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B OE Rw.Zsnedkh (ki) PR wESEE(AF)G. .G \B. B # 7 ik, ik iz b M ey A, ik KA SRMmE
% (HPLC)-H & BAL 47 & ik, A A B 3TAT R A Z 69 266 37 K A () A4E S, @484 4 Agilent Cuys iR ZH AR A K- T - F
BE(VIVIV) 4% B2 BE; ik A 1.0 mL/min; A2 4 40 C; BEAFF 24 10 pl; & M) 223808 0k K 4 360 nm Z AR K 4 450 nm. 45
3% . AF G,.AF G, .AF B, .AF B, % 3| £ #t 4% 4 10.197~101.97 (+=0.999 7) .10.197~101.97 (»=0.999 6) .9.958 6~99.586 (=
0.999 1).9.999 0~99.990(r=0.998 3) pg JE B M &4 X & RAF 4 H B (n=6) . LM (n=06) AT H(12h,n=5)iXF 4 RSD ¥
T 3.09% s il F4 %1 % 0.80,4.00,0.80,4.00 pg; & k4% 4 1.60,8.00,1.60,8.00 pg; AnAf wni F 4% 4 85% ~90% .85% ~
90% .55% ~65% 65% ~T75% (RSD # 1.8% ~4.7% ,n=6) . 7 266 $LH4f-o% ¥ 3 K440 1 AF G, AF G, AF B, \AF B,, %#:i%
FE TR T EKA (&) F AF 694N R £ S P R0 AF, 2@ BUEITAF SR, AR S LM,

KHR HWEELERA EXRRE,; SRR Gk R F AT A K

Content Determination of Aflatoxin G., G,, B. and B, in Qinghuo Tablets (Capsules) by HPLC-post-
column Photochemical Derivatization and Its Safety Evaluation
WANG Yunxia, WANG Juan, XIE Zhimin(Xi’an Institute for Food and Drug Control, Xi "an 710054, China)

ABSTRACT OBJECTIVE: To establish a method for content determination of aflatoxin (AF) G., G, B. and B, in Qinghuo
tablets (capsules), and to evaluate the safety of the preparation. METHODS: HPLC-post-column photochemical derivatization was
adopted, and 266 batches of Qinghuo tablets (capsules) from 37 manufacturers as sample. The determination was performed on
Agilent C;s column with mobile phase consisted of water-acetonitrile-methanol (V/V/V, gradient elution) at the flow rate of 1.0
mL/min. The column temperature was set at 40 °C. Excitation wavelength and emission wavelength of fluorescence detector were
360 and 450 nm. RESULTS: The linear ranges of AF G., AF G, AF B, and AF B, were 10.197-101.97 (»=0.999 7) ,
10.197-101.97 (+=0.999 6), 9.958 6-99.586 (+=0.999 1), 9.999 0-99.990 (+=0.998 3) pg, respectively. RSDs of precision (n=
6), reproducibility (n=6) and stability tests (12 h, n=5) were all lower than 3.0%. The detection limits were 0.80, 4.00, 0.80
and 4.00 pg, respectively. The quantitation limits were 1.60, 8.00, 1.60 and 8.00 pg, respectively. The recoveries were 85%-90% ,
85% -90% , 55% -65% , 65% -75% (RSD=1.8%-4.7% , n=6). AF G., AF G, AF B, and AF B, were not detected in 266
batches of samples. CONCLUSIONS: This method is suitable for the determination of AF in Qinghuo tablets (capsules). Although
AF was not detected in the sample, it is advisable to add the determination of AF so as to improve its safety.

KEYWORDS Aflatoxin; Qinghuo tablets; Qinghuo capsules; HPLC-post-column photochemical derivatization
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Oy ANZZ L, U T A 3 2 2 SR [ I 4 Fh AF BL)
PEATAEI . JEF 1L, ARWFFEHLEE 7 HPLC-4E J5 6 ik 24 A0
A I T KO (48 ) /b 4 F0(G, .G B, B AF &, 3
X 4 37 AN AR PR AL 217 LU AR R A9 LUK KO
BEVEATH AN , A4 60 K R (RS ) i & bk LA K &
KA BB Th 2 & R S

1 #y
1.1 {88

1260 7 HPLC {¥ , 1260 H 5 A6 5% ( 32 [¥ Agilent
B A BR S ) ; AUraPHRED-8W BS54k 24435 4= 2% (b
R dE R AE I E AR A BRA ) s BT124S UL 0 HT K
- (bt 58 2 RIS A FR A A ) s KQ-700VDB %l 7
Wi s (R LT A AT FRZ ] ) s PriboFast TAC %Y
BB SR AT (75 5 3w LR MR A PR W] ) ; TDL-40C
AUIGE & X ORISR ).

