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	(PETROLEUM, COAL & RELATED PRODUCTS DEPTT.)

	 MINUTES

	35th Meeting of Cosmetics Sectional Committee, PCD 19   
in Joint session with
Raw Materials and GRAS List Sub-Committee, PCD 19:1
Hair Care Products Sub-Committee, PCD 19:2
Skin Care Products Sub-Committee, PCD 19:3
Decorative and miscellaneous Products Sub-Committee, PCD 19:4


	Day, Date & Time
	Thursday, 24 February 2022, 11:30 h

	VENUE
	Bureau of Indian Standards, Manak Bhavan,
9 Bahadur Shah Zafar Marg,
New Delhi – 110 002.

	CHAIRMAN
	Dr. V. G. Somani, Drugs Controller General (India)

	MEMBER SECRETARY
	Sourav Mondal, Scientist B, PCD, BIS
E-mail: pcd19@bis.gov.in 



List of Participants of the 35th Meeting of PCD19 is given at ANNEX I of the Minutes.

Item 1	 OPENING OF THE MEETING

1.1	Welcome Address by Bureau of Indian Standards

On behalf of BIS, Smt. Nagamani T, Sc.E & Head, PCD welcomed Dr. V. G. Somani, Drugs Controller General (India), the Chairman of PCD 19 Cosmetics committee and the members to this meeting. She requested the members to actively   participate in the discussions and deliberate on the subjects. She requested the members to take up revision of standards published prior to 2000 on priority as the same are very old and they have to be revised taking in to account the latest developments in technology. She hoped that the meeting will be fruitful and with more of technical deliberations on the agenda.
. 
1.2	Opening Remarks by the Chairman

Dr. V. G. Somani, Drugs Controller General (India),the Chairman of PCD 19 Cosmetics Sectional committee welcomed all the members of the committee, industry representatives, regulatory authorities and representatives from the labs to the 35th meeting of PCD 19. He urged the members to actively participate in all the deliberations of the committee which would help to resolve the issues and also complete the agenda items which have been pending for a long time. He also welcomed the initiative of BIS to revise the Indian standards every five years, particularly those Indian standards which were published before 2000.



Item 2 CONFIRMATION OF MINUTES OF THIRTY THIRD MEETING OF PCD 19

The Committee CONSIDERED item 2.1 of the Agenda and CONFIRMED the minutes of 34th meeting of PCD 19 as circulated, including the editorial correction as mentioned by IBHA in the Agenda.

Item 3 THE PRESENT TITLE, SCOPE AND COMPOSITION OF PCD 19

[bookmark: _Hlk67476779]The committee NOTED Item 3.1 of the Agenda and after deliberations, the scope of the Committee is modified as follows, including the term “excluding washing and bathing soaps” instead of “soaps” to bring more clarity. The Modified Scope of the committee is as follows :

 “to formulate Indian Standards for terminology, methods of sampling and test, codes of practice and specifications for raw materials for cosmetics and toilet goods (excluding washing and bathing soaps) and for finished products.”

The committee also NOTED that washing and bathing soaps are under the scope of CHD 25 Sectional Committee, and the committee DECIDED to work in liaison with CHD 25 Sectional Committee. 


The Committee NOTED Items 3.2 & 3.3 of the Agenda regarding Composition of the Committee, and Attendance in last three meetings. The Committee DECIDED that the Composition of the committee will be reviewed in its next meeting. The Committee also requested the interested members to send Nomination in the prescribed proforma in order to be a member of the PCD 19 Sectional Committee. 


Item 4 ACTIVITIES OF PCD 19

4.1 & 4.2	The Committee CONSIDERED item 4.1 and 4.2 of the agenda and gladly NOTED that during the period March 2021- January 2022, 11 Indian Standards pertaining to the Committee have been published. 



Item 5	ISSUES ARISING OUT OF THE PREVIOUS MEETINGS 

5.1 IS 4707 (Part 2) : 2017 Classification of cosmetic raw materials and adjuncts: Part 2 List of raw materials generally not recognized as safe for use in cosmetics (Fourth Revision)
The Committee CONSIDERED Item 1, Sl No. 5 of the Agenda and DECIDED as given in Items No. 6.3, 6.4, & 6.5 below.
5.2 IS 14648:2011 Microbiological examination of cosmetics and cosmetic raw materials — Methods of test (second revision)
The Committee CONSIDERED Item 2, Sl No. 5 of the Agenda and DECIDED to issue the Draft received from Ms. Rupinder Rawat, Godrej Consumer Products Ltd., into Wide Circulation for a period of 2 months.
5.3 An indigenous standard on Labelling and Claims for the natural and organic cosmetics (Part 3 in this series)
The Committee CONSIDERED Item 3, Sl No. 5 of the Agenda and DECIDED to create a Panel under the Convenorship of Dr. Benedict M. Mascarenhas, EnvisBE Solutions. The Composition of the Panel is as follows : 
1. Dr. Benedict M. Mascarenhas, EnvisBE Solutions (Convenor)
2. Ms. Kajal Anand, AICMA
3. Sh.  Sukumaran D, Himalaya Wellness Company
4. Dr. T Kumar, Cavinkare
5. Dr. Manas V. Vyas, Colgate Palmolive
6. Ms. Veena Balgi, Loreal India
7. Dr. Renuka Thergaonkar, ISCC
The Committee REQUESTED the Panel to provide the Draft within 3 months. 
5.4. IS 4011 : 2018 Methods of Test for Safety Evaluation of Cosmetics (Third Revision)
The Committee CONSIDERED Item 4, Sl No. 5 of the Agenda and DECIDED to work for an additional Annexure C to cover in-silico models, TTC Approach and other Safety Assessment Workflow Methodologies, as proposed by the Working Group.

5.5 Revision of IS 11142 : 2019 HENNA (MEHENDI) POWDER — SPECIFICATION (Second Revision)
The Committee CONSIDERED Item 5, Sl No. 5 of the Agenda and the DECIDED as given in Item 6.2 below .
5.6. New Work Item proposal- Indian Standard on Organic Gulal 
The Committee CONSIDERED Item 6, Sl No. 5 of the agenda and DECIDED to drop the Subject for formulation of Indian Standard on Organic Gulal as all the members opined that Gulal does not come under the scope of PCD 19 Committee. Members also stated that it is not a Cosmetics or Personal Care item, and is not a regularly used product. The Committee also NOTED that the members could not identify any major manufacturers of gulal also.
5.7 New Work Item Proposals (NWIPs) for Face Wash (Detergent & Soap Base), Shower Gel, Calamine Containing Products etc.
The Committee CONSIDERED Item 7, Sl No. 5 of the Agenda and DECIDED to issue the documents received from Cavinkare, as P-Drafts for a period of 2 months. 
5.8 Revision of IS 7669 : 1990 Shampoo, soap based – Specification (first revision)
The Committee CONSIDERED Item 3, Sl No. 5 of the Agenda and REQUESTED Dr. T Kumar, Cavinkare, to expedite the submission of Study Report and draft revision on the subject. 
5.9 Revision of IS 15205 – Oxidation Hair Dyes  (Emulsion  Type)  -  Specification (first revision)
The Committee CONSIDERED Item 9, Sl No. 5 of the Agenda and DECIDED as given in Item 6.1 below .
5.10 Revision of  IS 7884 – Shampoo Specification (second revision)
[bookmark: _GoBack]The Committee CONSIDERED Item 10, Sl No. 5 of the Agenda and DECIDED to re-circulate the Draft submitted by Ms. Vrinda Rajwade, for one month period, since the test method for SLES has been included in the draft received. Since the document no. is very old, it is decided to drop the document and issue the revised draft as a New WC Draft with a New Document Number.
5.11 Inclusion of Testing Method to detect the presence of Formaldehyde in Hair Shampoo for Babies IS 17117 : 2019
The Committee CONSIDERED Item 11, Sl No.5 of the Agenda and members from CDSCO brought to the notice of the Committee that concerns have been raised by various agencies including National Commission for Protection of Child Rights (NCPCR) for availability of such detailed test method to ensure quality of the products. Therefore the Committee DECIDED to create a  Panel for inclusion of Test Method for the detection of Formaldehyde or Formaldehyde releasing agents in the Draft Revision of IS 17117:2019 – Hair Shampoo for Babies. The Composition of the Panel is as follows : 
1. Ms. Vrinda Rajwade, HUL
2. Mr. Dilip Tripathi, J&J
3. Dr. T Kumar, Cavinkare
The Panel was requested to provide the Draft Test Method, at an early date. 
5.12 Inclusion of Type 3 in IS 3959 : 2004  - Skin Powder
The Committee CONSIDERED Item 12, Sl No. 5 of the Agenda and AGREED to the received comments from CDTL Mumbai. The Committee DECIDED to issue the draft received from J Venkatesh, Emami, into Wide Circulation for a period of 2 months, incorporating the comments from CDTL Mumbai.
5.13 IS 14649 : 1999 Sindoor – Specification
The Committee CONSIDERED Item 13, Sl No. 5 of the Agenda and REQUESTED BIS Secretariat to send a reminder to CDTL Chennai for the submission of reports on payoff test of the Sindoor sticks.
5.14 Document No.: PCD 19 (14703) C ‘External Tooth Whitening / Bleaching Products – Specification
The Committee NOTED Item 14, Sl No. 5 of the Agenda that a Panel under the convenorship of Shri Narender Ahooja, was created to look into whether the product ‘External Tooth Whitening / Bleaching Products’ pertains to the category of Drugs and not Cosmetics. The Committee NOTED that Shri Narender Ahooja has superannuated  from his services. The Committee REQUESTED BIS Secretariat to contact Shri Narender Ahooja if he wants to continue the Convenorship of the Panel under Personal Capacity. If Shri. Narender Ahooja don’t want to continue as the Convenor of the Panel, any representative from FDA Haryana can be contacted. 
5.15. Document No.: PCD 19 (14704) C ‘Oral Rinses- Specification
The Committee CONSIDERED Item 15, Sl No. 5 of the Agenda and Shri Dilip Tripathi from J&J proposed not to label the Alcohol Content, as it is a proprietary information of the organization. After long discussions the Committee AGREED and DECIDED to issue the draft provided by J&J into Wide Circulation, incorporating the comments from CDTL Mumbai, labelling the Alcohol Content. Since the document no. is very old, it is decided to drop the document and issue the revised draft as a New WC Draft with a New Document Number.
5.16    IS 17117 : 2019 Hair Shampoo for Babies – Specification 
The Committee CONSIDERED Item 5, Sl No.16 of the Agenda and NOTED that HUL has submitted a Document for inclusion of an Alternate Test Method to estimate of milder surfactants (Glycinates and Betaines) in the form of a Draft Amendment. The Committee DECIDED to create a Panel for inclusion of Test Method for the detection of Formaldehyde or Formaldehyde releasing agents in the Draft Revision of IS 17117:2019 – Hair Shampoo for Babies. The Composition of the Panel is as follows : 
1. Ms. Vrinda Rajwade, HUL
2. Mr. Dilip Tripathi, J&J
3. Dr. T Kumar, Cavinkare
5.17	Document No. PCD/19/15096: Sunscreen Cosmetic Products Specification

The Committee CONSIDERED Item 5, Sl No.17 of the Agenda and after long discussions the Committee RECOMMENDED to seek clarification from ISO whether the Average ITA Angle can be extended to suit Indian Skintine regarding the test method as prescribed in the IS 17494 : 2020/ISO 24444 : 2019 Cosmetics ─Sun Protection Test Methods ─ In vivo Determination of Sun Protective Factor (SPF). 

5.18 Document No. PCD/19/15513 Skin Lotion Specification
The Committee CONSIDERED Item 13, Sl No. 5 of the Agenda and REQUESTED BIS Secretariat to send a reminder to CDTL Chennai for the submission of reports on validation results of the spin test for skin lotion. 

5.19 Document No. PCD/19/15268 Skin Gel Specification
The Committee CONSIDERED Item 19, Sl No. 5 of the Agenda and AGREED to the comments from Ms. Renuka Thergaonkar. The Committee DECIDED to include the modifications and issue the revised draft into Wide Circulation for a period of  2 months, excluding the Thermal Stability Test.

Ms. Nagamani T, Head, PCD informed the committee that the Indian Standards need to be prepared within timelines and requested the members to send comments within the period of wide circulation as well as resolve the comments in the next meeting of the committee, so as to abide to the timeline.

ITEM 6  DRAFT STANDARDS/AMENDMENTS FOR FINALIZATION


6.1  Doc No.: PCD 19 (12582) C Oxidation hair dyes (emulsion type) –Specification (First revision of IS 15205)
The Committee CONSIDERED Item 6.1 of the Agenda and after detailed deliberations on the comments received, DECIDED as follows:
	Sl.
No.
	Clause/Subcla-use/para/            table/fig. No. commented
	Commentator/
Organization/
Abbreviation
	Type of Comments
(General/Editorial / Technical)
	Justification
	Proposed change
	Committee’s Decision

	1. 
	2. References
	Dr. Ankita Pandey
	Editorial
	The proposed standard “IS 15205: Oxidation hair dyes (emulsion type) – Specification” refers to the standard “IS 4011: 1997: Methods of test for safety evaluation of cosmetics (second revision),” which is an old standard and still includes some tests on animals. Please make reference to the updated version, “IS 4011: 2018: Methods of test for safety evaluation of cosmetics (third revision),” in the table.
	Please make the following changes in the table under 2. References IS 4011: 2018: Methods of test for safety evaluation of cosmetics (third revision)
	AGREED

	2. 
	ANNEX  B  
	Sh. Anup chandra

	Technical
	
	Annex  B  Add IS 2711 :direct reading pH meter.
	To add the clause  : “Preferably Glass Electrode or such devices prescribed in IS 2711”.

	3. 
	ANNEX  B  
	Sh. Anup chandra
	Technical
	
	Add IS number of all chemicals used
	NOT AGREED, as Clause 6 “QUALITY OF REAGENTS 
Unless specified otherwise, pure chemicals and distilled water [see IS 1070:1992 ‘Reagent grade water (third revision)’] shall be employed in the tests. 
NOTE ― ‘Pure chemicals’ shall mean chemicals that do not contain impurities which affect the result of analysis.” Of the Draft Standard already takes care of the comment.



A modified draft for IS 15205 and Comments regarding the differences between the circulated draft and the draft provided, have been received from Godrej Consumer Products Limited on 24.02.22. The comments received on the draft are given below : 




 

The Committee REQUESTED Dr. Jayashree Anand, HRIPL and Ms. Rupinder Kar Rawat to discuss the comments received and provide the modified  draft for recirculation. The Committee also DECIDED to drop the document and take up the modified draft as a New WC Draft. The modified draft would be issued into wide circulation for a period of two months.

6.2   Doc No.: PCD 19 (17248) C Henna (Mehendi) Powder – Specification (Second revision of IS 11142)

The Committee CONSIDERED Item 6.2 of the Agenda and after detailed deliberations on the comments received, the DECIDED as follows:

	Sl.
No.
	Clause/Subclause/
para/table/fig.
No. commented
	Commentator/
Organization/
Abbreviation
	Type of Comments
(General/Editorial / Technical)
	Justification
	Proposed change
	Committee’s Decision

	1.
	4.4
	Dr. Jayashree Anand
Hygienic Research Institute
	Technical
	Test for Extraneous Sand is missing. This will help industries to keeping tab on adulteration like foreign particles / sand etc in Henna Powder
	Suggested to put a test for ‘Extraneous Sand’. This will help us in keeping tab on adulteration as foreign particles / sand etc in Henna Powder
	NOT AGREED. As ANNEX E [Clause 4.3, Table 1, Sl No. (v)] ‘Determination of acid insoluble ash’ already takes care of. 

	2.
	FOREWORD
	Sh. Anup Chandra
	General
	PUT
IS : 2  (Revised Version)
	Put
IS : 2  (Revised Version)
(Current version is IS 2: 1960)
	AGREED.

	3.
	F — 4.3 & G-6 under ANNEX — F & G respectively
	Henna Agriculture & Trade Association
	Technical
	It has been observed that the standard henna leaves are not easily available and hence many times the analysts use non-standard henna powder sample prepared from unauthenthic henna leaves available in the market for the analysis. Because of this use of non standard henna powder being taken for reference, sometimes the test sample of Henna powder shows a variation in the TLC pattern vis-à-vis the non-standard Henna Powder used as reference and gets wrongly reported as `Does not pass the Test'. The quality of henna leaves is based on agroclimatic conditions and varies from location to location. Hence it is recommended to use authentic henna leaves preferably taken from the original plant source and location or respective manufacturer to avoid the sample being erroneously reported as 'Does not pass the Test' due to use of improper reference standard.
	Disperse about 3g of Henna powder prepared from authentic Henna leaves (taken from original plant source and location so as to account for the inherent variabilities in plant materials of natural origin) in about 7mL water and make a smooth paste, allow to stand for 4h. Mix 1g of this paste with chloroform into the 10mL flask and make up volume to about 10mL with chloroform then centrifuge at 4000 rpm for about 10 min and use the supernatant liquid (Filter it if suspended particles are observed) for spotting and apply one drop of the extract on the base line of the plate.
	NOTED that Clause 4.2 of the Draft Document PCD 19 (17248) C Henna (Mehendi) Powder – Specification (Second revision of IS 11142) already takes care of the authenticity of the Henna leaves and 
AGREED to include other editorial changes.



The Committee FINALIZED the draft for publication, with the inclusion of above agreed comments. 
6.3. Doc No.: PCD 19(17644) C Classification of cosmetic raw materials and adjuncts – list of raw materials generally not recognized as safe (GNRAS) and restricted ingredients for use in cosmetics – IS 4707 Part 2 

The Committee CONSIDERED Item 6.3 of the Agenda and noted that there are many comments received on the Draft. The committee RECOMMENDED to create a Panel for discussion of the comments received. The Composition of the Panel is as follows : 
1. Dr Gurubasavaraja KM ,ITC (Convenor)
2. Ms. Rupinder Rawat, GCPL
3. Ms. Vrinda Rajwade, IBHA and HUL
4. Mr. Yogesh More, Prem Henna 
5. Shri Benedict M. Mascarenhas, Envis BE Solutions
6. Dr. Gireesh Kumar, Cavinkare
7. Dr. Jayashree Anand, HRIPL
8. Dr. Kajal Anand, AICMA
The committee also agreed to the proposal of BIS to drop the Document No. and circulate the modified draft into wide circulation as a new document no.

6.4. Doc No.: PCD 19(17647) C Classification Of Cosmetic Raw Materials And Adjuncts –List of Preservatives Allowed In Cosmetics with Restriction – IS 4707 Part 3

The Committee CONSIDERED Item 6.4 of the Agenda and noted that there are many comments received on the Draft. The committee RECOMMENDED the same Panel created fror discussion of comments on IS 4707 Part 2, to discuss the comments on IS 4707 Part 3. The committee also agreed to the proposal of BIS to drop the Document No. and circulate the modified draft into wide circulation as a new document no.

6.5. Doc No.: PCD 19(17650) C Classification Of Cosmetic Raw Materials And Adjuncts -List of UV Filters Allowed In Cosmetics With Restriction-IS 4707 Part 4
The Committee CONSIDERED Item 6.5 of the agenda and discussed the comment received from Ms. Rashmi Naidu and DECIDED that if a chemical is not listed in the part 4, but is proven to have UV filter function in protecting skin, this chemical can be used in cosmetics
The Committee FINALIZED the draft for printing, as there are no comments on the document. 

6.6. Doc No.: PCD 19(18269) C Lipstick - Specification (Second Revision) Amendment – 1 of IS 9875:2018

The document no. PCD 19 (18269) C was issued in Wide Circulation vide letter no. PCD 19 (18269) C dated 29/10/2021 for soliciting comments. End date for comments was 28/11/2021. The comments have been received from Estée Lauder Companies on the draft are given below:

	Sl.
No.
	Clause/Subclause/para/table/fig.No. commented
	Commentator/
Organization/
Abbreviation
	Type of Comments
(General/
Editorial / Technical)
	Justification
	Proposed change
	Committee Recommendation

	1. 
	Clause No. 3.3
Table 1) vii) Pay-Off Test
	Estée Lauder Companies
	Technical
	The evaluation of payoff is a subjective one.  The test does not determine quality and safety of the lipsticks. It completely depends on preference of consumer. Heavy pigmented matte lipsticks and satin lipsticks may have different pay-off. Quantitative value does not offer any value as each person would apply lipstick at a different pressure and number of strokes varies from person to person. Putting such value against this parameter restricts innovation. 
	Hence, we recommend to keep it as previous measuring parameter as “To Pass the test”. Also, we would suggest to make this test as voluntary rather than mandatory.
	NOT AGREED.
Ms. Geetha Bajaj from Estée Lauder Companies mentioned that the  Pay-Off Test is a subjective test and hence should not be quantified. Members from the industry agreed to Ms. Geetha Bajaj and proposed not to quantify the test. 

