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Determination of phenolphthalein and emodin in health food for export—
LC-MS/MS method
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BrAE 55 A BE S, BT A )
4.1 HIEE. Ak
4.2 LR LA,
4.3 10 mmol/L ZBRE IR - Ks . fift i REE 1 000 mL,
4.4 FrE S B BK (phenolphthalein
(emodin) ,CAS 5 518-82-1,4rF = Cys "
4.5 FRUEME AW  BIFREL 0.01 g R 2 0.000 1 @) MIFRAE S, REE LB NS, P iEE
7% 100 mL, By EKFH P B VA RO E A 2 100 mL, ZARHERE S VAR E T —18 CHRAE . ARW 31 H.
4.6 IR A bR ME T E]) IR - 4 ) W OGS B Y B ERA R B RARMEME AT 100 mL F RIS, HHBEES
Z 2 BE , BC UK B R A BRYR BE 43 51 28 1 000 ng/mL #1100 ng/mL MR EGFRMEPRIK. BT 4 TR
L. AR 1R
4.7 REPRUETAER W ARIET Z VGG LB s AHL7.2.10) IR & br o o 18] % W (4.6) 328 7 B i
1B YW IR A TR W, % B BLAL.
4.8 AHYLMHIERE L2 0.22 pm,
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5.2 S RFEE N 0.001 g #1 0.1 mg.
5.3 RIER G

5.4 HEFERIEUES.

5.5 B.LHL.FHBEAMKT 6 000 r/min,

6 HEH&EERE

6.1 REH&F
6.1.1 &N
FEBURE L e 1 AR, BE B IR AR 2 RIS R BUR A B AR & B AL .
6.1.2 k7l
BEHLER Rl — 3t 5 B B 20 F, BRARIR 53 39 70 B 4 » 0 2 A v 5 i o B B R AR B AT .
6.1.3 KE

WAL R) — 5 i B 20 L, 400 s BT A I W03R 53 3 20 R 6 » 20 TR 9 v S A R A B OE
RBIARIE .

6.1.4 HF

FEHLEUR] — L5 B Bl 10 A SRR 5T, 29 43 L 03, 40 SR A TE v A 4 o » B R AR AR I
6.1.5 &

BEHLIR] — 5 i B i 10 4% 18 53, B BRI 6 » 3 BISR A TE B A A R B H IR AR AR I .
6.1.6 mmHE |

BEHLE R —#t 5 R 10 4% RS, B4 BRI, 40 BB ATE B A 4 P BRI R Bl AR IE .
6.1.7 M

BEHLER Rl —HE 5 B9 L3R 10 48,1851, 94 R4 » 4 B A TE B A A v B B IR AR AR T
6.1.8 HRRER&F

W L IR — it 5 B L3R 10 32 O , I B AR B M B ) — e A 38 R IR 51 B9 AP R 108 » 5
HirBRiE.

6.2 REREF

BIREET —18 CHR7F.
7 SWEE
7.1 1#RE

7.0 F#BCEE VO W RE S A B R

FRER 1.0 g W OR B 2 0.01 @) T 50 mL B ZEHEFEHM A INA 20.00 mL H B, hn 5585, BT &
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BFVERS TS 20 min, FRTEFRHEZR, BMPEEAEN 20 mL,REHE 50 mL B0 F,
6 000 r/min® > 5 min, B EEW 1.00 mL F 5 mL F &M+, AW B R MEEREEZIE, 10.22 pmi
JE , (L A B - T/ PR T AT AE

7.1.2 ORREER

HEFF I 1.00 mL HFRFHAFET 10 mL ABIEF, HWBRSIHE A B, 0.22 pm JEE, {it
VAR -/ RS AT AE

7.2 HHEEIE-RIL/RILNE
7.21 BESEEHG

BIESERGWOT .
a)  fiEH: ACQUITY UPLC HSS T3 #,100 mm £, 42 2.1 mm, k& 1.8 um, K404 & ;
b)  JiEhAE : B EE-10 mmol/L ZBREKIBW, B EVEIREF ILE 1;

1 BEXBRER

B R if [] / min 10 mmol/L Z TR &K EW]/ % el Ve Ui # / (mL/min)
1 0 90 10 0.45
2 3 5 95 0.45
3 4 5 95 0.45
4 5 90 10 0.45
5 6 90 ' 10 0.45

C) 7"35%1?1:30 oC;
) #HEEE.S5 pl;
e) HEMEFRE.20 C,

7.22 RigsEE&H

RIESHZ &N .