1.2 #ARE5IEHA

266 L UL A 348 B PPN PSR AR i, L9 I
MR R TSR 16 454 3T AN A e Al i 7
(21T HERFES A KO, A9 HEURBE S i KO ), Horp
KA 136 R M BEA F (3% £ 0.19.,0.25,0.55
g/ IR 1R 6 .1 H 21K) (81HLUC A R H
(79K :0.25.0.26.0.31,0.38.,0.46,0.50.,0.52 g/, iif
4RI IR P R 1R 6 F 1 H 29K, 5 3 FloRiws Ik A 4
JLW3 A1 H 2 I K RE (k% 0.5 g/, ik F i
P13k 1 H 27%) s AR TR-AFRAE S AW (R /R
R AL S ALT060109, AR - 5 Mk : AF B,
AF B, AF G, .AF G.%>%710.3.10.3,10.1,10.1 pg/mL,
4liJiF . AF B,.AF B,.AF G, .AF G.%3%1°599.0% .99.0% .
98.6% .99.0% ) ; AF 1R XF HE & 725 T (F [ 62 24 S A
RSB, S : LC03983, RN T ik B : AF G AF G,
AF B, AF B, it ¥ & 43 %124 0.329.,1.081,0.310., 0.977
pg/mL, 2l : 100.0% ) ; *i4R AF G AF G,,AF B..AF B,
s T S V8 VR (AN 38 IR B PR P R E W I T, L - 35
201712, bR S o i W B . ¥ 2.0 pg/mL, 4l B . ¥k
100.0% ) ; £ HEEX R g4l ACh B2tk , oAbl
2 FiEEHR
2.1 fiEEH

g« Agilent Cis(250 mm>4.6 mm, 5 pm) ; i 3l
7K (A) -2 (B)-HEE(C) (WIVIV) 6 BB 5 3K -
1.0 mL/min; A3 : 40 °C 3 HFAE L : 10 pL; 2GR 25 9
KA Q) 19 360 nm AT (L) 4 450 nm. PEMIRE
e L.

Fx1 BEXBKERF

Tab 1 Gradient elution program

1] min K(A), % LIE(B), % HEC), %
0 n 14 14
30 64 18 18
35 7 14 14
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2.2 BRHFIE
2.2.1 RAPRMESIEBGE RS8O R R
AF RS AR MESL AW 50 pL, B F 50 mL B, o H s
Wi e 20 B 5T A TR A PR SO A 28 U G 5 R
IR GE A 2 mL F 10 mL HHHR i A R 2 %
FE5], BIASIR G AR S (AF B, AF B..AF G,.AF G:
R EE A4 2.039 4.2.039 4,1.991 7.1.991 7 ng/mL).
2.2.2 MBS AEIR  REERIL H B RIR AR
WO (Be8E) , B FHEE e & 48 20 mL, #75 (3)
240 W, 5% - 40 Hz) 40 #E 10 min, {55 FiEH, ER
AR LU R, BB T0 CCAORZET R 90%
F i 50 mL, Bk ik, /A (TR : 240 W, 0% 2 40 Hz)
AL PR 20 min, Y, FH 90 % FHEREAI R ek 2K 18 o o, B 5T
B0 (3 000 t/min) 5 min, K5 2B 359 5 mL, & T 50
mL R, IS K, ARJE A 10 9% F 11154 20 75 1
mL, FNUKFE R 2208, $25) , B s 41 e 4 ug ol , 57
TR K BRI 10 mL, 3 9028 6 FAE , FH K
20 mL PRI, 7 2 PRI, il 23 AR K KB AT T
FH 3 mL F R, WSS VR I, RS T 5 RS m
A 0.5 mL HH EEfdi s A, ROASIL A A .
2.3 REEAMERE

B KRS (HE5S-: 170701, B IR 56 Hh 246 1) AF)
FEHEICRE S AR (ks B AF TS FR HE L W) L 43 31
Fi22.2.27 TR )7 kil 5 AF BAE B AR A 1A R b £t
IRAAT. KB E 2 R R A IR T A K “2.2.17 33
T AFIRAHRUES IR, 442170 F Z0F A T E 10 5%
iR, g5F MAR kI i 4> B R T 1.5, L AF
G, T I B B R 8 707 LA AF G, i1 A9BSR £
13 423 DL AF Bo it e iR 17 737 LA AF Biit iy
FREHECHK 20 430, BAVERE S C T, 25 R PR LA 1,
24 FHEFEE
241 MR RFE  REWBCRERT/RIE AF IR AR
WE SR TR 10 pL, BT 10 mL S, P s R 2 %)
i, $55], i AF G..AF G, .AF B, AF B, iR N
10 ng/mL AR . SR T i BT, BRI VR0RG TR il 2% B
AF G,.AF G,.AF B, AF B, JF W JZF /35N 5.4.2.1
ng/mL ) ZRFEE SV o W 3R 5 FhAS [|] 5 B 1k A
F VA TR A 10 WL 1 AR A, 4% 2.1 00T 253201 7
ME . PAERE R (o, pg) MRS AR bR I TaT A (A4) R A Ak
FReTIbRIERNZR , e R R AR WK 2,