	2. 
	Clause No. 3.3
Table 1) vii) Pay-Off Test
	Sh. Vinay Kumar Singh
	Technical
	The range given under Requirement of Pay off is not correct and that it should be changed and made as per earlier BIS specification as mentioned below.
	The product shall be taken to have passed the test if the pay off is more than 0.0001g/cm2
	AGREED.
 Sh. Vinay Kumar Singh proposed to quantify the test and the committee REQUESTED Sh. Vinay Kumar Singh to provide the Study Report in support for quantifying the test.



The Committee REQUESTED Sh. Vinay Kumar Singh to provide the Study Report in support for quantifying the pay-off test. The Committee also DECIDED to drop the document and take up the modified draft as a New WC Draft, after receiving the study report supporting the quantification of the pay-off test. 
ITEM 7 NEW WORK ITEM PROPOSAL

7.1 Adoption of ISO 11930:2019 Cosmetics — Microbiology — Evaluation of the antimicrobial protection of a cosmetic product

The Committee CONSIDERED item 1, Sl No. 7 of the Agenda and NOTED that ISO 11930:2019 Cosmetics — Microbiology — Evaluation of the antimicrobial protection of a cosmetic product has already been circulated with the Agenda to all the committee members. Members were requested to verify the standard and their comments if received, to be discussed in the next meeting of the committee.



7.2 Adoption of ISO 22716:2007 – Good Manufacturing Practices for Cosmetics

The Committee CONSIDERED item 2, Sl No. 7 of the Agenda and in this regard CDSCO stated that the Good Manufacturing Practices are  already incorporated in the Cosmetic Rules 2020, and there would be a Duplicacy if this ISO Standard is adopted. The Committee agreed to the observations of CDSCO and DECIDED not to adopt the standard. 


7.3 New Work Item Proposal for Chemical Peels and Hair Serums

The Committee CONSIDERED item 3, Sl No. 7 of the Agenda and DECIDED that the safety standards are already existing and that should be followed. Members also felt the need for creation of horizontal standards after doing a GAP Analysis. The Chairman proposed  to have a specific agenda point for creation of horizontal standards. 


ITEM 8 COMMENTS ON STANDARDS 

8.1 IS 6356 : 2021 – TOOTHPASTE SPECIFICATION

The following comments have been received from Dr Hemalatha Purushothaman Panicker, from CFTRI and Colgate-Palmolive (India)  Ltd. 

	Sl.
No.
	Clause/Subclause/
para/table/fig.
No. commented
	Commentator/
Organization/
Abbreviation
	Type of Comments
(General/Editorial / Technical)
	Justification
	Proposed change
	Committee’s Decision

	1.
	E-3, Annex E of IS
	Hemalatha Purushothaman Panicker
	Editorial
	There seems to be a repeatability in wordings which is giving a different meaning to the sentence.
	Carry out the test as prescribed in IS 2088, adding into the Gutzeit bottle, 2 ml of ferric ammonium sulphate solution, 0.5 ml of stannous chloride solution and 25 ml of sample solution as prepared in D-4.1.Hence, we recommend to keep it as previous measuring parameter as “To Pass the test”. Also, we would suggest to make this test as voluntary rather than mandatory.
	AGREED for the editorial correction.







NOT AGREED to pass the test. 

	2.
	5.3 Stability

The toothpaste shall not show any physical sign of deterioration during normal conditions of storage and use. When subjected to a temperature of
45±2 °C for a period of 28 days the toothpaste shall meet the requirements of the standard. When cooled to a temperature of 5 °C for 1hour, after taking out and pressing tube, the paste shall be found extrudable from the tube and meet the requirement of this standard. It is not advisable to keep the toothpaste tube without the cap. If left open for a long duration, the toothpaste might lose moisture on account of evaporation and harden.
	Colgate-Palmolive (India) Ltd.
	Editorial
	Extrudability of toothpaste is covered in “Clause 5.2 Dispensing” of this standard as follows: “The paste shall extrude from the collapsible tube or any other suitable container in which it is packed, at 27±2 °C  in the form of continuous mass with the application of normal force, without the application of excessive force which would cause injury to the tube or the container. It shall be possible to extrude bulk of the
contents from the container or the tube starting from the crimped end of the tube by rolling the tube gradually.”

However, extrudability is again referred to in clause 5.3 which pertains to stability.
This is likely to cause confusion and lead to unclarity as to which clause needs to be referred to for extrudability. Hence, this editorial change is being proposed for the purpose of clarity.

	5.3 Stability

The toothpaste shall not show any physical sign of deterioration during normal conditions of storage and use. When subjected to a temperature of 45±2 °C for a period of 28 days the toothpaste shall meet the requirements of the standard. When cooled to a temperature of 5 °C for 1 hour, after taking out and pressing tube the paste shall be found extrudable from the tube as per clause 5.2 and meet the requirement of this standard. It is not advisable to keep the toothpaste tube without the cap. If left open for a long duration, the toothpaste might lose moisture on account of evaporation and harden.

	AGREED.



The Committee DECIDED to issue the Amendment including the above modifications, into Wide Circulation for a period of 2 months. 

8.2 IS 17318 : 2020 — Henna (MEHENDI) Paste in Shape of Cone & other Allied Packaging – Specificaiton

The following comments have been received from Henna Agriculture & Trade Association.

	Sl.
No.
	Clause/Subclause/
para/table/fig.
No. commented
	Commentator/
Organization/
Abbreviation
	Type of Comments
(General/Editorial / Technical)
	Justification
	Proposed change
	Committee’s Decision

	1
	E— 4.4 under ANNEX — E
	Henna Agriculture & Trade Association
	Technical
	It has been observed that the standard henna leaves are not easily available and hence many times the analysts use non-standard henna powder sample prepared from unauthenthic henna leaves available in the market for the analysis. Because of this use of non standard henna powder being taken for reference, sometimes the test sample of Henna powder shows a variation in the TLC pattern vis-a-vis the non-standard Henna Powder used as reference and gets wrongly reported as `Does not pass the Test'. The quality of henna leaves is based on agroclimatic conditions and varies from location to location. Hence it is recommended to use authentic henna leaves preferably taken from the original plant source and location or respective manufacturer to avoid the sample being erroneously reported as 'Does not pass the Test' due to use of improper reference standard.
	Disperse about 3g of Henna powder prepared from authentic Henna leaves (taken from original plant source and location so as to account for the inherent variabilities in plant materials of natural origin) in about 7mL water and make a smooth paste, allow to stand for 4h. Mix 1g of this paste with chloroform into the 10mL flask and make up volume to about 10mL with chloroform then centrifuge at 4000 rpm for about 10 min and use the supernatant liquid (Filter it if suspended particles are observed) for spotting and apply one drop of the extract on the base line of the plate.
	NOTED that Clause 4.2 of the Draft Document PCD 19 (17248) C Henna (Mehendi) Powder – Specification (Second revision of IS 11142) already takes care of the authenticity of the Henna leaves and 
AGREED to include other editorial changes. 

	2
	Section E.6.2, under Annex E
	Henna Agriculture & Trade Association
	Technical
	1.During test procedure, reference solution of preservatives being used in
the henna paste is prepared and applied on the chromatograms which give the spots on it. But since it is not clearly mentioned in section E.6.2, there is possibility that the spot due to preservative on the chromatogram may be considered (misunderstood) as possible extraneous dye and chances of sample being erroneously failed in the said test.
Additional Related Points to be covered under E.3.10:
1. Additionally, in existing section E.6.2, binding agent is mentioned, however
during the procedure, preparation of reference solution for binding agent is not given. Hence it is recommended to provide the following information in the procedure for the preparation of binding agent in this test as follows;
E.3.10 Binding agents — Sodium CMC, Xanthan Gum, Guar gum or any other binding agents declared on the label matter by the manufacturer.
	Any other dye spots on the chromatogram other than lawsone, chlorophyll, binding agents, essential oils and other preservatives indicates presence of possible extraneous dyes. In case, unknown spots from suspected chemical dyes are observed, further testing is done by applying the standards of suspected synthetic dyes and check for matching Rf values and spot characteristics.
	AGREED.

	3
	F-6 under ANNEX — F
	Henna Agriculture & Trade Association
	Technical
	Aligning of the procedure for the preparation of Henna powder reference sample with the procedure given in section G-6 under Annex G of IS standard 11142 : 2019 of Henna powder.
Because dry Henna powder when mixed with Chloroform does not give lawsone spot on the TLC Plate, whereas when it is soaked in water for 4 hrs and then mixed with chloroform, it gives distinct spot of lawsone (an inherent component of henna leaves) on the TLC Plates.
Hence it is requested to please align the said procedure with that of section G-6 under Annex G of IS standard 11142: 2019 of Henna powder.
	Disperse about 3g of Henna powder prepared from authentic Henna leaves (taken from original plant source and location so as to account for the inherent variabilities in plant materials of natural origin) in about 7mL water and make a smooth paste, allow to stand for 4h. Mix 1g of this paste with chloroform into the 10mL flask and make up volume to about 10mL with chloroform then centrifuge at 4000 rpm for about 10 min and use the supernatant liquid (Filter it if suspended particles are observed) for spotting and apply 5 p1 to 10 pl of the extract on the base line of the plate.
	NOTED that Clause 4.2 of the Draft Document PCD 19 (17248) C Henna (Mehendi) Powder – Specification (Second revision of IS 11142) already takes care of the authenticity of the Henna leaves and 
AGREED to include other editorial changes.



The Committee DECIDED to issue the Amendment into Wide Circulation for 2 months.

8.3 Withdrawal of IS 10301:1982 Specification for Isopropyl Alcohol for Cosmetic Industry

The Committee CONSIDERED item 3, Sl No. 8 of the Agenda and Members observed that Isopropyl Alcohol with the purity of 95%, as given in IS 10301 : 1982, is commonly used by Cosmetics Industry and hence decided to retain both the standards. It was decided that IS 10301 : 1982 would be revised incorporating both the purity grades of 95%  and 99.8% and the committee will then request PCD 9 to remove the word "cosmetics" from the scope of IS 2631 : 2020

ITEM 9 REVIEW/REAFFIRMATION OF INDIAN STANDARDS 
	
9.1 Review/Reaffirmation of pre-2017 Standards

The Committee CONSIDERED item 1, Sl No. 9 of the agenda and the Committee DECIDED to  REAFFIRM all the 22 standards. 

	Sl no.
	IS Number
	Title of the Indian Standard
	Current Status
	Committee’s Decision

	1
	IS 918 : 1985
	Specification for calcium carbonate, precipitated for cosmetic industry (Second Revision)
	Working Group for Revision of ISs published has allocated to revise this standard to HUL
	REAFFIRMED

	2
	IS 1767 : 1980 
	Specification for dicalcium phosphate for dentifrice (Second Revision)
	Working Group for Revision of ISs published has allocated to revise this standard to J&J
	REAFFIRMED

	3
	IS 3987 : 2006 
	Sorbitol solution (70 Percent) for cosmetic industry - Specification (Third Revision)
	Working Group for Revision of ISs published has allocated to revise this standard to CDL Kolkata
	REAFFIRMED

	4
	IS 4028 : 1992 
	Beeswax, bleached for cosmetic industry - Specification (Third Revision)
	Working Group for Revision of ISs published has allocated to revise this standard to Sh Vinay Kr Singh

	REAFFIRMED

	5
	IS 4707 (Part 2) : 2017
	Classification of Cosmetic Raw
Materials and Adjuncts
Part 2 List of Raw Materials Generally not Recognized as
Safe for Use in Cosmetics
(Fourth Revision)
	
	REAFFIRMED

	6
	IS 4887 : 1980 
	Specification for petroleum jelly for cosmetic industry (First Revision)
	Working Group for Revision of ISs published has allocated to revise this standard to IBHA
	REAFFIRMED

	7
	IS 7679 : 1978 
	Specificaitons for hair creams (First Revision)
	Working Group for Revision of ISs published has allocated to revise this standard to Smt. Premlata sinha,BIS/                                Godrej / HRI
	REAFFIRMED

	8
	IS 9601 : 1980 
	Specification for sodium silicate for cosmetic industry
	Working Group for Revision of ISs published has allocated to revise this standard to HUL
	REAFFIRMED

	9
	IS 9681 : 1980 
	Specification for stearic acid for cosmetic industry
	Working Group for Revision of ISs published has allocated to revise this standard to Loreal
	REAFFIRMED

	10
	IS 9832 : 2002 
	Cosmetic pencils - Specification (First Revision)
	Working Group for Revision of ISs published has allocated to revise this standard to Sh.Vinay Kr. Singh / Loreal
	REAFFIRMED

	11
	IS 10283 : 1982 
	Specification for ethyl acetate for cosmetic industry
	Working Group for Revision of ISs published has allocated to revise this standard to ITC
	REAFFIRMED

	12
	IS 11377 : 2001 
	Guidelines for hygienic manufacture of cosmetics (First Revision)
	Working Group for Revision of ISs published has allocated to revise this standard to IBHA
	REAFFIRMED

	13
	IS 11470 : 1985 
	Specification for coconut oil for cosmetic industry
	Working Group for Revision of ISs published has allocated to revise this standard to Emami
	REAFFIRMED

	14
	IS 11487 : 1985 
	Specification for sodium lauryl ether sulphate for cosmetic industry
	Working Group for Revision of ISs published has allocated to revise this standard to Loreal
	REAFFIRMED

	15
	IS 15152 : 2002 
	Cold wax hair remover - Specification
	Working Group for Revision of ISs published has allocated to revise this standard to Sh Vinay Kr. Singh
	REAFFIRMED

	16
	IS 15153 : 2002 
	Face pack - Specification
	Working Group for Revision of ISs published has allocated to revise this standard to Sh Vinay Kr. Singh
	REAFFIRMED

	17
	IS 15154 : 2002 
	Kajal - Specification
	Working Group for Revision of ISs published has allocated to revise this standard to Sh.Vinay Kr. Singh / Loreal
	REAFFIRMED

	18
	IS 15735 : 2006 
	Herbal cosmetics - General guidelines
	Working Group for Revision of ISs published has allocated to revise this standard to Emami
	REAFFIRMED

	19
	IS 4653 : 2018
	Methyl - P - Hydroxybenzoate
methyl paraben for cosmetic
industry - Specification (Third
Revision)
	Due for reaffirmation
	REAFFIRMED

	20
	IS 4011 : 2018
	Methods of test for safety
evaluation of cosmetics (Third
Revision)
	Due for reaffirmation
	REAFFIRMED

	21
	IS 9740 : 2018
	Shaving cream - Specification (First Revision)
	Due for reaffirmation
	REAFFIRMED

	22
	IS 16913 : 2018
	Methods of test for cosmetics -
Determination of heavy metals
Arsenic Cadmium Lead And
Mercury by atomic absorption
spectrometry AAS
	Due for reaffirmation
	REAFFIRMED



9.2 Revision of Indian Standards
The Committee CONSIDERED item 2, Sl No. 9 of the agenda and REQUESTED the Working Group to discuss the comments on IS 10284 : 1982 Specification for lipsalve and analyse the draft revision of IS 10377 : 1982 Specification for para – Phenylenediamine, provided by Ms. Rupinder Rawat, Godrej Consumer Products Ltd. The Committee also REQUESTED to meet the Working Group shortly and finalize these 2 documents, so that they can be issued into Wide Circulation for 2 months. 





ITEM 10 ANY OTHER BUSINESS 

The Committee NOTED Item 10 of the Agenda about the Webinar on “India Looking Good : Safe & Quality Cosmetics”.

ITEM 11 DATE AND PLACE FOR THE NEXT MEETING

It was informed by Head, PCD that BIS management has decided that the committee meetings will be conducted once in 3 months. The date and venue for the next meeting will be decided in consultation with the Chairman.

ITEM 12 VOTE OF THANKS

The Meeting ended with a hearty vote of thanks to Chairman and all the members of PCD 19 committee attending the meeting.


Annex I – 35th Meeting Attendance 24.02.2022 PCD 19


	35th Meeting Attendance 24.02.2022 PCD 19  

	Sl No.
	Organization
	Name
	Email
	Contact

	1
	Drugs Controller General (INDIA)
	Dr. V.G. Somani
	dci@nic.in
	9319706826

	2
	Loreal India Private 
	Ms. Ramya
	ramya.kunhiraman2@rd.loreal.com
	

	3
	Loreal India Private 
	Sh. Vikas Kumar
	vikas.kumar2@rd.loreal.com
	

	4
	Loreal India Private 
	Sh. Gurubasavaraja KM
	gurubasavaraja.matada@rd.loreal.com
	

	5
	Loreal India Private 
	Ms Veena Balgi
	vbalgi@rd.loreal.com
	9867122401

	6
	Colgate Palmolive India Limited, Mumbai
	Dr. Manas V. Vyas
	manas_vyas@colpal.com
	9819815741

	7
	Colgate Palmolive India Limited, Mumbai
	Ms. Shruti Hardikar
	shruti_hardikar@colpal.com
	9819035553

	8
	Cavin Kare
	Sh. Gireesh Kumar
	gireesh.k@cavinkare.com
	6379908140

	9
	Cavinkare
	Sh. Madhavan
	madhavan.g@cavinkare.com
	

	10
	Cavinkare
	Dr. Sankar Kalidas
	sankarkalidas.s@cavinkare.com
	

	11
	IBHA
	Ms. Malathi Narayanan
	ibhamum@gmail.com
	9967113092

	12
	Kaya Ltd. 
	Mohan Chavan 
	Mahanc@kayaindia.net 
	9820227331 

	13
	Galaxy Surfactants
	Sh. Pramod Sabat
	pramod.sabat@galaxysurfactants.com
	7738153820

	14
	Galaxy Surfactants
	Sh. Pranav Pathak
	pranav.pathak@galaxysurfactants.com
	

	15
	Galaxy surfactants
	Sh. Sagar Trailokya
	sagar.trailokya@galaxysurfactants.com
	

	16
	Galaxy surfactants
	Sh. RK Singh
	singh@galaxysurfactants.com
	

	17
	MSME Testing Center
	Sh. Vipul Gaikwad
	vipul.gaikwad77@gmail.com
	9604777377

	18
	CDTL CHENNAI
	Ms. C. Vijaya Lakshmi

	cdtlchennai@gmail.com
	

	19
	Emami
	Sh. J Venkatesh
	jvenkatesh@emamigroup.com
	

	20
	VOICE
	Sh. M A. U Khan
	mauk010144@gmail.com
	9810561495

	21
	Consumer Voice, New Delhi
	Sh. H Wadhwa
	hswadhwa@gmail.com
	9873478225

	22
	HUL
	Sh. Vikas Tiwari
	vikas.tiwar@unilever.com
	

	23
	HUL
	Sh. A Sivakumar
	a.sivakumar@unilever.com
	

	24
	HUL
	Ms. Ankita Narvankar
	ankita.narvankar@unilever.com
	

	25
	Himalaya Wellness
	Sh. Sukumaran D
	sukumar@himalayawellness.com
	7760412762

	26
	UPFDA U.P.
	Sh. Dinesh Tiwari
	upfdadrug@gmail.com
	

	27
	FDA Haryana
	Sh. Ripan Mehta
	haryanafda@gmail.com
	

	28
	FDA Goa
	Sh. Jyoti Sardesai,  Director 
	jyotijs27@yahoo.co.in
	

	29
	SDC FDA Haryana
	Sh. Manmohan Tanja
	haryanafda@gmail.com
	

	30
	ITC
	Dr James Bhaskar
	james.bhaskar@itc.in
	9844214089

	31
	ITC
	Dr. John Bosco Stanislaus
	johnbosco.stanislaus@itc.in
	

	32
	Godrej Consumer Products Limited, Mumbai
	Dr. Manoj Gaur
	manoj.gaur@godrejcp.com
	9899621771

	33
	Godrej Consumer Products Limited, Mumbai
	Ms. Rupinder Kaur Rawat
	rm.rawat@godrejcp.com
	9820778282

	34
	Mikasa Cosmetics 
	Sh. Vijaykumar R Zala
	vijay.zala@meso-in.com
	

	35
	Central Drugs Laboratory, Kolkata
	Dr. Hariharan    
	cdlkol@gmail.com
	

	34
	Marico
	Ms. Priyanka Sharma
	priyanka.sharma@marico.com
	

	35
	Marico Limited
	Dr. Prabodh S. Halde
	prabodh1972@gmail.com
	9820227331

	36
	Peta India
	Dr Ankita Pandey
	ankitap@petaindia.org
	

	37
	EnvisBE Solutions Mumbai
	Sh. Benedict Mascarenhas
	ben_mas@envisbesolutions.com
	8828165496

	38
	Dabur
	Sh. Sanjai Luthra
	skluthra@dabur.com
	

	39
	J & J 
	Dr Dilip Tripathi
	dtripathi@its.jnj.com
	9920271810

	40
	J & J 
	Sh. Rajneesh Kumar
	rkumar4@its.jnj.com
	9816680909

	41
	IN PERSONAL CAPACITY
	Sh. Ritambhara
	ritambhara@mscr.in
	9945952952

	42
	Givaudan
	Sh. Arshdeep Joshi
	arshdeep.joshi@givaudan.com
	

	43
	Prem Henna Private Limited
	Sh. Yogesh More
	qcnasik@yutikanaturals.com
	

	44
	Hygienic Research Institute Pvt. Ltd, Mumbai
	Ms. Jayashree Anand
	jayashree@hriindia.com
	9820143379

	45
	Kelkar education trusts scientific research centre (KETS)
	Dr S S Barve
	drssbarve@gmail.com
	9821096008

	46
	
Procter and Gamble India
	Sh. Girish Parhate
	parhate.g@pg.com
	8639718696

	47
	Reckitt Benckiser
	Ms. Jasmin Kalra  
	jasmin.kalra@rb.com
	

	48
	Yutika Naturals Pvt. Ltd
	Sh. Murali Krishna
	murali@yutikanaturals.com
	

	49
	Indian Dental Association
	Ms. Anushree Surve
	atul.surve@tii.org.in
	

	50
	The Estee Lauder Companies
	Ms. Geetha Bajaj
	gbajaj@in.estee.com
	

	51
	CDTL Mumbai
	Shrimati Sujata S. Kaisare
	cdtlmumbai@cdsco.nic.in
	

	52
	CDSCO
	Dr. S. P. Shani, DDC(I)
	spshani@cdsco.nic.in
	

	53
	CDSCO
	Dr, Shradhha Srivastava
	shraddha@cdsco.nic.in
	

	54
	CDSCO 
	Mr. Baljeet Singh, DI  
	
	

