LRSS

‘P 15 #ET (BT). BERRHERRITEDS RN
AR 7 0E
1 SEH

ATTERE T RGP ISFET (BT« ERlk A BRI OB A €l B 05K v 70
Jo R S I 2 T i

RIPEERITUCRE BER . ROk, Sk MR, 2SR S R, eRE . AR VBSE 57 2 A By K
By 1 WA T Y T B T WP T XCER T A R T WA 2P R T
ZHAHEER T 6-mAUNEY T L S-SR T S-FUWEE T WD T XU T BERRER 15 R
FR T PN 5E

2 R

BUREZE B 5 SR, I8 )m BB ROV il R I i 0 R B I A2, L BRE S A A i PO £
BE I E] L — 2 BN g I, HEAT H AR E VR E

3 A

BRAR AU, AT R AT AR 4l ACONTF S GBIT 6682 UE I — 2K .

3.1 K7

3.1.1 5 (CHCN) : fhiftal,

3.1.2 W (HCOOH) : fhif4li,

3.1.3 Wi (CH;O0H) : faif4li,

3.1.4 HEE (CH;0H) .

3.2 WFIECH

2.1 0.1%FEE/KEW : =EU mLERR (3.1.2) , HKFFEZE1000 mL, FHJEMRE (3.5.1) L.
3.2.2 HE/KBEW (1+1) : BHEE (3.1.3) S/KEERBRE

3.3 FnEMm

Mk, My ] (A& ByiT). MESE T AUAE T (X4 BN OB T W T .
BEEEY T XCAAREE T XCACH B T = AHEE T . 6-8 AU T . 5-/H T . 5-&
WEEEY T (X4 4-FWUEE T ) Ay T Ayb T ESERER 15 i bsife 5 41 =98%, &
B ZANEH 42 T AR AV TR P AR E & o ARiE S I SC B RR . ESCAHR. CAS 5 K& TREER
DL SR A
3.4 FRERIGECH



3.4.1 FrEMERAEH] (100 ug/mL)

Iy MIHERFR B SFARAE S (3.3) %10 mg CREI220.01 mg) , FZME (3.1.1) #f#, ##£51100
mLA SRS, HOK (311 ERZRZIE, 825, WRIKEA100 pg/mLirfEfE &, -18°ClE
W AE, AROHIAH .

3.4.2 REMELERMECH (1 pg/mL)

I3 P AETR W BUAR A 2 (3.4.1) %1 mLT100 mLEEM S, FFHEKER (1+1) (3.2.2)
ERBZNE, BB, BRIKENT ng/mLIRAFRHE TAERR . SRS Ma 1% 1) 2808 24 B .
I BERC -

3.5 #Hy

3.5.1 FASLIEME: 0.22 pm, JKAHZL,
3.5.2 THFLIEME: 0.22 pm, HHLFHAL
3.5.3 HZEH.LE: 50mL.

3.5.4 Z&E: 50mL. 100 mL.

4 UFBBFNEE

4.1 ARG IS BB O PR S, oA TS (ESD B 7R, 0 HEE>20 000(m/2% 1200, f%2F
5% (FWHM) if).

2 i RF EE080.01 mghTl mg.
I HENL o
1KMo

BLOAL: #£3# 24 000 r/min.
AP ThE500 W, HiFE>37 kHz.

N
o O AW

5 DHTR

5.1 HFEHl&

5.1.1 BIMRERHY, FER. =ik, k. 2%, A

IR AL 420 gEl A iaRE CRRPEAR 7720 gD, (EFADRBENURN B, FE7MRA
5.1.2 K%

HUARR AR 20 g4 e CRUFRIRT20 gD, (EFISISNLSIRK, FEMRA
5.1.3 lR%E

IR ERE 20 gk Al ikt CRURHIRT20 gt KIRTESCS WA 8, IRFESCHTRE, 5
WA TSRS
5.1.4 RIFRE ORRik

AR R A 1120 g AR G120 gl
5.2 iXHE4LIE

HERIFREL gl B CREFI220.001 @) BT 50 mLAFEE G (3.5.3) 1, JIA40 mLHEE (3.1.4),
A RIS min, AAEFR, T4 000 /ming 05 min, FFEATEE RS0 mLARMK (3.5.4)
H HHEE (314 EREZE, R BUdE EHBOLMILIER (3.5.2) 18, MWRHESLhRk
R (1+1) (3.2.2) I& 48R, FRllE.

