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2. TRNRERRTMN, EaesEXALEE,

‘AR REVNMENS Y, SHmEREMEY
REYMREEREEERAFH TMNERERBIAR
B, MREREMAGESERBIZERENR,

“DERY” BREESEFRIHEERERMG (MNEXLE
DTN BREDEBZIEMYRT) THEEMRIER
B EHIFT B EERBULED.

RHYPE RS EZBYN—E0, SEREAERY.

EERRARKEEER (FDA) [1]. REEWRES
(PQRI). =EZ5E8 (USP 1663 #0 USP 1664) [2] F1E FRtr &
{LERLR (1S0 10993) $T X EEEHRRY “BIZ Y/ RIZEEN)”
RETRNAZE. EMESNL2EE, 1RIE USP 1664

iR, LUTF/IRAREERHNREY/AZRY=
HRIRABIXPLA B RN SEFIMBER, EHR
FURRESIR, MNARMBRAAR, BRAREHET,
Eit, SIS XEXSYHITTROELEERN, K
EARFEIMERIRE,

FEIKRRPINPLEREAR, FAEIKERREARS
BEREHENEERK. FEt, NEKERENAR+IE
B, FEONERIKIERR R EA M A B AR 58 bK i
BRRFKENFALREYIN S £

AERFR A T IR RO AT R IR [3.4) AHLINT SE KR B
ENSREUFENR (GEEEFEETTKEERS) B
HETE UKL ppb KAV NER, BRI #HIT
NE. WNEINARER A ERDTYINREERER
FER (10-100+ %) , AMABTHFRLERIEHR, M
MRIEER &R, FmalBMNNBRIFERATET
BHRATISHITNE, BER—RXD TR UEYIREIFE
=, BEHITHR,

K 1. LIEEHRY N BH7EMEITHR FDA/CDER/CBER XIFS #1522, USP 1664 [1]

FERAREHNERBER LR

BEAGSHREEEFANR RN

S54HiEEN
LEES = 2 i
RE NS EFIFBE ASRAERENR;, RNER TEFIFESS BT RN
= BERARE NG IRFAARMESR; RASERIMEZER —
&% BERARIIBERR; — HRRFFIFICAR (FERIZRBARY) ARE;
SMEFIORESER; RES AR CARKF
HRRA BRI

IRERKREMHRT SURHYEXNEMHEN—ARISERM S @R, BRI “ERE” FIE (Fi, ORRT) FEEERHYN

R



b g
¥

TEH 250 mL FRVREBKIRRBAE P iR, FRKRRE
MERESIRL, HER—LAH (R, %) &8 DEHP
1EEBRY PVC,

RA¥/anpi iR
AP 8 B 75 BRI A B ER AR TNE:
QE:IC]

EARERE T RABEABIER D RRR N EA R,

MERRKIR PR E/ NI RE (BX3E 15mg, B 1R
TMIE) . ARBEXEMHREFTHNENX TOU EXF,
BEFS7E 80. 140 F 200 °C FRE FEZHFITREER, £
ZidiER, ERAMYBRHESWIEHRITULR PTV #iE
A, AETELAHRIEZEE, BFE4 GC/MS 2.
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1. BBERRRFLE

QIp=hty]
fERIEHFE (Twister) IRIZEEX [SBSE] RiF AR E EF#BK
BWRRAZ KT RPRALR B,

SBSE B—MIATIFEMEINRA, AIMKEFERPESR
B, ZFAH Baltussen FEATE 1999 FERIEH [5o
CRARERL THMITLE, EERERESEE
BRE%R, MKEERPERSITBEZTEEAEN
Bl L4, TRFE—SRESE (GIINFEEHIRIK
ERRERE) , ERADHYEERBIREEHR N PDMS
RER,

1% 250 mL EEFACENTHRBOES SRR, HEWCT
g7z 48 /\BY, EUEYISHEIKA RS, KRG, B1omL
IKBVFMAF RS RS HORE RIRA, TRN Twister i HF %
(24 L PDMS), H EHRAS. =R TA Twister HiH
FE R 60 min SERREEEY, BHHPEE, BRSO, F
B, #AETFTEUHABKRME R HITIN. Twister 7E
240 °C Ao

RARZERYMALR BN ETE RS AR T
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JBECE A Gerstel PTV £ (CIS 4). FBRHMIEETT (TDU) A0

ZIRHEES (MPS) BY Agilent 5977A MSD 5 Agilent 78908
SHEBENEA.

fEFA% 24 pL PDMS B9 Gerstel Twister ¥ #4517 SBSE
LI, Twister LMY /5, A LK GC/MS R LT
Do

AGERELEE Gerstel PTV ##£0 (CIS 4). TDU #0 MPS
B Ehi# #2589 Agilent 7200 Q-TOF 5 7890B SAE R E{VEX
R, SRINEREITHEHIND o