	55
	CDSCO 
	Mr. Chandra Shekhar, DI 
	
	

	56
	CDSCO 
	Mr. Devendra Pratap Singh, DI 
	
	

	57
	CDSCO 
	Mr. Sandeep Gill, DI 
	
	

	58
	CDSCO 
	Mr. Gajanan Y Modhe, DI 
	
	

	59
	Deputy Drugs Controller Karnataka 
	Sh. P Ramesh
	ddchq2.dcd-ka@nic.in
	

	60
	Indian Society of Cosmetic Chemists
	Ms. Renuka Thergaonkar
	adushri@gmail.com
	

	61
	Ministry of Ayush 
	Dr Sangeeta A Duggal
	sangeetaaduggal@gmail.com
	

	62
	
	Sh. H.M. Ahale
	hq10drug@gmail.com
	

	63
	
	Sh. Ruchir Shah
	ruchir.shah@rb.com
	

	64
	Institute Of Chemical Technology
	Sh. Amit P. P.Pratap
	amitpratap2001@gmail.com
	

	65
	H (PCD) BIS
	Smt. Nagamani T.
	hpcd@bis.gov.in
	011-23608216

	66
	BIS India 
	Sh. Sourav Mondal 
	pcd19@bis.gov.in
	077-23608323
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FOREWORD

(Formal clauses will be added later)



Hair dyes are cosmetic products intended for imparting colour to hair to produce varying shades either for grey coverage or simply to change the original colour of hair to make a fashion statement. Hair dyes may be broadly classified as Natural and Synthetic based on their Origin, as Permanent/Demi-permanent, Semi-Permanent and Temporary based on their mechanism of deposition on hair and their subsequent resistance to wash out. Another way of classification is based on the physical form of the final product offering. The Bureau of Indian Standards has prescribed the following standards Hair Colours/Dyes. 

I. Oxidative : Permanent/Demi-permanent

a.  IS 10350 : 2019 ‘Powder Hair Dyes ― Specification (Third Revision)’.

b.  IS   8481 : 2019 ‘Oxidation Hair Dyes, Liquid, Gel and Cream ― Specification (Fourth Revision)’]

c. IS 15205 : 2005 Oxidation Hair Dyes (Emulsion Type) ― Specification

II. Vegetable Based Hair Dyes

a. IS 11142 : 2019 Specification for Henna Powder (Second Revision)



The IS 15205 was first drafted to regulate the number of emulsion products that appeared in the market that delivered colour slowly over a period of 2-3 days following repeated applications. Since these products were in an emulsion form the standard was classified as “Emulsion Type”. It is important to note however that the colour delivery was primarily an outcome of oxidation of the dye precursor in the formulation, primarily PPD (p-Phenylenediamine) by air without the use of an external hydrogen peroxide source which is necessary for all other oxidative hair dyes/colours. There have been several advancements in technology in the past few years enabling a faster delivery using air oxidation thereby reducing time required to obtain the final colour without having to wait for 2-3 days and also avoiding multiple applications of the product. A more apt classification for such products that is also a globally accepted nomenclature is Auto-Oxidation dyes. 



It is therefore the aim of this revision to only relook at the specifications prescribed and suitably modify the same in light of the technological advances in this field but also to change the name of the standard to AUTO-OXIDATION HAIR DYES ― SPECIFICATION from the earlier OXIDATION HAIR DYES (EMULSION TYPE) — SPECIFICATION. 

. 

This specification covers only Oxidation Hair Dyes/Colours containing p-phenylenediamine (PPD) and/or other suitable dye precursors and couplers which are allowed for use as per the latest amendments of IS 4007 Part 2 as active ingredients. 



This standard was first published in 2002. In this revision, following modification have been carried out:

i) The name of the standard has been changed to AUTO-OXIDATION HAIR DYES/COLOURS ― SPECIFICATION from the earlier OXIDATION HAIR DYES (EMULSION TYPE) — SPECIFICATION.

ii) Addition coloumn for Type 3 has been incorporated in Table 1,  Requirements for Auto-Oxidation Hair Dyes/Colours Clause 4.5 to allow for products with newer technologies 

iii) The requirement of compliance of Auto-Oxidation Hair Dyes/Colours  to IS 4011 for use of novel ingredients has also been incorporated.

iv) The marking clause has been harmonized with Rule 148 of the Drugs and Cosmetics Rules, 1945

v) In the marking clause, cautions/warnings related to PPD content in the product have been aligned with IS 4707 (Part 2)

vi) A list of languages in which the instructions for conducting hypersensitivity test have been provided 

vii) HPLC method for estimation of PPD in hair dyes (Annex D) has been incorporated. 



Ideal properties of Auto-Oxidation Hair Dyes/Colours have been listed in Annex A for guidance only.



A scheme for labeling environment friendly product as known as ECO-Mark was introduced at the instance of the Ministry of Environment and Forests and Climate Change (MEF&CC), Government of India. The ECO-Mark is being administered by the Bureau of Indian Standards (BIS) under the Bureau of Indian Standards Act, 1986 as per the Resolution No. 71 dated 21 February 1991 and No. 768 dated 24 August 1992 published in the Gazette of the Government of India. For a product to be eligible for marking with ECO logo it shall also carry the Standard Mark of BIS besides meeting additional environment friendly requirements. For this purpose, the Standard Mark of BIS would be a single mark being a combination of the BIS monogram and the ECO logo. Requirements for ECO friendliness will be additional, manufacturing units will be free to opt for Standard Mark alone also. The additional requirements for ECO-Mark are given at 4.9.



For the purpose of deciding whether a particular requirement of this standard is complied with, the final value, observed or calculated, expressing the result of a test or analysis, shall be rounded off in accordance with IS 2 : 1960 'Rules for rounding off numerical values (revised)'. The number of significant places retained in the rounded off value should be the same as that of the specified value in this standard.



























1 SCOPE 



This draft standard prescribes the requirement and method of sampling and test for Auto-Oxidation Hair Dyes/Colours 



2 REFERENCES



The following Indian Standards contain provisions which, through reference in this text, constitute provisions of this standard. At the time of publication, the editions indicated were valid. All standards are subject to revision, and parties to agreements based on this standard are encouraged to investigate the possibility of applying the most recent editions of the standards indicated below: 



		IS No.

		Title



		2088 : 1983

		Methods for Determination of Arsenic (Second Revision)



		3958 : 1984

		Methods of Sampling Cosmetics (First Revision)



		4011 : 1997

		Methods of Test for Safety Evaluation of Cosmetics (Second Revision)



		4707 	

		Classification of Cosmetic Raw Materials and Adjuncts 



		    (Part 1) : 2017

		Colourants (Third Revision)



		    (Part 2) : 2017

		List of raw materials generally not recognized as safe for use in cosmetics (fourth revision)



		16913 : 2018

		Methods of Test For Cosmetics — Determination of Heavy Metals (Arsenic, Cadmium, Lead and Mercury) by Atomic Absorption Spectrometry (AAS)







3 TYPES



3.1 Auto-oxidation Hair Dyes/Colours are broadly classified in three categories depending upon the colour, which they impart to the hair after application of dye: 

a) Type 1 – Black, 

b) Type 2 – Brown, and

c) Type 3 – Others



4 REQUIREMENTS



4.1 Description ― 

The Auto-Oxidation Hair Dyes/Colours are ready to use products which do not require mixing with developer as oxidation to deliver the colour happens with oxygen from air. They can be in the form of lotion, cream, gels, pastes or liquids formulated with suitable product characteristics to facilitate ease of application and delivery when used as per instructions though Type 1 and 2 are essentially emulsion type.   



4.2 Ingredients ― Unless specified otherwise all the raw materials; used in the manufacture of powder hair dye shall conform to the requirements prescribed in the relevant Indian Standards where such standards exist.



4.3 Ingredients of the dye shall comply with the provisions of IS 4707 (Part 1) and IS 4707 (Part 2) subject to the provisions of The Drugs and Cosmetics Act, 1940 and Rules, 1945 framed thereunder.



4.4 For safety evaluation of novel ingredients used in formulation of the dye, it shall comply to IS 4011.



4.5 The Auto-Oxidation Hair Dyes/Colours shall also comply with the requirements given in Table 1 when tested as prescribed in col 6 of Table 1.



Table 1 Requirements for Auto-Oxidation Hair Dyes/Colours

(Clause 4.5)

		Sl.  No.

		Characteristics

		Requirement

		Method of Test, Ref to Annex/IS



		

		

		Type 1

		Type 2

		Type 3

		



		(1)

		(2)

		(3)

		(4)

		(5)

		(6)



		i)

		pH (As Such)

		7 – 9

		7 ‒ 9

		6 ‒ 10.5

		B



		ii)

		Active matter as PPD content, percent by mass (w/w), (including p-Phenylenediamines and their derivatives, their salts, m and p-Phenylenediamines, their N-substituted derivatives and their salts, and N-substituted derivatives of o-Phenylenediamine with the exception of those that are listed in Annex A of IS 4707 Part 2)

		4.0 (Max)

		3.0 (Max)

		4.0 (Max)

		C or D1



		

		Dye Ingredients (includes lower or nil levels of PPD and/or phenylenediamine including their N-substituted derivatives and their salts and/or Toluenediamine and derivatives and their salts, other permissible dye intermediates, couplers and modifiers, aminophenols, resorcinols, and all permitted dye chemicals; and their derivatives with exception of those compounds and derivatives listed in  Annex A of IS 4707 Part 2)

		-

		-

		Present

		D2



		iii)

		Total fatty matter, percent by mass, Min

		5

		5

		5 for emulsions

0 for non- emulsions

		E



		iv)

		Specific Gravity, kg/m3

		0.90 – 0.98

		0.90 – 1.0

		0.90-1.1

		IS 4730



		v)

		Heavy metals (as Pb), parts per million, Max

		20

		20

		20

		F



		vi)

		Arsenic (as As2O3), parts per million, Max

		2

		2

		2

		G



		vii)

		Mercury, parts per million, Max

		1

		1

		1

		IS 16913





NOTE 	1In case of any dispute, method of test prescribed at Annex C shall be the reference method.

	2In case there is no PPD then this test needs to show presence of other dyes







4.6 Additional Requirements for ECO-Mark



4.6.1 General Requirements



4.6.1.1 The product shall conform to the requirements for quality, safety and performance prescribed under 4.1 to 4.5.



4.6.1.2 All the ingredients that go into formulation of cosmetics shall comply with the provisions for IS 4707 (Part 1 & 2).



4.6.1.3 The product package shall display a list of ingredients in descending order of quantity present as prescribed in Rule 148 of the D & D Act and Rules. 





4.6.1.5 The product shall not be manufactured from any carcinogenic ingredients.



4.6.1.6 The manufacturer shall produce to BIS the environmental consent clearance from the concerned State Pollution Control Board as per the provisions of The Water (Prevention & Control of Pollution) Cess Act,1977 and Air (Prevention and Control of Pollution) Act, 1981 alongwith the authorization, if required under The Environment (Protection) Act, 1986 and Rules made thereunder while applying for ECO-Mark. Additionally, provision of The Drugs and Cosmetics Act, 1940 and the Rules thereunder shall also be complied with.



4.6.1.7 The product package shall be suitably marked that ECO-Mark label is applicable only to the contents, if the product package is not separately covered under the ECO-Mark Scheme.



4.6.1.8 The product package shall display in brief the criteria based on which the product has been labeled environment friendly.



4.6.1.9 The material for product packaging shall meet the parameters evolved under the scheme of labelling environment friendly packaging/packaging materials.



5 PACKING AND MARKING



5.1 Packing



The dye shall be filled in suitable containers like amber bottles, tubes etc. that are capable of protecting the product adequately during the shelf life.   These products need to be suitably labelled as per requirements of different regulations as applicable. 



5.2 Storage



The material shall be stored such that it is protected from direct heat and sunlight.



5.3 Marking



5.3.1 The bottles/ tubes/other suitable containers and the carton containing the material shall be legibly marked with the following information:

a) Name of the material;

b) Shade/Type of Auto-Oxidation hair dye/colour;

c) Name and address of the manufacturer; 

d) Net content;

e) Month and year of manufacture (MM/YY)

f) Use before……………. (Month and year MM/YY, or months/years from the date of manufacture) to be declared by the manufacturer;

g) Declaration ‘arylamine (p-phenylenediamine) not more than 4 percent for Type 1 and not more than 3 percent for Type 2’  and as applicable for Type 3

h) Batch number; 

i) List the ingredients (at the time of manufacture) under the title ‘Ingredients’ as follows:

1. For ingredients more than 1 percent (by mass or volume) ― list the ingredients in decreasing order of percentage.

2. For ingredients less than 1 percent (by mass or volume) ― List the ingredients in any order. 

NOTE ― This is exempted in case of pack sizes less than 30 g of solid/semi-solid and 60 ml of liquid.

j) Contains Phenylenediamines, and/or any other ingredient as required to be mentioned by IS 4707 Part 2;

k) Warning “This product shall not be used for dyeing eyelashes or eyebrows as such a use may cause severe inflammation of the eye or even blindness”

l) Following Cautions;

1. Keep out of reach of children.

2. This product is not intended for use on persons under the age of 16.

3. This product contains ingredients which may cause skin irritation in certain cases and so a preliminary test according to the accompanying direction should first be made.  

m) Any other information required by statutory authorities.



5.3.2 In addition to the above, the following information shall also be given (in the leaflet which is inserted in the container packing of the dye, or may be printed on the carton itself, as the case may be):

a) Procedure for conducting preliminary test for sensitivity (patch test);

b) Instructions for use (may be given in attached leaflet); 

c) [image: ]Hair colorants can cause severe allergic reactions. Read and follow instructions. Temporary ‘black henna’ tattoos may increase your risk of allergy. Do not colour your hair if:

 — you have a rash on your face or sensitive, irritated and damaged scalp,

 — you have ever experienced any reaction after colouring your hair, 

— you have experienced a reaction to a temporary ‘black henna’ tattoo in the past. 

d) Each package shall contain instructions in 12 languages, namely, English, Hindi, Marathi, Gujarati, Punjabi, Bengali, Tamil, Kannada, Malayalam, Telugu, Urdu and Oriya on the outer pack or accompanying leaflet on the following lines for carrying out the test:



‘This preparation may cause serious inflammation of the skin in some cases and so a preliminary test should always be carried out to determine whether or not special sensitivity exists. For carrying out the test, cleanse a small area of skin behind the ear or upon the inner surface of the forearm, using either soap or water or alcohol. Apply a small quantity of the hair dye as prepared for use to the area and allow it to dry. After 48hrs, wash the area gently with soap and water. If no irritation or inflammation is apparent, it may be assumed that no hypersensitivity to the dye exists. The test should, however, be carried out before each and every application.’



5.3.3 The product may also be marked with the Standard Mark. 



5.3.3.1 The use of the Standard Mark is governed by the provisions of the Bureau of Indian Standards Act, 1986 and the Rules and Regulations made thereunder. The details of conditions under which the license for use of Standard Mark may be granted to manufacturers or producers may be obtained from the Bureau of Indian Standards. 



6 SAMPLING 



5.1 Representative samples of the material shall be drawn as prescribed in IS 3958. 



5.2 Tests for all the requirements shall be carried out on a composite sample.



5.3 The material shall be taken to have conformed to this standard if the composite sample passes all the tests. 



6 QUALITY OF REAGENTS



Unless specified otherwise, pure chemicals and distilled water [see IS 1070:1992 ‘Reagent grade water (Third Revision)’] shall be employed in the tests. 



NOTE ― ‘Pure chemicals’ shall mean chemicals that do not contain impurities which affect the result of analysis. 





ANNEX A 

(Foreword)

(Informative)

IDEAL PROPERTIES OF OXIDATION HAIR DYE (EMULSION TYPE)



A The Auto-Oxidation Dye/Colour should

A.1 On visual inspection, product should be homogeneous and uniform in texture and should not show excessive signs or oxidation except on the top portion of the contents. There should not be any sign of separation. 

A.2 It should be formulated with a suitable viscosity for ease of spreading and application and yet preventing undue dripping off onto skin.

A.3 It should impart the desired colour on hair for a long lasting effect

A.4 

A.5 It should rinse out easily and should not have any residual tackiness and should not affect the texture of hair adversely 

A.6 It may have an agreeable odour/perfume 

A.7 The product should be formulated and packaged in a manner to ensure performance for the declared shelf life





ANNEX B

[Clauses 4.5, Tables 1, S1 No. (i)]

DETERMINATION OF pH



B-1 APPARATUS



B-1.1 pH Meter —Equipped with glass electrode.



B-2 PROCEDURE



Take 50 ml of the dye and determine its pH at 27 ± 2°C using the pH meter. 





ANNEX C

[Clauses 4.5, Tables 1, S1 No. (ii)]

DETERMINATION OF ARYLAMINE CONTENT 



C-1 REAGENTS 



C-1.1 Sodium Hypochlorite Solution ― 5 percent (available chlorine NLT 3.5 percent). 



C-1.2 Sodium Arsenite Solution ― 10 percent, dissolve 10 g of sodium arsenite (reagent grade) in 100 ml of water or dissolve by heating 8.5 g of arsenous oxide and 1.5 g of sodium hydroxide in 100 ml water. 



C-1.3 Sodium Carbonate   



C-1.4 Chloroform 



C-1.5 Potassium Iodide 



C-1.6 Hydrochloric Acid Concentated ― 38 percent (w/v). 



C-1.7 Sodium Thiosulphate Solution ― 0.1 N. 


C-1.8 Starch Solution 



Triturate 5 g of starch, add 0.01 g of mercuric iodide in 30 ml of cold water and slowly pour it with stirring into one litre of boiling water. Boil for 3 min, allow to cool and decant off the supernatant liquid for test. 



C-2 PROCEDURE 



C-2.1 Preparation of Sample Solution 



Weigh accurately about 10 g of dye sample and dilute to 250 ml using water in a standard volumetric flask such that 10 ml of the solution contains about 0.01 g of p-phenylenediamine.



C-2.2 Add to a separating funnel containing 5 ml of sodium hypochlorite solution and 1 g of sodium carbonate, 10 ml of the sample solution. Gently swirl the separating funnel during addition so that the solution is thoroughly mixed (insufficient sodium hypochlorite is indicated by the presence of brown colour). If brown colour appears, repeat the operation by using larger quantity of sodium hypochlorite. Stopper the separating funnel and shake for 10s. Add 10 ml of sodium arsenite solution, stopper and shake again. 



C-2.3 Extract the dichlorimide with two 25 ml portions of chloroform and collect combined extracts in a second separating funnel. Wash the extracts with two 10 ml portions of water and transfer into an iodine flask. Make additional chloroform extractions, if necessary, wash with water and combine with the major portion (any emulsion formed during extraction may be broken by adding a few drops of-alcohol). Add 50 ml of water containing 1 g of potassium iodide and 3 ml of hydrochloric acid to the iodine flask. Stopper the flask and shake vigorously at intervals during titration. The iodine in the chloroform acts as an indicator. Towards the end of the titration, add starch solution for final end point. 