ot
-~
&
o



5.3 UEBFEEFH

5.3.1 &mHEBIESEEN
WA S5 5T
a) tiEkE: Cigailif:, 75 mmx3.0mm (N4%) , 2.7 um, ECPEREAH Y4,
b) WEhMH: A RN 0.1%HERAKER (3.2.1) , BHAZHE (3.1.1) , BEEEWEM 44 NE 1.
=1 RGBSR TR &

BERERT/min | BN A/% | RBIHE B/%
0 95 5
15 2 98
17 2 98
17.5 95 5
20 95 5

c) Jii#: 0.4 mL/min;

d) FEiR: 30 °C;

e) HEFEE: 5uL.
5.3.2 kS E &

JRHE 22 %R

a) HEHA: HBEHEE (ESD ;

b) Al MS/MS

o Hf A EE T

d) EBHEHE: 5000V

e) TSR : 325 °C;

£) TS E: 12 L/min;

g) FMWAEST: 345 kPa;

h) BAIRAEE: 375°C 5 A E: 12 L/min.
5.4 EMNE
5.4.1 p&E

FRAER S H AT (5.3) MEIRAPRUE TR (3.4.2) ARRFRER (5.2), k&b &Mt
UG R B N ) e 2 v ] MR PR R g (ERELE>3) , SRR TAER AN AL S
VD) R B I (A — B (R ZAE£2.5% 2 W) FFH#ES TR+ R 2D 2 DR B A SR
Bl A7 LA R ZE AN E T 2+ (<10 ppm) , FTACATHE BISEAPAPE LS B, ZABE T AN

BB R SARE TR (3.4.2) FEFE TR S OR B B[R] . BEES +BORG I s Lk . 2270
2AFEW BT IREFEL, ATTES BARE S Sl i i iig (FMeE>3),
525501 B FR A G 0 A SLA G 4 BR) € v U R B N 1) — B0 RO R Z27E42.5% 2 ), FF HLfE
TET R ED 2 A BB TR AT AR ZE A E 2+ (<10 ppm) , A[ACATE
ERIBERABHPESE R, AT
5.4.2 ®A



55 R 33 o A (R BAR I 1 2 R, 4% 5.2 AR &, 982 AR AT . O SEqul B
FRYDIFRAEAE £ (3.4.1) TaEE, T AEEFUEBMEINRS, BRCSHEGr B ARk B 8 (1)
1 8 5 DG ST A 7 it VAR

FIBAEIR ZH %A (5.3) WE 23 1 JE T VT BC bR A S A ORI RE VA, DS B 1) i i O
RERT ) R 2 it B . R iR el ((5Mebb>3), 5% 28 5 UG RS AR o o 1 AR LAk
AV EIRIELLE, G FAIHE KRR, AT H &) .

(1) {REBRFIE): FEX 2 RAS K F£2.5%.

(2) —RBZRFIEFREERME: — ST LB 2 T BT RS0 5 far L AR 2
MR E T2 H (S5ppm) 5 24 m/z<200 B, AR 258 <1 mDa.

(3) EMLFRUE: ARG AN —F, FE0AT AT LLRLRT & IR ot & HERf 1 225K o

(4) BRENEFEEL: /0 2 3B R E 7 F R R IR 2 e ek .

2 EMRBARBENBFEENRARIFRE

AN B T /% >50 >20~50 >10~20 <10
FVFAEN 22/ % +20 +25 +30 +50
U A, BYEE AT 42 IR & AN TR 56 5 1 BIS201701 5@ 52, MUEEEY T 7l 2 8 A B kb 7o 46 56
7715 BIS202209 sE B ME, MNEY T w42 mAg K (2023) 95 S 1 &N E. KR &
A ERTIEESLE R ITE, IR GB 5009.295 #HAT ITVERA .