GC/MS 7%k

QE3:VEy: b T

Gerstel TDU

EESS Z= (3-15 mg # &)

SR By

BmiR [E2EPN

BE 30°C, LA 60°C/min BEHAE

80 °C/140 °C/200 °C (10 min)
R XIS EE 280 °C
Gerstel CIS 4 PTV ##¥

RERHAD

WERR BB RELRIENIFEE

HS a8

SRR BFIHEE

HET=RIR 50 mL/min

H=EA 0.1 min Z &1/ 49 kPa

IR 0.01 min B¥79 30 mL/min

mE -150 °C (0.1 min), LA 16 °C/s 7%= 150 °C,

I 12°C/s FZ 280 °C (3 min)
Agilent 7890B SH& (Y

‘i Agilent HP-5ms, 30 m x 0.25 mm, 0.25 pm
BIBERE He, 1.0 mL/min, 18
BE 40 °C (1 min), LA 10 °C/min FZ 200 °C,

LA 20 °C/min F+Z 280 °C (5 min)
Agilent 5977A MSD

RR%RE 280 °C

B TR 230 °C

MS Paig i 150 °C

HiEEE 19 Z 350 m/z, 1.14 RHE/#
HE 40

BEFEISIR I ZEEY (SBSE) KRN P RIS

Gerstel TDU

BEE %= (Twister)

mE 30°C, LA 60°C/min F+Z 240 °C (5 min)
Gerstel CIS 4 PTV 3##£0

TR 1.1 min B39 30 mL/min

Agilent 7890B SHHEIEY, BigF M40 EFmA
Agilent 7200 Q-TOF

FHEBEFIR 230 °C

BFETAEE  T0eV

HigE=E 29 = 350 m/z

RERE 10 EE/#
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HFBE (6]

ERATRAREER D FmalbE, T RAFINF

O M 33
s Rk 5 4,

£ 80 °C # 200 °C FEEUEHERRFm, BEREF
ENRIS F BV R S mait 1T Eb 5

7E 80 °C AEENSLNPEF HIL A EIEIFCE, Hid
WA PVC £ FRVEN, RIEBMRREAE, ETFFA
PEANBMENES AN CHRAIEZSROMRINEE
RiB. PPAK. BRTTRARMFEHRICIZEER (7], 2IKEME
FELFFRE 2- B CERE R LB 2B PR — FER
—(2-ZE 2B (DEHP), XAMUESYBEESRRER
BEFTX, BREBEHIEIMERIKRRIME,

UEECREFASE 200 °C B, FREH (4 6) @il
RN — 1 2R FIE R M S YR EIURERIE D,
mEEAMENEY) EIRCERZAE (0-8 min) RENLE
) BIEIRERBEFREMN. 2R, XEKEY (FER
BREBATINZE. AR, NTE. ok, FERTEH
(MIBK). BBZ. . XZ/HF. MRS REERS
HZEEURE T4 & MM RHRRRRB L R,

HENRI X F B R ST mp N E R B MER H =
B73e IESRBFFAT LIS RE 5 RAIBIRIR,
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5 4 TR REEM AR ER
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16.3 mg EEBRIRESHFIS L 1:30 B953 Fetb 2 W2 EIB9 2 0
BiEE
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& 3. 7200 °C THZE15.1 mg FEEREHE (BELLE) F15.4 mg FEIFIX FHIEHEK
HRRHME ET%) [T 130 B9t S iFEI B e iEE

X3 MEEIRIX FHIRREIF m P £E HBR ML EY
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Hith# i EENPERBRPE (—MABTEFRERM
RELE ) UK SRR KRB AR XS R EB L. 5
M F mEE B ERE SHRMENRhEHRE L,
tesh, ENTER LIRSS, HEEERENREBEM,
XENEY TS SH DNA 15 (BEFHERR) ,
T ABEXEYBR, REGRIFERE (ppb K)o

BEEMENBIEIESGEE 2180, RAEITREER
HEREY, RAJEERE PVC. HTERBXHIRE # DEHP BY
BERS, FILLAZERTIMNIE 140 °C Fi#T. B4 B
T RS BILE.,

2 1

56

Ao AL
T T T T

5 10 15 20 25 30 35 40 45

E 4. 7£ 140 °C T#43XEX 3.7 mg EBREIRE L (PVC), 527EE79 1:30

x4 MEBERRFIFHEE HBILEY

BIEERAFRPIRERTEEFTACEN 2-28 2k,
EBKIARE S B K2 DEHP HEEBFIAY PVC HIM. F%E8
MR AT EEEFEETPVCTaRT, 228 CER
DEHP & P2 BIhiEl{&,