C-3 CALCULATION



Total active matter (dye content), percent by mass = 45.05×V×N 

M

where

 

V 	= volume of sodium thiosulphate required to titrate 10 ml of sample solution, 

N = normality of sodium thiosulphate solution, and 

M = mass of dye taken to prepare 250 ml of sample solution. 



ANNEX D

[Clauses 4.5, Tables 1, S1 No. (ii)]

IDENTIFICATION AND ESTIMATION OF DYE INGREDIENTS BY HPLC 



D-1 OUTLINE OF THE METHOD 



This method estimates the PPD content and other precursors, couplers and colourants using high performance liquid chromatography. 



D-2 APPARATUS 



D-2.1 HPLC with UV Detector 



D-2.2 Volumetric Flask 100 ml, 50 ml and 25 ml 



D-2.3 Glass Rod 



D-2.4 C18 Column (150 mm×4.6 mm×5 μ) 



D-2.5 Nylon Syringe Filter (0.45μ)



D-2.6 Ultrasonic Bath 



D-2.7 Ultra Turrax



D-3 REAGENTS AND CHEMICALS 



D-3.1 Water ― HPLC grade 



D-3.2 Ammonium Acetate ― analytical reagent grade



D-3.3 Methanol ― HPLC grade 



D-3.4 Ascorbic Acid (Vitamin C) ― reagent grade



D-3.5 Monoethanolamine or Ammonia ― analytical reagent grade



D-3.6 Acetonitrile









D-4 PREPARATION OF MOBILE PHASE 



D-4.1 Preparation of 0.02 M Ammonium Acetate Solution ― Accurately weigh and transfer 1.541 g of Ammonium Acetate to 1000 ml water and sonicate to dissolve. Filter through 0.45 μ nylon filter. 



D-4.2 Preparation of Mobile Phase ― Mix, 0.02 M ammonium acetate and methanol in the ratio of 83:17 (v/v) and sonicate for 15 min.

 

D-5 PREPARATION OF DILUENT 



D-5.1 Preparation of Diluent ― Mix, water and methanol in the ratio of 80:20 (v/v). Add 0.1 g of ascorbic acid and sonicate to dissolve. 



NOTE ― Use freshly prepared diluent for analysis.



D-5.2 Preparation of Methanolic Monoethanolamine (MEA) or Ethanolamine solution (20 percent, v/v) ― Accurately transfer 20 ml of Ethanolamine into a 100 ml volumetric flask and make up to volume with diluent and mix well.



D-6 PREPARATION OF BLANK SOLUTION ― Accurately transfer 1 ml of 20 percent methanolic ethanolamine to 25 ml volumetric flask. Make up to the volume with diluent and mix well. 



D-7 PREPARATION OF STANDARD STOCK SOLUTION 



D-7.1 Preparation of Standard Stock Solution for Determination of Active Matter as PPD content



D-7.1.1 Preparation of Standard Stock Solution ‘A’ ― Weigh accurately and transfer 0.300 g of PPD into 100 ml volumetric flask, add about 70 ml of diluent, mix. Add 2 ml of 20 percent methanolic ethanolamine (D-5.2), sonicate to dissolve. Make up to the volume with diluent, mix well. 



D-7.1.2 Preparation of Standard Solution (about 300 ppm) ― Pipette out 5 ml from Standard stock solution ‘A’ (D-7.1.1) and transfer to 50 ml volumetric flask. Make up to volume with diluent and mix well. 



NOTES

1 Use freshly prepared standard solution for analysis. 

2 Make necessary dilutions of the above solutions if required, to achieve concentrations in the same range as expected in the sample 



D-7.2 Preparation of Standard Stock Solution for Identification of Dye Ingredients ― Weigh 50 ± 5 mg of the needed reference material into a 50 ml flask, fill up to volume with diluent and mix well. If necessary use an ultra-sonic treatment but only for a few seconds. Prepare one stock solution for each dye present in the sample. Pipette 1 ml of the standard stock solution in a 10 ml flask, fill up to volume with diluent and mix thoroughly.











D-8 PREPARATION OF SAMPLE SOLUTION 



Weigh 2.5 g of sample into a 50 ml beaker, add approximately. 15-20 ml diluent and homogenize with Ultra Turrax to obtain a homogeneous mixture. Transfer the mixture into a 100 ml flask. The beaker together with the Ultra Turrax will be rinsed thoroughly 2 times with approximately 20 ml solvent to remove sample residues. The rinsing solutions are added to the mixture in the flask to ensure a complete sample transfer. The flask is filled up to approximately 99 ml with diluent. Use Acetonitrile to fill up to the mark to eliminate any evolved foam, mix and shake well and filter the sample solution through a syringe filter and inject into the HPLC system.



D-9 CHROMATOGRAPHIC CONDITIONS



		Column 

		C18 AQ (150 mm × 4.6 mm × 5 μm)



		Flow rate 

		0.8 ml/min 



		Injection Volume 

		20 μl 



		Column Oven Temperature 

		25ºC 



		Wavelength 

		280 nm 







NOTES

1Ascorbic Acid peak may undergo oxidation, hence it may be observed that the area of Ascorbic Acid peak gradually decreases or vanishes in the standard and sample solution. Since it is blank (diluent) peak, it need not be integrated in standard and in sample solutions. 



2Alternative validated test conditions and standard/sample preparation steps are acceptable in order to improve/achieve clear separation and/or quantification when several precursors/couplers/colorants are present. Responsibility of changes in test conditions lies with manufacturer provided suitably validated for type and concentration of dyes added in compliance with IS 4707 (Part 1 & 2) to suit separation and identification of probable dyes added and approved in formulation.



D-10 PROCEDURE 



D-10.1 Saturate the column before analysis for about 60 min to achieve the stable baseline. Inject the freshly prepared solution as per following sequence outlined below.



		Sl. No.



(1)

		Name of Solution



(2)

		Number of Replicates

(3)



		1

		Blank Solution

		01



		2

		Standard Solution

		03



		3

		Sample Solution – 1

		01



		4

		Sample Solution – 2

		01



		5

		Sample Solution – 3

		01



		.

		.

		.



		.

		.

		.









D-10.2 Guide Retention Time and Relative retention time as follows:



		Name of Peak

		Guide Retention Time (RT)

		Guide Relative Retention Time (RRT)



		Ascorbic Acid 

		1.99

		----



		PPD 

		3.06

		1.54







D-11 CALCULATIONS 



Percent Content = Sample Area × Standard Weight (g) × Sample Dilution × Percent Purity of standard

                   		 Standard Area × Standard Dilution × Sample Weight (g)





ANNEX E

[Clauses 4.5, Tables 1, S1 No. (iii)]

DETERMINATION OF TOTAL FATTY SUBSTANCES



E-l PRINCIPLE OF THE METHOD

 

The emulsion is broken with a dilute mineral acid and fatty matter is extracted with petroleum ether or ethyl ether. It is weighed after removal of the solvent. 



E-2 REAGENTS 



E-2.1 Dilute Hydrochloric Acid 1: 1 (v/v) 



E-2.2 Ethyl Ether (40 to 60ºC) or Petroleum Ether (60 to 80ºC) 



E-2.3 Methyl Orange Indicator Solution ― Dissolve 0.1 g of methyl orange in 100 ml of water. 



E-2.4 Sodium Sulphate Anhydrous 



E-3 PROCEDURE 



Weigh accurately about 4 to 5 g of the material into the conical flask, add 25 ml dilute hydrochloric acid, fit a reflux condenser into the flask, boil the contents until the solution is perfectly clear. Pour the contents of the flask into a 300 ml separating funnel and allow it to cool to 20°C. Rinse the conical flask with ethyl ether in portions of 10 ml. Pour the ether rinsings into the separating funnel. Shake the separating funnel well and leave until the layers separate. Separate out the aqueous phase and shake it out with 50 ml of ether twice. Combine all the ether extracts and wash them with water until free of acid (when tested with methyl orange indicator solution). 



Filter the ether extracts through filter paper containing sodium sulphate into a conical flask, which has been previously dried at a temperature of 105 ± 2°C and then weigh. Wash the sodium sulphate on the filter with ether and combine the washings with filtrate. Distil off the ether and dry the material remaining in the flask at a temperature of 105 ± 2°C to constant mass. 



E-4 CALCULATION 

	                                                                              

Total fatty substance, percent by mass = 100 × M1

                  				                  M2
where 

	M1 	= mass in g, of the residue; and 

	M2 	= mass in g, of the sample taken for the test.





ANNEX F

[Clause 4.5, Table 1, S1 No. (iv)]

TEST FOR HEAVY METALS



F-1 OUTLINE OF THE METHOD



The color produced with hydrogen sulphide solution is matched against that obtained with standard lead solution.



F-2 APPARATUS



F-2.1 Nessler Cylinders ― 50-ml capacity.



F-3 REAGENTS



F-3.1 Dilute Hydrochloric Acid ― Approximately 5 N.



F-3.2 Dilute Acetic Acid ― Approximately 1 N.



F-3.3 Dilute Ammonium Hydroxide ― Approximately 5 N.



F-3.4 Hydrogen Sulphide Solution ― Standard.



F-3.5 Standard Lead Solution ― Dissolve 1.600 g of lead nitrate in water and make up the solution to 1 000 ml. Pipette out 10 ml of the solution and dilute again to 1 000 ml with water. One milliliter of this solution contain 0.01 mg of lead (as Pb).



F-4 PROCEDURE



F-4.1 Weigh about 2.000 g of material in a crucible and heat on a hot plate and then in a muffle furnace to ignite it at 600°C to constant mass. Add 3 ml of dilute hydrochloric acid, warm (wait till no more dissolution occurs) and make up the volume to 100 ml. Filter the solution. Transfer 25 ml of the filtrate into a Nessler’s cylinder. In the second Nessler’s cylinder, add 2 ml of dilute acetic acid, 1.0 ml of standard lead solution and make up the volume with water to 25 ml.



F-4.2 Add 10 ml of hydrogen sulphide solution to each Nessler cylinder and make up the volume with water to 50 ml. Mix and allow to stand for 10 min. Compare the colour produced in the two Nessler’s cylinders. Blank determination without samples are recommended to avoid errors arising out of reagents.



F-5 RESULTS



The sample may be taken to have passed the test, if the colour developed in the sample solution is less than that of standard solution.















ANNEX G

[Clause 4.5, Table 1, S1 No. (v)]

DETERMINATION OF ARSENIC



G-1 OUTLINE OF THE METHOD



Arsenic present in a solution of the material is reduced to arsine, which is made to react with mercuric bromide paper. The stain produced is compared with a standard stain.



G-2 REAGENTS



G-2.1 Mixed Acid ― Dilute one volume of concentrated sulphuric acid with four volumes of water. Add 10 g of sodium chloride for each 100 ml of the solution.



G-2.2 Ferric Ammonium Sulphate Solution



Dissolve 64 g of ferric ammonium sulphate in water containing 10 ml of mixed acid and make up to one liter.



G-2.3 Concentrated Hydrochloric Acid [see IS 265: 1993 ‘Hydrochloric acid — Specification (fourth revision)’]



G-2.4 Stannous Chloride Solution ― Dissolve 80 g of stannous chloride (SnCl2, 2H2O) in 100 ml of water containing 5 ml of concentrated hydrochloric acid.



G-3 PROCEDURE



Carry out the test as prescribed in IS 2088, adding into the Gutzeit bottle, 2 ml of ferric ammonium sulphate solution, 0.5 ml of stannous chloride solution and 25 ml of sample solution as prepared in F-4.1.



For comparison, prepare a stain using 0.001 mg of arsenic trioxide.
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Doc. No.: PCD19 (12582)C2    TITLE: Oxidation hair dyes (emulsion type) -Specification 

                                                                                  (First revision of IS 15205)

LAST DATE OF COMMENTS: 21.02.2022



NAME OF THE COMMENTATOR/ORGANIZATION: _Godrej Consumer Products Ltd._ 



		Sl. 

No. 

		Clause/Subclause/ 

para/table/fig. 

No. commented 

		Commentator/ 

Organization/ 

Abbreviation 

		Type of Comments 

(General/Editorial/ Technical) 

		Justification 

		Proposed change 



		1.



		FOREWORD

		Godrej Consumer Products Ltd.

		General



		Major change in text

		Annexure A



		



		Description

		Godrej Consumer Products Ltd.

		Technical



		Definition with proper explanation

		The Auto-Oxidation Hair Dyes/Colours are ready to use products which do not require mixing with developer as oxidation to deliver the colour happens with oxygen from air. They can be in the form of lotion, cream, gels, pastes or liquids formulated with suitable product characteristics to facilitate ease of application and delivery when used as per instructions though Type 1 and 2 are essentially emulsion type



		



		Section 4.5

		Godrej Consumer Products Ltd.

		General

		Including colour

		hair dyes/ colours



		



		Table 1 S. No. 1(i) - Type 3

		Godrej Consumer Products Ltd.

		Technical

		New technologies are evolving which can greatly reduce the oxidation time without using peroxide, however a higher pH upto 10.5 is necessary

		pH 6-10.5



		



		Table 1 S. No. 1(ii) - Type 3

		Godrej Consumer Products Ltd.

		Technical

		New technologies are evolving which can greatly reduce the oxidation time without using peroxide, however PPD concentration upto 4% is necessary

		4.0 Max



		



		Table 1 S. No. 1(ii) - Type 3 – Inclusion of new sub clause

		Godrej Consumer Products Ltd.

		Technical

		In line with IS 8481, IS 10350

		Dye Ingredients (includes lower or nil levels of PPD and/or phenylenediamine including their N-substituted derivatives and their salts and/or Toluenediamine and derivatives and their salts, other permissible dye intermediates, couplers and modifiers, aminophenols, resorcinols, and all permitted dye chemicals; and their derivatives with exception of those compounds and derivatives listed in  Annex A of IS 4707 Part 2)



Type 3 – Present



Method of test D2



		

		Section 4.6.1.3

		Godrej Consumer Products Ltd.

		General

		Addition of relevant rule

		The product package shall display a list of ingredients in descending order of quantity present as prescribed in Rule 148 of the D & D Act and Rules



		

		Section 4.6.1.8

		Godrej Consumer Products Ltd.

		General

		Typo error

		Labelled to labelled



		

		Section 45.1

		Godrej Consumer Products Ltd.

		General

		Change of text for improved explanation

		The dye shall be filled in suitable containers like amber bottles, tubes etc. that are capable of protecting the product adequately during the shelf life.   These products need to be suitably labelled as per requirements of different regulations as applicable



		

		Section 5.3.1 (b)

		Godrej Consumer Products Ltd.

		General

		Change of text for improved explanation

		Shade/Type of Auto-Oxidation hair dye/colour



		

		Section 5.3.1 (l)

		Godrej Consumer Products Ltd.

		Technical

		Addition of caution statement

		This product is not intended for use on persons under the age of 16.





		

		Section 5.3.2

		Godrej Consumer Products Ltd.

		Technical

		Inclusion of “black henna” tattoos

		Add statement after Read & Follow Instructions:



Temporary ‘black henna’ tattoos may increase your risk of allergy. 



		

		Section 5.3.2 (c)

		Godrej Consumer Products Ltd.

		Technical

		Inclusion of statement

		Add statement after Do not colour your hair if:



· you have experienced a reaction to a temporary ‘black henna’ tattoo in the past.



		

		Section 5.3.2 (c)

-  Patch test statement

		Godrej Consumer Products Ltd.

		Technical

		Enable detection of delayed allergy

		Change the time from 24 h to 48 h



		

		Section C.1.6

		Godrej Consumer Products Ltd.

		General

		Typo error

		Spelling of Concentrated



		

		Section Annexure A 



		Godrej Consumer Products Ltd.

		Technical

		Addition of common phrase for better clarity

		Add before points



The Auto-Oxidation Dye/Colour should



		

		Section Annexure A – Point 1



		Godrej Consumer Products Ltd.

		Technical

		Change of text for better explanation

		From 1 On visual inspection, auto oxidation hair dye should be homogeneous and uniform. There

should not be any sign of separation. It should be thick and viscous. 



To

A.1 On visual inspection, product should be homogeneous and uniform in texture and should not show excessive signs or oxidation except on the top portion of the contents. There should not be any sign of separation.



		

		Section Annexure A – Point 2



		Godrej Consumer Products Ltd.

		Technical

		Change of text for better explanation

		From

2. Auto Oxidation hair dye should impart the desired colour on hair for a longer duration 



To 

A.2 It should be formulated with a suitable viscosity for ease of spreading and application and yet preventing undue dripping off onto skin.





		

		Section Annexure A – Point 3



		Godrej Consumer Products Ltd.

		Technical

		Change of text for better explanation

		From When applied on hair, it should spread easily and disperse quickly over the hair.



To 



A.3 It should impart the desired colour on hair for a long lasting effect





		

		Section Annexure A – Point 4



		Godrej Consumer Products Ltd.

		Technical

		Change of text for better explanation

		From

Hair dye after application should rinse out easily and should not have any residual tackiness

and should not affect the texture of hair.



To



A.4 It should rinse out easily and should not have any residual tackiness and should not affect the texture of hair adversely





		

		Section Annexure A – Point 5



		Godrej Consumer Products Ltd.

		Technical

		Change of text for better explanation

		From 



5. Dye should have an agreeable odour/perfume.



To



A.5 It may have an agreeable odour/perfume





		

		Section Annexure A – Point 6



		Godrej Consumer Products Ltd.

		Technical

		Change of text for better explanation

		Form 

6. The product should have good stability for the period as declared by the manufacturer. 



To

A.6 The product should be formulated and packaged in a manner to ensure performance for the declared shelf life












Annexure A



FOREWORD

Hair dyes are cosmetic products intended for imparting colour to hair to produce varying shades either for grey coverage or simply to change the original colour of hair to make a fashion statement. Hair dyes may be broadly classified as Natural and Synthetic based on their Origin, as Permanent/Demi-permanent, Semi-Permanent and Temporary based on their mechanism of deposition on hair and their subsequent resistance to wash out. Another way of classification is based on the physical form of the final product offering. The Bureau of Indian Standards has prescribed the following standards Hair Colours/Dyes. 

I. Oxidative : Permanent/Demi-permanent

a.  IS 10350 : 2019 ‘Powder Hair Dyes ― Specification (Third Revision)’.

b.  IS 8481 : 2019 ‘Oxidation Hair Dyes, Liquid, Gel and Cream ― Specification (Fourth Revision)’]

c. IS 15205 : 2005 Oxidation Hair Dyes (Emulsion Type) ― Specification

II. Vegetable Based Hair Dyes

a. IS 11142 : 2019 Specification for Henna Powder (Second Revision)



The IS 15205 was first drafted to regulate the number of emulsion products that appeared in the market that delivered colour slowly over a period of 2-3 days following repeated applications. Since these products were in an emulsion form the standard was classified as “Emulsion Type”. It is important to note however that the colour delivery was primarily an outcome of oxidation of the dye precursor in the formulation, primarily PPD (p-Phenylenediamine) by air without the use of an external hydrogen peroxide source which is necessary for all other oxidative hair dyes/colours. There have been several advancements in technology in the past few years enabling a faster delivery using air oxidation thereby reducing time required to obtain the final colour without having to wait for 2-3 days and also avoiding multiple applications of the product. A more apt classification for such products that is also a globally accepted nomenclature is auto-oxidation dyes. 



It is therefore the aim of this revision to only relook at the specifications prescribed and suitably modify the same in light of the technological advances in this field but also to change the name of the standard to AUTO-OXIDATION HAIR DYES ― SPECIFICATION from the earlier OXIDATION HAIR DYES (EMULSION TYPE) — SPECIFICATION. 



This specification covers only Oxidation Hair Dyes containing p-phenylenediamine (PPD) and other suitable dye precursors and couplers which are allowed for use as per the latest amendments of IS 4007 Part 2active ingredients. 



This standard was first published in 2002. In this revision, following modification have been carried out:

i) The name of the standard has been changed to AUTO-OXIDATION HAIR DYES ― SPECIFICATION from the earlier OXIDATION HAIR DYES (EMULSION TYPE) — SPECIFICATION.

ii) Addition coloumn for Type 3 has been incorporated in Table 1,  Requirements for Auto-Oxidation Hair Dyes Clause 4.5 to allow for products with newer technologies 

iii) The requirement of compliance of Auto-Oxidation Hair Dyes  to IS 4011 for use of novel ingredients has also been incorporated.

iv) The marking clause has been harmonized with Rule 148 of the Drugs and Cosmetics Act 1940 and Rules, 1945

v) In the marking clause, cautions/warnings related to PPD content in the product have been aligned with IS 4707 (Part 2)

vi) A list of languages in which the instructions for conducting hypersensitivity test have been provided 

HPLC method for estimation of PPD in hair dyes (Annex D) has been incorporated. 
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Foreword

ISO (the International Organization for Standardization) is a worldwide federation of national standards
bodies (ISO member bodies). The work of preparing International Standards is normally carried out
through ISO technical committees. Each member body interested in a subject for which a technical
committee has been established has the right to be represented on that committee. International
organizations, governmental and non-governmental, in liaison with ISO, also take part in the work.
ISO collaborates closely with the International Electrotechnical Commission (IEC) on all matters of
electrotechnical standardization.

