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Determination of organic fluoride in Cordyceps sinensis
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Z B E P HHL RN
1 JEE

AFERLE T & B P HLRA D AR I 7 i
AFRAEE T & B2 P LA AR I o

2 AuMsIAxH

N HN SRS T ASTA R P A2 AT o FLa v B 5 SOfE, A B A S T
AR AEE RIS, HEofhicA CREEIT T BB SR & M T At

GB/T 6682 43T = FH /K A Aiakae 77 ik

(e N RSLANE 24588 ) 2020 4Fhig DU

3 ANIEFMENX

THIARIERE & T A
3.1

ZHEE

KRB HRNEMAR A EX RE W Cordyceps sinensis (Berk.) Sacc. ZFATEMRIEIEEE
mghd R R TR TR E AR, TR AT ARRBIAZEL BRI 4RIR I EY)
JoRJ5T, W BRI T
3.2

B

AP BV RANAEDD 5T SR IR S IR — KA A .

4 [RIBRIFE

AU E FRIRSEE IR 5 BB E P RS R, ERRTESRAE N, HLR L
YIS RF . HEREATSS & s R 5.

5 AR

BRAR A AU, AT G A 4, KON GB/T 6682 MUAE I — 2K,

51 W7

5.1.1 S5 AN,
5.1.2 &,
51.3 PR
5.1.4 FEEREN.
5.1.5 &R
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5.1.6 fHRIVAR.
5.1.7 THER.
5.1.8 .

5.2 XFIACH

5.2.1 0.01 mol/L EEMMIEW: FREESEMEN 0.2 ¢ TEMF, KGR, AHNEZEE,
% 500 ml, #2%5), BIfS.

5.2.2 WiihWg: BUERER 23.4 nml, M/KFREZE 100 wl, EfE.

5.2.3 1. 2% AN FREVESEALEN 1.2 g TREM R, IIoKVEfE, AEE=REG, M2 100
mL, #25), RIfg.

5.2.4 PHEFWIRE: BEHERE 19 mg, 0 1. 2%E E AL 1. 25 nl, Hn7K 80 mL SN 25
mg, FAFEERERVATT pH N 5.4, FKFEREZ 100 mL, #22], HIf3.

5.2.5 WlHER: HUUKESER 6 mL, JH/KHFRES 100 mL, #2%5), HIfH.

5.2.6 12%EERRANMOFEEEIR A : FRINESIREN 1.2 g, INARBSRRVAMR, JFWMIBEZ 10 mL, 75, Hf
e

5.2.7 THERWAH R : BURSER AN 44 mg, fN/K 10 mL ¥&fR, INRSER 20 ul 5ERER¥EA%Z 10 mg, N
KFREE 200 ml, #224), EIf5.

6 AL EF

6.1 BNl BIERAA/NT 1 mm.
6.2 TR JEERN 0.1 mg.
6.3 pHit: KEEHNO0.01.

6.4 FHEPIEMRGM: 500 mL.

7 OSSR
7.1 iSRRI &

AR L 2 g, TRIRENLRRIRE, FREURE SR K20 50 mg, BREURRGEE ((REZ4L) 2020
FERRPURIE I 0703) HEAT A LA, F7K 20 L 5 0. 01 mol /L S EAANIAW 6.5 mL AW, 1%
WRBEE e )R, A RIE, RIS MNKSER, PATHIE 2 10,

7.2 PAMHRIBIRHIE

HXBIPERE S, 4% 7. 1 BRI & PR, 5 DIVERE AL % 1 e
7.3 ZTHIARHE

AIBHR S, #2701 GEREIEIR RE RERAE, B L
7.4 E

2
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B Ly, DIERE SV 1 0, BERAATR 2 1y (— i EX 2 ml, H—EL0.2 mL A

KANE 2 mL), Z350E 10 mL LbEE , ngd iR 0.5 L, PN 12%REFRAN 0 AR SRRV 0. 2
mL, FKFREZE 4 nL, MAERRAIR 0.5 mL, #B5), HHATRERM.

8 #HERIE

THE. PEAEREAMEREERG, HFRERO, WHERE, SEEEE, HEE TR

#AE.
P B 1, WPAE IZA R PR T AR HARBIEER G, MHEZL
R RAS AT LA -

Ut EN, R AU G- B U7 R B T AT IR, UM - SR Uy
MR AFIME S B, B BRI C.
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Mt R A
(ZERMMEMIR)
XHEEFEH SN S HE e E-RiLE
A1 KT

A.1.1 IEF#E (HPLC).

>
N

e

S BEENL: Rk T 1 mm.

L2 T RCE: EE 0.1 mg.