R XELERSHIKRIM ISR ST UL,
KEELNEHNRIUEMLETZE T R PHIT

HIER T i5%%

e stha SREENRYNER, DAEE
HEnRfiTES

s FNEBIZERT T ZASHEBNERSREE, T
HEFMREIERS, FII07E 200°CEE M PVC A
# (RMMEL) ZEENFIWE DEHP RE, tHLZETIRR
BE,

wE LEW i@ LT D CIEE:E 3
1 bZNwlid 2 2 FREBAT
2 2.ZECE = = DEHP 73 f#F=4), Hialfk
3 13- T EE 2 2 ME AR
4 TIRBRSE 2 2 REE IR R DB E = PR R a
5 2,6-ZiT BERER = = BHT S f#F=4)
6 THFZR BHT 2 tbi@hey |
RER
7 24-Z T BEE 2 2 mAENFIRESY
8 PR BRER — ZFE (DEP) = = YRR
9 KPRBRZECEE 2 & 1B
10 Kigs-2-ZE OB 2 & RIMEIRTEF
11 DEHP (BE-HBR-ZECE) = = YRR



BIARNMEBEHRERAE 2.3 mg, FHELL1:30 IO RELEE
NIRRT SEEIEE L, E6aERNT
#H T DEHP, BiZIEM ALY 45 min FFIAFEMR T 10 min,
XRAMINTERBEZEZENLRNE AR ZE M
MBS, ZERABRESINERNBTHELE, UE
BT T —RERDT. XEAURRRASKREERE
HRXGHE, A TRKEESSNYREARSFMm

DER. B 5 BRTIHEER (£ 200 °C FZEY)
SHEILZNEATSHEREMEBRNNEZGETTE
RIS INEEE.,

TDU GC/MS RAAERE RIS, BiRLE—RisiTHNEXRE
EEENLEY, BILFREERXITE.

GC/MS 53 — 7K HEAR RO 4% IR B 25 BY

(SBSE)

53 Twister X34 fa g0 M IR 0 R B B2 S IASE 36
B9 10 mL 97K #E##9T SBSE, FATHEXT 10 mL = BKHEF
H1T Twister ZXBY, FEEHITABM GC/MS 2. PR1S
T A EIEEER T RE Twister i F1%EH PDMS &2
MRSk, 187 ﬁE%ﬁM%A%mmLW%OuT
FrEBLEMARS (') incEa R
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6. PEFEREOR M ZZERTE B Ak B 2614 40 °C F776E T 48 h £9 250 mL
KB FKEERT 10 mL FHIHE, REAT S 78 HE

RS LEW

b2 Nwlilc]

2-ZECEE

T

T2

2-FRT E-14- B8

1.3-TRTEX

ZEEREIEG (7)

ZARERE

11 -ZHEZE - BEEXE (BHA)
2,6- i T EXIEER

BHT

24-ZRT BEXE
PE_RER B

35- 2T E-4-FERPE

PR _HERR T B

7.9- T E-1-E 4 128-[4.5]2%-6,9- 15%-2.8- R
DEHP
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WS wam
1 EHIEMW (7)
2 N.N-Z T ERERZ (7)
3 26-Z(TH)4-FE-4-PE-25-3F S ZI%-1-8F (BHT-0H
4
2 3
M ;
16 17 18 19 20 21 22 24

E 7. BERERER AT ZEER A AR SRS 40 °C F7#E T 48 h B9 250 mL B FKEEAT 10 mL

FulkE, REFDRHE (A 15-25 min B35 E)

£ SBSE AJLAERE HTERTIR BEMH IR FEESL I &
RV EN. B, XENEGYRNEP—EHKR
HEPKEED R, SEIEKI T RZEE NI ZEE)
WEMEEY), FTERBATENRREHEHIR.

A Agilent 7200 Q-TOF FRiZ{X i — S Hai AR LE(E R MSD
BITVPTEENRENEY (FHEWM NN-ZTEH

SRE

BERR) LUIREERSHIIZE m/z 125 M 140 W—ALE
. Wiley 6 F1 NIST 14 REFEN IR MO,

8 2R T AFIEMMHHIE Q-TOF 247 (RT 17.2 min) ,
RIETHEYHENNS FX. BREIERRFIA NN-Z
TR BERRIEE,

15 26 3% 45 55 65 75 85 95 105 115 125 135

BRTEIEL (m/z)

145 155 1656 175 185

E 8 IR ZERTERF AR IR 2SI 40 °C T72AE T 48 h B9 250 mL KB FKEERY 10 mL F7 151,
REBF S THAVEE Q-TOF REHAFIERHEY (REIRE -0.4 mDa = 2.8 ppm)