The procedures used to develop this document and those intended for its further maintenance are
described in the [SO/IEC Directives, Part 1. In particular, the different approval critéria'needed for the
different types of ISO documents should be noted. This document was drafted in accordance with the
editorial rules of the ISO/IEC Directives, Part 2 (see www.iso.org/directives).

Attention is drawn to the possibility that some of the elements of this document may be the subject of
patent rights. ISO shall not be held responsible for identifying any or all such patent rights. Details of
any patent rights identified during the development of the document will'be,in the Introduction and/or
on the ISO list of patent declarations received (see www.iso.org/patents).

Any trade name used in this document is information given for the convenience of users and does not
constitute an endorsement.

For an explanation of the voluntary nature of standards, thé meaning of ISO specific terms and
expressions related to conformity assessment, as well@as information about ISO's adherence to the
World Trade Organization (WTO) principles in the Technical Barriers to Trade (TBT) see www.iso
.org/iso/foreword.html.

This document was prepared by Technical Committee ISO/TC 217, Cosmetics.

Any feedback or questions on this documentshould be directed to the user’s national standards body. A
complete listing of these bodies can be found atwww.iso.org/members.html.

This second edition cancels and replacesithe firstledition (ISO 11930:2012), which has been technically
revised. The main changes comparedto theprevious edition are as follows.

— Two types of diluents, compositienn 1 and composition 2 can be used as the diluents for bacteria and
Candida albicans on the revised version (5.2.3).

— 5.6.2 Paragraph 2 has been.changed to “When counts of surviving microorganisms obtained in
5.6.1.4 c) are less than 30for bacteria and C. albicans or less than 15 for A. brasiliensis at the dilution
where neutralization has been checked, record the number of colonies on Petri dishes and express
results by multiplying by the dilution factor. If no colonies are observed at the dilution where
neutralizatiofn has,been/checked, note the result as <1 and multiply by the dilution factor.”
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Introduction

This document is designed to be used in the overall evaluation of the antimicrobial protection of a
cosmetic product.

The antimicrobial protection of a product can come from many sources:

— chemical preservation;

— inherent characteristics of the formulation;

— package design;

— manufacturing process.

This document defines a series of steps to be taken when assessing the overalhantimicrobial protection
of a cosmetic product. A reference method for a preservation efficacy testiy(challenge test) along with
evaluation criteria is also described in this document.

The test described in this document involves, for each test microorganism, placing the formulation in
contact with a calibrated inoculum, and then measuring the changes in the microorganism count at set
time intervals for a set period and at a set temperature.

The data generated by the risk assessment (see ISO 29621).0r by the preservation efficacy test, or both,
are used to establish the level of antimicrobial protection‘required to minimize user risk.
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INTERNATIONAL STANDARD ISO 11930:2019(E)

Cosmetics — Microbiology — Evaluation of the
antimicrobial protection of a cosmetic product

1 Scope

This document specifies a procedure for the interpretation of data generated'by the preservation
efficacy test or by the microbiological risk assessment, or both, when_ evaluating the overall
antimicrobial protection of a cosmetic product.

It comprises:
— apreservation efficacy test;

— a procedure for evaluating the overall antimicrobial protectien ofia cosmetic product that is not
considered low risk, based on a risk assessment describedin ISO 29621.

The preservation efficacy test is a reference method to evaluatefthe preservation of a cosmetic
formulation. It is applicable to cosmetic products in the marketplace.

This test does not apply to those cosmetic products,for which the microbiological risk has been
determined to be low according to Annex A and 1S@2962%

This test is primarily designed for water-soluble 6Fwater-miscible cosmetic products and can be used
with modification to test products in which water is¢h€ internal (discontinuous) phase.

NOTE This test can be used as a guideline tojestablish a development method during the development cycle
of cosmetic products. In this case, the test can be modified or extended, or both, for example, to make allowance
for prior data and different variables#(microbial strains, media, incubation conditions exposure time, etc.).

Compliance criteria can be adapted to specificiobjectives. During the development stage of cosmetic products,
other methods, where relevant, cantbe used todetermine the preservation efficacy of formulations.

2 Normative references

The following documents are referred to in the text in such a way that some or all of their content
constitutes requirements of this document. For dated references, only the edition cited applies. For
undated references,the'latest edition of the referenced document (including any amendments) applies.

ISO 16212, Cosmetics— Microbiology — Enumeration of yeast and mould

ISO 184155 Cosmetics — Microbiology — Detection of specified and non-specified microorganisms
ISO 21148:2017, Cosmetics — Microbiology — General instructions for microbiological examination
[SO 21149, Cosmetics — Microbiology — Enumeration and detection of aerobic mesophilic bacteria

[SO 29621, Cosmetics — Microbiology — Guidelines for the risk assessment and identification of
microbiologically low-risk products

3 Terms and definitions
For the purposes of this document, the terms and definitions given in ISO 21148 and the following apply.

ISO and IEC maintain terminological databases for use in standardization at the following addresses:

— ISO Online browsing platform: available at https://www.iso.org/obp
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— IEC Electropedia: available at https://www.electropedia.org/

31
cosmetic formulation
preparation of raw materials with a qualitatively and quantitatively defined composition

3.2

cosmetic product

cosmetic formulation (3.1) that has undergone all stages of production, including packaging in its final
container

3.3

antimicrobial protection of a cosmetic product

ability of a cosmetic product (3.2) to overcome microbial contamination that might present apotential
risk to the user or to the aesthetic and functional integrity of the product, during‘intended use

Note 1 to entry: The overall antimicrobial protection includes preservation of the formulation, the specific
manufacturing process and protective packaging.

34
preservation of a cosmetic formulation
set of means used to avoid microbial proliferation in a cosmetic formulation (3.1)

EXAMPLE Preservatives, multifunctional compounds, hostile raw materials, extreme pH, low water-
activity values.

3.5
reference method
method applied by interested parties to assess a produet ongthé market and in case of dispute

3.6

development method

in-house method

method used during the development stage of@aproduct before the product is put on the market

3.7
consumer
end user of a cosmetic product (3.2)

4 Principle

The evaluation of the antimicrobial protection of a cosmetic product combines the following elements
(see Annex A).

a) The characteristics,ofsits formulation (see ISO 29621) or the results of the preservation efficacy
test (if performed), or both.

The preservation efficacy test is described in Clause 5.

b) The characteristics of the cosmetic product in conjunction with the production conditions
(see ISO 22716 and ISO 29621), the packaging materials and, if justified, recommendations for use
of the product (see ISO 29621) and, when relevant, the area of application and the targeted user
population (see Annex D).

This document describes a procedure for the interpretation of data generated by the preservation
efficacy test (if appropriate) and by the microbiological risk assessment.
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5 Preservation efficacy test

5.1 General

The evaluation of the preservation of a cosmetic formulation is based on inoculation of the formulation
with calibrated inocula (prepared from relevant strains of microorganisms). The number of surviving
microorganisms is measured at defined intervals during a period of 28 days. For each time and
each strain, the log reduction value is calculated and compared to the minimum values required for
evaluation criteria A or B (see Annex B).

When used as a reference method, procedures shall be strictly followed in order to avoid variability
in results. To determine the preservation efficacy of a formulation during preduct development, other
suitable development methods may be used.

Prior to the test, neutralizer efficacy shall be established (see 5.5), and theymicrebiological quality of
the product shall be determined (in accordance with ISO 21149 and 1S0,16212, or with ISO 18415)
to ensure that any microorganisms present in the test sample do “iotinterfere with recovery of test
organisms.

5.2 Materials, apparatus, reagents and culture media

5.2.1 General

When water is used in diluents, neutralizers orsculture media preparation, use distilled water or
purified water as specified in ISO 21148:2017, 8.2.

5.2.2 Materials

In addition to the microbiology laboratory equipment described in ISO 21148, the following materials
should be used

5.2.2.1 Glass beads, 3 mm to 4mm in diameter.

5.2.2.2 Sintered glass filter, ofporosity 2 (40 pm to 100 um).
5.2.2.3 Sterile glass.containers with closures, of suitable volumes.
5.2.2.4 Centrifugeycapable of a centrifugal force of 2 000g.

5.2.3 Diluents

5.2.3.1¢ . General

Unless otherwise specified, all reagents shall be equilibrated at ambient temperature before use. When
available, ready-to-use reagents and media may be used.

5.2.3.2 Diluents for bacteria and Candida albicans
5.2.3.2.1 Composition 1

Sodium chloride 85¢g

Water 1000 ml
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5.2.3.2.2 Preparation

Dissolve sodium chloride in the water by mixing. Dispense into suitable containers. Sterilize in the
autoclave at 121 °C for 15 min.

5.2.3.2.3 Composition 2

Tryptone pancreatic digest of casein 1,0 g
Sodium chloride 85¢g
Water 1000 ml

5.2.3.2.4 Preparation

Dissolve the components in the water by mixing while heating. Dispense intoysuitable containers.
Sterilize in the autoclave at 121 °C for 15 min. After sterilization, the pH shall'berequivalent to 7,0 + 0,2,
when measured at room temperature.

5.2.3.3 Diluent for preparation of Aspergillus brasiliensis: polysorbate solution

Prepare a solution of polysorbate 80 (0,5 g/I). Dissolve by/mixing while heating until complete
dissolution is achieved. Dispense the solution into suitable{containers. Sterilize in the autoclave at
121 °C for 15 min.

5.2.4 Neutralizer

5.2.4.1 General

The suitability and effectiveness of the neutralizing agent with respect to the test strains used and to
the tested formulation shall be demonstrated assspecified in 5.5.

The neutralizer described in 5.2.4.2 is frequently used. Examples of other suitable neutralizers are
given in Annex C (see Table C.1).

5.2.4.2 EugonLT 100 liquid broth

5.2.4.2.1 General

This medium containsfingredients that neutralize inhibitory substances present in the sample (lecithin
and polysorbate 80) and dispersing agent octoxynol 9 (Triton X100®1). It may be prepared as described
in5.2.4.2.2, or from dehydrated culture medium, according to the manufacturer’s instructions. A ready-
to-use mediumymay.alsobe used.

5.2.4.2.2 Composition

Pancreatic digest of casein 15g
Papaic digest of soybean meal 5g
Sodium chloride 4g
L-cystine 07g

1)  Triton X100® is an example of a suitable product available commercially. This information is given for the
convenience of users of this document and does not constitute an endorsement by ISO of this product.
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Sodium sulphite 02g
Glucose 55¢g
Egg lecithin lg
Polysorbate 80 5g
Octoxynol 9 1g
Water 1000 ml

5.2.4.2.3 Preparation

Dissolve successively into boiling water polysorbate 80, octoxynol 9 andiegg lecithin until they are
completely dissolved. Dissolve the other components by mixing while heating.Dispense the medium
into suitable containers. Sterilize in the autoclave at 121 °C for 15 minaMix well after sterilization while
the liquid is still hot to redissolve settled substances. After sterilization, the pH shall be equivalent to
7,0 + 0,2 when measured at room temperature.

5.2.5 Culture media

5.2.5.1 General

Culture media may be prepared as in 5.2.5.2, 52.5.3 and¥5.2.5.4, or from dehydrated culture media
according to the manufacturer’s instructions. Ready“to-use media may be used when their composition
and/or growth yields are comparable to those of.the formulae given in 5.2.5.2.1, 5.2.5.3.1 and 5.2.5.4.1.

5.2.5.2 Culture medium for bacteria: tryptic soy agar (TSA) or soybean casein digest agar
medium

5.2.5.2.1 Composition

Pancreatic digest of casein 15,0'g

Papaic digest of soybean mealy, 5,0 g

Sodium chloride 50g
Agar 150¢g
Water 1000 ml

5.2.5.2.2, Preparation

Dissolve the ‘€omponents or the dehydrated complete medium in the water by mixing while heating.
Dispense the medium into suitable containers. Sterilize in the autoclave at 121 °C for 15 min. Mix well
after sterilization while the liquid is still hot to redissolve settled substances. After sterilization and
cooling down, the pH shall be equivalent to 7,3 + 0,2 when measured at room temperature.
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5.2.5.3 Culture medium for C. albicans: Sabouraud dextrose agar medium (SDA)
5.2.5.3.1 Composition

Dextrose 40,0 g

Peptic digest of animal tissue 50g

Pancreatic digest of casein 50g
Agar 150¢g
Water 1000 ml

5.2.5.3.2 Preparation

Dissolve the components or the dehydrated complete medium in the water'bysmixing while heating.
Dispense the medium into suitable containers. Sterilize in an autoclave,at 121 °C for 15 min. After
sterilization, the pH shall be equivalent to 5,6 + 0,2 when measured atfoom temperature.

5.2.5.4 Culture medium for A. brasiliensis: potato dextrose agar (PDA)

5.2.5.4.1 Composition

Potato infusion 200,0 g
Dextrose 200g
Agar (see 5.2.5.4.2, Note 1) 200g
Water 1000 ml

5.2.5.4.2 Preparation

Dissolve the components or the dehydrated complete medium in the water by heating. Dispense the
medium into suitable containers. Sterilize in an autoclave at 121 °C for 15 min. After sterilization, the
pH shall be equivalent to 5,6 0,2 whenimeasured at room temperature.

NOTE Commercially available“dehydrated medium powders that contain less than 20 g/l of agar can be
supplemented with extra agar to.the final concentration of 20 g/1 if necessary.

5.3 Microbial strains

The test shall be rus using the following strains as test microorganisms?):

— Pseudomonas aexuginosa ATCC®9027TM3) (equivalent strain: CIP®82.118TM4) or NCIMB®8626TM5)
or NBRC®13275TM6é) or KCTC®2513TM7) or other equivalent national collection strain);

2)  These are examples of suitable products available commercially. This information is given for the convenience
of users of this document and does not constitute an endorsement by ISO of these products.

3) ATCC®: American Type Culture Collection

4)  CIP®: Collection de I'Institut Pasteur

5) NCIMB®: National Collection of Industrial Marine Bacteria
6) NBRC®: NITE Biological Resource Center, JP

7)  KCTC®: Korean Collection for Type Cultures

6 © IS0 2019 - All rights reserved





ISO 11930:2019(E)

— Staphylococcus aureus ATCC®6538TM (equivalent strain: CIP®4.83TM or NCIMB®9518TM or
NBRC®13276T™M or KCTC®3881TM or NCTC®10788TM8) or other equivalent national collection
strain);

— Escherichia coli ATCC®8739TM (equivalent strain: CIP®53.126TM or NCIMB®8545TM or
NBRC®3972TM or KCTC®2571T™ or NCTC®12923TM or other equivalent national collection strain);

— Candida albicans ATCC®10231T™ (equivalent strain: IP 48.72TM9 or NCPF® 3179TM10) or
NBRC®1594TM or KCTC®7965TM or other equivalent national collection strain);

— Aspergillus brasiliensis ATCC®16404TM (equivalent strain: IP 1431 or IMI®149007TM11) or
NBRC®9455TM or KCTC®6196TM or other equivalent national collection strain).

The culture can be acquired frozen, freeze-dried, on slants or in ready-to-use formats and should be
prepared according to the procedures provided by the supplier of the seference strain. The strains
should be stored in a laboratory conforming to EN 12353 or according to,anather suitable method.

5.4 Preparation and enumeration of inocula

5.4.1 General

To perform the tests, use the strains stored in the laboratory (see 5.3) to obtain the stock cultures and
the working cultures.

The stock culture is a confluent culture obtainedsby streaking slant tubes or plates with the stored
strain (single-use vial or bead). After incubation, the stoek culture can be kept between 2 °C and 8 °C for
two months and is used to obtain the workingcultures.

The working culture, prepared when needed to)perform a test, is used to obtain the calibrated
suspension (inoculum).

The same growth conditions (agar media and incubation) are used for both stock cultures and working
cultures (see 5.4.2 and 5.4.3).

NOTE1 A limited number of serial'subcultures and the use of confluent cultures instead of isolated colonies
lower the risk of change in the stisceptibility of strains. The standardization of growth conditions and of inoculum
preparation improves the repreducibility of the test.

NOTE 2  Avoid thawing when multi-dose containers are used (for example, containers with several beads
brought out of the freezer to take one bead, then replaced in the freezer).

5.4.2 Preparation of bacterial and Candida albicans suspensions

5.4.2.1 To prepare/ the working culture of the test microorganism, prepare a subculture from the
stock culturesby streaking slant tubes or plates (TSA for bacteria, SDA for C.albicans) in order to obtain a
confluentcalture. Incubate at (32,5 * 2,5) °C for 18 h to 24 h.

Prepare in the same way a second subculture, starting from the first subculture, and incubate at
(32,5 = 2,5) °C for 18 h to 24 h. A third subculture can be grown in the same way, starting from the
second. The second subculture and the third one (if it was carried out) form the working cultures.

If the second subculture cannot be carried out in a timely manner, then the first subculture can be kept
for up to 48 h in the incubator (32,5 * 2,5) °C and used to prepare the second subculture. In this case,
prepare the third 18 h to 24 h subculture and use this in the test.

8) NCTC®: National Collection of Type Cultures

9)  IP: Institut Pasteur

10) NCPF®: National Collection of Pathogenic Fungi
11) IMI: International Mycological Institute, UK
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[t is recommended that a fourth subculture not be prepared from the initial stock culture.

5.4.2.2 Take 10 ml of diluent (5.2.3.2) and place in a suitable sterile container with approximately 5 g
of sterile glass beads. Transfer loopfuls of the cells harvested from the agar medium into the diluent; the
cells should be suspended in the diluent by rubbing the loop in a small amount of the diluent against the
side of the container to dislodge the cells.

5.4.2.3 Shake the container manually or mechanically, for a maximum of 3 min, to homogenize the
suspension. Aspirate the upper part of the suspension (avoiding any contact with the glass beads) and
transfer the obtained suspension to a sterile container.

5.4.2.4 Adjust the number of cells in the suspension to 1 x 107 cfu/ml to 1 x 108 cfu/ml (bacteria) or
1 x 106 cfu/mlto 1 x 107 cfu/ml (C. albicans) using the diluent (5.2.3.2) and in accordance with calibration
data produced in the laboratory (e.g. using a spectrophotometer, see ISO 21148:201%, Annex C).

Use this calibrated inoculum within 2 h.

5.4.2.5 At the time of the test, check the initial capacity of the suspefision, N. Make successive tenfold
dilutions of the calibrated suspension in the diluent (5.2.3.2). Perform the enumeration by duplicating
1 ml of the suitable dilutions (see 5.6.2) into TSA for bacteria and into SDA.for C. albicans. Incubate the
dishes at (32,5 £ 2,5) °C for 24 h to 48 h.

5.4.3 Preparation of Aspergillus brasiliensis spore suspension

5.4.3.1 To obtain the working culture of the test microorganism, use a stock culture (on PDA) aged
not more than 2 months and prepare a suspension in the ‘diluent (5.2.3.3). Inoculate by flooding the
surface of PDA (use an appropriate number of Petridishes), so as to obtain a confluent culture. Incubate
at (22,5 £ 2,5) °C for 7 days to 11 days.

5.4.3.2 After incubation, transfer 10 ml{of the polysorbate solution (5.2.3.3) to the surface of PDA.
Gently detach the spores from the culture surface,for example, using a spatula or glass beads.

Transfer the suspension to an appropriate flask and stir gently for about 1 min in the presence of glass
beads. Filter the suspension through a‘sintered glass filter of porosity 2 (i.e. 40 um to 100 pm).

5.4.3.3 Carryoutamicrosgopic examination (magnification x 400) to detect the presence of germinated
spores or mycelium fragments,

— If germinated spofes age present, the suspension shall be discarded.

— If mycelium is,present in more than one field out of 10, wash the filtered suspension by centrifuging
at 2 000g for 20 min”Wash the spores at least twice by resuspending them in the polysorbate
solution (5:2.3¢3) and centrifuging.

5.4.3.4 Adjust the number of spores in the suspension to a value of about 1 x 106 spores/mlto 1 x 107
spores/ml using the diluent (5.2.3.3) and any appropriate means.

The use of a cell enumeration device (e.g. a haemocytometer) is recommended to adjust the number of
spores. If an appropriate cell count chamber is used, follow the instructions accurately.