HEFAAE AR P A MBS, AR IR S A2 B3R 15 P &), (Hia s T5R 3 F
FrRHERE T B — 80, N RE N T By BoR B Be 28T AR el s AR, s — P 454

[ ==1

=AE o

&3 BAUTERSRNYEHERRET

At AR FHIER A 3T
[N 225.0546, 197.0597
By T 224.0706, 196.0757

WAL 242.0612, 214.0663
AAR: 258.0316,230.0373, FHAFA Cl AR

XA T
HAC: 301.9811,273.9862, 454 Br A7 &0
. 349.9672,321.9723
MV T 240.0655, 212.0706

5.5 R
BAIREESL, 58 4 IR B iR VE B k4T .

6 FERHE. HERM

MIEEN 1 g, EAREBN S0mL i, Yok, BER. Rk, BEARECM AL KRE.
FIARIR 2677 B L rp 15 Ak S 20 HOAR PR 1.0 mg/kgs WSS B b 15 Fhvib & 420 AR H BR M 2.0
mg/kgo

al = A7 v i o 7/



MR A

(Fsett)

o,

EAEASF 15 MR ERIEKRER

Py IKEE 15 FbRAE P SCA PR AR, T, CAS SR AL
® Al BRE 15 MiRERNERER
e HSC AR FEL AR HFR CAS &
1 [N Phenolphthalein C20H1404 77-09-8
2 My T Oxyphenisatine C20H5NOs 125-13-3
3 WS T Oxyphenisatine diacetate C24H19NOs 115-33-3
4 XA T Oxyphenisatine dipropionate C2H23NOs | 2943075-86-1
5 e T Oxyphenisatin dihexylester C32H3sNOs /
6 XU T Oxyphenisatin dienanthate C34H30NOs /
7 BAEHT Oxyphenisatin dioctanoate C3sH43NOs /
8 KR FR I T Oxyphenisatin dicyclopropanecarboxylate | CasH2sNOs | 2943075-87-2
9 XA O B T Oxyphenisatin dicyclohexanecarboxylate C34H35NOs /
10 = SR Oxyphenisatin tricyclopropanecarboxylate | C32H27NOs /
11 6-FH A T 6-Fluoro-oxyphenisatin dipropionate C26H22FNOs /
12 5-E T 5-Chloro-oxyphenisatine C2H4CINO3 | 861070-76-0
13 S-S T 5-Chloro-oxyphenisatin diacetate C4H 5CINOs | 2910823-02-6
14 ST Bisoxatina CooHisNOs | 17692-24-9
15 DT IR i Bisoxatina acetate CHiyNOs | 14008-48-1
7
s :

SEM T C3HisNOs

XA B T C34H3sNOs

o §7
ﬁo

XY T C34H3oNOs

“HNHEE T CHasNOs

H
N
Vs J

oﬁ/A
N
(Lo

0 ,
I

O 0 0 O O P
OJ<_\_L /—/_/_>L O OJ<_\_\T

XM T CsHasNOs
e

6-F AW T CaHFNOs




Mi% B

(FERHE

EAEASE 15 ML EVS AT HUESEER

MYBKEE 15 AL EBRR. TFaR. M T8 7. R, L EERA S 25
E L% B.1.

