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(1. ERTEZABRBAMNFE R, ER 40112152, ERFTEEFER, ER 400061)

WE:BY Zain e AKREPRAN 2,6 - ZRTHE -4- FAERBH(BHD) A%, ARLELBLERN R T IS T A DGR,
Fik B HH DB - Waxetr £ 8 (30 m X 0.32 mm, 1.00 um) , H A A N,, #HFH 1 pl,RiEH 2.0 mL/ min, 7L A
20: 1, EBRAARSIHR, AATEBEH 220C, KB & FENE, B EZBEH 250 C.ER BHT AR EE 0.504 5~
50.450 0 pg/ mLFE B A 5% @ARE R X R RAF(r=1.0000,n=7) ;MR 0.201 8 pg/ mL, £ EMRH 0.504 5 ng/ mL; F ¥ At
& 97.85%,RSD 1 1.18%(n=6) .25 MIRE ¥ BHT R4 2% 64. 19 pg/ g, hae PIREN BHT R&HEHZH 14.60 pg/ g.
i o ERERE, RBES EREH, E LN WY R, T T AIRE P BHT 6940 £ R S5,

KB AMEEE HAKRE2,6- —RTE-4- FLEAER; T4 ;5 F0E

P E %S :R927.2;R917 M HEFRERD A M E4S:1006 - 4931(2022)01 - 0063 — 04
Content Determination of Antioxidant 2,6 — Di — Tert — Butyl — 4 — Methylphenol in Medicinal

Rubber Stopper and Its Migration

WU Hongyang',LI Sha',ZHANG Pu',REN Xueyi',SHEN Lisha’,FAN Nengquan'
(1. Chongging Institute for Food and Drug Control,Chongging .China 401121 2. Chongqing Academy of Chinese Materia Medica.Chongging. China  400061)
Abstract: Objective To establish a gas chromatographic method for the content determination of antioxidant 2,6 — di - tert — butyl —
4 - methylphenol (BHT) in medicinal rubber stopper and its migration in cephalosporin injection solution. Methods The
chromatographic column was DB — Waxetr capillary column (30 m x 0.32 mm,1.00 wm),the carrier gas was N, and the injection
volume was 1 pL, the flow rate was 2.0 mL/ min, the split ratio was 20 : 1, the column temperature was programmed, the
temperature of gasification chamber was 220 °C,and the detector was flame ionization detector (FID) with temperature of 250 °C.
Results BHT showed a good linear relationship in the range of 0.504 5 - 50.450 0 wg/ mL(r=1.000 0,n = 7). The limit of
detection (LOD) was 0.201 8 pg/ mlL and the limit of quantification(LOQ) was 0.504 5 g/ mL. The average recovery of BHT
was 97.85% with an RSD of 1.18% (n = 6). The highest content of BHT in medicinal rubber stopper was 64.19 peg/ g, the
highest migration amount of antioxidant BHT in the drug was 14.60 pg/g. Conclusion The method was simple and accurate with
high sensitivity and good repeatability, which can be used for the content determination of BHT in medicinal rubber stopper and
the study of migration.

Key words:gas chromatography;medicinal rubber stopper;2,6 — di — tert — butyl — 4 — methylphenol ; migration ; content determination
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BHT Fr7fE i (CAS 54y 128 - 37 - 0, Aladdin A A ,
524 B1926023, 4l i > 99. 7%) ; TR £ g ({43 4l
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Fig.1 GC chromatograms
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28 LX) R S UG T AR RSD R 1. 44% (n = 6) , 1
ACE G P AT

Fa e R PR R OC R B 4T i vk R
5.045 0 pg / mL AFRIE I, 23515 0,3,6,10,19,28 h
AFE A DU 45 2R BHT U4 [ A 1 RSD ¥4/ T 1. 72%
(n=6), 22 HIXT IR S VA VRFE 28 h e Pk R AT,

TEE NS < e 2. 2 00 F vk il 4 1R AL RE df AR
VSR, 4% 2. V0 s S5 AR bR A T B IR &5
RILE1L,

F1 MMEEKREER (0 =6)

Tab.1 Results of the recovery test (n=26)

Habts AT NEE K F X RSD
(pg) (pg) (pg) (%) (%) (%)
10. 07 10. 09 19.95 97.92
10. 07 10. 09 19.92 97. 62
10. 07 10. 09 19. 84 96. 83
10. 07 10. 09 20. 15 99. 90 o785 118
10. 07 10. 09 19. 83 96.73
10. 07 10. 09 19.97 98. 12

2.4 HREENE
B2, 2000 F Jie ZEE USR-S T BAE IR, 442 2. 1
TR 3% SRR 2 , UAMR T3 BHT & & 45

RULFR2,
®2 HAKERBHTSEMESHLAETSF A BHTIRE

MELR (pg/g)
Tab.2 Results of determination of BHT content in medicinal
rubber stopper and BHT migration in each batch of cephalosporins

injection(pg / g)

my  ABHS ME hy  EBHSR i &3
B306 4.90 51.49 B404 ND ND
B901 ND ND B005 4.45 ND
B301 14. 60 64.19 B043 ND ND
B401 ND ND

7E:ND A RA

Note:ND indicates that BHT is not detected.
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