The suspension should be used during the same working day. It can be used on the following day if
stored between 2 °C and 8 °C, but, at the time of the test, the absence of germinated spores shall be
checked.

5.4.3.5 At the time of the test, check the initial number of microorganisms, N. Make successive tenfold
dilutions of the calibrated suspension in the diluent (5.2.3.3). Perform the enumeration by duplicating

8 © IS0 2019 - All rights reserved





ISO 11930:2019(E)

1 ml of the suitable dilutions (see 5.6.2) into PDA plates (using an appropriate number of Petri dishes).
Incubate the dishes at (22,5 + 2,5) °C for 3 days to 5 days.

5.5 Demonstration of the neutralizer efficacy

5.5.1 Principle

Neutralization efficacy is the verification that the test method protocol sufficiently neutralizes the
antimicrobial aspects of a formulation, ensuring that microorganisms can be detected in the product
matrix, without inhibiting the test microorganisms.

A calibrated suspension of microorganisms (about 103 cfu/ml) is inoculated¢imsthe neutralizer in the
presence (test) and in the absence (control) of the formulation. The neutralizer efficacyis demonstrated
if the counts performed on the inoculum, Ny, and on the control, Ny, (mixture of the neutralizer and
diluent), are equivalent and if the count in the test, Nyf (mixture of the neutralizer@nd the formulation),
is atleast 50 % of Nyp, (see 5.5.4).

5.5.2 Procedure
Run the test separately for each strain.

a) Prepare a dilution of the calibrated suspension ofgnicroorganisms [N is between 1 x 107 cfu/ml
and 1 x 108 cfu/ml for bacteria, and between 1 x@06 ¢fu/ml and 1 x 107 cfu/ml for C. albicans and
A. brasiliensis (see 5.4.2 and 5.4.3)] in order to,obtain aguspension containing about 103 cfu/ml
(inoculum).

b) Transfer 1 gor 1 mlof the formulation to beitested into 9 ml of neutralizer (5.2.4). Shake to disperse
the formulation. If the initial dilution,conditions/neutralizer prove insufficient for neutralization
efficacy, repeat the procedure followingyguidance in 5.5.4, paragraph 4. Other test conditions are
acceptable provided that at least 1 g or 1 mbof formulation is used and a minimal tenfold dilution is
performed.

c) Leave the “test” tubes for (30 +15) min at room temperature. Run a control in parallel with the
same neutralizer, replacing theitested formulation with 1 ml of diluent (5.2.3).

d) Inoculate the “test” tubes [tenfold and, if necessary, the additional dilution in 5.5.2 b)] and “control”
tubes with 1 ml of inoculum [5.5.2 a)] (the final volume is 11 ml). Mix.

e) Prepare the “inoculum control”. Add 1 ml of the inoculum [5.5.2 a)] to 10 ml of diluent (the final
volume is 11 ml). Mix.

» o«

f) Enumerate in duplicate by inclusion of 1 ml of each mixture (“test”, “control” and “inoculum
control”)into appropriate agar medium (TSA for bacteria, SDA for C. albicans and PDA for A.
brasiliensis);

Theuse of a 1 ml volume of the calibrated suspension is recommended to improve the precision of

» o«

the counts (“test”, “control” and “inoculum control” mixtures).

g) Incubate at (32,5 * 2,5) °C for 48 h to 72 h for the bacteria and C. albicans and at (22,5 * 2,5) °C for
3 days to 5 days for A. brasiliensis.

5.5.3 Calculations

Calculate the number, Ny, of microorganisms, in colony-forming units per millilitre, present in the
inoculum control [see 5.5.2 €)].

N is the mean number of colonies counted in duplicate over the plates in a 1 ml sample.

Ny, shall be about 100.
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Calculate the number of microorganisms, in colony-forming units per millilitre, present in the “test”
mixture with the neutralizer in the presence of the formulation, Nyf, and in the “control” mixture with
the neutralizer in the absence of the formulation, Nyq,.

Nyt or Ny, is the mean number of colonies counted in duplicate over the plates in a 1 ml sample of “test”
or “control” mixture.

5.5.4 Interpretation of results and conclusion on neutralizer efficacy

The efficacy of the neutralizer is demonstrated if Nyf= 0,5Ny, and if Ny, is close to Ny. If Ny, is not close
to Ny, the neutralizer is considered toxic for microorganisms.

The inherent variability in enumeration on agar plates shall be taken into account. Tweycounts are
usually considered different only if their difference exceeds 50 %.

Take note of the test conditions (neutralizer, volume, etc.) and in particular the dilution of the
formulation (1/10, 1/100 or other) for which the efficacy of the neutralizer was demonstrated.

If the results do not comply with the requirements, it is necessary to
— either modify the neutralizer (see Annex C) or make a further dilution of the sample,
— or carry out a membrane filtration, if possible.

If the results still do not comply with the requirements, itiis /inlikely that the formulation can be
contaminated by the strain concerned. It is possible, evendnithis'case, to issue a test report [see 5.7 and
5.8 f)].

5.6 Determination of the preservation efficacy of the formulation

5.6.1 Procedure

Run the test separately for each strain.

5.6.1.1 Sampling of test product

For each strain, dispense 20 g or 20"ml of the test formulation into a sterile container (5.2.2.3).

5.6.1.2 Inoculation of test microorganisms

Add to each container 0,2 ml'of calibrated inoculum (see 5.4.2 and 5.4.3) to obtain between 1 x 105 cfu/
mland 1 x 106 cfu/mlfor g fox baeteria, and between 1 x 104 cfu/mland 1 x 105 cfu/ml or g for C. albicans
and A. brasiliensis in the formulation (final concentration). Mix thoroughly to ensure a homogeneous
distribution of the inoculum.

The initial concentration of microorganisms present in the inoculated product, Ny, is calculated using
the results of the enumeration of the calibrated inoculum, N [see 5.6.3.2 b)].

5.6.1.3 Incubation of the inoculated formulation

Store the containers holding the inoculated formulation at (22,5 #* 2, 5) °C.

5.6.1.4 Sampling and enumeration

a) At each specified sampling interval: 7 days (T7), 14 days (T14) and 28 days (T28), according to
the test strain (see Annex B), sample 1 g of inoculated formulation and prepare the dilution for
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which neutralization efficacy has been demonstrated (5.5). Ensure the correct dilution factor is
used when calculating Ny (see 5.6.3.3).

Leave in contact for (30 = 15) min at room temperature.

b) Starting from dilution with demonstrated neutralization efficacy, make successive tenfold dilutions
in the diluent (see 5.2.3).

c) Carry out microbial enumeration in duplicate using a suitable agar medium (TSA for bacteria, SDA
for C. albicans or PDA for A. brasiliensis) for all dilutions at T7. At T14 and T28, the dilution series
may be adjusted based on results from T7.

d) In Petridishes of 85 mm to 100 mm in diameter, place 1 ml of each dilutiomand pour 15 ml to 20 ml
of melted agar medium kept in a water bath at no more than 48 °C. If larger Petri dishes are used,
the amount of agar medium is increased accordingly. Mix the dilution, with the medium, carefully
rotating or tilting the plates sufficiently to disperse the microorganisms. Allow the mixture to
solidify with the Petri dishes starting on a horizontal surface at the room temperature. Other
methods of counting (e.g. spread-plating and membrane filtration) cansberused in accordance with
the parameters indicated above. The use of a 1 ml volume ofsthe counted dilution is recommended
to improve the precision in the counts.

e) Incubate at (32,5 + 2,5) °C for 48 h to 72 h for the bacteria and Csalbicans and at (22,5 + 2,5) °C for
3 days to 5 days for A. brasiliensis.

5.6.2 Counting of colonies

After incubation, enumerate the colonies on the incubated dishes. For all the enumerations [see 5.4.2.5,
5.4.3.5 and 5.6.1.4 )], retain the dishes containing bétween 30 and 300 colonies for bacteria and
C. albicans and between 15 and 150 colonies for A brasiliensis.

When counts of surviving microorganisms ‘ebtained in 5.6.1.4 c) are more than 300 (150 for A.
brasiliensis), note the result as > 3005150 for A. brasiliensis).

When counts of surviving microorganisms obtained in 5.6.1.4 c) are less than 30 for bacteria and
C. albicans or less than 15 for A.“brasiliensis at the dilution where neutralization has been checked,
record the number of colonies on Petridishes and express results by multiplying by the dilution factor.

If no colonies are observed atthe dilution where neutralization has been checked, note the resultas <1
and multiply by the dilution factor.

Determine the number0fmieroorganisms present in the sample at time to (No = N/100) in accordance
with 5.6.3.2, and.the number of survivors at each sampling time, Ny, in accordance with 5.6.3.3.

5.6.3 Calculations

5.6.3.1 »General

Check that the neutralizer efficacy is verified (see 5.5.4) and that the experimental data are in
accordance with the rules indicated in 5.6.2.

5.6.3.2 Determination of the initial numbers of microorganisms, N and Ny

a) Calculate N, the number of microorganisms present in the calibrated suspensions (see 5.4.2 and
5.4.3), in colony-forming units per millilitre, using Formula (1):

N=C/(Vxd) 1)
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where

is the mean number of colonies (see 5.6.2) counted in duplicate over the plates;

|

V' is the volume of inoculum applied to each dish, in millilitres (1 ml, in accordance with
5.4.2 and 5.4.3);

is the dilution factor of the counted dilution;

N shall be between 1 x 107 cfu/ml and 1 x 108 cfu/ml for bacteria, and between 1 x4106 cfu/ml
and 1 x 107 cfu/ml for C. albicans and A. brasiliensis.

b) Determine Ny, the number of microorganisms inoculated in the formulation at time t¢ using

Formula (2):
No=N/100 (2)

where Ny shall be between 1 x 105 cfu/ml and 1 x 106 cfu/ml or gsfertheybacteria, and between
1 x 104 cfu/ml and 1 x 105 cfu/ml or g for C. albicans and A. brasiliensis.

5.6.3.3 Enumeration of the microorganisms at each sampling time, Ny

Calculate, Ny, the number of surviving microorganisms in the gontaminated formulation, in colony-
forming units per millilitre or grams, at each sampling timesty (T7, T4 or T28), using Formula (3):

N, =C/(Vxd) (3)

where

C isthe mean number of colonies (seg’5.6.2) counted in duplicate over the plates;
V' is the volume of inoculum applied toeach dish, in millilitres [1 ml, in accordance with 5.6.1.4 a)];

d isthe dilution factor correspondingte the retained and counted dilution [see 5.6.1.4 c), taking
into account the second ténfold dilution in the neutralizer as in 5.6.1.4 a)];

5.6.3.4 Reduction in microbial counts

Calculate the reduction values, Ry, expressed in log units, obtained at each sampling time using

Formula (4):
R, =1gNy ~IgN, @
where

Np is the number of microorganisms inoculated at time ¢( [see 5.6.3.2 b)];
Ny is the number of surviving microorganisms at each sampling time, ty (see 5.6.3.3).

There may be no reduction, and there may even be an increase in the microorganism count.
5.7 Interpretation of test results and conclusions

5.7.1 Criteria

The obtained log reduction values, Ry (see 5.6.3.4), are compared to the minimum values required for
evaluation criterion A or B reported in Annex B.
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The criteria representing the protection capacities of a cosmetic formulation are:

— criterion A, whereby the formulation is protected against microbial proliferation that may present
a potential risk for the user and no additional factors are considered [see 6.2 a)];

— criterion B, whereby the level of protection is acceptable if the risk analysis demonstrates the
existence of control factors not related to the formulation indicating that the microbiological risk is
tolerable for the cosmetic product [see 6.2 b)].

The criteria are expressed either by a minimum log reduction value or by “NI” when the requirement is
that there be no increase in the microbial population.

The inherent variability in microbial counts that are used to determine Ry values shall be taken into
consideration when comparing the obtained Ry values and the preset criteria A or B. Tn,this document, a
deviation of 0,5 log units from the preset criteria is considered acceptablet

5.7.2 General case (efficacy of the neutralizer is demonstrated for all'strains)
For each microorganism, compare the values of Ry to criterion AserB,(as\described in Annex B and 5.7).

a) If all the reduction values comply with criterion A, the formulation satisfies requirements A of the
preservation efficacy test and, in accordance with 6.2 a), meets.the requirements of this document.

b) If all the reduction values comply only with criterion Bthe formulation satisfies requirement B of
the preservation efficacy test. Additional justificatien’should be provided to show that the product
satisfies the requirements of this document [s€e 6.2 b)].

c) If one or more of the reduction values deynot'comply with criterion A or B, then the formulation
does not satisfy the requirements of the preservation efficacy test. The status of the product shall
be evaluated solely according to the mierobiological risk assessment [see 6.2 c)].

5.7.3 Case of formulations for which the efficacy of the neutralizer is not demonstrated for
some strains

If the efficacy of the neutralizer has n6t'been demonstrated for some strains despite additional tests
(see 5.5.4), the formulationan be considered not susceptible to contamination from these microbial
strains. Note the result as““not susceptible to contamination”. This result is deemed equivalent to Ry
given by the preset criterion oflogarithmic reduction given in Annex B.

Interpret the results for the strains for which the efficacy of the neutralizer is demonstrated and
compare the valuesiof Ry to the preset criterion A or B (as described in Annex B and 5.7).

If all the reduction values comply with criterion A (or B), the formulation satisfies by extrapolation the
requirements A (or B) of the preservation efficacy test.

If one of more of the reduction values do not comply with criterion A (or B), the formulation does not
satisfy therequirements of the preservation efficacy test.

5.8 Testreport

The test report shall contain the following information:

a) areference to this document, i.e. ISO 11930:2018;

b) the identification of the testing laboratory;

c) theidentification of the cosmetic product (or formulation):
1) name of product;

2) batch number or lot date code;
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3)

4)
5)

name of the entity responsible for marketing the product and name of the manufacturer, if
known;

date of reception at the laboratory;

conditions of storage at the laboratory;

d) the enumeration method used;

e) the experimental conditions:

1y
2)
3)
4)
5)
6)
7)

analysis period;

conditions of incubation of the inoculated formulation;
composition of the neutralizer;

incubation temperature of Petri dishes;

culture media used;

test strains (origin and modes of storage);

modes of contamination of the formulation with the test microerganisms (mass/volume of
product formulation, volume of calibrated suspension);

f) the testresults:

1y
2)

3)

quantity of the initial numbers of microorganismsyN and Ny [see 5.6.3.2 a) and 5.6.3.2 b)];

results of the demonstration of the neutralizer efficacy for each test strain and concentration of
the formulation for which the neutralization is demonstrated (in the case of non-demonstration
for some strains, indicate the test resultstebtained and the tests carried out to achieve
neutralization);

test results (enumerations and,logarithmic reductions) for each of the test strains and each
sampling time (see 5.6.3.3 and 5.6:3.4);

g) conclusions.

6 Overall evaluation®f the antimicrobial protection of the cosmetic product

6.1 General

Antimicrobial protection is based on a combination of formulation characteristics, production
conditions andfinal paeckaging. The overall evaluation takes into account the microbiological risk
assessment togethér with the preservation efficacy test results, if relevant, as set out in the decision
diagram (see Annex A). It is the manufacturer’s responsibility to provide information to demonstrate
that safety has been'satisfactorily demonstrated and that the level of risk is tolerable.

6.2 Case 1 — Preservation efficacy test has been performed on the formulation

a) If the formulation meets criterion A, the microbiological risk is considered to be tolerable (the
cosmetic product is protected against microbial proliferation that may present a potential risk for
the user) and the cosmetic product is deemed to meet the requirements of this document without
additional rationale.

b) If the formulation meets criterion B, the microbiological risk analysis shall demonstrate the
existence of control factors not related to the formulation; for example, a protective package such

14
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as a pump provides a higher level of protection than a jar (see Annex D). This would be considered a
protective device for risk reduction.

Hence, if the risk analysis demonstrates the existence of control factors, the cosmetic product
is deemed to meet the requirements of this document on the basis of criterion B plus additional
characteristics indicating that the microbiological risk is tolerable.

c) If the formulation does not meet the requirements of either criterion A or B, then the status
of the product shall be evaluated solely according to the microbiological risk assessment. For
example, a product in single-dose units can be considered a tolerable microbiological risk, even
if the formulation does not meet the requirements of either criterion A or(B, provided that the
microbiological quality of the finished product is ensured at the time of release.

NOTE Other data such as consumer in-use data can be used to substantiate the micrebiological risk of a
product.

Hence, if the risk analysis demonstrates the existence of strengthened control factors (risk
reduction), then the cosmetic product is deemed to meet the requirements of this document.

d) Ifthe cosmetic product does not comply with any of the three previoussituations, it does not satisfy
the requirements of this document.

6.3 Case 2 — Preservation efficacy test has notbeen performed on the formulation

In accordance with ISO 29621, the entity responsibleyfor the production and/or the marketing of
the cosmetic product shall identify those characteristics of the formulation or the finished cosmetic
product, and the control factors, that ensure that'the'microbiological risk is low.

Those characteristics, and any supporting documentation, that demonstrates that the microbiological
risk is tolerable, shall be reported.

Hence, if the results of the microbielegical risk analysis show that the formulation or the finished
product would be considered low nisk, then the cosmetic product is deemed to meet the requirements
of this document on the basis of a mierobiological risk evaluation, provided that the cosmetic product is
produced in compliance with goodimanufacturing practice.

If the results of the micraebiological risk assessment show that the formula or the finished product
would not be considered a tolerable risk, then the cosmetic product does not meet the requirements of
this document. Risk reduction shall be performed to bring the product into compliance.
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Annex A
(normative)

Decision diagram

YES
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conditions, packaging typ
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(see SO 29621)

Microbiological risk of the product controlled

(see Clause 6)

Microbiological risk of the product not controlled

(see Clause 6)

Figure A.1 — Decision diagram
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Annex B
(normative)

Evaluation criteria for the preservation efficacy test

NOTE See 5.7.

Table B.1 — Evaluation criteria

Log reduction values (Ry =1gNg - 1gNy) requireda
M‘c.“’ Bacteria C. albicans A. brasiliensis
organisms
Sampling time T7 T14 T28 T7 T14 T28 T14 T28
>3 >3 21 21 21
Criteria A 23 21 > (¢
and NIb | and NI and NI and NI and NI
>3 21 >0
Criteria B Not >3 Not 21 >0
performed and NI | performed and NI and NI
a  Inthis test, an acceptable range of deviation of 0,5 log is accepted (see®5.7).
b NI: no increase in the count from the previous contact/time,
¢ Ry=0whenlgNyp =1gNy (no increase from the initial,count).
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Annex C
(informative)

Examples of neutralizers for the antimicrobial activity of
preservatives and washing liquids

Table C.1 — Examples of neutralizers for the antimicrobial activity
of preservatives and washing liquids

Preservative

Chemical compounds able to
neutralize the antimicrobial
activity of preservatives

Suitable neutralizers and washing liquids
(for membrane filtration methods)

Phenolic substances:

Parabens,
phenoxyethanol,
phenylethanol, etc.

Anilides

Lecithin
Polysorbate 80

Fatty alcohol ethylene oxide
condensate

Non-ionic surfactants

Polysorbate 80, 30 g/1 + lecithin, 3 g/1

Fatty alcohol ethylene oxide condensate, 7 g/1 +
lecithin, 20 g/1 + polysorbate 80, 4 g/1

D/E neutralizing brotha; SDCLP brothb

Washing liquid: distilled water; tryptone, 1 g/1 +
NacCl, 9 g/I; polysorbate 80, 5 g/1

Quaternary ammonium
salts

Cationic surfactants

Lecithin, saponin,
polysorbate 80,
sodium dodecylsulphate

Fatty alcohol ethylene oxide
condensate

Polysorbate 80, 30 g/1 + sodium
dodecylsulphate, 4 g/1 + lecithin, 3 g/1

Polysorbate 80, 30 g/1 + saponin, 30 g/1 +
lecithin, 3 g/1

D/E neutralizing brotha; SDCLP brothb

Washing liquid: distilled water; tryptone, 1 g/1 +
NacCl, 9 g/I; polysorbate 80, 5 g/1

Aldehydes

Formaldehyde-
generating agents

Glycine, histidine

Lecithin, 3 g/1 + polysorbate 80, 30 g/1 +
L-histidine, 1 g/1

Polysorbate 80, 30 g/1 + saponin, 30 g/1 +
L-histidine, 1 g/1 + L-cysteine, 1 g/1

D/E neutralizing brotha; SDCLP brothb

Washing liquid: polysorbate 80, 3 g/1 +
L-histidine 0,5 g/1

Oxidizing agents

Sodium thiosulphate

Sodium thiosulphate, 5 g/1
Washing liquid: sodium thiosulphate, 3 g/1

a  Dey/Engley neutralizing broth.

b Soybean-caseindigest broth with lecithin and polysorbate 80.
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Table C.1 (continued)

Preservative Chemical compounds able to Suitable neutralizers and washing liquids
neutralize the antimicrobial (for membrane filtration methods)
activity of preservatives

Isothiazolinones Lecithin, saponin Polysorbate 80, 30 g/1 + saponin, 30 g/1 +

Imidazoles Amines, sulphates, mercaptans, lecithin, 3 g/1
sodium bisulphite, sodium Washing liquid: tryptone, 1 g/1+ NaCl, 9 g/1;
thioglycolate polysorbate 80, 5 g/1

Biguanides Lecithin, saponin, Polysorbate 80, 30 g/1 + saponin, 30 g/1 +

polysorbate 80

lecithin, 3 g/I1

Washing liquid: tryptone, 1 g/1+ NaCl, 9 g/1;
polysorbate 80, 5 g/1

Metal salts (Cu, Zn, Hg)

Organo-mercurials

Sodium bisulphite, L-cysteine

Sulphydryl compounds,
thioglycolic acid

Sodium thioglycolate, 0,5 g/l or 5 g/1
L-cysteine, 0,8 g/l or 1,5 g/1

D/E neutralizing brotha; SDCLP brothb
Washing liquid: sodium thioglycolate, 0,5 g/1

a

b

Dey/Engley neutralizing broth.