3 ek s

4 EOHL: FE =10 000 r/mins

5 UG- TR A RAETHRTIAL, B A AR O T B T (R
V5O DUZAT BTEATI 2« Bodf AP T Ak

> > > » >
N N N NN DN

A3 DhLE
A 3.1 ik miBiEEE

WAREREL 2 o, TN AR, FREFEN AL 50 mg, T 156 mL BOEH, BEEINA
IEFHRE S mL, WWHEIRHE 30 s, 10 000 r/min Z.0r 5 min, HUEIHRZE 0.45 pm A HUAHJEME L JE,
RN AR T VA

A 3.2 PAMHERBREE
HUHPERE S, 3% AL 3. 1 SR S 4 D R, il 2% B MR i VA TR
A 3.3 ZTHEREHE

Angtah, 1% A3 1 BRI D BRERAE, A R

>

3.4 UFESERHG

>

.3.4.1 BifEEH

3,411 (i kE. DB-624 (30 mX0.32 mmX 1.8 pm) B4 M (Rl B AL 0k
.3.4.1.2 THEFEF: PIHIEE 35 °C, 4% 15 min, BL50 C/min JF2 250 ‘C, {##F5 min.
304.1.3  BAKM: HAEAIESA, WEN 1.0 nl/min.

3.4.1.4 #EREE: 1.0 pL, UL A 1011,

~ > > > >
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A.3.4.1.5 BEFEORE: 250 C.

A.3.4.2 [RIEEMH

421 fERIZIRRE: 250 C.
4,22 BETA: BTSSR U (BT, BTREE 70 eV).
L 4.2.3 BFIRIREE: 230 C.
4.2.4 PUFHIRE: 150 C.
L 4.2.5 Rr s AR, ERTEEDY 30 m/2~1000 n/z.

> > > > >
W W wWw w w
A N AN N N

>
w
o

ME
IS AV FIPERES VAT . (RS sS 1 4y, ENSAR R BB B A A0h il a2 .
A 4 LERAIE

PO T BV S ORI B it VA TR e B8 IR i ], S8 i A R A5 7 2 On
AT 2 R (R B I BEAT e VE A
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Mf % B
CERIMERISR)
LB EEREIEAYRNNTRE-SHEEIE-FRILE
B.1 {N&HF&k#&

B.1.1 Mell: Miekife/hT 1 mmo

B.1.2 M RF: K& 0.1 mg.

B.1.3 UMk A BT AHRIIGE, BA 2w/ At b, Br&di s IR (BT
PO VU 2RI Es . BB TAEus .

B.1.4 T #FEds.

B.1.5 TiZ#Eafi: 10 mL.

B.2 #NhPR

B.2.1 #iXmAYHI&E

WA REREL 2 g, TRFHHRIE, FRIBEMEIRZ) 50 mg, BT 10 nL AR, #
.

B.2.2 PBRAMAFRANHIE

HBH PR, 4% B 2. 1 B ) P SRR, )45 DR
B.2.3 ZHIAMHMFIE

AR, # B 2. 1 AR b D B, B2 R
B.2.4 {UFEBEEM
B.2.4.1 Tiz=REFKM

B.2.4.1.1 -~P#ifEl: 30 mino
B.2.4.1.2 “PiEE: 50 C,
B.2.4.1.3 #FEEHESE: 70 C.

B.2.4.2 fiftfH

B.2.4.2.1 ik DB-624 (30 mX0.32 mmX 1.8 pm) BgHE M o1k nl 2% 250kt o
B.2.4.2.2 JFHEFER: WIMHILE 35 'C, f#FF 15 min, A5 ‘C/min JF& 250 C, f#£F5 min,
B.2.4.2.3 #AKM: BANEAAS, HHEN 1.0 mL/min,

B.2.4.2.4 HHFfRL: 1 nL, ZUIEEFE, Ui 50: 1.
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B.2.4.2.5 #BFEMULE: 200 C.

B.2.4.3 [Rit%EH

J4.3.1 fERIZIREE: 250 C.
4.3.2 BT BTEEE T BT, BTEER 70 V).
. 4.3.3 BFIRIREE: 230 C.
4.3.4 MUHHFIRE: 150 C,
4.3.5 RTrEC: A, SAHEEEEDY 30 m/2~1000 n/z.
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N N N NN DN
A N AN N BN
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B FRE . FHPERE S . RS 10, yEANSAH G - il e H 40 g
B.3 #ERALE

PO A A RE . BT R BB B iR C i I, Bt e A ) A 7 SO R i 2
K B I BEAT EE 7 AT
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C.1

C. 1.

M x C
(BERHERIRO
FHEEGAIEAIENNETFRIEE
BT E S

BRAR AU, ATHEIT G RIR AL, K GB/T 6682 HLE K.

1R

U1 EEAEN.
1.2 BREREN.
1.3 BREREVEN.

2 HFIECH

2.1 0.01 mol/L &AEAINER: FREVASEAIN 0.2 ¢ THedth, MKEM, AHEFRG,

MileZ 500 ml, #25), HIFS.