BIORTFIEESER (Wiley 6 M1 NIST14) RETHLA HEBIEHRERDTEE T EMONTYNET. F

=3
WEMNER, BEEE m/z125 F1 140 BIRLE, wD EFEBLFEBEN MS/MS IS #
EEYRAXEVEMSEREF, GINCHERERE XS5,

M. QTOF FBHMRELNELERHRT P FHEEM,

L

168 171 174 177 180 183 186 189 192 195 198 20.1 20.4

125.0591
[C7HBOZ]+
A 111.0441 140.0831
X 57.0699 10T CH,0]"
# 1L185 T, 67.0538 830487 970279 (G0 o
ar gl AT EhOeAOr | |
125.0596
X ® 93.0689 (CH0.I
% 41,0383 5[7'069557.0534 79.0534 [C HJ*  113.0586 [104&0%2]1 164.1539 177.1260
[ : ol CCHT [CH,I* [CHO | 8 “72 2 (C,H, " [CH,0F
c 125.0598
o [C;H,0,] 140.0829
o 41.0383 57.0694 67.053679.0534 93.0481 109.0637 [CH,,0,] 165.1260 181.1208
[CHJ* [CH]I [CH,I" [CH]* [CH,0]" [CH,OI L (C,,H,,0]" [C},H,,0,]
D 125.0599
- [C;H,0;] 140.0830
e 41.0383 55.0537 67.053679.0534 95.0482 109.0636 [CH,,0,I 181.1206
" [Cx‘Hs]A [C4H7]+ [C§H7]+ [CGH7]‘ [CBH7D]7 [C,HQO]* ‘ g [CHHWDZP
30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220
RAEEE (m/z)

9. BEFFIEIR I ZERTERFBR IR AP 40 °C TFEE T 48 h B9 250 mL KB FKEERY 10 mL F0HE,
R 5 T HEET O-TOF L2 RHAR T 2 m/z 79 125 71 140 BIE S FIREI7FTE

TR, BFRA



& 5 FIH T BRI ZEBCENE B S A AT RE

IRT KA RRAVA o

5 BERRIREEKIEBIHEE RN Z L EWETE, SKREEFRARREIIR AN FX

wmS EY FERE ATHERISKIR

1 b2 NNl BEKARE Zaep il

2 2.ZECE 2BK iR DEHP Z3f#rF=4), ARialk
3 K ERRKIARER Zaep il

4 Tz

5 Tz

6 2T B4 KR ERRKIAIRES BHT 24

7 KH M BRI

8 13-ZRTEFE ERRKIRER mELFIEREr=Y)

9 TRERSE REDEM IR SR E =Pz LRy AR E iR
10 11-ZHREZELFEEXE (TEEEXHEB, BHA) ERRKIRRER maw

1M 26-Z(RTE)4-FE-4-RE-25- K2 Z%-1-57 (BHT-0H) ERRKIAIRERS BHT 2724

1M 28-ZRTENHKER ERRKIARER BHT =4

13 25-ZTE-14-FE (BHT-quinone) BRBKIIRES BHT 2 &4

14 THEZEBHT 2BK iR mas

15 24-ZHTEFEE ERRKIRER AR

18 WMTENEZEH ERRKIARER maw

17 BE_PR_ZFE ) S B

18 —3KEAER HIMERRTEF

19 XPRBRZECEE ERE. FRRKIRE 1B

20 AZRTENE_EH ERRKIRER maw

21 35T EAFEXRR ERRKIARER BHT 24

22 35T EARERZEH ERRKIARER BHT 24

23 BER_HBRTEE ERRKIARER

24 7.9-THUT EA1-E AR [4.5])%-6,9- T 1%F-2.8-ZFR ERRKIRER 24-ZR T BEXEIEREFY)
25  DEHP BERE. BiaRE  EEET
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X EEA M HITRIRMT, FEEXTKMERIMIFHTT Twister
DR —MEE. BRNGE, AFERNREIIE
BT 2ENETYIR. AMERELXRSBERmEHTR
AR, BN D EBVHE G Z B B] AR ThitiE &
SVOC X% GC/MS, HERXTHMKIE. LKA,
XEEREEPNITERY SRR ESEIEEE R,

AERFIRIERR T E— B TR EEB) GC/Q-TOF MS £y
BAMEENNBRRER S, LUERIANHRERA
ZEMW). M Twister AJ LIS EI BERSREYHEE
El; AN EPIIMYIR#HTT T8, Q-TOF 28—
MEANTR, AITRTHIMNRESY), SPAHRESE
ER—DHRRUHITAMEE. KRR, MAESHH
AR mSINS Q-TOF BXA A ISR RIZE R 1N ERHY

N 3=
;é-*ﬁbo

REERA, sXBTHREETERTHSRESR, BA
EARTEE; ML ARRITH DML AR R T/F
FENTIE. IR FDA MNER, RITEFEHITESHE
S, HMERZRYNEEN+FEEGITHE.
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