Soybean-casein digest broth with lecithin and polysorbate 80.
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Annex D
(informative)

Packaging characteristics

Consideration should be given to the configuration of the container. Package design plays a major role
in the risk assessment scheme and in determining the overall antimicrobial protection'of a cosmetic
product.

The configuration of the packaging container, or use of a refillable container, may influence the choice
of preservative system. The chances of microbial contamination by the consumertare inereased when
the container has a wide orifice and is subjected to direct consumer contact. Likewisejthe chances of
microbial contamination by the consumer are decreased when the containémis:a;unit dose, ophthalmic
tip tube, one-way valve or when direct consumer contact is prevented, Package size versus quantity
used per application should be considered since use of a large packageé which contains more products
and extends usage over a longer period of time increases the paossibility of contamination. The
presence of supplementary applicators such as brushes, pads or puffs will also affect the antimicrobial
protection needs.

The following factors are among those taken into consideration when assessing product risk with
regards to packaging:

— single- or multiple-use packaging;

— size of the package;

— mode of dispensing the product;

— predicted use-up rate;

— whether the package type allows fordireet.edonsumer contact;

— whether the package is pressurized:
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5.1) Status of standard(s), if any from which assistance had been drawn in the formulation of this IS.



		1. Standard (No.)

		2. Standard (Title)

		3. Whether the standard has since been revised

		4. Major changes

		5. Action proposed



		Not applicable







5.2) Status of standard referred in the IS.



5.2.1) National standard(s)
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		4. Changes in the referred Standards since last review of IS
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 Part 1 Colourants

		IS 4707 : Part 1 : 2020  
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		To be updated
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		IS 4887 : 1980 
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reference clause

		To be updated
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		IS 4028 : 1992 
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reference clause

		To be updated
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		IS 4011 : 2018    
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		Nil

		Year needs to be

updated. Same is to

be included in the

reference clause

		To be updated









5.2.2) International standard(s)



		1. Referred standards (No.)

		2. Referred standards (Title)

		3. Since revised IS no. of the corresponding IS

		4. Changes in the referred Standards since last review of IS

		5. If the corresponding IS is revised with reference to the referred Standards

		6. Action proposed



		Not Applicable







5.3) Any other standards available related to the subject & scope of the standard being reviewed (International/regional/other national/association/consortia, etc or of new or revision of existing Indian Standard).



		1. Standard (No.)

		2. Standard (Title)



		3. Provisions that could be relevant while reviewing the IS



		4. Action proposed





		Not Applicable







5.4) Technical comments on the standard received, if any.



		1. Source

		2. Clause of IS

		3. Comment

		4. Action proposed



		Indian Beauty and Hygiene Association (IBHA)

		Table 1 

S. No. i) 

Column 4

		Propose to broaden the melting point range for Unctuous form – Lip salve products as cited in proposed column with below technical substantiation. 

· Type I - Petrolatum based products are a combination of Mineral oil, Paraffins and Microcrystalline waxes. Melting point of Finished product is directly dependent on individual raw materials. The melting point of finished product will depend on the inherent melting range of the raw material used.



· Broader range will allow more stable product to consumer.

In India, the temperature across different states may differ. During transport or during depot storage temperatures may even reach 55 degrees which may melt the product even before it reaches to consumer.



· Would like to submit that even today many marketed products in unctuous form shows melting point 53 - 54 °C which is beyond the limit of existing melting point range of unctuous form.

		







Revision proposed



From-

35 to 53°C





To –

35 to 60°C



		Indian Beauty and Hygiene Association (IBHA)

		Table 1 

S. No. i) 

Column 3

		Propose to broaden the melting point range for Stick Form:



· Melting point of finished product is directly dependent on inherent melting range individual raw materials. 

Broader range will allow more stable product to consumers and can be proposed ensuring performance is not compromised. 

This is will help innovative research and formulation to bring new products to the market.



· Lip balm are generally made of waxes, oils, pigments, fragrances, etc. Waxes generally used are of synthetic & natural origin and there melting range can go up to 90 to 95°C. 



· Product composition is a combination of high & low melting waxes and oils to achieve a desired stick which is stable and at the same time consumer acceptable in terms of performance. 



		Revision proposed



From-

48 to 64 °C





To –

48 to 85 °C



		Indian Beauty and Hygiene Association (IBHA)

		Table 1 

S. No. v) 

Determination of Arsenic

		Arsenic is determined by Qualitative method at low conc. Need more robust and sensitive method for determination of Arsenic quantitatively. Hence, reference of AAS method suggested as an alternate method.



In addition BIS has already published IS 17495 : 2020/ISO/TR 17276 : 2014 Cosmetics ─ Analytical Approach for Screening and Quantification Methods for Heavy Metals in Cosmetics, which can also be referenced as an alternate in the standard. 

		Addition of alternate Methods Suggested



Include references

IS 16913: 2018, IS 17495:2020 as alternates to existing method



		Indian Beauty and Hygiene Association (IBHA)

		Appendix A



A-1 Determination of melting range

		The BIS method for Melting Range (Point) determination is not fully automated and leaves a scope for human error. e.g. Same BIS method followed by different labs gives different results. Proposing to introduce alternate test method as cited in next column.





		Alternate test method to be added.



Standard Open Tube Melting Point

Drop Melting Point:  ASTM D 3954.



PDF is attached below for reference







		Indian Beauty and Hygiene Association (IBHA)

		Table 1

Insertion of Note below Table 1 Sr. No. (iii) 

		Propose to insert a “Note” below Table 1 as cited in next column. Justification for the same is mentioned below –

 Since the Type 1 based product is formulated with petroleum-based ingredients, in the absence of vegetable oil content, peroxide value/ rancidity is not relevant from technical perspective.

		Include a asterix in the test for Peroxide value *. 



Include a Note connecting the asterix as follows

*Test for peroxide value is not applicable for Type I- petroleum based products. 



		Indian Beauty and Hygiene Association (IBHA)

		4.3 Packing and Marking

4.3 b ' For External use only and batch code number in code or otherwise to enable the lot of the manufacture to be traced back from records

		“For External use only” to be removed. 

		Like other cosmetics Lipsalves are also meant to be applied topically. 



As per IS 10284: 1982 'For External use only' is additional information and not required to be mentioned on the container.







5.5) Information available on relevant technical developments



		1. Source

		2. Development

		3. Relevant clause of the IS under review that is likely to be impacted (Clause & IS No.)

		4. Action proposed



		Not applicable







5.6) Issues arising out of changes in any related IS or due to formulation of new Indian Standard.



		1. Related IS (revised or new)

		2. Related IS Title

		3. Provision in the IS under review that would be impacted & the clause no. or addition of new clause/provision

		4. Changes that may be necessary in the Standards under review

		5. Action proposed



		Not applicable





5.7) Any consequential changes to be considered in other IS.



		1. Related IS to get impacted

		2. Related IS Title

		3. Requirements to be impacted



		Not applicable







		6) Any other observation:

		







7) Upload Supporting Document(s).



		7.1) ARP Report *

		



		7.2) Draft Document

		









		8) Recommendations - On the basis of the analysis of the info available as mentioned above consideration of sectional committee is solicited on the following aspects of the IS under review:
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This international standard was developed in accordance with internationally recognized principles on standardization established in the Decision on Principles for the
Development of International Standards, Guides and Recommendations issued by the World Trade Organization Technical Barriers to Trade (TBT) Committee.

[I 7 Designation: D3954 - 15
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INTERNATIONAL
Standard Test Method for
. . 1
Dropping Point of Waxes
This standard is issued under the fixed designation D3954; the number immediately following the designation indicates the year of
original adoption or, in the case of revision, the year of last revision. A number in parentheses indicates the year of last reapproval. A
superscript epsilon (&) indicates an editorial change since the last revision or reapproval.
1. Scope

1.1 This test method covers the determination of the ASTM
dropping point for waxes.

1.2 The values stated in SI units are to be regarded as
standard. No other units of measurement are included in this
standard.

1.3 This standard does not purport to address all of the
safety concerns, if any, associated with its use. It is the
responsibility of the user of this standard to establish appro-
priate safety and health practices and determine the applica-
bility of regulatory limitations prior to use.

2. Referenced Documents

2.1 ASTM Standards:*
D566 Test Method for Dropping Point of Lubricating Grease

3. Summary of Test Method

3.1 In this test method, the dropping point is defined as the
temperature at which the wax suspended in a cylindrical cup,
with a 2.8-mm diameter hole in the bottom, flows downward a
distance of 19 mm to interrupt a light beam as the sample is
heated at a constant rate in air.

4. Significance and Use

4.1 Waxes do not go through a sharp solid-liquid phase
change when heated and therefore do not have a true melting
point. As the temperature rises, waxes gradually soften or
become less viscous. For this reason, the determination of the
softening point must be made by an arbitrary but closely
defined method if test values are to be reproducible.

4.2 This test is useful in determining the consistency of
waxes, and as one element in establishing the uniformity of
shipments or source of supply.

! This test method is under the jurisdiction of ASTM Committee D21 on Polishes
and is the direct responsibility of Subcommittee D21.02 on Raw Materials

Current edition approved Oct. 1, 2015. Published October 2015. Originally
approved in 1980. Last previous edition approved in 2010 as D3954 — 94 (2010).
DOI: 10.1520/D3954-15.

2 For referenced ASTM standards, visit the ASTM website, www.astm.org, or
contact ASTM Customer Service at service@astm.org. For Annual Book of ASTM
Standards volume information, refer to the standard’s Document Summary page on
the ASTM website.

4.3 This test method has been found suitable for all types of
waxes including paraffin, microcrystalline polyethylene, and
natural waxes.

5. Apparatus

5.1 Suitable apparatus that meets the requirements of 5.1.1,
5.1.2, and 5.1.3 can be used to determine dropping points by
this test method. Instruments are available commercially®
consisting of a control unit with a digital temperature recorder,
matched furnace, sample cartridges, and accessories. The
control unit automatically maintains the furnace temperature
and controls the heating rate with a precision of 0.1°C. The
dropping point is automatically recorded, and the furnace
heating program is turned off when the sample interrupts the
light beam and triggers the photocell detector.

5.1.1 Control Unit—This unit shall provide a continuous
linear temperature control from 25 to 250°C at a 2°C/min rate.
A digital readout shall record the softening point with an
accuracy of 0.1°C.

5.1.2 Furnace Unit—This unit shall be capable of heating a
sample cup assembly as described in 5.1.3 at 2°C = 0.3°C/min
linear rate from 25 to 250°C. It shall include a sensing system
capable of detecting the softening point with an accuracy of
0.1°C.

5.1.3 Sample Cup Assembly—A chromium-plated brass cup
conforming to the dimensions shown in Test Method D566. It
shall be placed in an assembly so that the sample flows down
a distance of 19 mm to interrupt a light beam to cause digital
display of the softening point.

6. Preparation of Sample

6.1 For waxes heat the sample to 15 to 20°C above its
melting point to form a pourable liquid. Place the sample cups
on glass slides and pour the melted sample into the cup to a
level even with the upper rim of the cup. Allow the sample to
stand at room temperature for 2 h before running.

3 To the knowledge of the committee at this time, the only instruments which
satisfy the requirements of 5.1.1, 5.1.2, and 5.1.3 are Mettler-Toledo model DP70
and model DP90 fitted with FP83HT sample cup. These are available from
Mettler-Toledo, LLC, 1900 Polaris Parkway, Columbus, OH 43240, www.mt.com.
If you are aware of alternative suppliers, please provide this information to ASTM
International Headquarters. Your comments will receive careful consideration at a
meeting of the responsible technical committee,' which you may attend.

Copyright © ASTM International, 100 Barr Harbor Drive, PO Box C700, West Conshohocken, PA 19428-2959. United States

Copyright by ASTM Int'l (al rights reserved); Wed May 26 10:40:42 EDT 2021 1
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7. Preparation of Apparatus

7.1 Ensure that the furnace unit and the sample cup assem-
bly are clean and bright, since tarnished or dirty apparatus will
change the apparent dropping point. After each determination,
check to see if the apparatus requires cleaning.

Norte 1—It is advisable to keep the equipment covered when not in use.

8. Procedure

8.1 The procedure for measuring the dropping point of
waxes with the Mettler instrument has been developed to
duplicate the results obtained by Test Method D566.

8.2 Preheat or cool the furnace unit to a temperature of 20 to
25°C less than the expected dropping point (Note 2) of the
sample and maintain at this temperature. Place the cartridge
assembly containing the sample in position in the furnace,
taking care that the slits for the light beam are properly
positioned. When the ready light becomes steady, indicating
the sample and furnace have equilibrated at the present
temperature, initiate the 2°C/min heating rate by pressing the
START LEVEL. Heating will then continue automatically until
the drop point occurs and the dropping point temperature is
displayed on the digital readout.

Note 2—In the event of a dispute, the purchaser and the seller should
agree on the exact starting temperature to be used.

8.3 Immediately remove the cartridge assembly upon
completion of the test. Check to determine if the sample has
passed the light beam slot and no pretrigger has occurred.
Inspect the dropping point apparatus to be sure no dirt,
particles, or residue remain.

8.4 Clean the sample cups by placing them upside down on
a hard surface and punching out the residue material. Use a
spatula shaped to the contours of the cup, to remove the
remaining particles with a gentle twirling motion.

9. Report

9.1 Report the dropping point recorded on the digital
readout to the nearest 0.1°C. If converted to degrees
Fahrenheit, report to the nearest 0.2°F. Experience has indi-
cated that duplicate runs are not necessary. If a known error in
experimental procedure is made, the result should be discarded
and a second run should be made.

10. Precision

10.1 The following criteria shall be used for judging the
acceptability of results (95 % probability) for the Mettler
dropping point:

10.1.1 Repeatability—Duplicate results by the same opera-
tor shall not be considered suspect unless they differ by more
than 0.5°C.

10.1.2 Reproducibility—The results reported by each of two
laboratories shall not be considered suspect unless the reported
values differ by more than 1.5°C.

10.1.3 The procedure in this test method has no bias because
the values derived for the drop point of waxes are defined only
in terms of this test method.

11. Keywords

11.1 drop point; waxes

ASTM International takes no position respecting the validity of any patent rights asserted in connection with any item mentioned
in this standard. Users of this standard are expressly advised that determination of the validity of any such patent rights, and the risk

of infringement of such rights, are entirely their own responsibility.

This standard is subject to revision at any time by the responsible technical committee and must be reviewed every five years and
if not revised, either reapproved or withdrawn. Your comments are invited either for revision of this standard or for additional standards
and should be addressed to ASTM International Headquarters. Your comments will receive careful consideration at a meeting of the
responsible technical committee, which you may attend. If you feel that your comments have not received a fair hearing you should
make your views known to the ASTM Committee on Standards, at the address shown below.

This standard is copyrighted by ASTM International, 100 Barr Harbor Drive, PO Box C700, West Conshohocken, PA 19428-2959,
United States. Individual reprints (single or multiple copies) of this standard may be obtained by contacting ASTM at the above
address or at 610-832-9585 (phone), 610-832-9555 (fax), or service@astm.org (e-mail); or through the ASTM website
(www.astm.org). Permission rights to photocopy the standard may also be secured from the Copyright Clearance Center, 222
Rosewood Drive, Danvers, MA 01923, Tel: (978) 646-2600; http://www.copyright.com/
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0. FOREWORD



0.1. This Indian Standard was adopted by the Indian Standards Institution on 24 November 1982, after the draft finalized by the Cosmetics Sectional Committee had been approved by the Petroleum, Coal and Related Products Division Council.

0.2.  p-Phenylenediamine C6H8N2, is an important chemical which is used in the manufacture of hair dyes. It is also known as 1,4-Phenylenediamine ; 1, 4-benzenediamine, p-diaminobenzene. It is represented by the following structural formula:



[image: ]



(Molar Mass 108.14)

p-Phenylenediamine 







0.3. The specification of p-Phenylenediamine is in force from 1982. Technological advances have meant that there has been an improvement in the quality of manufacturing. This has led to p-Phenylenediamine of improved purity and controlled impurities made available for use in cosmetics. The current revision has taken note of these improvements and revised the requirement for Purity and included limits for impurities.

0.4. There has been advances in the methods used for identification and estimation of purity. In the current revision FTIR has been proposed as an alternate Identification Test to Tests for Melting Point in ANNEXURE F.

0.5. GC method has been included as an alternate method for estimation of  % Purity of p-Phenylenediamine  and its impurities as ANNEXURE C and D Respectively  

0.6. The use of p-Phenylenediamine for hair dyes, shall be in accordance with the provisions of the Drugs and Cosmetics Act, as amended from time to time and up dated.

0.7. For the purpose of deciding whether a particular requirement of this standard is complied with, the final value, observed or calculated, expressing the result of a test or analysis, shall be rounded off in accordance with IS : 2-1960*. The number of significant places retained in the rounded off value should be the same as that of the specified value in this standard.

















1. SCOPE



1.1. This standard prescribes the requirements and the methods of sampling and test for p-Phenylenediamine for cosmetic industry.

2. REQUIREMENTS

2.1. Description : The material shall be crystalline, in the form of powder, flakes or grannules as agreed to with the buyer for application in the final product format 

2.2. Colour : The colour of the material shall be white to light grey at times with a pinkish tinge

2.3. Solubility : p-Phenylenediamine  is soluble in water, alcohol, and ether and only slightly soluble in chloroform

2.4. The material shall also comply with requirements given in Table 1.

TABLE 1 REQUIREMENTS FOR p-PHENYLENEDIAMINE  FOR COSMETIC INDUSTRY



		Sl.No

		CHARACTERISTIC

		REQUIREMENT

		METHOD OF TEST



		

		

		

		Ref  to Column No. in



		

		

		

		Indian Standard

		ANNEXUREURE



		(1)

		(2)

		(3)

		(4)

		(5)





		i

		Melting range,  deg.C 

OR

FTIR

		139.5 to 141.5 /  Matches with standard





		IS : 5762-1970*

		



F



		ii

		Ash Content, percent by  mass, Max

		0.1

		

		A



		iii

		p-Phenylenediamine  content percent by mass, Min, Gravimetric/ by Gas Chromatography

		99.5 

		

		B or C



		iv

		Iron (Fe), ppm, Max

		25 max

		

		E



		v

		Heavy metals as Pb (ppm)

Arsenic as As2O5 (ppm)

		20 max

2 max

		BIS Std 



		



		vi

		Impurities (ppm) 

		

		

		D



		

		Aniline

		100 max

		

		



		

		p-Chloroanaline 

		1000 max

		

		



		

		o-Phenylenediamine+ m-Phenylenediamine

		500 max

		

		



		

		2-Aminobiphenyl

		Below Detection Limit

		

		



		

		p-Nitroaniline

		250 max

		

		



		

		p-Nitro Chlorobenzene

		Below Detection Limit

		

		



		

		Single Unknown Impurity

		500 max

		

		



		

		Total Impurity

		5000 max

		

		







*Methods for determination of melting point and melting range.

*Rules for rounding off numerical values (revised)

3. PACKING AND MARKING

3.1. The material shall be packed in suitable air tight containers to protect it from oxidation.

Note – The material discolours in air, it is essential to protect it from light and humidity and oxygen in air tight containers 

3.2. Marking – The containers shall be marked with the following

3.2.1. Name of the material

3.2.2. Name of the manufacturer and his registered/recognized trademark if any

3.2.3. Batch number in a manner to enable traceability including its date of manufacture

3.2.4. Any other information required by statutory authorities

3.3. The containers may also be marked with ISI Certification Mark

NOTE- The use of the IS1 Certification Mark is governed by the provisions of the Indian Standards Institution ( Certification Marks) Act and the Rules and Regulations made thereunder. The ISI Mark on products covered by an Indian Standard conveys the assurance that they have been produced to comply with the requirements of that standard under a well-defined system of inspection, testing and quality control which is devised and supervised by ISI and operated by the producer.