R2 EKMXRER

Tab 2 Results of linear relationship

1 iAo e r SR pg

AFG, 42075 1400078 09997 10.197~101.97
ARGy 4=0.045¢-0.005 1 09996 10.197~10197
AFB: 4=0418 4¢+0.008 6 0.999 1 9.958 6~99.586
AFB, 420,095 2c+0.005 1 09983 9.999 0~99.990

24.2 AEWERAE AW 24170 BRI N
2 ng/mL F) K HE ] JK BF AF TR 55 v 5 700 10 L, %
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Fig1 HPLC chromatograms

2.4.3 FEEMERE  OREWIL2.37 T s kil %
W, 217 TN A SRR DN e i SR g TR FR O
B, 459, AF G, AF G,.AF B,.AF B, & & RSD
BIUNTF3.0% (n=6) , R ILMELZ M R AT

244 FOEMERAR  ORE I 2.3 IR InAn itk g
W, CE 0.2.4.8,12 hJF % “2. 171U 435 2 4F 264 10
FE. 45 AF G,.AF G,.AF B, AF B, I FAY RSD 1
INF3.0% (n=5) , RIHIZAE LA 12 h INES O TEER AT
245  MAEEIBCRIREE  BORKE Y AF 938 KOs 2 (it
5 170701) 6 4y, 4% 6 KL AEHFRAE , 43 HIKE % A A
B AF YR W HE S AW (AF G..AF G, .AF B,.AF B, Jii i
W JE 43514 0.329,1.081,0.310,0.977 ug/mL)50 pL, #%
“2.2.27 0T J7 PO RS, PR 2.1
T UEREIN 5E L i0 24 AF G..AF G, .AF B, AF B[ &
IR ECR . 4558, AF G, AF G,.AF B, AF B,
) - 24 [ e 43 591 Ky 87.7% . 86.8% . 57.2% . 68.4% ,
RSD M 1.8% ~4.7% (n=6) , 25 R W 3,

2.4.6 KRR ORI IBCRAE WE ITARTE ST AF G
AF G,.AF B, AF B, 45 10 pL, 535/ F 100,10.,100,20
mL s, B AR R 20 B, w5 A PR U S I, B
515 B B W IBUbR T S R 5,10 .15 pL F HLZE MR I
H A AT KO (FE5: 170701) By A (L 6 R0k
AR 42,227 T kil g sl it i, 2.1 I
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%3 AF G..AF G, .AF B, AF B, 19 B l§ Z Il zE 45 R
(n=6)
Tab 3 Results of recovery tests of AF G., AF G;, AF B,
and AF B,(n=6)

%)) kR, WAEp  WiEpr  FUE% PEHREIE % RSD,%
AF G, 2.986 6 6.58 592 90.0 87.7 20
29798 6.58 578 87.8
2968 1 6.58 5.65 85.9
29677 60.58 585 88.9
2.965 1 6.58 582 884
2.965 1 6.58 5.62 854
AF G, 2.986 6 21.62 19.24 89.0 86.85 1.8
29798 21.62 18.40 85.1
2.968 1 21.62 19.09 88.3
29677 21.62 18.52 85.7
29651 21.62 18.59 86.0
29651 21.62 18.80 87.0
AFB, 2.986 6 6.20 341 550 512 47
29798 6.20 387 624
2968 1 6.20 344 555
29677 6.20 347 56.0
2.965 1 6.20 352 56.8
2.965 1 6.20 355 513
AF B, 2.986 6 19.54 13.10 67.0 68.4 25
29798 19.54 13.25 6078
2.968 1 19.54 13.02 06.6
29677 19.54 13.62 69.7
29651 19.54 13.90 711
29651 19.54 13.26 679