C.1.
&

C.1.

3.2 3.2 mmol/L BREZENAN 1. 0 mmol/L TRERESNVE S VAW : FREL 0. 339 g TRERENAN 0. 084 g Bk
BT 1000 mL FEIEH, F/KBMAMBEZIE, 5, 4045 pm KM BERE e, B

3 tnEm

1 000 pg/ml FES FAREAR: BA HFK WA T fEY BUES .

C.1.4 FAERRECH

5 pg/mL FESFARER: B 1 000 pg/mL % FHRERK 500 pl, T 100 mL &EHH, H

IKFRERZIRE, FE5

C.2 {UgEFmigs&

O O o O

S22 B RENL: B RERIAR /N T 1 mme

2.2 T RE: EE 0.1 mg.

L2.3 LSEBEERAGEM: 500 mL.

2.4 BEOIEAC FOA TR I E S B R T 2

C.3 DR

C.3.1 ik mizi%H %

WA B EL) 2 g, TATRNLORITE, FREURE AR AR 2 50 mg, MRSEUMMALES (ChE Z54L) 2020

AR PUFEN] 0703) HATA WIS, FH/K 20 mL 5 0. 01 mol/L EEAENIAEWK 6. 5 mL AW WOK, 5
8
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BRIRSERES, R RRE . BORWGH 1 mL, T 20 oL FET, FKMERZIE, #5, £0.45 un
AR E, B R

C.3.2 PAMHERARSHIEZ
HBA AR, % C. 30 1 B S AT & D IR A, il 2% B I A T A R
C.3.3 ZHRRKHIE

A, % C. 3. 1 Bl miE e 5 D BRERAE, H1% 2 A

e
w

4 UBSEEFH

cA0 A SR R IR QIR T R B A2 ekt (A Supp 5, 250 mm
L0 mmX 5 pm) BCEERORE, LRI A AR IR B B A e A

4.2 PR 3.2 mmol/L BREREAFN 1.0 mmol/L FRFREANIR AT -

4.3 JE: 0.7 mL/min.

4.4 HEFEAARR: 20 pL.

4.5 FEiE: =H.

4.6 RS BIESTAmEEE

A a1 E PSR Al E

OO0 0 0 0 o x 9
W oW W W W W A W

C.3.5 ME

WO AV 5 pe/ml JRGE T ARER TR BAVEREGVATIL. SRl 140, TR T B
FHIE

C.4 LERALIE

AR Fo 1 PR DR B IR TRDGE A, 2 VBRI B Ao Y ) 1 P 0 1 L 0oy BT T3
e, PRSI g B P A SR 1, B Sl R AR P LA



T/DGAS XXX-2023

2 £ T #
(1] (R ANRILEZGH) 2020 FEARIUES 0301 — MR : AHLRMAY

10



	前    言
	1  范围
	2  规范性引用文件
	3  术语和定义
	4  原理和方法
	5  试剂和材料
	6  仪器和设备
	7  分析步骤
	8  结果判定
	附  录  A
	（资料性附录）
	冬虫夏草中有机氟化物检测的气相色谱-质谱法
	A.1  试剂
	A.2  仪器和设备
	A.3  分析步骤
	A.3.1  供试品溶液制备
	A.3.2  阴性样品溶液制备
	A.3.3  空白溶液制备
	A.3.4  仪器参考条件
	A.3.4.1  色谱条件
	A.3.4.2  质谱条件
	A.3.5  测定
	A.4  结果处理
	附  录  B
	（资料性附录）
	冬虫夏草中有机氟化物检测的顶空-气相色谱-质谱法
	B.1  仪器和设备
	B.2  分析步骤
	B.2.1  供试品的制备
	B.2.2  阴性样品的制备
	B.2.3  空白试样的制备
	B.2.4  仪器参考条件
	B.2.4.1  顶空装置条件
	B.2.4.2  色谱条件
	B.2.4.3  质谱条件
	B.2.5  测定
	B.3  结果处理
	附  录  C
	（资料性附录）
	冬虫夏草中有机氟化物检测的离子色谱法
	C.1  试剂和材料
	C.1.1  试剂
	C.1.2  试剂配制
	C.1.3  标准品
	C.1.4  标准溶液配制
	C.2  仪器和设备
	C.3  分析步骤
	C.3.1  供试品溶液制备
	C.3.2  阴性样品溶液制备
	C.3.3  空白溶液制备
	C.3.4  仪器参考条件
	C.3.5  测定
	C.4  结果处理
	根据氟离子的保留时间定性，空白溶液和阴性样品溶液的色谱图在氟离子出峰位置应无干扰峰。供试品溶液色谱图中如存在氟离子，则说明供试品中存在有机氟化物。
	参 考 文 献