ISI marked products are also continuously checked by ISI for conformity to that standard as a further safeguard. Details of conditions under which a license for the use of the ISI Certification Mark may be granted to manufacturers or processors, may be obtained from the Indian Standards Institution

“p-Phenylenediamine may cause serious inflammation of the skin in some cases and so a preliminary test should always be carried out to determine whether or not special sensitivity exists.  To make the test, cleanse a small area of skin behind the ear or upon the inner surface of the forearm, using either soap and water or alcohol.  Apply a small quantity of the hair dye as prepared for use to the area and allow it to dry.  After 24-48 hours, wash the area gently with soap and water.  If no irritation or inflammation is apparent, it may be assumed that no hypersensitivity to the dye exists.  The test should, however, be carried out before each and every application.  

The material should on no account be used for products used for dyeing eye-brows or eye-lashes as severe inflammation of the eye or even blindness may result”.

4. SAMPLING



4.1. Representative samples of the material shall be drawn as prescribed in IS:3958-1966*.

4.2. Tests for all the requirements shall be carried out on a composite sample.

4.3. The method for preparing representative test samples of the material and the criteria for conformity shall be as prescribed in 6 of IS: 3958-1966*. The lot shall be declared as conforming to the requirements of this specification if all the test results on the composite sample meet the relevant specifications requirements.





ANNEXURE A

[Table 1, Item (ii)]

A	 DETERMINATION OF ASH CONTENT



A-0 	Outline of the Method 

A known quantity of the material is ignited at 600°C and the ash cooled and weighed to constant mass



A-1 	Apparatus 

B-1.1	Platinum or Silica Crucible provided with a lid

B-1.2 	Furnace - preferably with automatic temperature control device

B-1.3     Desiccator



A-2	Procedure

Incinerate 2 to 3 g of the sample in a tared platinum or silica crucible and then ignite at dull red heat (approximately at 600°C). Cool in a desiccator and weigh till constant mass is obtained.



B-3	Calculation

	Ash, percent by mass 	

Where

m  =  mass  in g of the  residue obtained, and

M  =  mass  in g of the sample taken for  the  test.



*Methods of sampling cosmetics and toilet goods

	









ANNEXURE B

[Table 1, Items (iii)]



B	DETERMINATION OF p-PHENYLENEDIAMINE 

B.1 	Gravimetric Method using Acetic Anhydride

CONTENT

B-1.1 	Outline of the Method  

This method estimates the p-Phenylenediamine as diacetyl derivative of p-Phenylenediamine.

B-1.2	Apparatus - G4 sintered glass crucibles.

B-1.3	Reagents  	1. Chloroform

2.  Acetic anhydride.

B-1.4  	Procedure - Weigh accurately 0.2 to 0.3 g of the sample into a 100mL beaker. Add about 30mL of chloroform. Heat on a water bath while stirring. Filter through a G4 sintered glass crucible and collect the filtrate in a flask. Care should be taken to retain the solids in the beaker.

Repeat extraction with chloroform at least for three more times taking 25mL each time or until the filtrate is colourless (six extractions max).

 	Remove the flask and transfer the filtrate to a 250mL beaker. Rinse with few small portions of chloroform. Evaporate chloroform to about 25mL and add 1mL of acetic anhydride slowly, with stirring. Let it stand for one hour and filter on a weighed G4 sintered glass crucible. Wash beaker and precipitate with three or more, 5mL portions of chloroform. Carefully remove last traces of precipitate from the beaker. Dry the crucible to constant mass at 120°C and weigh the precipitate.

B-1.5	Calculation

		p-Phenylenediamine, percent by mass 

M2  =  mass in g of  the precipitate,	and

Ml  =  mass in  g of the sample taken.



B.2 	Alternate Gravimetric Method using Propionic Anhydride

CONTENT

B-2.1 	Outline of the Method  

This method estimates the p-Phenylenediamine as dipropionyl derivative of p-Phenylenediamine.

B-2.2	Apparatus - G4 sintered glass crucibles, Suction flask, Glass rod

B-2.3	Reagents  	1. Chloroform

2.  Propionic anhydride.

B-2.4  	Procedure - Weigh accurately 0.2 to 0.3 g of homogenous sample of p-Phenylenediamine, in to a 100 ml beaker. Add about 30 ml of chloroform in to the beaker. Heat the beaker on a boiling water bath while stirring using glass rod and ensure complete dissolution of sample. Cool the beaker to room temperature. Filter through a G4 sintered glass crucible and collect the filtrate in a suction flask. Care should be taken to retain solids and suspended material in the beaker itself to avoid the clogging. Repeat the above extraction process with chloroform at least for three more times by taking 25 ml every time or until the filtrate is colorless (maximum six extractions) Remove the flask and transfer the filtrate to a 250 ml beaker. Rinse the flask with few small portions of chloroform and add to the filtrate in 250ml beaker. Evaporate the filtrate to about 25ml by keeping the beaker over boiling water bath. Add 1ml of Propionic Anhydride slowly in to filtrate, till it appears milky white, then add drop by drop while stirring using glass rod. Let it stand for one hour at room temperature to get the precipitate settle down. Meanwhile weigh cleaned, dried & cooled in desiccator G4 sintered glass crucible (i.e. empty weight of crucible) W1.  Filter the precipitate on the pre weighed G4 sintered glass crucible. Wash the beaker and precipitate with three or more, 5 ml portions of chloroform. Carefully remove last traces of precipitate from the beaker. Dry the crucible to constant mass at 120 °C. Weigh the crucible with precipitate i.e. W2

B-2.5	Calculation



Where,

W1 = Weight in g of empty crucible, 

W2 = Weight of crucible with precipitate, g



ANNEXURE C

[Table 1 Item (iii)]



C	DETERMINATION OF p-PHENYLENEDIAMINE CONTENT BY USING GAS CHROMATOGRAPHY

C-1 	Outline of the Method 

To determine the % content by mass of p-Phenylenediamine (PPD) by Gas Chromatography with FID

C-2 	Apparatus-GC (FID)

Gas Chromatograph equipped with a hydrogen flame ionization detector (FID) and coupled to an integrator cum printer-plotter.



		GC (FID) Condition 



		Column 

		RTX-5 Amine (Restek), 30m, ID: 0.53 mm, film thickness: 1µm

		Detector

		FID



		Carrier 

		Nitrogen

		Flow (mL/min)

		3.2



		Injector Temp. °C

		270

		H2 (mL/min)

		30



		Detector Temp. °C

		280

		Air (mL/min)

		300



		Inj. Volume ( µL )

		1.0

		Split Ratio

		5







		OVEN PROGRAM



		Rate °C/min

		Temp °C

		Hold Time(min)



		-

		150

		5



		20

		250

		15



		Run time : 25 minutes







C-3 	Reagents and Standards

1. Standard of p-Phenylenediamine  (PPD), (Sigma, Alfa Aeasar, SD fine, LOBA Chemie  or equivalent)

2. Acetonitrile (HPLC Grade, Merck)



C-4 	Glassware 

100mL volumetric flasks

25mL volumetric flasks

5mL Bulb Pipettes

50mL Beakers

Labels/ marker/ Aluminium foil etc.



C-5 	Procedure

C-5.1 	Preparation of Standard Stock Solution A 

Weigh accurately around 250mg (±5mg) of p-Phenylenediamine (PPD) standard in a clean 100mL volumetric flask. Add 70mL of Acetonitrile and sonicate to dissolve and make up the volume with Acetonitrile.





C-5.2 	Preparation of Internal Standard Stock Solution B 

Weigh accurately around 250mg (±5mg) of Dibutyl Phthalate (DBP) in a clean 100mL volumetric flask. Make up the volume with Acetonitrile.



C-5.3    Preparation of Standard solution 

Pipette out 5.0mL of Standard Stock Solution A (C-5.1) and 5mL of Internal Standard Stock Solution B (C-5.2) in a 25mL volumetric flask and make up the volume with Acetonitrile. 





C-5.4 	Preparation of Sample Stock Solution C 

Weigh accurately around 250mg (±5mg) of p-Phenylenediamine (PPD) sample in a clean 100mL volumetric flask. Add 70mL of Acetonitrile and sonicate to dissolve and make up the volume with Acetonitrile.



C-5.5 	Preparation of Sample solution 

Pipette out 5.0mL of Sample Stock Solution C (C-5.4) and 5mL of Internal Standard Stock Solution B (C-5.2) in a 25mL volumetric flask and make up the volume with Acetonitrile. 



Note 1 : Use freshly prepared Standard and Sample solution for analysis.

Note 2 :  Alternative validated test conditions and standard/sample preparation steps are acceptable in order to improve/achieve clear separation and/or quantification. 

Responsibility of changes in test conditions lies with manufacturer provided suitably validated. 



C-5.6 	Estimation

Inject 1µl of the Standard Solution*** (C-5.3) and Sample solution (C-5.5)   with the help of Auto injector. Measure the peak area of p-Phenylenediamine (PPD) and Dibutyl Phthalate (DBP) in the standard and Active Sample solution and calculate the contents as described below.

*** Injection Sequence

1. Blank

2. STD -1

3. STD -2

4. SAMPLE-1

5. SAMPLE-2

6. SAMPLE-3

7. STD -3 (Bracketing standard)

Inject bracketing standard after every 3 samples and one standard at the close of sequence.

System suitability (SST) of standard solution (3+bracketing Injection) 

% RSD Limit < 2.0.



C-7 	Guide Retention Time as follows:



		Name of Peak

		Guide Retention Time (RT)



		Acetonitrile

		1.949



		p-Phenylenediamine  (PPD)

		5.509



		Dibutyl Phthalate (DBP)

		12.244







C-8 	Calculation



PPD (p-Phenylenediamine )  % by mass = 



Where 

A1 : Area of PPD Peak in Standard

A2 : Area of PPD Peak in Sample

W1 : Standard Weight (mg)

W2 : Sample Weight (mg)

ANNEXURE D

[Table 1, Item (vi)]



D	     Determination of % Impurities in p-Phenylenediamine (PPD)

D-1 	Outline of the Method  

	To determine the % Impurity of p-Phenylenediamine (PPD) by Gas chromatography with FID

D-2 	Apparatus–GC (FID)

Gas Chromatograph equipped with a hydrogen flame ionization detector (FID) and coupled to an integrator cum printer-plotter.



		GC (FID) Condition 



		Column 

		RTX-5 Amine (Restek), 30m, ID: 0.53 mm film thickness: 1µm

		Detector

		FID



		Carrier 

		Nitrogen

		Flow (mL/min)

		3.2



		Injector Temp. °C

		280

		H2 (mL/min)

		30



		Detector Temp. °C

		280

		Air (mL/min)

		300



		Inj. Volume ( µL )

		1.0

		Split Ratio

		4







		 OVEN PROGRAM



		Rate °C/min

		Temp °C

		Hold Time(min)



		-

		100

		5



		5

		250

		15



		Run time : 50 minutes





Note: Syringe to be rinsed with Acetonitrile at least 10 times each, before and after use 



D-3 	Reagent / Standards

D-3.1 	Standards of 

1. p-Chloroaniline (PCA)

2. o-Phenylenediamine  (OPD)

3. 2-Aminobiphenyl (2ABP) 

4. p-Nitroaniline (PNA) (Sigma, Alfa Aeasar, SD fine, LOBA Chemie  or equivalent)

5. p-Phenylenediamine  (PPD)

 D-3.2 	Acetonitrile (HPLC Grade, Merck)



D-4	 Glassware

1. 100mL volumetric flasks

2. 50mL volumetric flasks

3. 2mL Bulb Pipettes

4. 50mL Beakers

5. Labels/Marker/Aluminum foil etc.



D-5	 Procedure

D-5.1 	Preparation of Internal Standard Stock Solution A  

Weigh accurately around 100mg (±10mg) of Dibutyl Phthalate (DBP) standard in a clean 100mL volumetric flask. Make up the volume with Acetonitrile.

D-5.2 	Preparation of Standard Stock Solution B 

Weigh accurately about 100mg (±5mg) of p-Phenylenediamine (PPD) standard into a clean 100mL volumetric flask. Add about 70mL of Acetonitrile, sonicate dissolve and make up the volume with Acetonitrile.

D-5.3 	Preparation of Standard Solution C 

Pipette out 2.0mL of Internal Standard Stock Solution A (D-5.1) and 2.0mL of Standard Stock Solution B (D-5.2) in a 100mL volumetric flask and make up the volume with Acetonitrile. 

D-5.4 	Preparation of LOQ solution 

Pipette out 5.0mL of Standard Solution C (D-5.3) in a 100mL volumetric flask and make up the volume with Acetonitrile. 

D-5.5     Preparation of Resolution Solution 

Weigh accurately about 100mg (±5mg) of each p-Chloroaniline (PCA), o-Phenylenediamine (OPD), 2-Aminobiphenyl (2ABP) and p-Nitroaniline (PNA) in a clean 100mL volumetric flask. Add about 70mL of Acetonitrile, sonicate to dissolve and make up the volume with Acetonitrile. 

Pipette out 2mL of above solution in a 100mL volumetric flask and make up the volume with Acetonitrile. 

D-5.6     Preparation of Sample solution 

Weigh accurately about 2000 mg (±10mg) of p-Phenylenediamine (PPD) sample into a clean 100ml volumetric flask. Add about 70mL of Acetonitrile, sonicate dissolve. Add 2.0mL of Internal Standard Stock Solution A (5.1) and make up the volume with Acetonitrile.



Note 1: Inject freshly prepared standard and sample solution

Note 2: Alternative validated test conditions and standard/sample preparation steps are acceptable in order to improve/achieve clear separation and/or quantification of impurities. Responsibility of changes in test conditions lies with manufacturer provided suitably validated. 



D-6 	Estimation

Inject 1µl of the each LOQ Solution*** (D-5.4), Resolution Solution (D-5.5), Standard Solution C (D-5.3) and Sample solution (D-5.6) with the help of a 10 µl syringe or Auto injector. Measure the peak area of p-Phenylenediamine (PPD) and Dibutyl Phthalate (DBP) in the standard and impurity peaks in Sample solution and calculate the contents as described below.



*** Injection Sequence

1. Blank

2. LOQ Solution

3. Resolution Solution

4. PPD STD -1

5. PPD STD -2

6. PPD STD -3

7. SAMPLE-1

8. SAMPLE-2

9. SAMPLE-3

10. Blank (Fresh Vial)

11. PPD STD -4 (Bracketing standard)



Inject bracketing standard after every 3 samples and one standard at the close of sequence. Inject fresh blank vial before every bracketing standard.



D-7   Guide Relative Retention Time and Relative Response Factor

		Name of Impurity Peak

		Guide Retention Time (min) (RT)

		Guide  Relative Retention Time (RRT)

		Relative Response Factor (RRF*)



		Acetonitrile 

		2.106

		0.145

		-



		Aniline

		6.613

		0.456

		1.1606



		p-Chloroaniline (PCA)

		12.962

		0.893

		0.8346



		o-Phenylenediamine  (OPD)

		13.130

		0.905

		0.9876



		p-Nitrochlorobenzene (PNCB)

		14.087

		0.971

		0.7127



		p-Phenylenediamine  (PPD)

		14.515

		1.000

		1.0000



		m-Phenylenediamine  (MPD)

		15.463

		1.065

		0.9515



		2-Aminobiphenyl (2ABP)

		23.150

		1.595

		1.4883



		p-Nitroaniline (PNA)

		23.429

		1.614

		0.8579



		4-Aminobiphenyl (4ABP)

		26.685

		1.838

		1.5249



		Dibutyl Phthalate (DBP)

		30.594

		2.108

		-





Note:











1. Signal to Noise ratio for PPD peak from LOQ solution should not be less than 10.

2. Resolution between p-Chloroaniline (PCA) and o-Phenylenediamine  (OPD) should not be less than 1.000 and between 2-Aminobiphenyl (2ABP) and p-Nitroaniline (PNA) should not be less than 1.500.

3. Area ratio between PPD and DBP (Internal standard) peak of Standard Solution C should be between 0.9 to 1.1.

4. System suitability (SST) of standard solution (3+bracketing Injection) %RSD Limit < 5.7.



   D-8      Calculation 



D-8.1   Known and unknown impurity in ppm

             =

Note: * RRF for respective impurity.

	For unknown impurity calculation consider RRF 1.0.  



D-8.2   Alternate calculation method:



                Known and unknown impurity in ppm 



ANNEXURE E

[Table 1, Item (iv)]





E	DETERMINATION OF IRON CONTENT	:



E-1	Apparatus



E-1.1	Nessler Cylinders -50mL	capacity,



E-2	Reagents

E-2.1 	Ammonia Solution Iron Free  

Dilute 37.5 ml of strong ammonia solution to 100mL with distilled water. This solution contains approximately 10 percent ammonia (m/m). The solution should comply with the following additional test:

Evaporate 5mL nearly to dryness on a water bath. Add 40mL of water, 2mL of a 20 percent m/v solution of citric acid and 2 drops of Thioglycolic acid. Mix, make alkaline with ammonia solution, and dilute to 50mL with water; no pink colour is produced.	

E-2.2 	Citric Acid Solution 20 percent (m/v) Solution of Iron Free Citric Acid in Water 

The solution should comply with the following additional test:

Dissolve 2g of the solution in 40mL of water, add 2 drops of Thioglycolic acid and mix. Make alkaline with ammonia solution and dilute to 50mL with water; no pink colour is produced.

E-2.3 	Concentrated Hydrochloric Acid - See IS: 265-1976*. 

Hydrochloric acid should comply with the following additional test:

Evaporate 5mL on a water bath nearly to dryness. Add 40mL of water, 2mL of a 20 percent m/v solution of citric acid and two drops of Thioglycolic  acid, and mix. Make to 50mL with water; no pink colour is produced.

E-2.4 	Sodium Hydroxide Solution 4 percent (m/v)  

Sodium hydroxide solution should comply with the following additional test:

To 5mL, add 2mL of 20 percent m/v solution of citric acid and 2 drops of Thioglycolic  acid and mix. Make alkaline with ammonia solution and dilute to 50mL with water; no pink colour is produced.

E-2.5	Thioglycolic Acid-iron-free

E-2.6  	Standard Iron Solution

Dissolve 0.173g of Ferric Ammonium Sulphate in 100mL of water, add 5mL of dilute Hydrochloric acid and dilute to 1000mL. One millilitre of this solution contains 0.02mg of iron.



E-3	Procedure

E-3.1 	Take 10g of the sample in a silica evaporating dish. Wet with 5mL of Sodium Hydroxide solution and evaporate to dryness. Ash the sample in a muffle furnace maintained at 600-700℃. After the sample is cooled down in a desiccator, add 5mL of concentrated hydrochloric acid and swirl until all of the ash is netted with the acid. Cover the dish, heat to boiling, dilute with 10mL distilled water and reheat to boiling. Cool and transfer to a 50mL volumetric flask. Make to volume with the distilled water.

*Specification for hydrochloric acid (Second Revision).



E-3.2 	Prepare standards from the standard iron solution by the following method

Take 1mL, 1.2mL, l.4mL, 1.6mL, 1.8mL and 2mL of standard Iron solution (E-2.6) in Nessler tubes. Add 2mL of 20 percent m/v solution of Citric acid, 2 drops of  Thioglycolic acid and mix. Make alkaline with Ammonia solution and dilute to 50mL with water. Allow to stand for five minutes. Pipette a certain volume of the solution from E-3.1 in place of standard iron solution in the Nessler tube and proceed exactly as given in E-3.2. Compare the colour produced with the standards prepared above. If the colour is darker than the one made with 2mL standard Iron solution, take another volume of solution from E-3.1 so that the colour produced is within the range of standards.



E-3.3 Calculations



Iron (as Fe), ppm	 = 

Where

A =  volume of  standard solution in  mL to  match B

B  = volume of  solution from E-3.1 matching with A.



ANNEXURE F

[Table 1, Items (i)]



F	Identification by IR for p-Phenylenediamine

1. Prepare sample as per requirements of specific instrument/model 

2. Take Spectrum scan with air for background from 4000 – 650 cm-1.

3. Scan and record spectrum of Reference/working standard 

4. Similarly scan and record IR-spectrum for sample 

5. Compare the sample spectrum vs standard spectrum

6. Some of the characteristic wavenumbers are

	1630-1620 (Sharp)

	1520-1450 (Sharp)

	3100-3010 (Weak)

	3500-3300 (Sharp)
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