a) BTR AHEBEETFE;

by HMGTRX :BBCRAES FH#H, KEXRHAGETHE;

o) il = 2 RO I (MRMD

) EFETR A &S RS R E AR ER, S E LS LM A,

7.23 EENE

AR 8 T A I ) B B L o TR 7 B AH ST AR M AR — B AT @IS . IRA IR TR
YRRy 0 98 F B TR D A B 3R A W 7 249 7 7E A 8 4 M e R ST IR P XT(E'/-‘*N’EIYE(WFH##&%W*R&
TlE, ALROEXFT.BRMSERBE LA 2.73 min, KEENS ERENHAN
3.60 min, bR HEW A PE B 1 B 7 IR I 2 DL SR B
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F Cin U e i B ZH 1 ik 5
ey LOQ/ LOQ/ LOQ/ LOQ/ LOQ/ LOQ/ LOQ/
(mg/kg) (mg/kg) (mg/kg) (mg/kg) (mg/kg) (mg/kg) (pg/L)
) Tk 2.0 2.0 2.0 5.0 5.0 5.0 2.0
KEZE 5.0 5.0 5.0 10 10 10 5.0
9.2 [EUZE
R LT 4,585,
x4 BB HEROEWE
I / wF 1R
s (mg/kg)
RSD RSD
. R0 B0 L0 ) IE] g 3 / % » ¥ [a] g % / % ¥ /
(pg/L) (O AR ! !
2.0 80.1 ~94.4 | 6.4 | 87.6~98.5| 6.2
i Tk 4.0 85.1 b~97.1 | 5.8 | 88.6~99.7 | 4.6
8.0 88.3~98.5 | 4.5 | 85.3~97.4 | 3.1
5.0 81.2~90.7 | 6.4 | 89.2~95.7 | 5.3
KEE 10 8~96.3 | 5.2 | 89.6~99.6 | 5.0
20 . . ~95.8 | 4.7 | 87.6~98.7 | 4.8
%5 [B] i =
ik 3
I 0 e g /
e (mg/ke) RSD/ B % RSD/
% ' %
5.0 78.3~87.3 7.3 80.1~87.1 6.8 84.6~93.2 6.5
i ik 10 80.3~89.1 6.2 81.3~87.9 6.1 89.6~97.5 5.9
20 81.2~90.7 5.1 81.2~87.3 5.2 88.5~99.3 4.7
10 79.1~84.5 6.3 80.1~87.5 6.4 87.3~99.5 6.9
K E 20 80.9~89.1 5.0 80.6~89.2 5.2 89.2~095.3 6.3
40 82.0~90.2 4.2 81.3~89.1 3.7 85.3~97.5 4.7
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a) BHEHEE:3.2kV;

b) HEBHEHEE:0.5 V;
o) BEFRIEE:150 C;

d  KWEHKEE:350 C;
e) EHWHAWE:800 L/h;
D HFLKWE 50 L/h;

g) GHFWIERHRE 650 V;
h) REESEIESMESE 2.6 X107 Pa;
D 2 RN M (MRMD B AT 5
P MEME R LR R E LR AL

M o A

€2l
ik S E &G

FAD BNBEF HILBE AEESE
eI E 7 3 LR niERE &
%56 47 CRITES SR .
o (monitoring ion paris) (cone voltage) / (col.energy)/
(name) (ionization mode)
(m/z) \% eV
318.9/225.1* 20
BBk . ESIt 25
(phenolphthalein) 318.9/141 30
S 269.1/241.0 25
ﬁ§ ESI~ 45
(emodin) 269.1/225.0° 25

* EBE F (the ion for quantification) ,




Mt X B
(FF B B3R

SN/T 3866—2014

BYERFI K RN R R & R A S i

318.9>225.1

R FEEE/ %

4.00 5.00
t/min
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400  5.00
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1. 00 2.00
T 1 T
1.00 2.00

a)
T T T
1. 00 2.00
T T T
1.00 2.00
b)

A ER AN K E R AR A R & I R B ) &2 1



oA A B AE H1 ASEAG T0 460 0
1ol AR
HOREBERPHENATRNUE
8 & - Bk / B ok
SN/T 3866—2014

*

FOE AR ME IR A R
SR WE HRX AR AR 2 5 (100029)

JERE TR X = B AT 16 5 (100045)
M43 (01068533533
Piak www.spc.net.cn

F [ A o Y RAE 2R R S BRI E A

*

FFA 8801230 1/16 ERTk 0.75 =% 14 F=F
2014 48 11 A& —FR 2014 4F 11 B 58— R EP R
Ei%k 1—1 300
SN/T 3866-2014

HE, 155066 « 2-27395 EH 16.00 T