IS TINE o G55 FEIASRE SR 10 uL (1)
PR AR T 0 v B B 3 AT MR LE X AF G AF G\
AF B, AF B, i9Fa I FR 4351124 0.80,4.00,0.80 ,4.00 pg.
247 ERR R EIFTRRE SRR AF ..
AF G, .AF B, AF B, % 10 pL, 43 5% F 50.5.50,10 mL
sffcH, B ESERR R R 2 B, T A PR S TR, 5T
BAEE WIS 10,15 pL ARvE S AR T 2 2R,
ST KR (HE5 2 170701) By R (L6 Ry A ) , 4%
“2.2.2750 5 A A S VA TR, PR 2. R g A
PEHEATINAE oS54  FE I AARIE S 10 uL A AL
VA B T 0 1 B T 10 A (R MR LL , U8 72 AF G. AF G
AF B, AF B, 5 5 FR 73524 1.60,8.00,1.60.,8.00 pg.
2.4.8 FELH AF G, AF G, AF B, AF B, &g Xt
S 16 4 37 A=A A 217 HEVR T KR (49 bk
T K e B8 AR 5 14T AF G AF G, .AF B, .AF B,
SHE . 45 ¥IRKGH AF G, AF G, AF B, AF B,
3 Tt
3.1 BiEEENHE

FETIE 2 0 e T 55 B e T RN A e ot
PRI A T . 1 ) A5 R VR R Bl A Sk
-2 M5-/K (30:13: 57, V/viv) \H EE- 2 i -/K (22:13
65, V/VIV) o BB A BRI F o - (1) LL(A) K-(B)
- (C) B EE N 3 A, 0~25 min, 68% —64% A .
16%—18%B.16%—18%C; (2) LA(A)/K-(B) ZJiE-(C)
F R i A, 0~35 min, 70% —64% A . 15% —18%
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B.15%—18% C. Z5H, RV Ve =05 HgnT
PR, BT 1.5 HIETEAX R, Zad— R
5 , B 2R FHE SCH R BE VR FR Y , 45 51 i /R I %t
FRCTHE B B . TERE BRI SR AT, 238 1 Seik 2l
W7 7R DL 2 ng/mL (IRA X B S TR 0 B ERE 5.10,15
20.25 pL, A ThRAE MR 22, A BAE SRR 5,10
nL BFIETEXTFR , MHEFE 5 R 15,20, 25 pL BT A X
PR s 5245 28 8 OB IR B ) Bt T %) Jo i Y B T 4R 1
ng/mL, [FEVEREE, HILT FIRMHEI LG HEEEE X
HE TR A X Bl 3 R 1) JO VA B 1 28 10 ng/mL, [R] 5 iF
FEATYAR R IR HERE B R 510 L B WA TR of R O R 3 7
0.95~1.05 JE FH ), M ERE i M 15,20 .25 pL IFIEEAR
XIFR o HRAE DA a5 B, JEAE i N 5 I FE 10 uL &2 10
uL LA
32 HiXmiARAETENRE

TEFURIS 3 1 SR T 2 M PR TR A
A FR B Az S R IS S A R s BT
Pose K, gy B B 22, o 2B & 5 s 5 vl B
D RE M B DOR M i 2, HZ 58
PR A TR . BT BRI AL, 2B E X
ARV R A A SRR T T DU R i A f Ak - (1) F I AF
AT IE e r R i b B SO U 5
VT IE b, BCBERE DL IE O e BR 25 8 HL 28 e
a3, BABRETH; (2) Tz s R i B K R
FHAK R & KPR R 3 TP K k£ 1 1 90 9%
Tt P B IBORE i, AT DA S BRI 3 /K s e A B ) T4 5
(3) F FH 10% 5 111 B4 fig 20 ) Bh 14, # B om A1
mL 1 10% FR WAL R 20, 3 MK P65 7T AR 45-4b 2Bk H
B 5308 2 A B /N2 o U 5 (4) 2o B i S AL I e A
TN, 5 2 3 /R AR St 92 18 30 o) G008 2 FAE , X RE i
A T3 B TR] (A i o R D 5 B 2 R v B B A
RO, LAFE R [T 5 (5) 76 H Bk M 028 S FiAt:
A, PE B A | mL i 2 mL H BN BE PRI 58 45, 1R 3
mL B SR MRS, A ) [T AR A 5

KO (38 ) B ET TS T bR i i JC AF Kl
T, K FHAS IR 28 57 19 HPLC-AE J5 6 Ak 22 A A 1 EA TS
W, 44~ AF 503153 B8 BE 43 , IRIISCR A Tk gy, L
B R SHE T B AR B 5305 J] 161 11 2% o s 4 3 i B
AR TR B A R o % R AT A R kR OB
e ) KA AF (94 | RIS AT A DA B AR 20 PRk sk
R AF 14— E S H A, IR 25 B i e
B BRI KA (R4 ) 18 AF J7 TR X 55 28 4 B
SEE LR AR, I AF R &I, EHE S 2015 )R
(25 ) (—8B) R AF IR EE J5 , #eil KO
(he#%)— H R M1, @Y AF B, & i ANVl 25
ng,AF G, AF G, .AF B.fll AF B, ff.i i A5 50 ng.
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