . : . 0l , T .
5 10 15 5 10 15 5 10 15
Time, min Time, min Time, min
13. WEIFIRN 14, KFCERR 15. Wl 332
STD-3-4Nabumetone 1{Standard) 2291/ 128 1-[F | |5TD-3-8Feprazone 1{Standard) 321.1/265.1-Aa_| |STD-3- 10Celecoxib 1{Standard) 3820/ 362 1-D:4
Area: 1.748e5, Height: 4.813e4 RT- 1071 min Area: 2 464e5, Height: 4. 7404 RT- 10.95 min Area: 1.369e5, Height: 3.834e4 RT: 11.04 min
1071 10.95 11.04
4g4 | 1 g |
- B z W 2
J J I
o o o
E et et E
Ted
Ted - 1ed
(e - : - - 0el . . . 0l , T .
5 10 15 5 10 15 5 10 15
Time, min Time, min Time, min
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	1　范围
	2　原理
	3　试剂和材料
	3.1　试剂
	3.1.1　乙腈（CH3CN）：色谱纯。
	3.1.2　甲醇（CH3OH）：色谱纯。
	3.1.3　甲酸（HCOOH）：色谱纯。
	3.1.4　乙酸铵（CH3COONH4）：优级纯或相当者。

	3.2　溶液配制
	3.2.1　含0.05 %甲酸的2 mmol/L乙酸铵溶液：称取0.154 g乙酸铵（3.1.4），加入适量水溶
	3.2.2　甲醇水溶液（4+1）：准确量取400 mL甲醇（3.1.2）和100 mL水，混匀后备用。

	3.3　标准品
	二氟尼柳、美洛昔康、舒林酸、吡罗昔康、醋氯芬酸、贝诺酯、依托考昔、萘普生、芬布芬、奥沙普秦、尼美舒利
	3.4　标准溶液的配制
	3.4.1　标准储备液(500 μg/mL)：准确称取各标准品（3.3）50.0 mg（精确至0.0001 g）
	3.4.2　混合标准中间液A（1 μg/mL）：分别准确吸取0.2 mL美洛昔康、舒林酸、吡罗昔康、贝诺酯、依托
	3.4.3　混合标准中间液B（5 μg/mL）：分别准确吸取1.0 mL二氟尼柳、醋氯芬酸、萘普生、芬布芬、尼美
	3.4.4　混合标准系列工作溶液：分别准确吸取混合标准中间液A和B适量，置于同一容量瓶中，用甲醇（3.1.2）稀

	3.5　微孔滤膜：0.22 µm，有机相。

	4　仪器和设备
	4.1　高效液相色谱-串联质谱仪，配有电喷雾离子源（ESI源）。
	4.2　粉碎机。
	4.3　电子天平：感量分别为0.0001 g和0.01 g。
	4.4　超声波水浴。

	5　试样制备
	5.1　饮料
	充分混匀，直接取用。
	5.2　茶叶及相关制品

	6　分析步骤
	6.1　样品提取
	6.1.1　饮料
	6.1.2　茶叶及相关制品

	6.2　测定
	6.2.1　仪器参考条件
	6.2.1.1　液相色谱条件

	表1 梯度洗脱程序
	6.2.1.2　质谱条件

	6.2.2　定性测定
	表2 定性确证时相对离子丰度的最大允许偏差

	6.2.3　定量测定


	7　结果计算
	8　检测方法的灵敏度、准确度、精密度
	8.1　灵敏度
	8.2　准确度
	8.3　精密度

	A
	附录B 
	附录C 