*B.1 BEAFISHULSMSIHRIESERER

e ey P A i i EEHABT (no)
(m/z) (min) (V)

1 [ATEIN C20H 1404 319.0965 5.6 20 225.0546, 197.0597, 141.0704
2 T C20H15sNOs 318.1125 5.1 20 224.0706, 196.0757, 168.0813
3 WU T C24H19NOs 402.1336 7.0 40 224.0706, 196.0757, 168.0813
4 WA T C26H23NOs 430.1649 8.0 40 224.0706, 196.0757, 168.0813
5 W T C3H3sNOs 514.2588 10.3 40 224.0706, 196.0757, 318.1130
6 WP ] C34H39NOs 542.2901 10.8 40 224.0706, 196.0757, 318.1130
7 BT C3cHa3sNOs 570.3214 11.2 40 224.0706, 196.0757, 318.1130
8 WU Y T CasH23NOs 454.1649 8.1 20 224.0706, 196.0757, 292.0974
9 WU R T C34H3sNOs 538.2588 10.6 40 224.0706, 196.0757, 318.1130
10 IR H Y T C3H27NOs 522.1911 9.6 40 224.0706, 196.0757, 358.1438
11 6- XA T C26H22FNOs 448.1555 8.0 40 242.0612, 214.0663, 186.0714
12 S-S T CoH14CINOs | 352.0735 5.6 20 258.0316, 230.0373, 223.0628
13 S-EUEET T C2HisCINOs | 436.0946 7.5 40 258.0316, 230.0373, 223.0628
14 WD T C20H1sNO4 334.1074 53 20 240.0655, 212.0706

15 X T BERR C24H19NOs 418.1285 72 40 240.0655, 212.0706




Misg C
(ERM)
REGEREESERITERNE FeEERS Y RRIEE

15 AL S VIR AEVE VR (1 pg/mL) AV i R 05 i 20 HE B S B 7 (i I LA CL1
15 Pk SPARHER R (1 pg/mL) &3 5 E LK C.2.

x10 & |Cpd 45: C28 H23 N O5: +ESI EIC(453.1571, 454.1604, 454.1649, 455.1682 ) Scan Frag=400.0V 15HB-1000-4.d

-
|

u "

T T T T T T T T T 7 T 7 7 T 7
1 2 3 4 5 6 7 8 k=l 10 11 12 13 14 15
Counts vs. Acquisition Time (min)

E C.1 15 #MLEMinERR (1 pgml) KRIBRIERKSSPIRIERINETaIEE
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Library spectrum
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40
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Library spectrum
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c 80
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	1　范围
	2　原理
	3　试剂与材料
	3.1  试剂
	3.2  试剂配制
	3.3  标准品
	3.4  标准溶液配制
	4　仪器和设备
	5  分析步骤
	5.1  试样制备
	5.2  试样处理
	5.3 仪器参考条件
	5.3.1 液相色谱参考条件
	液相色谱参考条件如下：
	a）色谱柱：C18色谱柱，75 mm×3.0 mm（内径），2.7 µm，或性能相当者；
	b）流动相：A相为0.1%甲酸水溶液（3.2.1），B相为乙腈（3.1.1），梯度洗脱条件见表1。
	c）流速：0.4 mL/min；
	d）柱温：30 ℃；
	e）进样量：5 μL。
	5.3.2质谱参考条件
	质谱参考条件如下：
	a）电离方式：电喷雾电离（ESI）；
	b）检测方式：MS/MS模式；
	5.4.2 确认
	取与试样基质基本相同或相近的空白试样，按5.2同法制备，制得空白基质溶液。吸取疑似目标物的标准储备液
	按照仪器参考条件（5.3）测定空白基质匹配标准品溶液和试样溶液，记录化合物的色谱峰保留时间及多级质谱
	（1）保留时间：相对偏差应不大于±2.5%。
	（2）一级及二级质谱质量准确性：一级母离子及至少2个主要碎片离子精确质荷比相对偏差不超过百万分之五（
	（3）同位素峰：同位素峰分布应一致，精确质荷比应符合上述质量准确性要求。
	（4） 碎片相对离子丰度比：至少2个主要碎片的相对离子丰度比偏差不超过表2规定的范围。
	表3 具有以下结构母核的化合物特征碎片离子
	5.5 空白试验

	6  方法灵敏度、特异性

	注：
	双己酚丁C32H35NO5               双庚酚丁 C34H39NO5        
	双环己甲酰酚丁 C34H35NO5        三环丙甲酰酚丁 C32H27NO6        
	附录B

